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HEUOE, AS NLAOIE L t-2=Al ZEHS), 22K MA (W2 =of, n-22 2lSs),

CRlS 9 AS ODISOF UCH  ADJ| BFS0IA @D1o] US 1 LA B, HIZEGIHE 1 WK 2 =2
. 2c= 0 WX 100C, HIZXGIHE 0 LA 50C OICH, AD| SIS0 2019 o2 =22

EfslaA (02 S0, A2, 2zaus o O2220E), HHE (02 =o, Cog o

P st o|0|2 JIXIM, HIR=GHH
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S0f, NN-CIIZ2ZZ0I0IS, CIHE 2ZAIC, OIMELIES, OIME 2 S=20) Jb QUCH  BH2 A2
CHOH 10 =2 24 A2, HIZIXIGHHS 1 WX 10 AI2FOICH.
s8t2 (B) =R Ol R (R = 22IQ) o B2 (A) o BB (A2) T= 1o HoRHE ot
stoll Oloh REE & QUCH.
/Q /T\ Rl -~ /N
_— 1
N N\%V \Q N\%R
p10 10
| } "
R1ll l
(A-2) (B)

[al= R = 2rzo|nH.

14
R o "g2'"z2= HE, HE, T2 22 G 20| JUCEH.
J

D] BIS0IM, HIlE 82 (A-2) £= 02 S0l tHoll 1 X etel o2 ASEC. AMEHE g
Jlel s2s RI1EI] (ME S0, ZEts IHZUO0IE L A8 HEUOE), |RIEI (HE S0, Ed
olgotal, melgl, Ciolgotel & 1,8-CIOLAHIAIZ2[5.4.0]-720d), L2 0IE (HE S0, A5 O
EZ0IE, A8 NEUOE L t-2SA ZESE), |RISSH HMA (HE S0, n-2E 2I8), 48 dlE
clE 2 AT O0IE, HIEAGHH= o8& dIERIE, n-RE 2§, t-FSA Zt& & A8 OH0IEI U
Ct. gtS=%&= 50 LKl 200C, HFEXotH= 100 LKAl 180°C OICH. &fJ BHSOIA 202 2= g2
A3t Este=A (HE S0, 222EE % USZ20E), HHZ (HE S0, HEASIEZEER), oA
HZ (ME S0, HE OIMIHIOIE), HIZEXd &0 (ME S, NN-CIHNEZSO00IE, CIHE =ZAl

S, OHNELIEY, S22 2 J4dl) JF JACH. BrEAIZ2 U 10 & WX 10 Al2h, B2 EGHH= |

o
m

r
=2
]
un
<
[e]]

EOIOl LIER 2ol 2ol stere (1) ol Z&8s=
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0IE &), HMA (KIE SO Et= Ztet, Jtetd, 00l NARSAIE, ElEts SAIE, 222t 5),
wdor (FBIEXE) (KIS SO0 Z0IH, SSH &), AFsH (HE S0 28 sULE &), Y2H (0
SO0l Iiettl, A28 & 5) 22 d8E SaHel g 2 HIINE HES HES2 MEdts =g
oFMlstE LYol 2ol M2 +~ UL =2 2HY Y & N2H = Zg=22 ISHHCZ L& o
geixoz K8 #o sets (1) L= 1° 32 FRH00F2 &0, & XH=ES &= (1) £=
Fol HIE2 LEXHO2 0.1 LHXI 100 S&% OICt. = 2F2 AHstH xH=22 s (1) L= 19
S0l BItotod otlt 0142 THE oty 24H=HS a7 + UCH, = &E SH0| 24&H=E & A
2 £ U:s FHSTO FR0= MES0l §ACH  MatM, &) BH2ZR2 NS 202 HEyse
UL A2+ A= FHAY S4EHiz= A (-1 IF & 2S-USs M), &, ds,
e, OIADE, 2, Ag, R, %, FAN, SYM, 00t JAC. &I SS4EHHE 22 S
e otmEA &g [0S S0 22 2™ (Japanese Pharmacopoeia) Off XIAlE -] o 2o M=z =+
UCH.

FHHCZ, FME HMEst LYol Ot seE (1) £= 12 32 QU2 BESADIAHL, £= 0l
SEM, Z2HM, oM E£= OB HYst FHOtNeYt DLst =2 UMD, 01F 22N SE 3
Ototl), 482 ok 40 SEES UFYZM M2 &= AT, d8Fo=2, HMe sEt= (1) £=
ol g5 A2, L= 0l FEH, 2EH, 2olM L= JIE Ndet ZIIMS #dst 2gss €45
ANZeZM AE HMZEE & AT, GOS0, M= £ 2 02 MEE e E= 0/ s FHOHA
ool pd EFES LEGIHNT MEE & UL TS F2, XH482 HMH, n¥FY s2 R
= AC. L8, xgd=2 Nget ISHE 2EE = AT, FAN2 =4 S0HE A8cts 32 FA
g =, delags, NN, L= Hiexd SUE MSote 3= A2d JIS0H HEs 4o ses (1)
C= 1o g2 W HYYo SN L= KtHs 0, L3 HEggo g2 (1) L= 19 g2
FALE HtOolZol 2S5t0l MZEE = AUACH

27 X428 M 2= AEHX, OHLE(mannit), 28 AE2A, JHESANHELEZA S 2
0l 22 ANENN S4HCZ ASH=s SHO0| JUACH. FAUE FH tilz2s SF7+, delaldgs, 2
SIA ZH, N S0l UACH. £, AHSUA LEH2=Z ASEH = OO BE0HH ZotE =
Ct

2 2o SGNSN T4d=2 19 %2 SN 2 5ot L =80 JgxE, NE-Xot & &€E-
MoIAHZO2 01510 AFO2 FESICE.  [etMd, 2 2Zo Zgs2 4| AsE S4ol 2o obl=
ZEo g 2 Xzl 3ttt

FHHLZ, 2 Z4=2 OlHSd SUNBAS, HNLES, @8, g8 sS85, dady JIH0,
gngd AIF, g8y YUY, FIY, dxI2 HE, S, Y Y, 423ME =R
5, 43E%s, 2 JIE 2o g L= gXol AsSE = UCH

a2 (1) & 19 g2 2d2HE & Edl=cMelE NotHE8s 20 UL &) Y=5H S42
stere (1) & 1o Hol UHNLES (S0l UECSLMLUEES, UNELHAES, SAHSULE
S) 2 2d SHIsY Yol & 2% HE (0E SO 24SUHEE, S sgyd &, SHF, O
DSWBs, LESHHS, 2y W, 3K (gangrene)) 2 X2 X 00l Sol BEES AIASHCTH
I 2E2 XR0A, 2 £ 82 (1) = 82, SEXH22 T= JIf NE-Mot = 22
£ XMotMQ HEote. ogsiaez Y/E= XRSHOZ AZE = AT, Y9 I, g2
27 SAEHZ FOEE 20| HBIFAGIH, 2R 32, HAHEHZ HECZ SOHE = UATH. O
%S QUM ASE > A= FHSE2E (1) WOIELO0IE (fibrates) [HIE S0 22WOIE0IE
(clofibrate), BIXIIOIE2N0IE (bezafibrate), BIEZH (gemfibrozil) ], LIZEA 2 109 S
2 otg2 [0S S0 OtAlIISA(acipimox), Z2=2(probucol) S, (2) §&Y Z&=X [0IE S
O 2dlAElet2(colestyramin), SeIAEIZ(colestipol) S1, SeAHE S+ MMl (6E S0 AE
AHE, U004l S), (3) SaAHES M4 Motk (WS S0l ZULAEE, MHIAEIE, ZetHtAE
Bl St 22 HMG-CoA CISEHMl XMaHAl), X AF el OZAICHH XMaiAl (M€ S0 NB-598 % 12| Of

g2 5).

StetE (1) = ot HEstH A8E = U= JIEt EH4E2RSU ARLE-t-AHE AScHMIE U
(Mg s OZe |=H, otXdzZe S, 2 &M S)

H=0l, stetsS (1) £ 09 g2 dh¥d e HEWM XE-MHotxe 2 gE-HotHss =10 DI
HZ0l, ols2 ¢se Mads MEE ReZ JIUEt. &) M2SsA SEH4s5s g O, stEgS
(1) & 09 g2 HEEs 2 g4 A3y, gy AIF, gy LU, g8y Eo
HE S 22 19 ox 2E = sl MEgd ¥ N8 ¥ o 223 A YLD 22 1o 23
2, 2 80 JEEE, Ho GEd Za, 2284 Itd, AN SH €2 24 289 Az £= X
ol Sol Mottt

AD ZEo ol L XR0AM, SES (1) £= 09 Z2 S8R L= I EYXMotM £= 1E
LMt BN ALSE = JUC. &I HS20H0AM, &) eSS I SLHUHZ Fo=
20l Hig A6, S8 320ls, HAEHE M0 FHE = AL, Got AE8E = A= 4=
2= (1) A= MA (ME S0 22 o=l 5), (2) =sXZL=e0t (HE S0l 222401, =2
el22tXE &), (3) a-2RIDAIOH HMaliHM (KIS s 20224, OIEEA &), (4) osd 82
M (ME S0 MI2EE, ERICIEE &), (5) =X 2IHEM XMallM (S S0 OZAAEE,
SUAEE ), ¥ 2223 MM (WS S0 ot0l==0tLIE &) 0l UACH.

=2 2go s (1) £= g2 (1) 0l=HM (S s FZAM0IE, ALZsE §), (2) nZdd I
EH (ME S0 OlHIEE S), (3) AXEA || =M Z&H (ME SH ZAIZE, 2UMEE &),
(4) GHXIQEIAl | MEtsA MollM (ME S0 olgetmd Z20olE, detzd slE22=22E 5), &
(5) 25 Mg 223 (HE S0 LIHCOE, OLCE sE2222E 8) It 22 3SX&E DELUXA
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S WEG ABE 4T UCH
= 2gyol FE2 (1) T= Y2 24 AXYD 22 DIIYR00STUSY 2PE IHO oY L X
20| MEBITH  AHEY WA JIHOR=, JHU20L0IAZM JIAGI0 AE DHMEZU 0 MEO]
SAECs 2D F=, DIILZO0IASHSH20, AF DA s S SaS2HM2St R
Ngas SHA olY RIS 2ol K2SChe 2000 MAISOf UCH  D2tA, = 239 382 (1)
= @0l = Ell22lM2IS NOIRE8S MoAZL4S, 0= B YA L USUM HSC= &
S ZXE AUSYD W0 SPHOZ AZE & ALt 4J| ol K% U AWM, SFES (1)
£= 0o @S SgXo=® E= O(EE|Y, JIHA0IE HESZUO0E, HBAGE HESZEUOE,
NEIBE, R2ILIAEIE SI 22 3IXE 24 SIE2Y YEol0 FPX0E L= =2RX02 =K
4 ULk,

slee (1) T= 0o 22 98 JlE =S o8 NAIZE 28 BNYES0l ACH  6DINE Dy,
olEel NE4 (S22 X), HotaHIISHGS, A8y S& U 0N ARES0| YL HAYHSO)
A)| BEOZRH OJITls PO, %S JP BAYHS0 &) BES ASADID, DN A=&0|
BHEEICHe 200 YBHNOR 2ofH UCH 19 KR HoIAEo 2FOIA, SES (1) ¢ 19 22 &
Ol Fetsol xyol AE L X ML Al XAIA, SHEE (1) E= 1o g2 ANIss
MBS Aol HEASUA SYNOE, T= INE 24 82 (WS SO AX JMEH, A2
EIZ4 A5, 2QE0IRY A5 S) B HGIL, E= SYCSLSE, H2ZSUSE SAIUI0IE
A8, Z2MOIS, RHELIS, OXMOIS S HE6I0f S0 & AUCH &I ASIS= F7E
28 Sofl +¥E= 2000 BRI

2 oo sse (1) & YO 02 Jisst 82 EMEM ANOC. HE E22Mec ¥ S
DT VI O SE= N2 IHIO2 B0 YCH, w-3 NYM0| B2 SAS0 160 Edl
2eMElS SE0t ¥e ¥R WS DI AMLY, 0l BELIZLINLICES0l ENENS ST
212 AARBICH. OS0l, HNYES SXHAME VL 0, BAXLES XM V0L 0 SIHAIBIE 2

S0 SXMoHH, E2 WHHSHMEZEH EctA0Ld 45HH MolHe 2HIE SIAZICHD 2™
Jl 20, EclZ22IMelEl 88422060 (fibrinogenolysis)E ZFAAIZ 4= QUCHD MAHECH. O
chAl, 19 EllZ22M2E-NHotAES NAHE M, &S (I) L= 109 42 8d59 & & =0
MEtotCt) M2 ECH A)| 2Z0AM, SSEE (1) F= 82 SgHez2 = fiets, detd

U/F= SESH (HE &0 Ot~

SIEZ22elE, EXSHHM (HE =0 ditel A8, R2IILHM S) &
gl, =ZlIctE, EIS2IY dIE22S2RE, LZAEE S) ot 22 SXE NS HEGH0H, bt

Il
AotHE B3 H=2E Sol S0E 4= UCH
2 Yo AHEN M2 S22 FoZEE, SXe AR A, ddE L ME, & JlE AXu £
AL, WE S0 sSWAHS XNZH, EYXMNHotH, F= =Y 285 IUSMY 201 HolsXo HFR
HoZ E0HE 2, g2 (1) e 19 o AN ddEF2 0.2 WAl 50 mg/kg, HHEEoHHE
0.5 LHAlI 30 mg/kg 22, &I SEHHS 1 WA £3° UHNHE SHHFZ SOHEC. FHE2=E &3
22 L HIFPAZ O AO0IEXN &0
[HHE AAIGHD| RSt 220l 24Al]
SetE (1) ¥ 109 gof «%4std gilE LiEtHE A2 0es ohle 20
AS0l 1: HepG2 MIZOl LOL-Z &S =t
LOL-Z &2 J.L. Goldstein 2 &0l et SHEUJACE. HepG2 MIZE= ATCC (American type culture
collection) OIA 2gatl, 2et20l REE 6-2 ZHO0IE (Sumitomo Bakelite) Ol &Zot0d, 10%-4
EioF €A E sRol= 0122 =A ZLHHAl [Eagle's minimum essential medium (MEM)] OIAl 37C, 4 &
2 BHYOIR|ACE. MA=Z=, HIZE 10 uM s=° ANEs&=2 =Motol 10%-LPDSE &Sot= MEM 22 20
AMZESOH BHSIRCH. 2.3 uM s52 25-0EEA2HAHEEZE 84 W22 E AIEGIRUCH. ZAHO
E M|2FWHOZ2 NS, MES Q12t []25|]LDL (4 1g/ml) 2 =Hotol 25 mM-HEPES & 1% & &
S0l (KL US)E SK0t= MEM 22 6T A 2 Al2PSot S2HHLAIZCH. HES, MEZ0 Zets=
(1oL 2 ®AER 2HOIEZ S2AIIL, PASS SHOIQUG (B ZE). HISOE 28 (NB)
O=2 A LOL (300 4g/ml) o ZTH5GHOI AIZOll CHS [125|]LDL 28 Lot SHoIULCEH.
= AT U A NSBE HHA SO0IH [125|]LDL—’E‘§!% HAGIR oM, 2tRel gyHoz S8 S shaks
HESIol|CH., Z2UE HEZ20 st HES2 LIEHHACEH.
ZWME = 1 ol LEFLHRUCEH.
Iz 7]

| &V ALOIL No. DL 2& (EFO HHES)

1 202.6

2 172.5

3 194.2

9 247 .4

10 169.3

22 125.5

26 189.1
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27 167.6
28 193.7
36 218.5
46 165.8
52 183.1
67 162.0
76 281.5
77 168.3
80 248.3
113 140.4
117 136.8
A 2: ZE HAHUA SUAHE MotE2S
=31 BE Ale2lor 1A (110-130 g) 2 2 & AEE S42 (CE-2, Clea Japan Inc. AMAl, Tokyo)S
NSEH Ho SXGI}CH. AIESE=E22 22 13 20 mg/kg/d 2 SHEHOZ 4 L2t HREOZ =00l
RUCH. o2k ASAZRH EHE MFctL, €& & SUAHE & E222MEE AYE IIE (Wako
Pure Chemical Industries MHI, Osaka)E AlE6te XS24 J[(Hitachi 7070, Hitachi Ltd. ARAI,
Tokyo)2 =Holl, ¥ &2 Mel 850 A4YE IIE (Kyowa Medex Co., Ltd. AHMl, Tokyo)E AlZol
o €2 HOL-2YAHESE =HoOIUO. = ZYUAHSZEH HIL-2 HIAHIEE th A HI-HODL Z2dAHS
£ H AT
ZUWE T 2 0ff LIEFHCEH,
[E 2]
AN HS H|-HDL-C TG
(CH=220) CHSt BHES) (=220 Ofst HE=)
1 68.6 78.4
2 65.1 102.2
3 69.5 91.3
9 62.3 67.0
10 61.0 70.8
22 58.8 62.3
26 66.4 82.0
27 73.9 83.9
28 62.9 61.3
29 68. 1 73.9
32 76.6 76.5
33 /7.1 85.6
34 72.2 4.7
36 61.9 74.7
39 62.7 62.6
46 69.6 72.4
58 74.0 71.2
67 62.0 67.9
68 58.5 74.3
70 47.9 71.2
74 73.5 67.9
76 74.0 58.1
HI-HOL-C (HI-HDL-Z2AIAHE) : [& SdAHE]-[HL-Z2HAHE]
16 : E2|2clAMelE
H 2 29H, 85 & 24 AHE (T ) HEZUAM BXE2 SItEesE 2HtHN, AMEZ0Me €3 2d
AHES ZIJF 2 15-30% SHE™A | YUSICEH. Mets, 2 2o SEs (1) T= 8222 XMl
ZOME, Hl HDL—:’EII/\EH% ;ED} =20 BIWst AMEJACH.  SEgs (1) € 1o Eol g5
LOL- & VLDL-2dAHZS “Ei 2% MSHAIZID] &0, OS2 OlHISE SHESES 2 WANLESH
22 ATE2Y A& X200 =560,
AS0 3: fIAE HI2F HEHNM XE-Xol st
321 QAL HIOH HEE HAEQO SAIZ (CE-2, Clea Japan) ¥ 20 NSEH E2AIH KL
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10=20AM MESS SEStD, o2 ASFAZRH EUS H—FIéP , MHSE4I[(Hitachi 7070)8 AE5HN
2t F0f AOIZA 2 W2 HSA A2 JIEZ EF & £ (T0), Ecl2alM2lE (T6), 2F2
A, ¥ HL-BdAHE (HL-C)2 SHoACH. = EH*EHEE‘:’H HL-2dIAHIZES thA HI-HL-2dl
ﬁEH% (HI-HDL-C) = I &tGHRALCEH.

HEE 2 e 222 Li+2 (n=6), & E‘Oﬂ ¢ FEE Sl €2 13 0.5% HELEZRA EHS 30
mg/kg/&l AlISate= (HAl0 22)S 2 =2t F0oIAC (ANEZ). OE Z0ls 0.5% HELEZA 8
HOtS SOSHACH (WEZ). 14Z WO, U\I HEs 586 ot

dt S2et Baez €Y T SdAHE, HOL-SdIAHE, EclZ2dMels, & 2F2AE ZHotAL

roll

E

[Z 3]

H|-HOL-C (ma/dl) 2232 (mg/dl) TG (mg/dl)
== 39.9+3.7 366.8+72.0 324.7+74.2
ASIZ (ALALOI22) 30.04+5.2*x 268.2+81.9+* 258.3+38.4+
B+ E=EI (n=6)
* IAEF BIO HE HZZ W HIWaEH P<0.05 M SME
** AEL H]OF HE CHEZ 0 HIWEH0] P<0.01 KM SIS
H 3 C2RH, 2 299 JEE2 2 FTIAE EE =0 otLi2t EFU HI-HIL-SYHAHE L EclZ22
HelEx SXotH KEC= A0l YHollh., OetM, 2 LYo =2, s WEYS L= 0f
HEM sSHHSS %X & X0 |Sollt. &2 2HO =20l 2RIAE S MotH =D
20, Ole gaYd L= gy S859 1zU22 RE6iC
BH0 AAl0 & X0 @X 2 2HS XMool Jlsot)| st 2oz, 2 2o HE Hstols A
2 MNATIOAE eIl A X0 L AAINUA, 20 "A2"'2 0 WX +30CE 20lotH, &Izt
2 2t J20EHIIN /8 HHEHO JITHOIA LIEIYH 2049 HIgS 200 het 24013 (v/v)

NUR TIOIEISl JITHOIA AlREl DS

= atolel 2olg 2=l

s @ o3

colEn3a
t &SI
quint @ AtSII32
m: O=s13
br : 2=
Hz : dl2X&

ESUI

N-[2-[1-(t-2SAIBI2 2 ) D H2 C-4- 22 802 | 2201019 &4

1) -2 4-(2-5|S=AI0IZRIE) I H2IE-1-It 2 =420/ E2 84

S2ol 100 nl B -2 4-(SASG2RLH L) IHIS-1-3t2 = A0/ 19.901 g (73.888 nM) <
0| 123 ml (185 mM) oI 1.5 W CIOIARES20E SISLIS-S2AS 78T OlA Hlotl, Eg8s
78T OlAl 1 AIZFSOF MBAIZICH. 1%, BIEFSS -78CHA HJiot, EB2S 0.5 Al2HS9 Wkl
H B CO|ARLL20ls oISEISE SHAZC. 1%, YUsHH 22 HItoll, 2822 2 A2
So DUAC. MHE HESE Yel0lSE 01230 0NAZIL. HE OMEOIER delol=8 A
HoIC 01U U NZUS 20t SHS ZUSHH SRAZL, XRSS 222 2 A=0ETY
I (SIAH/OIE OLHIBIOIS = 3/1 LKXI 1/1) Ol /o BHSI0l BMSIBES +=oiv0H

M OHE. =8 15.292 g (91%)
"H-NIR (CDCls, 200 MHz) &: 1.469 (9H, s), 1.735 (1H, br s), 2.174 (2H, s, 5.9 Hz), 2.260 (2H, t,
5.9 Hz), 3.383-3.462 (4H, m), 4.172 (2H, d, 7.0 Hz), 5.493 (HH, t, 7.0 Hz).
2) t-2€ 4-(2-E20 @) I H2e-1-IIE=5401EQ &4

P

|

NELIEE 150 m = t-F€ 4-(2-3ESAIEcIE)IIH2IE-1-t == A0 E 15. g (67.277 mM)
2 EtA HECEZRDIE 24.5 g (74.0 mM) O NN 19.4 g (74.0 mM) & ECIHEZAES 78C Ol A
EototRCt, =, &20AM, SH2S 2 A3 WBtAIZICH. &) pHESSeEEsS 2200l SJFAIA
Z0E MU, HF=0 CIUE 01|E1|EE Eotet =, wWEAIZ11, MHdE JEHSS O#IlH\|9|7 cl
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O OlHl==2 MIotAT. oY L NEHES 201 SHE B0
g JZ0tEDNT (HAH/0E Of HIHIOIE =30/1 WXl 9/1) 2 &

DM MF. =8 11.283 g (58%)

gg
0¥
an
=
W
g
e
10
10
1o

>

"H-NMR (COCls, 200 MHz) &: 1.471 (9H, s), 2.203 (2H, t, 6.0 Hz), 2.297 (2H, t, 5.7 Hz), 3.405-
3.478 (4H, m), 4.007 (2H, d, a.4 Hz), 5.621 (1H, t, 8.4 Hz).
3) N-[2-(1-(t-2SAtE2EL)IHaIg-4-e|d ] E ] ZE0/01=9 &4

NN-CIHEZE0I0IE 100 ml & t-22 4-(2-E2Z0E2E) DB E-1-t=2SAHYO0IE 5.775 g (19-
900 mM) ¥ IEts ZEO0I0IE 4.05 g (21.9 mM) & EUS 100C MM 1 AIZSC WBHAIZICH  A&HD| BF
%E‘:% S0l 20E1, ME OHMEHIOIEZ 33 ==0tL. 22 |RIISS R+ 0taUs =HOIE

010

(MgS0,) &0IA HZAIDILD, SOHE 250 SROIACH. TFSS Aot 2E AZ0tEDHD (4
/OIE OHMIEHIOIE = 6/1 WX 3/1) Ol 2o MoK EMSEESS +=SotACH
EEM NEE. =8 5.473 g (77%)

"H-NUR (COCls, 200 MHz), &: 1.469 (9H, s), 2.143 (2H, t, 5.2 Hz), 2.458 (2H, t, 5.6 Hz), 3.401

(PH, t, 5.9 Hz), 3.480 (2H, t, 5.7 Hz), 4.294 (2H, d, 7.4 Hz), 5.367 (1H, t, 7.3 Hz), 7.693-7.759
(2H, m), 7.801-7.885 (2H, m).

T
N
X
-
Jm
>
O
ﬂ.|

i
0x

-2 24)-1,2,3,6-HECSIE202Ig-4-L]0E ] ZE0/01=9
-(2-3lEEAIME)-3,6-ClaI=EE2-2H-TI2IE-1-II=ES MY 0 EQ &
2 100 ml & 2I& L=R0l& olE2IE 0.66 g (17.5 mM) 2o SHENH

.p

0x

&£
=

| H

ctol=2 et 50 ml
-(MISAIIZELEHE)-3,6-ClolE2-2H-Tl 2l El-1- 9t§§/é'EHOIE 71 (17.521 mM) 2 &
Of Zototl, Eg =S 420AM 1 AlZSe WBHAIRCH. 2] etSEEg=0 HE OPHIHIOI
Of ®II5H0I DO 218 LRO|s IC2CSE SHAIG. 5, WA AN20| LY 0
X 22 FItott. H2H0IEE 0IEotH =S totd, ZH0IEE O OtMEIOIEZ AIEdt
AULH. oA 2 NENHS 20t SIHE Z o0 SFTAIRC. HF[RES 2ciotd 28 JZ0tE A
(B &H/OIE OLMIEIOIE = 3/1 LKA 1/1) Z ZHNotH HENstg=EE =

DM MF. =8 3.259 g (82%)

9

0Z 0T 4T
(ol ==
.p

nh
_O'ﬂ
4%
ol

"H-NVR (COCls, 200 MHz) &: 1.467 (9H, s), 1.663 (1H, br s), 2.086 (2H, br s), 2.282 (2H, t, 6.0
Hz), 3.502 (2H, t, 5.7 Hz), 3.709 (2H, t, 6.4 Hz), 3.879 (2H, br s), 5.480 (1H, br s).
)

2) t-2€ 4-(2-BE220€)-3,6-LIs| E2-2H-TI2|Z-1-II =2 =AY 0 EQ &H

dBtMoz I 1-2) of LHS oI &M Hi HEZ HMSFE =SS =SOIRUL.

"H-NIR (CDCls, 200 MHz) &: 1. 469 (9H, s) , 2. 071 (2H, br s), 2.573 (2H, t, 7.3 Hz), 3.443 (2H,
t, 7.3 Hz), 3.500 (2H, t, 5.8 Hz), 3.884 (2H, br s), 5.476 (1H, br s).
3) N-[2-(1-(t-2SAtE2EL)-1,2,3,6-HECISIE2TI2IE-4-L]HE | =

Et
= =
UBtMOoZ 0 1-3) of LHS EGI0 &M Hi HEHHZ HHMIFSSS +=SOIRULL

'H-NIR (CDCl5, 200 MHz) &: 1.456 (9H, S), 2.152 (2H, br s), 2.376 (2H, t, 6.8 Hz), 3.475 (2H, t,

5.7 Hz), 3.757 (2H, s), 3.793 (2H, t, 7.0 Hz), 5.347 (1H, br s), 7.689-7.755 (2H, m), 7.796-7.895
(2H, m).

R0 3

t-2E8 4-0l0|=—1-TlHZIE =S A Y0 EQ &4

1) N-(1-HIZTH2IE-4-L)ECIERL2Z0tMNEODIES &4

BIEctsl=2Fet 250 ml & 4-0t0l=-IBIZE TIH2IE 25. 4 (136.3 mM)
o EU0I HIECHIZEZEE 100 mnl & ECISFLIONEYN B2 21.2

2 mlele 22.1 ml (27.3 m
ml =

StOIl &Ototl, SS=sS4=20AMd M WEHAIZCH 3%, %DH% 2 2 SHOll

OtAIEIOI bl

|[E =

(43.9 mM) 2 SHES

T~

(I3
0w =

A=

SFEAIIL, dF=ES 22
ZAZIL, SOHE 2 5H0l

3/1) 2 ZHMstn, ZH

EI/%*B}D_, OlE OhAl EZ 33 FEoI0. 22 KRIISS MgS0, & 0A
SFAZAL. NFESS el 28 IAZ20IEHI
5' _JOiE% CIOE OHZ=Z2 8ASHH EMEEs +=

BHA DE2 . 28 39.23 g (100%)

==

r

SAAH/0IE OFAIEIO
StALCEH.

Jn

9

K

"H-NUR (COCl3, 200 MHz) &: 2.045-2.330 (4H, m), 2.6752.804 (2H, m), 3.515-3.573 (2H, m), 3.987-
4.074 (1H, m), 4.150 (2H, s), 7.371-7.479 (5H, m), 7.957-7.806 (1H, m).

2) t-2 2 4-ECIERZ0LHEODIE-1-TIH2IE =S MY 0 EL &L
4 g 2 10% Zets-A-EL (50% =3H=2)E FHOE AFSot0, 11.431 g (39.927 mM) 2 N-(1-B& T H el
C-4-2Q)ECIZERL2Z0LMIEOCIDIEE HE= 100 ml S0 &2 2 UIISHAH SLSES0l AHE Nt

170-31



1019980707319

A (= 2 M2HS0H) =AFAIRCH. BISEESU ZE—DH% HCtOIEE 0IEot0 GHutAIZID HIESZ ME
GHRALCH O L HEHS 20t SHE 22560 BFRAIHA = N-(IIH2IE-4-Y)ERIERL2Z0LH E0LDI
EE #Sott. & zdMd=S FHMotA &1 HEHE Ctol=2| BtS0l ArSotRLt. HEZCIEZE
gt (50 ml)-OIEt2 (20 ml) & = N-(TOIH2IE-4-L)ECIZETL220LMEONDIE L ERINEOHL! 6.68 ml
(47.9 mM) o 40l Cl-t-2€ CIII2UIOIE 9.59 g (43.9 mMM)ES A =20M ZDIictl, Eg8=22 282

EOH/\-I T wBAIRCH. =, %UH% Yot SFAIILD, &FESS HelotE 22 EEDPEJEHMI

—

&H/0IE OLMIEIOIE = 3/1)
M DEE. =8 8.505 g (72%)
"H-NUR (COClg, 200 MHz) &: 1.321-1.555 (2Hi m), 1.456 (9H, s), 1.921-1.995 (2H, m), 2.786-2.923
(2H, m), 3.890-4.140 (3H, m), 6.528 (1H, br d, 7.0 Hz).

3) t-2€ 4-0t0l-1-TH2lEIE2=SA0ES &4

HES 50 ml & t-28 4-ECIERL220tHMEODIS-1-TIH2IEIH= =2 0IE 7.35 g (24.8 mM) & =
Et= JIZUIOIE 5.71 g (41.3 mM) 2 SHS 60T OlA 8 AlZtsoh WEHAIZICH. &D)| BIEEEES =
BAMLIEE +=EXUUH RF0HEL, ES=S SHUEESR _JTL_QH\BIj OIE OtAIEIOIEZ 103

F£ol
AU, 22 FIISS MgS0, &0IA AZAIZI112, SIHE ZSol00 SJAIH S HH 2 HH St
S22 2ottt &I ZMdHd==S Mot 1 U 0l=2 B SOH ArSotALE.

"H-NMR (COCl3, 200 MHz), &: 1.076-1.358 (4H, m), 1.456 (9H, s), 1.725-1.822 (2H, m), 2.703-2.855
(8H, m), 3.993-4.077 (2H, m).

=

N—[Z—[1—(t——'?’—§/\|ﬂ§_t.‘_‘é' )-2,5-CIolE2-1H-TIE-3-L ] E ] ZE0I01=9

il

|
BIE2IsIS @2 2er (150 ml)-0IEHE (50 nl) & 3-TIE2ICIE 25.63 g (0-2942 M) o 80 CI-t-FE T
201 70.6 g (0. BES USUM 1 ARISO WEAIRD, 0%,
SHE 2yt =8 -2 =AY0IES £S5
Hofl Cloy 2.

2

<]
6

400 ml = %’é‘%‘ 22¢2/E 56.0 g (0.441 M) 2 CIE ==AME 6 | (0.883 M)Z 78C
OHH Htot), Sg=S 5 =23 WEAIRCH =, HEcSIEZE 150 ml & &I X t-FE€ 3-7

SADE2IE-1-I2 =24 0/E 2AS Hototll, == -78TC OlA 15 23t wWBAIZCH. &)
F'JS%E.’%OH ECI0E0ot2l 246 ml (1.77 M) S FJtotn, A2e=z IH"“HsF =, Eg== 20 R0l
1, OIE OtMIEHIOIEZ 33 FZotALt. 22 RIISS MgS0, &f0lA AXAIDILD, ESOHE 2ol &=
/\I?ilj. ) ZMLES Aot 2y JDRO0OtEHT (HaH/0E O}HIEIIOIE =6/1 WX 3/1) 2 &

1H—NMR (CDClg, 200 MHz) &: 1.487 (9H, s), 2.588 (2H, t, 7.9 Hz), 3.756 (2H, s), 3.777 (2H, t, 7.8
Hz) .

2) t-2< 3-(HSA}ERLHL)2,5-CI6| SRNS-1-32 =AY 0IEC] B4

Xl DIRHEIZ 60% A5 GIS2ISol B, 3.41 g (85.2 mM) £ 3 HHSl sACZ AIFGD, 50 ml O
SO0 BEAIZICH A BEH0) S22 50 nl E OIZ CINZZAZL-OMEIOIE 33.8 g (151
) O SMS UG ZOIGtD, SHES ASMA 30 ESO WEAIZC. A EEE2S S22 200
M E (-2 SASSEU)USE-3-2 2542 g (137.2 ml) O BAN AS0M Xoiotn, ERES

25. .
A20AM 1.5 AlZtSeH WBAIRCH. &) gtEEg =S U0E =2 aAA2110, 22 ME8ctl, =+
g5 UOE oez=2 23 =oAL E'_% FIIES MgS0, &0AM AXAIDILD, SHE 2ot0l SF
ANZT. ddeE TdEEs &2otd 2E OtEeHm (&H/OE OLMIEIOIE = 6/1 WX 3/1) 2

0
I
0
H1J

dHMoto ZHMag=s +=Sottt
EA OMF. =28 8.201 g (23%)

'H-NUR (COCls, 200 WHz) &: 1.280 (3H, t, 7.1 Hz), 1.472 (9H, s), 3.146 (2H, s), 4.119-4.226 (6H,

m), 5.613-5.651 (1H, m).

3) t-¥2 3-(2-5IS=AINL)-2,5-LIGI SR B-1-I 22 Y 0IE B4
o

HECGIEZEE 150 ml & 2l R0z 5lE2E 1.22 g (32.1 mM)

Om | SEM0 HECSIEZFE 50
HIEAID

n = -2 3( [224HE)-2,5-0I5 SR E-1-5}2 2201 8.201 g (32.122 mil) ©f BAS
AWSHOl ZOIStD, SE22 ASHA 1 AISO WEFAIZLH  AD| BHSEE20l LYSHl O OfAl
HIOISE &01510] 2ol 28 220is SICACE ZHA5D, UM HE20 24S LK 22 &

°
e, suE
HZAE 20

42t0IEE 0I20l0 Oftotl]l HEl0IEE OHE' OLMIEIOIE MZGHALCH, M
FASHU SR AL, NF2SS Aot 2 A20tE0HI (HaH/ U E OM1|E1|
ZNiot 04 HHstgEE +=SotAUlt.

DM OHH . &8 4.826 g (70%)

'H-NIR (CDCl5, 200 MHz) &: 1.473 (9H, s), 1.767 (1H, br s), 2.387 (2H, br t, 6.2 Hz), 3.769 (2H,
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t, 6.3 Hz), 4.083-4.139 (4H, m), 5.499-5.537 (1H, m).

4) N-[2-[1-(t-2SAtE2EY)-2,5-CIsIE2-1H-TIIE-3-L]HE | ZL0/0/1=E9 &4

CIE OlElZ2 100 ml & t-22 3-(2-cs=E=AME)-2,5-LIGIERME-1-II2=SL Y0 E 4.818 ¢
(22.590 mM) & Eec|MIE0tel 4.72 ml (33.9 mM) 2 SHol HetsEd 2Z2/= 2.10 ml (27.1 mm) 2
Lot HItotll, E8== 0T 0lAM 0.5 Al2tset WBHAIRCH. &D| BHESEEES SHMUUEE =8
Aol FHEL CIE OHZE=Z 32 FE6IJAL. 22 |RIIES MgS0, &0AM AXAIILD, SHE 2ot
ol SFAZC. TF22S 100 ml 2 NN-CIHEZSO00IEN EHAIZILD, 4.60 g (24.8 mM) 2 ZEtS
ZEO0I0IEE FHotel =, S22 10T OlM 5 Al2tse WEHAIRCH. &)] gr2sg=EE S0 R0
I, wtAIZIL, 4 FMSS W0l ol 25t), S2 2AGHD, HEZAH HEMISFESE =50t
AUCH G2 DEE. =8 5.522 g (71%)

'H-NR (CDCl5, 200 MHz) &: 1.482 (9H, s), 2.498 (2H, t, 6.9 Hz), 3.848 (2H, t, 7.1 Hz), 4.075 (4H,
s), 5.504 (1H, s), 7.702-7.744 (2H, m), 7.832-7.874 (24, m).

X0 5
-(S-HEZ2e-1-2)IlHalg-3-dugotel CslE2222E2 &84
1) N-(1-(3-HEZ2E-1-2) I Helg-3-LH e ] xeololee &4

OLNIELIEE 150 ml & 3-LIHICIEOIES 10. O .g (87.43 mM) ¥ 1-E22-3-HYE
mM) o XN ZEtS SHEUI0IE 18.1 g (131 mM = A20
&) EtSEEgEE =20 Rogl, oE OPHIEHOIEE 33| F==otALH.
A21D, EOHE Z2s6tll EFAIA = 1-(-HEZ2E-1-2 ) Il HI2| &-3-0 &
dd== Mot &2 JdUZ 0l=2 ES0 ASott. HECZGI=2Fet 150 m
(3—EI‘§EEE—1—%)HIEIEIE'—S—EHI'EF% 2 EZ/NE0tR! 14.6 ml (105 mM) 2 SN
50 ml = OiEsxd 222/ 11.0 g (96.2 M) o SHs dUstol XIt6tn, &
0.5 /\I’FEOF O WeAIZCH. &) BrS&g=ss 20 20€1, tE OHdIEﬂOIEE 3] =ZotRULCH.
22 |RIISS MgS0, &0A HAXZAIZID, E0HE 2otol SJAUCH. &F== 500 ml 2 N N-CIHEZ
%OIDIEOH %6HA|DI_’ HLEtE ZEOI0IE 17.8 g (96.2 M) HOtet =, é@%% 100COIA A 1
BEAIZICH. &D| EtE2EE=ES 20 fHE], O OtMHOIERZ 33 FFolUlt. 22 KRIISS MgS0,
HOUMN HAEZAZID, SHHE ZS5L0 KEAlaﬂEP S22 AeJrd ZY I=Z0tEINI (AL oE
OMIEHIOIE = 1/1 WXl OIE OIAMIEIOIE) 2 FMGH HEMSEESE +SotACH.

EAM MF. =8 25.905 g (82%)

i
i o
U
ij
£l
riy
o
10

F
T
o2
]
o
HT
O
o |n

"H-NVR (COCls, 200 MHz) &: 0.954-1.123 (1H, m), 1.4372.153 (84, m), 2.336 (2H, t, 7.9 Hz), 2.595

(2H, t, 7.7 Hz), 2.752-2.807 (2H, m), 3.542 (IH, dd, 7.0 Hz, 13.6 Hz), 3.624 (1H, dd, 6.9 Hz, 13.7
Hz), 7.105-7.295 (5H, m), 7.666-7.769 (2H, m), 7.804-7.871 (2H, m).

2) N-t-2EAPI22E-[1-(-HEZ2B-1-2) I H 2l E-3-LnHE]otel o &4
0

HES 50 ml & N-[1-(-HEZ2EH-1-2)IIH2IE-3-LHE ]| ZE0/0IE 10.770 g (29-713 mM) 2 SN
O BI2ial LBl OIE 1.44 ml (20.7 ) S BoidiD, ESE 2 Morser sRNC. I ¢
SEs2s 4202 YAAZ £, [-t-2E CSH2UOIE 7.78 ¢ (35.7 mi) S FJiotl, =82S &
204 1 NotSer MEAZIL . &) BSEUBE FUSLES =00l 2ole 0, 08 OHEIES
38 Z=E5IUCH. 22 RS2 MgS0, AU AEAIID, BUHE 2S5t SRAZCG. IRSS g
Sh2 2@ IZOHEDHT (AU OHMEIOIE = 1/1 LK OIZ OIHIEIOIE) 2 FHGH0 EXEES
S +SoHCH

%I—

=2 8.914 g (90%)

1]
Jz
12
b

"H-NWR (CDClg, 200 MHz) &: 0.846-1.117 (1H, m), 1.434 (9H, s), 1.568-1.960 (8H, m), 2.339 (2H, t,

7.5 Hz), 2.616 (2H, t, 7.9 Hz), 2.757-2.835 (2H, m), 3.009 (2H, br s), 4.607 (1H, br s), 7.133-
7.318 (5H, m).

3) -(3-HYZ2E-1-2) I H2 S-3-LHE 0 CslS222e=9 84
HIEFS 50 nl S0 N-t-2SAS22E-[1-(3-HYZ28-1-2) I H2|H3-2 K]0t 8.902 ¢S SHA
D, S= P4 10 NS HIE S, 2HS2 AR0MN 3 AIZFES RUAZL. A)| BSEE2S S

EANIH EXSEES2S +Sot2UL.
SEM HE., =2 8.200 g (100%)
1H—NMR (CD30D, 200 MHz) &: 1.212-
3.032 (4H, m), 3-.153 (2H, t, 8.6
=ENUING
1-(3-HYZ2E-1-2)-4,4'-H|IlH2IE CloIE2222I=9 &4
1) 1-t-2SAIIE28d-1'-(FHEZ2T-1-2)-4,4' -0 T H2IH 2o &4
= 4,

1-434 (1H, m), 1.7852.438 (6H, m), 2.728 (2H, t, 7.6 Hz), 2.776-
Hz), 3.538-3.690 (2H, m), 7.161-7.347 (5H, m).

OIEt= 150 ml 4'-HIOIHZIE 10.98 g (45-52 mM) & 1-EZ22-3-HEZEZZE 9.06 g (45.5 mM) 2
SN ZES 9}5‘_ UIOIE 18.9 g (137 mM)S ZEJtotll, EEES A20A 1 L2t WBAIZICH & Bt
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SE82S 06D, O{UCZRE SIS LS MHGHACH XHB2S 100 nl o HEtIS2EE
Z0 BHAIID, C-t-22 CISH2UIOIE 11.9 g (54.6 M) S EIIer 3, S22 AR20M 6 AIVS
OF MUIAIZICH AJ| WISES22 AMFUES £8%0 20/LD, W OHEHOEZ 33
=S50, 22 RIISS MgS0. UM AEZAIID, BHE 2ot SRAUC. DRSS Mo
22 A20iE 1T (A0 OFMIEIOIE = 8/1 WXl 1/1 Ol OIMIEIOIE) 2 EASH0l ERsEESS
4SS5I

SN DS 28 3.597 g (20%)

"H-NUR (COCl3, 200 MHz) &: 1.009-1.381 (6H, m), 1.451 (9H, s), 1.628-1.683 (4H, m), 1.744-1.896

(4H, m), 2.333 (2H, t, 7.7 Hz), 2.575-2.689 (4H, m), 2.946 (2H, br d, 11.8 Hz), 4.064-4.169 (2H,
m), 7.127-7.305 (5H, m).

2) 1-(-HEZ2E-1-2)-4, 4'-HlIlHeld ClslEg22ec &4
OIS 20 ml S0l 1-t- /\IDPEC"-' 1'-(-HLT28-1-2)-4,4'-HI T H 2l 3.425 g (8-860 mM)
2 S

SoiAlIIL, =& &t 5 mlo &otet EEES A20M 6 AlZtSoF WBHAIZCH. &D| Bt EE=2
SSSAII10 NES-CI0E oH==2 D”éiH\Iﬁ HHMEES —’-‘—58%9";[}.

EEM NE2. +8 2.965 g (93%)

"H-NWR (CD30D, 200 MHz) &: 1.413-1.659 (6H, m), 1.9452.170 (6H, m), 2.715 (2H, t, 7.5 Hz), 2.860-
3.131 (6H m), 3.413 (2H, br di 12.6 Hz), 3.595 (2H, br di 12.4 Hz), 7.157-7.335 (5H, m).

X0 7
N-[2-(3-HY Z28-1-2)-2 3-C|5| S 2-1H-0| AQIS-5-2U M E | ZE0|0| =9 &4
1) (7,7-CIHIE-5,9-CI5IE2-6,8-CISAIH T A 228 €I-2-2)

1300 ml & 2I& Z=F0ls olE2lE 25.

-5-JtE2SA4 (EQldel8 f+8) 50.77 ¢ .

S AS0IA 1 L2t DEAIZICH. AD| BISEE 201 2dstol o OHIHIOIE% &t

6t _’}atol cls %’—?—DIE BICEI_E w_-oH/\IEI S AHME0| 2dE MK 22 Eotott. &
! L 0IEt=S2 NEGHACH. o H Al

IHE)HL]HESS N N-CIHE

FHS 20t BMHE j“”OH)H %?ﬂ\l?ﬁﬂ. =SE X [2,4-HIA(SIEEA
HEAZZE 70 ml, ¥ OL-10 ZZ=2
DI =

= og /| s

EZSO0L0IE 100 ml S0l SoHAIZC. =, OtMIE 100 ml, 2,2-Cl
& 5g S #lotll, === A=20A M WBAIZLH é‘

=8 I2sstes 4\_&9}L lER Ago0M
o= /%/\IEI . OIE OIMHIOIERZ 33 FEotULH. 22 KI| SUS MgS0, &0A AZAIDID, =
E ZYotol sFRAZCH. TRSS Aedtd 2y EEDPEJEHMI (SHAH/OIE OHMIEIOIE = 3/1 LHAI
1/1) 2 ZHM5H EMEESE +SotACH

A NEE. +2 20.20 g (37%)

'H-MUR (COCl5, 200 MHz) &: 1.502 (6H, s), 1.654 (1H, br s), 4.630 (2H, s), 4.833 (4, s), 7.044
(H, d, 7.8 Hz), 7.063 (1H, s), 7.152 (1H, d, 7.8 Hz).

2) t-2E-(7,7-CIH2-5,9-CI5| S2-6,8-CIS A Al 22 8 H-2-2 ) HI S AICIH 2 &2t 2l
NN-CIHEZS0I0IE 20 nl 5 (7,7-CIHIZ-5,9-CI5| S2-6,8-CISAHHIZ Al 2 2 8 EI-2-
g (15.495 M) 2 OIDICHS 1.27 g (18.6 mM) o S t-2L2E2CIHLAR 4.60 g
S04 BOI5iD, BHES 2 AEer DUAC. A HEEeEs S0l 20l
35| ZEGIACH. 22 RIISS MoS0, HUMH AXAIID L SHE Lo SN
25t Ze AZOLEICHI (AH/O0IE OHMEIOIE = 30/1) 2 IHGH ERISIEESS
SN MR, 8 6.504 g (94%)

ol
0x

=2
mo =
RERL

nNo
[\S}
~

o e

&
[
U HU 1z

o N —
2 =

=L
]
Mo
o

[l

an .‘"D’_'IIUQ i

1
Qi
$2
[w)

'H-NR (CDCl3, 200 MHz) &: 1.079 (9H, s), 1.511 (6H, s), 4.720 (2H, s), 4.837 (2H, s), 4.853 (2H,

s), 7.011 (1H, s), 7.031 (H, d, 8.0 Hz), 7.157 (1H, d, 7.8 Hz), 7.326 (6H, m), 7.659-7.718 (4H,
M).

3) [4-(t-RECimLa

E
HE2sICRZ-2 (4
SAICHZ 2 6.175 g
2SS AS0M 4 AlZFEOH Wyt
E5190. 22

ABIE)-2-GIESANEHE HES2
-5,

| & t-2E-(7,7-LIHNE-5,9-CI5IE2-6,8CISAHI T A 22 & EI-2-2
= QIWEN ®II5HD
g =E%0 R0gl, HE

Z ot SFAIA EHI

- 10
02

o ==

-|-_

P
teS

o ©

== .
LM M. =8 5.720 g (100%)

'H-NVR (COCl5, 200 MHz) &: 1.090 (9H, s), 2.973 (2H, br s), 4.663 (4H, s), 4.749 (2H, s), 7.257-

1
7.459 (14H, m), 7.656-7.702 (4H,
4) 5-(t-SECUHEASAINE)-

(
m)
-2 T 2T-1-2)-2 3-[|5| E2-1H-0/AQISo| &4
OIMIELIEE 100 ml & (4-(t-2E€ g

)20 ESANEHE]NES 5.867 g (14.429 mM)
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NN-CIOIATZ OOt 12.6 ml (72.1 mM) O S0l OLMIELIEY 10 ml 5 HEszd 2=22|c
3.47 ¢ (30.3 i) O BUS ElUAGH0) HOtotn, SEES 0C WA 0.5 NS DBAC.  &]
SEES0 FHYLZZHOE 2.15 g (15.9 M) S EJIotD, S22 80C OIA Al WEHAIZICH. 2
=, SIS 2ot NI, IE2S SEUUES ¢%°49§ SI4A712, Ol OFMEIOIE= 35
ZECIUL. 22 RIISS MOIA AEZAIIID NS0, X EWEB 250 SRARG. TRSS H2t
2 28 A2 0IE 2] (A&/0E OMIEIOIE = 6/1 LK 3/1) & ZHA0 BHSEEE ~S520
2N T £E 3.710 g (51%)

"H-NVR (COCl5, 200 MHz) &: 1.080 (9H, s), 1.845-1.995 (2H, m), 2.739 (2H, t, 7.7 Hz), 2.754 (2H,
t, 7.3 Hz), 3.919 (4H, s), 4.747 (2H, s), 7.155-7.469 (14H, m), 7.668-7.727 (4H, m).

5) 2-(3-HEZZE-1-2)-2,3-LI5| E2-1H-0| Al S-5-2HES2 &4

HEzSIEZES 50 ml & 5-(t-RECHEASAINE)-2-(3-HEZ2®-1-2)-2,3-CI5| E2-1H-0 A Q!
£ 3.699 g (7.316 mM) 2 SHH 1.0N-HIEURELZE ER2|E-HEASIEZER 8.78 ml (8.78
mi) £ A20A FHOIst, SEE21 AlZSe WBHAIZICH. &0 HFOE%'EE SHUUEE =E A0
FoHEd, OE OLMIEIOIER 33 XE5IUCI. RS 9II=S MgSO, &fO0IIA HZAIZID, EOHE 2ot
SRAACH. NF=2S Aot 2y 2AR0tEDHT (HAH/HE OLMIHIOIE = 1/1 WX OIE OLAIEIO]
E) 2 Moo HEHNEtEEs +Sott

ZA OHE. =8 1.840 g (94%)

"H-NR (CDCls, 200 MHz) &: 1. 846-1. 998 (2H, m) , 2. 414 (1H, br s), 2.720 (2H, t, 7.7 Hz), 2.736

(2H, t, 7.5 Hz), 3.854 (2H, s), 3.894 (2H, s), 4.597 (2H, s), 7.078 (1H, s), 7.123 (2H, s), 7.154-
7.336 (8H, M).

6) N-[2-(3-HEZ=2E-1-2)-2,3-0I5|E2-1H-0| A2l S-5-2 [

glzmgolilee g4

HESIEZEE 50 nl & 2-(F-HEZ2H-1-2)-2,3-LI5I E2-1H-0/ A S-5-LHEHS 1.835 g (6.863

mM) & EcIHEO0r2 1.43 ml (10.3 mM) SA0 HE=EL S=2cl= 0.64 ml (8.24 mM) £ ddotol A

Jtotd, 2822 0T 0l 0.5 Al2tSeh wEHAIZILH. &)| BtEEgssS SENMUESE =0 R0

D, COE od=22 33 F==otJAL. 22 |IIES MgS0, &0AM HZAIFI1, %DH% Z 2ot SFAl

AL, =SE = 2-(F-HEZ2E-1-2)-2,3-UI5| E2-1H-0| A S-5-LHE HE=ZUO0IEE N,N-CIO

X E0I0IE 60 ml Off EGHAIZI2, EEtE ZE0I0IE 1.40 g (7.55 mM) S HIIE8t &, E=22 100C
= (=]

OlA 4 AlZ+FSeH WBHAIZICH. &)] BISEg=S SEAUUEE =X R0

3 FEOAUL. 22 RII EUES MgS0, &0lA AXZADI1D, E0HE 2ot Z2AAL. 22 4
ciotd S+ 28 JZ0tEHI (AAH/0E OLMEIOIE = 3/1 WX 2/1) 2 FXMGHH SHeEgs %

D0l0|=9 EES SOt A MESS MY OMHIOISN SHAIIID, +~UFHUES +8Y
U HSIES T3 2BUOR AXXO2 HMEGHACH 01, Po A5 ZHOIE (NaSO,) M0IA AZ
N3ID, SHE 2SN SEAH EXSS2S +SoHAC

M AT 48 0.401 g (15%)

"H-NR (CDClg, 200 MHz) &: 1.806-1.953 (2H, m), 2.705 (4H, t, 7.6 Hz), 3.876 (4H, s), 4.817 (2H,
s), 7.112-7.319 (84, m), 7.673-7.755 (2H, m), 7.794-7.873 (2H, m).

]

T
=
Al
)y
w
iy
HU
HU
2
c
[‘l—\

DOHeIC = ]-RE]ZE0l0129 &4
d)-4-(2-22=2¢Fld)Imelg o g4
HES 50 ml & 1-(t-2SAHEEY )4 lLlltIIEIE 9.199

A

g (46.168 mM) L 2-222HAER|HYZAXZ
5 222|E 19.5 g (46.2 mM) 2O U0 28% A5 HSAIS-HES 8.91 g (46.2 mM) 2 A20AM &It
StD, SE2236 AlI2ZISQH SRAIZICH. &) EI2SS22 20 2HE1D, ME OLMHOIER 23 ==
SIGCH. 22 RIIESS NaS0, AN AEAIID, ROHE 2SI SRAIZCH. RS0 CIHE OlH
22 H)lotld, MAd=E IS (Eallmuzﬁa 2AIE) 8 ostd, CloE o222 MASHSCH. o
o I NEHHS POI Z0HE 2260 SFAZBC. AFSS A9t 28 20Ol (HAHHE
FMIEIOIE = 9/1 WXl 6/1) 2 HHMGHD, LH%* SAOR2 HESHAIHA “HIEP%’%; £S5
A DES £ 1.473 g (10%)

"H-NVR (COCls, 200 MHz) &: 1.474 (9H, s), 2.277-2.396 (4H, m), 3.405 (2H, t, 5.8 Hz), 3.531 (2H,
t, 5.7 Hz), 6.356 (1H, s), 7.193 (3H, s), 7.354-7.402 (1H, m).

2) N-[4-[4-(2-S22H /g I H2ICI | RE]ZE0/01E9 &4

BIEtS 20 ml & 1-(t-RSASI22E)-4-(2- aiitﬂéaﬁl)mmlaa 1.428 g (4.639 mM) o =
A 3 ml ; AR A HIIotD, S22 50T 0lA 2 Al2tSoH WMEHAIRCH. 0= =
gEAm 4-(2- :‘Eiﬂﬂé | & )HIL—HIEIE' SIEZ2ZCIEE 3LGIULCE. AD| MY

2o+
IS SIEZ2R2IE, 4-ERILEITEQ|DE 1.31 g (4.64 mM), ¥
20 ml =01 100T OlA ZAH & JH wEHAl

m

32 o

-

Jl X 4-(2-2=22HE| )T H2
Et& IHBUIOIE 1.28 g (9.28 mM) E N N-CIHEEZE0I0I1E

u

He 0 LO. 2 J1)|

:.‘_‘z
fol
O by
LU
l_O
FE

oo
==
=
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AL, I HSEEES =20 R0Ed, HE OtMEHIOIEZ 2 3 =oAL, RIIEE 20t
OIA AZAIZID, EB0HE & ERAZL. SRES AootE ZY AZ20tE0HI (34
HIEIOIE = 3/1 WX 1/1) 2 BHSIH EMBE22 ~SatACL.

M UH. 2 1.560 g (82%)

MgSO, &f
JOIlE! Of

"H-NWR (CDCI,, 200 MHz) &: 1.477-1.799 (4H, m), 2.341-2.438 (8H, m), 2.537 (2H, t, 5.5 Hz), 3.715
(2H, t, 6.8 Hz), 6.265 (1H, s), 7.098-7.197 (3H, m), 7.345-7.378 (1H, m), 7.682-7.748 (2H, m),
7.796-7.862 (2H, m).

EX0M 9

N-[4-(4-8I E2Al-4-HL I H2IC L) R E | -ZE0
4-5IEZA-4-HETIHZIE 2.501 g (
IIEUI0IE 3.90 g
Ct. &) 258
H ENsEEE &
_J'k_

g3 NE=s.

3
=
AR
|T
HU
o
1T
m
I
U
(@]

IDIE 3.98 g (14.1 mM), & ZELS
30 S0l 100T OilA 1 &2t WBHAIR
2l =, ddE HHE=SE +dot, 22 AGHD, HXA

3

'H-NR (CDCl3, 200 MHz) &: 1.507-1.768 (7H, m), 2.137 (2H, dt, 4.3 Hz, 13.0 Hz), 2.361-2.476 (4H,

m), 2.773-2.830 (2H, m), 3.727 (2H, t, 6.9 Hz), 7.209-7.389 (3H, m), 7.488-7.532 (24, m), 7.686-
7.748 (2H, m), 7.801-7.863 (2H, m).

20 10

N-[2-GIESAI-3-(4-HEIHaICIL) Z2H-1-L ] ZE0/01=29 &4
HErS 50 ml & N-(2,3-0HIBAZ2E-1-2)ZL0I0IE 1.980 g (9.744 mM) & 4-HELOH2IE 1.73 ¢
(10.7 mM) o EEUS 1 AI2ZSC EFAILD, BY R S0ME 2Yotil SJRAIRC. HRSS et
2 2y IZOLEDNHT (A E OLHIENOIE = 3/1 WX 1/1)2 FHot, Clog oe2-sacz A
Qik/\lﬁ HNstg=S +=Sotlt.

M DEE. =8 2.113 g (60%)

"H-NWR (CDClg, 200 MHz) &: 1.560-1.835 (4H, m), 2.083 (1H, dt, 2.8 Hz, 11.6 Hz), 2.335-2.579 (4H,

m), 2.910-3.088 (2H, m), 3.730 (1H, dd, 5.0 Hz, 13.8 Hz), 3.841 (1H, dd, 6.7 Hz, 13.7 Hz), 4.004-
4.130 (1H, m), 7.149-7.332 (5H, m), 7.700-7.763 (2H, m), 7.830-7.911 (2H, m).

X0 11
N-[2-[(4-HEDH2tS)HEHA]ZE001E9 &4
El [e]

1) -(1-SLOHZALSANLY)UE 2DS| B4

1,2-CIBISAIOIEr 100 ml 5 1,2-MFCIHIELS 14.074 g (101.86 M) S S0 60% A5 6|S2l=of o
N TizE ST 4070 (102 ) S AN HOIGH, SEEE HESEUA I AP S0
DUAZC,. A B2 EeR0 1 o-CIHSAIE 50 0l S -2E22SCHLLE 15 g g (102 M) ©|
gUS XJi5l, SHES ASA BA DWAACL 4D MSSHES 20l R0LD, OE OHME
OIEZ 33 =&5tAUCH RIIBES 20 NS0, H0IA AEAID, SHE 2ot SZAAC. HES
S mei3iE ZE S=0E0 (8/0 OMEIOIS = o/t UK 3/1) = ZHs0 ENsess 4

DM M. =8 22.792 g (89%)

'H-NVR (CDCl5, 200 MHz) &: 0.127 (6H, s), 0.921 (9H, s), 3.219 (1H, br t, 5.9 Hz), 4.681 (2H, d,
5.2 Hz), 4.807 (2H, s), 7.258-7.405 (4H, m).

2) N-[2-(t-RELHEAZSAHE )N ZS010IE9 &L

Clle olelZ2 150 ml & 2-(t ‘:'E'EIHI%"\'%'%/\IHI%')@Q 23S 1.413

2 = 0] =

2l 7.56 ml (54.3 mM) 2o SN HE=EY 2=Z2lE 5.70 g (49.7 mM) S L Aot HDIIGtD, EEES
0C OlAM 0.5 /\I&*%E‘ WEHAIZICY. /\UI t&%%@%% =0 201, g OLNIHIOIEZ 23] —%—%6#‘2‘1
Ct. RIIES 20 MgS0, &0IA 2XZAIZI10, EHE 2ot SFAIUL. HEF=S N N-CIHEZSO0t
OIS 150 ml =0l SoHAIIID, ZEtE ZEO0I0IE 9.21 g (49.7 mM)2 EIIE &, E=22 100C OlAM 3
Al2tS et THH\IE"E} )| BrEEEES S0l 20L, ME OLMHOIEZ 33 =EGIAL. RIIES
20t MgS0, &0IAl 2HEZAIZID, EOHE 2 otll SFRARC. HFSS &cot2 2 A20tEHI
(S &H/0IE OLMIEIOIE 9/1) E Mot ZHEEES +=SotALt

ACOHF . 28 15.021 g (87%)

10

H-NR (COCls, 200 MHz) &: 0.112 (6H, s), 0.938 (9H, s), 4.929 (2H, s), 4.971 (2H, s), 7.189-7.426
(4H, m), 7.693-7.755 (2H, m), 7.818-7.880 (2H, m).

3) N-[2-(SIESANE)HE]ZE0I0IES &
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HEtS 50 ml S N-(2(t-SECIHEALSAIHE)HME]ZE0/0/E 15.021 g (39.368 mM) 2 SAHN ==
Gat 5 ml 2 AR20M Holot), S22 ES2T0UAM 10 2t WBAIZO. &D| BrsEg=Es 2-U
OE OlHZ0 RoHgl, e FNMES 3=5td, 2 & UUHE OHZ2 HE5He=z ASGHD, HXE

ANH ERSES2S 2S5tUC.
8.7

.743 g (83%)

B DS, 28

—

"H-NR (CDCls, 200 MHz) &: 3.033 (1H, br s), 4.891 (2H, s), 5.004 (2H, s), 7.219-7.310 (2H, m),
7.1362-7.418 (2H, m), 7.699-7.761 (2H, m), 7.809-7.871 (2H, m).

4) N-[2-[(A-HETHC )N M| Z0l0122 &d

HEeSIEZFe 50 ml & N-[2(GIESAIME)HMAE]ZE0[0IE 2.704 g (10.117 mM) X Ec|0E0te
1.69 ml (12.1 mM) 2 SHo|l HiEt=ZY S=22l= 0.86 ml (11.1 M) S LWstHl HItstl, ESE#22 0
T OlA 0.5 Al2tSeF WBHAIZICH. 2| BtSEEg=S SEHUULES =X R0€11, Wl OtAlH0l
EZ 33 FEoU. RIISS 20t MgS0, &0IA HEAPILD, SIHE Z&oM SFKAAL. SdFRES
NN-CIOIEZS0I0IE 50 ml S0l EoiAI2I0, 4-HEmmelE 1.79 g (11.1 mM) X ZEE H2U0IE
2.80 g (20.2 mM) = &IIE =, ESEES 100C OM M LEIAIZCH. A EISEEES 20 R0E
1, OIE OtMIEIOIEZ 23] F=EotALH. RIISS 20t MgS0, &0IA AXAIZILD, SHE 2ot SF
AZICH HRSS Adeot2 28 AJ20tIE0HT (SAH/0E OtMIEIOIE = 6/1 WXl 3/1) 2 FRHIGHO

HHNtE=EE +=SotULt.
WA DEE. 8 2.722 g (66%)

"H-NVR (COCls, 200 MHz) &: 1.506-1.791 (4H, m), 2.080 (2H, dt, 2.3 Hz, 11.5 Hz), 2.482 (1H, tt,

3.9 Hz, 11.9 Hz), 2.989 (2H, br d, 11.4 Hz), 3.716 (2H, S), 5.123 (2H, s), 7.134-7.376 (9H, m),
7.671-7.759 (2H, m), 7.819-7.882 (2H, m).

X0 12

4-(4-HEIH2ICI=HE)IH2lE CsIERE222E9 84
1) t-22 4-(EZR2HE)IH2E-1-IIZESLY 0 ES &4

CIZ222HE 150 ml = 4-LHIZUHES 5.792 g (50.287 mM) o EEU0 Cl-t-2€ CIFIEUIOIE 12.1
g (55.3 mM) 2 A20AM ZJlctn, Eg=2sS 2S2T0HA 2 WEAIRCH. 0%, SHE 225t
SAMA T t-FE€ 4-(GIESAMHE)THT-1-IIESHYO0EE 3=+otACH. &I = MHESS A
A 2D OUZ 0I1F2 8IS0l AISSHALCH. OtMIELIEE 100 ml & AJ| & t-2E 4-(3SSAIHE)
Helg-1-tES4Y0E ¥ EA HEEZ0E 18.3 g (55.3 nM) o SHH EcIHEEZAT 14.5
(55.3 mM) 2 A20IM EHOtotn, EEE2S BS2C0AM 3 AlZSeH WEAIZICH. 0%, E0iE 2
ol SSARRC. F20 CIHE MHZE &Eototd, WS, M8 FHE (ECHEZAT SAE)
Outotd, CINE OEHIZEZ MEotACH. O & AMEHS 20t sFAIIL, &F=S 4ot 28
Z0tEDHI (RALH/HE OHMEIOIE = 30/1 LHXAI 15/1 LHXI 9/1) ZHMoto HEMatgt=S +=SotRUlt.

LM M. =8 12.126 g (82%)

it
Lo St o, E o oy

O 0% 0

f
]

"H-NWR (COCls, 200 MHz) &: 1.075-1.284 (2H, m), 1.454 (9H, s), 1.702-1.854 (3H, m), 2.693 (2H, br
t, 12.5 Hz), 3.294 (2H, d, 5.8 Hz), 4.135 (2H, br d, 12.8 Hz).

2) t-2€ 4-(4-HEDH2O=HE)IIHIE-1-H=2S LY 0IEQ &L
t-22 4220 E)THE-1-otIZS40/E 3.081 g (11.075 mM), 4-HILUOHY 1.96 g (12.2
=]

mM), ¥ ZEts JHEUI0IE 3.06 g (22.2 mM) & EESS NN-CIHEZS00IE 20 ml S0l 110C OIA
4 ANZtsSeh WEHAIZCH. &) gtesEEES =0 R0E21, CHE NHZ2 23 FEotAT. KIISS
20t MgS0, &0IAl 2HEZAIZID, EOHE 2 otll SFRARC. HAFSS &cot2 2 A20tEHI

r 2!
SA/OIZ OFMEIOIE = 3/1) 2 MG EMSEESS +SotU0t.
pM MR, 4B 3.550 g (89%)

—

o

"H-NMR (COCl3, 200 MHz) &: 0.989-1.189 (2H, m), 1.460 (9H, S), 1.557-1.830 (7H, m), 1.949-2.077

(2H, m), 2.193 (2H, d, 6.6 Hz), 2.403-2.559 (1H, m), 2.696 (2H, br t, 11.9 Hz), 2.970 (2H, br d,
11.2 Hz), 4.068-4.174 (2H, m), 7.153-7.339 (5H, m).

3) 4-(4-HETHelCl=E)nnele ClolE2222E9 &84
HEZ 30 ml & t-2€ 4-(4-HETHCCHE)TH2S-1-IIESAYO0IE 3.550 g (9.902 mM) o &

Aol == S& 5 mS HIlotll, ES=S 2=20A 3 AIZSS wBAIZG. 0=, EHE SFAIIIL,
d4F=S NES-LINE =2 Z2HIAA ZHFESS =SotAL

EEM DEE. =8 2.972 g (91%)

1

ro

Jn

"H-NUR (CD30D, 200 MHz) &: 1.478-1.692 (2H, m), 2.051-2.390 (7H, m), 2.835-3.233 (7H, m), 3.455
(2H, br d, 12.8 Hz), 3.752 (2H, br d, 12.8 Hz), 7.180-7.369 (5H, m).

X0 13
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N-[[4-(4-HE T H2ICL)AES2A | HE ] ZE0|0/1E29 &4
1) 1,5-CIE22-3-HILHE &4

HEeslE2 %t (500 mI)—EIOH%' OlEIZ2 (200 ml)
HOl HIECZISIEZFE 100 ml & FHEYEZFEI24 24
EEE2S AR0AM ZM DEFAIZCH. A BIE2EE2
o2 HIIGIQUCH. EXMESZS HRI0IEE 0/26t0 ustD, HE of

o2 Q0 SIS U SHAIH X -HLHE-] 5022 2SoHACH 4D
A 2D 02 012 S0l AIBOIACH (4% %H, =8 19.19 g)

OLMIELIEY 300 ml 5 X 3-HIZME-15018 o B4 HERASZ0IS 74.2 g (224 1) ©| SAY E
2L EAT 58.7 g (224 M) 2 LUEH0 HIIGt], SHSS AR0IM 1 AIAS RDUAZCH 0%
202 25 Z2AIID, HR2S LN OS2 51450, RUAIZG, M8E AMSS 0Bl
D, CIOE OIEI=2 AZSICc 0 o HEAS 20f SUS AU SFAAL. WREH A
€ EISID, WYAZ 2, FHSES 01U, HANOZ MHSIUCL O U HMFAS 200 SUE 2
Soil BRAHC. REEE AZoi 2f SE0EAD (Aa/HE OMEOE - 201 = B
Ol ENSEEE 25190

@M AT 4+ 25-063 g (71%)

H-NUR (COCla, 200 MHz) &: 2.119-2.223 (4, m), 2.983-3.337 (5H, m), 7.176-7.386 (5H, m).

2) HIE 4-0l0I-AIBEHMIIZSH0IE GIE2222S0 B4

4-OH0| = A2 284t 2 = A 5,109 g (35.680 mM) Of 10% HCT/BIEIS 50 ml € HJtoln, E82s &
M SSAZC. 0%, SHE 2ot SFAID, FS2E HES-CHEL WEHSZ ZISAH EX

M DEE. =82 6.624 g (96%)

]H—NMR (CD30D, 200 MHz) &: 1.460-1.936 (6H, m), 2.073-2.187 (3H, m), 2.639-2.702 (1H, m), 3.187
(HH, br s), 3.696 (3H, s).

3) HE 4-(4-HETHICIL)AZS 2 AItE

Sa44dlo =
OMIELIEY 100 ml = HE 4-0t0I-AISZHAIIEZSLMY0E SIE2222IE 3.896 g (20.117 mM),
1,5-CIEE2-3-HLHME 6.77 g (22.1 mM), & NN-CIOIAZZZNE 02! 14.0 ml (80.5 mM) 2 BHES
1 22 SFAIZCH A t‘*gé@%% SEHHLIES =880 2HEL, HE OHMHIOIEZ 33 F=&5t
ALt KRIIES 20k MgS0, &AM AXZAIDILD, EMHE 2260 EFAZC. HFSS Aelotd Z2d
S20tE0cHIl (A ME OLMIHIOIE 3/1 WX 1/1) 2 HHGH EXSESS +=Sotdtt

EA MF. =8 2.825 g (47%)

" H-NWR (CDCls, 200 MHz) &: 1.294-1.811 (10H, m), 2.046-2.609 (7H, m), 3.034 (2H, d, 11.4 Hz),
3.668 (0.6H, s), 3.691 (2.4H, s), 7.150-7.336 (5H, m).

4) &-(4-HEnm2t )N SN S 2 g4

HEctsI=E2Z=et 50 nl & 2l&E a§D|§ SlE2lE 0.36 g (9-37 mM) 2 SEHM( HECSIEZ2FE 50
ml & 0E 4-4-HEIH2AC )ANS2HAMINI2FHLYO0IE 2.825 g (9.372 mM) 2| SHS LATHH =t
otl, EE=S A20AM 1 AlZFSe E_F'_H\Ii’il] aD| erE2Ees0ll Yool 01I'5' OHIHIOIE% &t
otod W&ol elEs o*EDIE SlECIEE 2oiAIACH. =, #HAM HMS0| 42 WK 22 3JtotY
Ch. ZHESE HZ2U0ES 0I5t Htstl, OE O}dIEﬂOIE NESIACH. oM & AZHS 20t
Z0E Zaotol ?.‘E/\Iaql] NEE dF=S UOE OEHS-2M422 2AGH0 Elﬂi}@%% S0t
Ct.

AN DEE. =8 2.160 g (84%)

"H-NVR (COCl5, 200 MHz) &: 0.885-2.007 (15H, m), 2.108-2.553 (4H, m), 3.013-3.123 (2H, m), 3.460

(0.4H, d, 6.2 Hz), 3.611 (1.6H, d, 6.6 Hz), 7.140-7.341 (5H, m).

5) N-[[4-(4-HELHaICI)AS2M|HE | ZE0I01E9 &

HE2ISIEZEE 50 ml & 4-(4-HETHaCUD)AS2AMHES 1.986 g (7.264 mM) L
(=]

.21 ml (8.72 mM) 2 S0 HEtsZE S=22l= 0.62 ml (7.99 mM) S LHstol =dtotn, E822 0
T OlA 5 Al2tSOt jt‘*/\lﬁﬂ & EIE2EEES S0l R0HE0, OE OLMEHIOIERZ 258 F=ZotULCH.
2JL0 |. N

(e}

FIIES 20t MgS0, &0IA AZAIDIL), SHE
SOt0IE0 SaHAI211D, 1.48 g (7.99 mM) o HEIS = ,
WEHAIZICH. ARe=Z W2AAZI =, &) HSEFES 20l RFHELD, WHHAIDI
Ol 2loff =&otl, 22 &lAGtD, AXZAIH HAMH=S +=SotALt.

g§2M DEsE. =8 0.567 g (19%)

"H-NIR (CDCls, 200 MHz) &: 1.000-1.368 (2H, m), 1.669-1.958 (12H, m), 2.238-2.517 (3H, m), 2.885-
3.150 (2H, m), 3.545 (1.6H, d, 6.6 Hz), 3.699 (0.4H, d, 7.6 Hz), 7.140-7.325 (5H, m), 7.695-7.757
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(2H, m), 7.808-7.873 (2H, m).

0 14

N-(1-BIl =3I STl e-4-LHE)xeol0le &4

1) 1-HE3IESLIHelg-4-LHES &4

N.N-CIIEZS0t0IE 20 ml S0, 4-TIH2EHES sIE22=22lE 2.291 g (15.108 mM), EE2CIHYE
BIEt 4.48 g (18.1 mM), & HEELS IFHZUIOIE 6.26 g (45.3 mM) 2 100C OlA 3.5 &2k, 0IF 150C Ol
A 2 AIZFSeH S WEHAIZCH A2z WAl ;, )| BrSEEESE =0 RF0E, HE OtAlEl
OlEZ 23] FEGIYUCH. RKIIES 20 MgS0, UM 2 _JF_/\BID_ SHE Z&otol sFAUL. ==
£ Aot 2y JAZ0tEDHT (HAH/HE OtMHIOIE = @/1 WX 2/1 WX 1/1) 2 MW HEH 3
gE2 +=SotALt.

AN DEE. =2 0.347 g (8.2%)

'H-NVR (COCl5, 200 MHz) &: 1.209-1.696 (6H, m) , 1.841 (2H, t, 11.7 Hz), 2.910 (2H, d, 12.2 Hz),
3.500 (2H, br s), 4.235 (1H, s), 7.127-7.305 (6H, m), 7.385-7.426 (4H, m).

2) N-(1-#l=sIE2 I Helg-4-2He)-Zeol0le2 &4

=2
HEzSIEZ2E2 30 ml & 1-HZGIELIH2IE-4-LHES 0.450 g (1.599 mM) & EcI0E0t2! 0.33
ml (2.40 mM) 2 AN HE=sZY 222/ 0.15 ml (1.92 mM) S L0l =Jtstn, E2S 0T O
AN 0.5 AIDJ%E* WEAIZCH. &) BtSEg=S 20 R0HE11, Ol OLNEIOIEZ 23 F=E6IRUCH
=IIES 20t MgS0, &0 AXAIDID, ESHE Zotll SFAIZUC. TF=SS NN-CIHEZS0OIE
25 ml =0 SoHAIZILD, EEIE ZE0/0/E 0.36 g (1.92 mM) £ HII8 &, EE8SS 100C A M
WHAIZCH. A2eZ d2A2 =, &) HSEEES =0 R0HEL, lE OtMHOIEZ 22 FE06IRA
Ct. SIJIES 20t MgS0, &0lAM AXAIIID, SOHE Z2Loto SFAIZCH B?T% éal?k% Zg 3

|
ZOtEDeHT (AH/OIE OtMIEIOE = 6/1 LHXI 3/1) 2 FHMsta, Cog o=
HilztsgtES +=S0otALt.

M DEE.- =8 0.178 g (27%)

"H-NUR (COCls, 200 MHz) &: 1.291-1.496 (2H, m), 1.596 (2H, br d, 13.0 Hz), 1.683-1.846 (3H, m),

2.868 (2H, d, 11.8 Hz), 3.595 (2H, d, 7.0 Hz), 4.222 (1H, s), 7.101-7.286 (6H, m), 7.345-7.456
(4H, m), 7.643-7.735 (2H, m), 7.782-7.867 (2H, M).

S0 15
1-(4-0t0 = R &-1-2)-4-HE T HH2 &4
1) 4-(4-HEDHeIH-1-2)RE-1-LT0/01E2 &4

OtMELIEY (30 ml) & 4-HIZOIH2IE

5.00 g (31 mM), N-(4EZ222E)ZE0I0IE 8.75 g (31 mM),
2 EC/HE0tE 6.5 ml (46.6 mM) o SHS HAGHHA 62 AIZSC SR AIZC. 0F, EB0HE 226t
Ol SFAI2I12, 472 %E Sldotll, 22ZEELZ FEGIUL. RIIBS HHUE % ot =2N
©Z MNIAGHI MgS0, &AM AXAIZICH MLE ZMHLss 2y AZ0tE0HI (HES-0E OtAIEOl

E 5-10%) 2 HMGH0l EMSESS ~SotATt.
WA DHE. 8 10.38 g (92%)
'H-NVR (200 WHz, COCls) &: 1.49-1.88 (m, 8H), 1.95-2.14 (m, 2H), 2.32-2.57 (m, 3H), 3.04 (br d,
J=11.4 Hz, 2H), 3.73 (d, J=6.8 Hz, 2H), 7.11-7.35 (m, 5H). 7.65-7.76 (m, 2H), 7.78-7.90 (m, 2H).
2) 1-(4-0t01 = R E-1-2)-4-HIL T H2I 2 O 84

-(4-

HE=S (160 ml) = 4 = 0IE 10.38 g (28.64 mM) 2 SHl 5=t
& Z2L5|=d0lE 4.2 ml (86—58 mM) % A20AM Eolotll, E82E 1.5 AMZSe SFAIRULCH. &€4d
= A DEEE utotll, S0HE 22otll SFAIUL. EFRESE FUHUEE =SU2Z 5|4AIT|
D, SRZ2UEECE FEGAL. RIIESS SIAHUEE Est U2 Z MNEFotD, MgSO, &0A HEZAIR
Ct. 0I=, E0HE Z&olol SFJAA HHEESS =SotAtt

EEM DNES. =8 6.49 g (98%)

'H-MWR (200 WHz, CDCls) &: 1.39-1.63 (m, 4H) , 1.72-1.90 (m, 6H), 2.85-2.58 (m, 8H), 2.73 (t,
J=6.6 Hz, 2H), 3.07 (br d, J=11.6 Hz, 2H), 7.15-7.35 (m, 5H).

E0 16

1-(3-0t0| = T2 E-1-2 )~4-H L T B2I 29 84

1) YPHOR FZE(| 15-1) O YYS SHSIH WM DS FHI -(4-HLEDHL-1-L) T2 8-

=2
-2 ZE0I0IEE +=SotAL.

"H-NWR (200 MHz, COCls) &: 1.40-1.79 (m, 4H), 1.83-2.04 (m, 4H), 2.30-2.51 (m, 1H), 2.45 (t, J=6.9
Hz, 2H), 2.90-3.05 (m, 2H), 3.79 (t, J=7.0 Hz, 2H), 7.03-7.32 (m, 5H), 7.66-7.76 (m, 2H), 7.80-
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HO BNl DS SHEHR 1-(3-0t0 = T2 E-1-2)-4-H LT

02
[e]]

2 X0 15-2) o gys »
C

H-NR (200 MHz, COCl3) &: 1.61-1.90 (m, 6H), 1.94-2.12 (m, 2H), 2.29-2.59 (m, 5H), 2.81 (t, J=6.8
Hz, 2H), 3.00-3.15 (m, 2H), 7.07-7.38 (m, 5H).

X0 17
1-(4-0t0l R E-1-2)4-BIZ T H 2l CsIE2222E9 &4
1) getoz X0 15-1) o 2EHsS 8ot M 2 HEHHZ 4-(4-HEDHIE-1-2)PE-1-2 X2

— (=]
20/01=E +==otALt.

"H-NUR (200 MHz, COCls) &: 1.17-1.96 (m, 11H), 2.26-2.38 (m, 2H), 2.51 (d, J=6.6 Hz, 2H), 2.83-
2.96 (m, 2H), 3.70 (t, J=6.8 Hz, 2H), 7.10-7.31 (m, 5H), 7.67-7.73 (m, 2H), 7.78-7.86 (m, 2H).

2) 1-(4-Ot0I =R E-1-2)4-BATHCIE ClolE2222E9 &4

HIErS (30 ml) & 4-(4-HALHZIE-1-)FE-1-YZE0I0IE 9.66 g (25.7 mM) & SH dlEetd 2
LSIEH0IE 1.9 ml (39.2 mM) E AH20AM EHOIotD, ESSS 2 AIZSS ERAIZUC. EEE A
LE=SS 0totll, SMHE 2ol SFAIUCL. HFES FUFHUEE EU2Z SAAIDIL, 22
SEECZ FEOI/UL. RIIES HIHUES ZEot =2US2 NEHGILD, MgS0, &0A AXZAIZCH. O
=, BHHE 2250 ERAHA ZMHE (Rl SE2)2 +=SotACH. HES (30 ml) &2 |l sES
(6.39 g) o SHH 12N-Z4k (10 ml) S A20M EOtotn, ==, WEAIZC. 0F, E0HE 226t
of S:]AIZ1D, CIKE OHHZE FototAl. Sd&E ZES 0l 2o =&otd, =S & CoE
fltHl=2=2 AW ZHMatg=S +=SotAt

M AY. =8 5.84 g (71%)

]H—NMR (200 MHz, DMSO-dg) &: 1.50-1.88 (m, 9H), 2.68-3.50 (m, 10H), 7.14-7.36 (m, 5H), 7.92-8.24
(m, 2H).

X0 18
1) detdoz FX0 15-1) 2 LS 30IH MM DEHE SR 3-(4-HEIHZIE-1-2) T2 T-
[— A

"H-NIR (200 MHz, CDCl3) &: 0.94-1.19 (m, 2H), 1.29-1.95 (m, 7H), 2.30-2.47 (m, 4H), 2.76-2.89 (m,

2H), 3.74 (t, J=6.8 Hz, 2H), 7.04-7.32 (m, 5H), 7.65-7.77 (m, 2H), 7.80-7.90 (m, 2H).

2) 1-(3-0t0lc Z=2H-1-)4-HATH2IE CsIEZ2S2elE2 &4
-

OletE (50 ml) = 3-(4-HZ DM E-1-) T2 B-1-2Z 0|0

S2LolEHO0E 1.8 ml (37. ) E A=20M 3 AISS Fotott

oQr
0x
rn
_]I
Iz
kJ
ogr
o
o
=)
[
ror

S, O-t-22 C3H2UI0IE 12.0 ml (52.2 M) S EDIotD, S22 MS0A 14 Al2tser
DYAIZCH 013, SIS L5 SEASID, #RSS 22 5HA5D, 222E502
HZGHICH RII5S HSUES T +8MO2 AHGHD, NoS0. 4UA AEZAZCH O, SOHE
2 SRADID, EMHSS 22 I20E0HT (HES-0Z OLMEIOIE 10-20%) 2 ZHHACH.
Sel SE20l, 1S (8 n)E ASUAM FIIEHD, £2S, DUAIZCL )| BISES20|,
=l

o
o

o [ — [e— =]
= SHE Zotol SFARC. dF== LOE OHH==Z Xclotll, dd= &
E Q S

0z 0
B ourm e oHre”

ol &Jtotd, 0 &
d= ool 2ol «=&otd, Otz & CNE OHE2 21460 2Hag=ES +=Sotilh.
WAL ZE. =2 3.11 g (40%)

"H-NWR (200 MHz, DMSO-ds) &: 1.44-1-85 (m, 4H), 1.93-2.11 (m, 2H), 2.70-2.96 (m, 4H), 3.01-3.47
(m, 6H), 7.13-7.37 (m, 5H), 8.02-8.36 (m, 2H).

X0 19
1-(4-0l0l R E-1-2)4-HE T H 2t X EclSIE2222/E9 &4
1) getoz I 15-1) o S 8ol =M 2H 2 4-(4-HEEDHE-1-2) R E-1-L

1
ZTE0|0I1EE +=SolULt.

"H-NWR (200 MHz, COCls) &: 1.49-1.83 (m, 4H), 2.44 (t, J=7.3 Hz, 2H), 2.57 (m, 4H), 3.13-3-25 (m,

4H), 3.73 (t, J=6.9 Hz, 2H), 6.81-6.97 (m, 3H), 7.18-7.32 (m, 2H), 7.66-7.78 (m, 2H), 7.78-7.90
(m, 2H).

2) LEt™oZ X0 17-2) o LEHS 3Mot0 MM 2F FHZ 1-(4-0t0I =R E-1-2)-4-HZ I H 2t
& ECISIEZZSZCIEE +=SoIAL.

"H-NUR (200 MHz, DMSO-ds) &: 1.54-1.95 (m, 4H), 2.70-2.91 (m, 2H), 2.98-3.31 (m, 6H), 3.45-3-60
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(m, 2H), 3.69-3.1 (m, 2H), 5.65-6.03 (m, 3H), 6.84-6.91 (m, 1H), 7.00-7.04 (m, 2H), 7.24-7.32 (m,
2H).

X0 20

1-(3-0l0lZ=2E-1-2)-4-H LI H & EclsIEZ2E2=22E9 &4

1) LERo2 X0 15-1) o LEHS 450 WM 2 HEHHZ -(4-HEL D Hetd-1-g)-22 8-1-d

H-NR (200 MHz, COCl3) &: 1.82-1.98 (m, 2H), 2.43-2.59 (m, 6H), 2.99-3.10 (m, 4H), 3.80 (t, J=7.0
Hz, 2H), 6.78-6.91 (m, 3H), 7.17-7.30 (m, 2H), 7.64-7.75 (m, 2H), 7.79-7.90 (m, 2H).

2) dEtRoz FEX0M 17-2) o 2HS ot WM 2H FHEH2 1-(3-0H0lcZ2E-1-2)-4-HE T H
ctdl ECISIEZ2Z2EIEE +=S0ot%ULH.

"H-NWR (200 MHz, DMSO-ds) &: 2.00-2.21 (m, 2H), 2.82-3.02 (m, 2H), 3.02-3.35 (m, 6H), 3.44-3.61

(m, 2H), 3.72-3.90 (m, 2H), 5.86-6.25 (m, 3H), 6.81-6.93 (m, 1H), 6.95-7.06 (m, 2H), 7.20-7.32 (m,
2H), 8.12-8.38 (m, 2H).

X0 21

1-(4-0l0l = R E-1-2 )4-BIZ T H X EclSIEZ2222/29 &4

1) getoz X0 15-1) o HHEHS 800 2 2 SR 4-(4-HE T HAE-1-2)-FE-1-2

"H-NWR (200 MHz, COCls) &: 1.45-1.79 (m, 4H), 2.31-2.57 (m, 10H), 3.49 (s, 2H), 3.70 (t, J=6.9 Hz,
2H), 7.22-7.35 5H), 7.68-7.76 (m, 2H), 7.80-7.87 (m, 2H).

2) detdoz FAM 17-2) o LS o0 WA A HEZ 1-(4-0l0| =R E-1-2)-4-MA T Hict
& EClIoIEZ222EE SOt

"H-NMR (200 MHz, OMSO-ds) &: 1.50-1.88 (m, 4H), 2.66-2.87 (m, 2H), 2.95-3.77 (m, 10H), 4.17-4.52
(m, 2H), 7.35-7.51 (m, 3H), 7.55-7.72 (m, 2H), 7.92-8.25 (m, 2H).

X0 22
1-(3-0ot0l =2 E-1-)-4-H AT H2AN EClsIE2E222E2 &4

Ol 15-1) o 2SS 285610 2N 2 HHZ3-(4-HEIHtR-1-2)-ZT2 T~

H-NR (200 MHz, COCl3) &: 1.78-1.93 (m, 2H), 2.23-2.53 (m, 10H), 3.40 (s, 2H), 3.75 (t, J=6.8 Hz,
2H), 7.19-7.31 (m, 5H), 7.65-7.76 (m, 2H), 7.78-7.88 (m, 2H).

m
2) dEtRoz FEX0M 17-2) o 2HS ot WM AH FHEHZ2 1-(3-00l =2 E-1-2 )-4-#H 1] H
etdl ECIGIEZE2ZLIEE +S0IRICH

"H-NVR (200 MHz, OMSO-ds) &: 1.93-2.13 (m, 2H), 2.80-3.01 (m, 2H), 3.11-3.93 (m, 10H), 4.29-4.52
(m, 2H), 7.41-7.52 (m, 3H), 7.59-7.73 (m, 2H), 8.00-8.28 (m, 2H).

X0 23
2-(4-Ol0| = R E-1-2)-1,2,3,4-HELRISIER0 AR =8 LSIER222/E9 &4
) LEROZ EHXM 15-1) ALHS S5I0 M DHEE HOHZ 4-(1,2,3,4-HELIIEZ0IARSE-

"H-NWR (200 MHz, COCls) &: 1.54-1.93 (m, 4H), 2.54 (t, J=7.4 Hz, 2H), 2.69-2.74 (m, 2H), 2.86-2.92

(m, 24), 3.61 (s, 2H), 3.70 (t, J=7.0 Hz, 2H), 6.94-7.14 (m, 4H), 7.64-7.75 (m, 2H), 7.78-7.89
2H).

2) detdoz FAM 17-2) o LS »8ct0] WM HE FHEZ 2-(4-0t0| =2 E-1-2)-1,2,3 4-HE
elSIE20IAF=E CIE2E222EE =S50t

"H-NUR (200 MHz, DMSO-ds) &: 1.52-1.75 (m, 2H), 1.79-2.01 (m, 2H), 2.71-3.75 (m, 8H), 4.17-4.35
(m, 1H), 4.40-4.58 (m, 1H), 7.13-7.32 (m, 4H), 7.98-8.29 (m, 3H), 11.10-11.32 (m, 1H).

Fs=g UolEz2=22E9 g4

| S G0 B 2H HEHZ 3-(1,2,3,4-HERGSIEZ0ARASE-
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'H-NWR (200 MHz, COCls) &: 1.88-2.05 (m, 2H), 2.60 (t, J=7.0 Hz, 2H), 2.64-2.72 (m, 2H), 2.73-2.83
(m, 2H), 3.57 (s, 2H), 3.82 (t, J=7.0 Hz, 2H), 6.927.12 (m, 4H), 7.58-7.67 (m, 2H), 7.72-7.81 (m,
2H).

2) utMOZ EHX( 17-2) O WHS 2850 HEHEZ 2-(3-0l0|=Z2E-1-2)-1,2,3,4-H E2tsIE2
OlAaF =8l Cl3lER2222IEE £S6IQUC.

"H-NMR (200 MHz, DMSO-ds) &: 2.03-2.26 (m, 2H), 2.82-3.13 (m, 2H), 3.17-3.75 (m, 6H), 4.18-4.36
(m, 1H), 4.44-4.61 (m, 1H), 7.12-7.38 (m, 4H), 8.02-8.45 (m, 3H).

MEFS 500 ml & 3-(4-HH2IE)-1-Z2E=2 35.8 g (250 mM) 2 U0 Cl-t-=2 CISIZEUIO0IE 54.6 ¢
(250 mM) £ Z=Dtotll, EE=SS A20A 1 AlZtSQH WBAIZCH.  01F, RI]HE Z ot SFAII11,
A2E2s 28 JAZ0tEDHII (M2 OLMIHIOIE-&A = 1/1 HIE OHMIEHEIOIE) 2 FAoH E&8M4 2
(50.2 g, 82%) EEIZ HENMSIESES =SotACH

"H-NWR (200 MHz, COCls) &: 0.96-1.41 (m, 5H), 1.45 (s, 9H), 1.49-1.78 (m, 4H), 2.61-2.74 (m, 2H),
3.62 (t, J=6.4 Hz, 2H), 4.04-4.10 (m, 2H).

2) 3-(1-t-RSAIEEL4-IIHCIE)-1-E22 220|022 &4

CIOIE OEIZ 50 ml & 3-(1-t-2SAPIEEL-4-THeIE)-1-Z2 &2 4.8
Bl 5.6 ml (40.0 mM) 2 U0 HESEY %EEIE 1.86 ml (24.0 mM) =
0T OIlM 30 252t WAL 0=, &) EtSsgEs Ldd0 2q
RIIES HHUES E3t U222 MAESGHLD, MgS0, &0IA 2ZEAIZI1,
(1-t-2EAII22E-4-THelE)-1-Z22 L0 EES ¢Eof°4E} N |
AD| HAYOIES UM ZEIS ZE0I0IE 3.70 g (20.0 0
sot I« 6# Ct. &2e= ‘-o“%*/\li =, )| HSEEgESE 'jolléH—+—01| foEn, dd=E FH=S O
of oo =&dtD, 22 AGtD, ISAEHUM AZAIH A DES (20.24 ¢ =

B %6#?‘1[}.

"H-NWR (200 MHz, COCl3) &: 0.94-1.37 (m, 5H), 1.45 (s, 9H), 1.57-1.80 (m, 4H), 2.61-2-73 (m, 2H),

3.68 (t, J=7.2 Hz, 2H), 4.04-4.10 (m, 2H), 7.70-7.87 (m, 4H)

3) -(1-t-REAIIEEL4-THILE)-1-T2E0t212 &4

OlEFS 350 ml & 3-(1-t-RSANZ2EL-4-THCIE)-1-Z2EIE0/0/E 20.24 g (54.34 mM) 2 M40l
SlEctE 2L36lEd0IE 7.9 ml (163 mM) = &8Jilotl, SE== 1 AMZSY SFAZUCLH. =22z A
2tAI2] &, MAE FXME (Z22/E) 2 otetld, A20 NHEt=2=2 HZEOIACH. oHE L fEFHs 2
Or EMHE Z&otll SJAULC. TdF=S 2 EELE FEGL, RIIES SHUEE L3 =2
OF MZESD MgS0, &f0IA AXZAIZRALH. 01F, EME Zot0l SFAIHA ZHSS=S =SotAT

Ct
=

o

P @2l =8 13.08 g (99%)

0

1

H-NMR (200 MHz, COCl5) &: 0.96-1.95 (m, 18H), 2.61-2.72 (m, 4H), 4.04-4.10 (m, 2H).

o

P20 26
-2E 4-[(0Eot0l)HE]TH2l E-1-2t =2 =S40 ES &4
1) N-(1-t-2SASIEELTH2IE-4-LUHE)ECIER 22 0tMEODIE9 &4

OLMIELIEY (40 ml) = t-5< 400 HE T H 2 E-1-II2=2AH0IE 5.07 g (2
( ) O M OE EE2ZO0tMHIOIE 5.6 ml (47.1 mM)

—

3.7 mM) & Ecl0Eot
= &20AM &Jtotdl,

2l 5 . a

EY=S A=20AM 1.5 AIZSet WEAIT. S0HE 2okl SJ[AIZ =, &FES 0lE OHAIHIOE
E SMAIIL, = & HIUEE 2ot =EUZ MIESIAL. 01F, SMHE ZLotll SJAIH 34
DEE (6.40 g, 87%) EEHZ ENSEES =SotACH

"H-NWR (200 MHz, CDCls) &: 1.04-1.30 (m, 2H), 1.45 (s, 9H), 1.60-1.82 (m, 3H), 2.62-2.76 (m, 2H),
2.78 (t, J=6.4 Hz, 2H), 4.07-4.18 (m, 2H), 6.33-6.48 (m, 1H).

2) N-HE-N-(1-t-2SAPI22 L0 H2IH-4-2HE ) ECIZERL220tMEODIIES &4

ABLOIA, 60% A5 51S2IS-MA MatE 0.21 g (5.25 mM) 2 NN-CIHEZSO0I0IS (10 ml) & N-
t-REABI2 LI HRIC-4-LUY)ERZ22ROMIEOIIS 1.51 g (4.87 M) © S240| 0C O Al
e, SH2S EESC0IM 40 2SO DUARC. AD| HSSH20 HE HESZUOE 0.5

oI5, EESE AR2NAM 112 AIEY DUAHCH EHEE 100 KN 2.5 Al
o 20 ZSMUES T3 $BUS HIIG0 WSS BAARD. 0%, @S
ZEH ZE5IUC. RIS YSIES Est 2802 NBGHD, MgS0, A0
ZAZCH 4) S ZMH22 2z J20IEHT (WY OLMEIOIE-S1at 40%) 22 I H6H]

0 rfon i
|0 o 2«

Y ronon = g =
oo _
[yl
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M4 2. =8 1.32 g (84%)

"H-NWR (200 MHz, CDCls) &: 1. m, 2H), 1.46 (s, 9H), 1.50-1.96 (m, 3H), 2.56-2.77 (m, 2H),

1.30 (
3.04 (s, 0.78 H), 3.15 (s, 2. 22H) 3.26-3.40 (m, 2H), 4.04-4.25 (m, 2H).
3) t-2E€ 4-[(HEO0I)HE]TIHIE-1-IIE=S A0 ES &L
HE2SE N-HE-N-(1-t-2SAPIZ2220H2 H-4-2HE)ERIER
5 _

o BHUN AT E25/E2E 0.23 ¢ = al N 2.5 Al2tESet
wWHAIZCH. &) BrESEEE0 48 220l=el= O 27 g (7.1 mM) % O Eototld, Eg=s &=20A
20 Al2tSQoF WEHAIZICH. OlF, EE8=2 60C UM 1.5 A2t WBHAIZTH &D] BIESESEE0 ==
ototol g2 FXNAIDIL, FEE2=2 FalHEd =S Itotlb. RIISS SIUEE L3 =8BHS

a 29 (1.00 g, ) EEHZ EHS

Z MEotdl, MgSO, &UlA AXZAIRLH. Ol=, SHE SF{AHA 4
L

'H-NIR (200 MHz, COCl3) &: 0.96-1.24 (m, 2H), 1.45 (s, 9H), 1.50-1.78 (m, 3H), 2.44 (s, 3H), 2.47
d, J=6.2 Hz, 2H), 2.63-2.76 (m, 2H), 3.98-4.21 (m, 2H).

—

g 4-[(HZOII )N LHeE-1-9t2 s

Ol 26-2) o 22 +35l0 LM 2 HEHZ N-HE-N-[1-(t-2SAII=E2L 0l H el
EQEOPHIEO}DIE% +==0tALEH.

0
MH b5y

"H-NWR (200 MHz, CDCls) &: 1.02-1.30 (m, 2H), 1.44 (s, 9H), 1.50-1.63 (m, 2H), 1.69-1.99 (m, 1H),
2.52-2.74 (m, 2H), 3.98-4.24 (m, 2H), 4.59-4.72 (m, 2H), 7.16-7.42 (m, 5H).

o ¢Hg G0 RN 2 FHEHZE t-2E 4(HWEO0IZ)HETIH 2 E-1-

"H-NWR (200 MHz, CODCls) &: 0.96-1.23 (m, 2H), 1.45 (s, 9H), 1.47-1.78 (m, 3H), 2.51 (d, J=6.4 Hz,
2H), 2.54-2.78 (m, 2H), 3.79 (s, 2H), 3.95-4.18 (m, 2H), 7.19-7.44 (m, 5H).

H)

X0 28

2-[N-t-2 S A= EL-N-(3-H t

1) 2-[N-t-2SAIEEY-N-(3-HE T2 &-1-2) ] ot
OLMIELIEE (100 ml)

fIc
I
Hy
rH
A
|
e
S
=]
b
2
iu
=]
e
10
]
0x

) & 2-Ot0I=OIEt= 17.1 g (280 mM) 2
711, dR28 EIZESSZ SAAI

SIS 16 AIZSO BFAZL 250l SZA

0,2 ¥ AS S22 E3t 2BUCE MIAACL.  RIISES NeSe HUA AEASID, SHE 2
A0 ERAIAC

Feeg 222ES (100 nl) S0 SHADID, C-t-2E CISHRUO0IE 11.5 nl (50 mi)S EIHet =,
SSIZS MS0IM 2 AIZSO DMEAZL. SIS 2Usl SHADID, ERSS 2 A=0EIHI
(OIS OFAIENOIE-21&F 50%) 2 HREIGHH EMSEBE +SotACH

"H-NWR (200 MHz, CDCl3) &: 1.45 (s, 9H),
4H), 3.67-3.80 (m, 2H), 7.12-7.35 (m, 5H).

2) 2-[N-t-2SAIIIEEL-N-(-HEZ2H-1-2) JOI0I =N E ZE0I01=2 &4

HEe2SIEZ2ZEE (100 ml) = 2-[N-t-2SAN=EL-N-(F-HEZZE-1-2)]0I0I=0ES 14.07 g (50
mM), ECIHEEAT 26.23 ¢ (100 mM), & ZE0I0IE 14.71 g (100 mM) o SEHN CINE Ot=CI3t=
SAY0IE 15.8 ml (100 mM) S 0T OlA ZHItotL), EEES 4.5 AIZSS WEAIRCH. 0%, E0HE
Zeotl SFAIZIL, &F=0 IZIOHE' OlElE2 &otst &=, HAAZCH. MHE HEE O Po}7 ZME
Zotoll SRAIZCH. HF=2S ZY IAZ0LED0HT (MIE OLMEIOIE-& 4 20-30%) 2 HHMGSHo EAH

1.73-1.95 (m, 2H), 2.61 (t, J=7.8 Hz, 2H), 3.15-3.44 (m,

set=s +=SotjUl.
=2 13.34 g (65%).

"H-NUR (200 MHz, COCls) &: 1.24-1.30 (s, 9H) , 1.74-1.95 (m, 2H), 2.59 (t, J=7.8 Hz, 2H), 3.13-
3.36 (m, 2H), 3.41-3.55 (m, 2H), 3.76-3.90 (m, 2H), 7.09-7.32 (m, 5H), 7.63-7.92 (m, 4H).

3) 2-[IN-t-RSANEEL-N-(-HEZZE-1-2]ot0l -0 E0tel o &4

HIErS (200 ml) & 2-[N-t-2SEANZ2L-N-(F-HEZ2 8-
mM) 2 S0l dl=2 DLol‘:EﬂOIE 4.8 ml (99 mM) 2
SFAZUCH, AH22=2 WH2AIZ S8=2S otn, &0
3|AGtl, E2REELZ FE6t RII52 &8 =

Z 2o SFAIA S 229 £ SH2 BENSEgEE +=Sottt.

g ~
x
1]
J
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=8 9.84 g (B¥)

'H-NWR (200 MHz, COClg) &: 1.44 (s, 9H), 1.74-1.94 (m, 2H), 2.60 (t, J=7.8 Hz, 2H), 2.81 (t, J=6.6
Hz, 2H), 3.11-3.35 (m, 4H), 7.13-7.35 (m, 5H).

M

A
S

SE-N-(-HEZZ2E-1-2)]0t0| = Z220telo] &
BHRO2 HEO0 28-1) 2 LEHS GH - [IN-t-RSANIZEEN-(-HEZZ2E-1-2)]0t0| &

o

"H-NWR (200 MHz, COClg) &: 1.45 (s, 9H), 1.55-1.94 (m, 4H), 2.54-2.66 (m, 2H), 3.06-3.22 (m, 2H),
3.29-3.43 (m, 2H), 3.46-3.62 (m, 2H), 7.12-7.33 (m, 5H).
2) dPEOZ FA0M 28-2) o LHS oI - [N-t-RSANIEEL-N-(FHEZZE-1-2) |00l =

(=]
SEHIE0|I0IEE =SotALt.

H-NMR (200 MHz, CDCls) &: 1.41 (s, 9H), 1.78-1.96 (m, 4H), 2.55-2.63 (m, 2H), 3.13-3.31 (m, 4H),
3.68 (t, J=7.4 Hz, 2H), 7.12-7.31 (m, 5H), 7.68-7.87 (m, 4H).

3) LEtoz EHX0 28-3) o tol S8 2 SHEHZ 3-[N-t-2PEAII2EL-N-(3-HEZ
Zu-1-g)jotolZ2Zotel s

o =
gegs 3

fe=)
=0t ULt

O|I

"H-NIR (200 MHz, COCl3) &: 1.44 (s, 9H), 1.52-1.95 (m, 4H), 2.56-2.72 (m, 4H), 3.10-3.35 (m, 4H),
7.14-7.35 (m, 5H).

SBEN-(G-HEZ2E-1-2) o0l =2

'R (200 MHz, COClo) & 1.44 (s, OH), 1.47-1.65 (m, 4H), 1.74-1.95 (m, 2H), 2.60 (t, J=7.8 Hz,
2H). 3.11-3.29 (m, 4H), 3.60-3.72 (m, 2H), 7.12-7.33 (m, 5H).

2) YEtHOR HAE( 28-2) o S AIBTHO 4-[N-t-RSAI2EY-N-(3-HLZ2E-1-2)]0t0

El

=2
ZEO0I0IEE +SotRAL

"H-NWR (200 MHz, CDCls) &: 1.42 (s, 9H), 1.47-1.92 (m, 6H), 2.54-2.62 (m, 2H), 3.09-3.27 (m, 4H),
3.70 (t, J=6.8 Hz, 2H), 7.10-7.32 (m, 5H), 7.68-7.89 (m, 4H).

m,
3) YEtNoz FX0 28-3) o ZHS MG SEHM 2 HHZ 4-[N-t-2SAII2E2EN-(Z-HEE

"H-NWR (200 MHz, COCls) &: 1.43 (s, 9H), 1.35-1.62 (m, 4H), 1.72-1.90 (m, 2H), 2.20-2.93 (m, 4H),
3.08-3.31 (m, 4H), 7.13-7.34 (m, 5H).

X0 31

-IN-DIE-N-(3-HEZ28-1-)0t0| = |-Z2E-1-2otglel &4

1) N-(C-HEZZE-1-L)ECERL2Z0MEDIEY &4

OLNELIEE (70 ml) & 3-HEZZZ0t2 9.37 g (69.3 mM) ¥ E2IE0t2 14 ml (100.4 mM) 2 SH
ol g ECIZEIL2LZ20tMIHIOIE 16.4 ml (122.7 mM) 2 '801|/H &Jtotal éi‘%% BS2Z0AM 2 Al
2tS0oF WBHAIZICH. OlF, BUHE EFA2I1, &F2s HE WEMEE Slddotl, 2 # FIUESE
Eot =ZHOZ HEGIUCH. KIISS MgS0, &0A AXAIZIL, S0HE 2ol SFAA EHMSES
= =SotALt

A 2H 15.95 g (&)

"H-NMR (200 MHz, CDCls) &: 1.86-2.04 (m, 2H), 2.69 (t, J=7.5 Hz, 2H), 3.39 (dd, J=6.6, 6.6 Hz,
2H), 6.16-6.43 (m, 1H), 7.09-7.41 (m, 5H).

)
2) N-HE-N-(3-HEZ2E-1-2 )ECIZERLZ0LMEODIIEY &4
elE9 60% SEH 1.5 g (37.5 mM) £0C OIA NN-CIHIEZ
cl2

CI)

OI|

A AGHHIA, A OtetE s E S0t0|
E (70 ml) S N-(3-HEZ2E-1-2)E SZO0LHIEOIDIE 8.0 g (34.6 mM) o SHH Hototll, &
SE2s 2E2T0A 40 2SS WEAIRCH. &) BESEES0 OE HE=ZUO0IE 3.5 nl (41.3 mM)
£ &llotl, EES2 A20AM 1.5 Al2tsSet WEHAIZICH. OF, Bt AIAEM0N &2 FIIotH gts
= SAA2I1, BtSEE=S HE OMHI0IEZ F=SoJT. RIISS §HJEE Ho} +=EEH2Z Al
AG5tD, MgS0, A0IA HZEAIDID, 28 AZOLEDNT (HE OLMIEHIOIE-&A 15%) 2 FMStH HHS
g=S +=SotALt

170-44
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Ct
=

Ofor

LM @9l 48 7.48 g (88%)

"H-NVR ( 200 MHz, COClz) &: 1.83-2.02 (m, 2H), 2.61-2.69 (m, 2H), 3.00 (s, 1.17H), 3.09 (s,
1.83H), 3.35-3.52 (m, 2H). 7.14-7.37 (m. 5H).

3) 3-[N-HIEZ-N-(3-HEZ2H-1-2)0l0| L | Z2T-1-Y ZE0|0|E9 &4

HEFS (30 ml) & N-HE-N-(FHEEZZE-1-L)EREILLZO0HEODIE 4.0 g (16.3 mM) 2 E X0
485 B206/E2/E 1.23 g (32.5 mM) 2 A=20M EIictl, EE8=22 ES2Z0A 15 AlZSeH WEHA]
ZC. &) BSEE=EE =2 d4otl, ZHEHLZ FEGIACH. RIISS SHUEE 3t =&
MO MFGED, MgSO, H0IA AZAIZICH. 0l%F, SOHE G0 ERAIH 284 2 =z = (3-
HEZ2E-1-2)HE0t2 (2.5 g) & =Sat/UCH. & (-HEZ2-1-2)HE0t2! 2.6 g (<16.3
mM), N-(3-E22Z2)ZE0/01E 4.81 g (17.9 mM), & EcI0E0t2! 3.0 ml (21.5 mM) & SHS 20
AZtset SFAIZCH. 0%, EMHE 2ol SFAZILL, dRESS S22 4Aotl, SJtMEHS2 F
E0IALE. RIIBS SHUEE 23t +=EHC=2 NEoHLD, MgSO, &0lA HZADID, 28 20L& N
1 = HNSEES +=SotATt

Y. =2 3.49 g (64%)

"H-NWR (200 MHz, CDCl3) &: 1.07-1.96 (m, 4H), 2.24 (s, 3H), 2.37-2.47 (m, 4H), 2.62 (t, J=7.7 Hz,
2H), 3.74 (t, J=7.3 Hz, 2H), 7.12-7.33 (m, 5H), 7.66-7.77 (m, 2H), 7.79-7.88 (m, 2H).

4) 3-IN-OIE-N-(3-HEZ2E-1-2)0tl0l = | Z2T-1-20telol &4

OlEFE (50 ml) & 3-IN-OIE-N-(3-HEZ28-1-2 )00l | Z28-1-L T E0/0/E 3.49 (10.37 mM) <
M sl=ctE ZLG6IE0IE 1.5 ml (30.92 mM) & A=20M Eotot, EEE2S 40 22 EF A
Ct. gd& D"EEs OUotl, s sSEAMAL. SF=SS S22 g4otll, FUSLIESS AIE0I0
dglldez gt &, SREREECZE FEORUL. RIISS SUEE Es =E2ANC=Z MFotd
MoSO, &0l HZAIZCH. Ol=, SHE Zot0l SFAIH ZHAF=S +=SotAC

LM . 8 2.09 g (98%)

'H-NVR (200 MHz, CDCls) &: 1.55-1.87 (m, 4H), 2.22 (s, 3H), 2.34-2.43 (m, 4H), 2.59-2.67 (m, 2H),
2.75 (s, J=7.0 Hz, 2H), 7.13-7.36 (m, 5H).

X0 32

4-[(3-HYT2E-1-2)00 =0 ]-TIH2IE ol &

1) N-(3-BHIL T2 B-1-2)N-(1-t-RSAN S 2L I H Rl E-4-LHE)E2 BR 220N E0I0I S &4
HACHOIA, X HetEHE AT GlE2IE 60% SEM 0.25 g (6.25 mM) S N N-CIHEEZSO0I0IE (20
nl) & N-(1-t-2EANSELIHRIC-4-LHL)ERBR220HIEOI0IE 1.73 g (5.57 mM) 2 X0
0C OIN EOb5tD, 2822 0C OM 30 2SO DHAZC &) S820 -S22-3-HUDZ20
1.0 ml (6.58 )2 EJI5t), E&22 AR0H 2.5 A2, 0% 60T OlM 1 AlZHSQH DEIAIZICH 2
S EJI5t0l ¥rS2 FAAIID, HSEESES Y OMHOIER ZE51UC0. SISSSO WUAD
ASHIES Eot +SUCZ HHGID, MgSO, HUAH AXAIZID, 2 IZ0IEIHT (ML OHHEIOIE-
o 30%) 2 M0l EXISESS +S5HCt.

LM OHE. =8 1.49 g (62%)

"H-NIR (200 MHz, COCl3) &: 0.99-1.33 (m, 2H), 1.46 (s, 9H), 1.43-1.67 (m, 3H), 1.82-2.03 (m, 2H),
2.51-2.72 (m, 4H), 3.17-3.46 (m, 4H), 4.00-4.22 (m, 2H), 7.12-7.37 (m, 5H).

(
2) &-((-HEzZze-1-2)ot0l 0] mHel gl g4

HEZ (10 ml) S N-(FHEZZE-1-2)-N-[1-t-2SAIZEL T HIE-4-LHE | ECIER 220 E
OlOIE 1.49 g (3-48 mM) 2 SHH 12N-Z& 1.0 ml (12 M) S A 20AH EOiotl), ESEE 20 Al2t=
oF LWBHAIZICH. OlF, S0E Zsto BFAINLD, BFS0 12N-S4& 3 ml (36 mM) S HILGHACH
&) Ee=S A20AM 20 232t WEAIZCH. &) BESSES0 HESS Fotctl, E0HE Z 6t
ZSRAIH WA DS HHZ ZUHE2 1.29 g (BY)S SOttt ES (4 ml) S &) ZME:S
0.33 g (0.90 mM) 2 XN IN-=4SLUES =EH 4 ml (4 M) S A20MH FHOlst, EF8S2 30 2
S WEAIZLH 0l=F, eSS 2ol SJFAIIL, dFES SIILESLIE FEOIAL. RIS
S SLEE X3t =EU2Z MIotl], MaS0, &0lA AZXZADIL], 0lF SIHE 2200 SFAIHA HAK
stgt=s +=SotjUb.

LM MF. =8 0.1858 g (89%)

"H-NWR (200 MHz, COCl3) &: 0.96-1.24 (m, 2H), 1.45-4.92 (m, 5H), 2.46 (d, J=6.6 Hz, 2H), 2.50-2.72
(m, 6H), 2.98-3.16 (m, 2H), 7.10-7.33 (m, 5H).

&0 33
OIE 5-El0t-1,8b-CIOHKIOLMILIZE l-4-It=2 =420l EQ &4
OLHIEAE (120 ml) = OIE (0I0ICHE[1,2-a]lLl2IE-5-LEIL)OLMIHIOIE (11.8 g) 2 S0 SAHE &l

170-45
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HIE2i2! (14.0 o) = , &8 C OlA 10 AIISQ BISAIZCH A BISSH2Z W2
A2l %, OIE OIHIEIOIE (30 n)E &Disin, 2SS 22 MIGHAN. RI158 Y50 +us
LIES 30% +2U0=2 Z3A311, 22 UAl AESIRL. $IIS2 S=AI|D, 25 220 n-sta
(100 ml) S ZOIst =, AS0A | NS0 DHAZC. ZEES OIU0I o) +Xotn, AXAIH B

H-NUR (300 MHz, CDCls) &: 1.30 (t, J=7.1 Hz, 3H), 4.22 (g, J=7.1 Hz, 2H), 5.70 (m, 1H), 6.55-6.64
(m, 2H), 6.80 (s, 1H), 7.01 (s, 1H).

X0 34

5-22=2-3-Z2Y0|0ICtE[1,2-a]Tleleel &4

OLAIEAE (10 ml) = 5-22=O0I0ICt=[1,2-a]Tl2lE (997 mg) & SAIHEHHEZR (1.8 g) & EXHS
90C OIM 5 AlZtsoh WMBHAIZICH BISESSS YW2AZI =, HE OLMHOIEHERISIEZ2FE (4/1;
200 ml)2 EOI6tL), E =22 SSUESE X3t +EUCZ MNEIEGIAULL. KIIES N-=UJUESE =3
Moz Z3AIIIL, MgS0s &0IAM AZAIDID, sFAIZC. M8 2FE CHE HHZ2 2A5H0H 2
HatetEs #—58 Ct (440 mg, 37%)

"H-NUR (300 MHz, COCls) &: 7 .20 (d, J=7. 4 Hz, HH) , 7. 44 (dd, J=7.4, 8.9 Hz, 1H), 7.76 (d,
J=8.9 Hz, 1H), 8.50 (s, 1H), 10.71 (s, MH).

X0l 35
OlE 5-El0t-1,8b-CIOLKIOLMILIZE Bl-4-Jt= = A0l E2 &4

OIEt= (10 ml) = OIDICIE[1,2-a] 2| E-5 P (448 mg), 02 ElR22I=3
NISAIS (210 mg) O SHES WEAIIIBHA 3 AIZESOH SFAIRCH. 01F,

ACH. MR2£ WE OLMHIOE (10 ml) 2 3460 1N—%4&O§ i%ﬁt?‘il}. +=8ES IN-NaOH/E2

Sd=A712, OlE OtMHOIEZ FZotdl, = = Lt dd= 283 =8
St, ClolAZ=22 HHZ (20 ml) 2 2AGHD, HZAIHA “HIEPE.:% +=SotALH (430 mg, 65%).

6-t-RLCIHZ A= AI-2-(2-5| S=A ML )-2,5,7,8-BHIESHL T2 2| B
6 N-2.5.7 8-BIERIHIE I 2 2-2-0LHIEIOIE 2| &4

HEZ (50 ml) & 6-6IE=AI-2,5,7,8-HE2UHEIAZ2-2-0tHIEL 10.0 g (37.83 mM) 2 SEHN =
= 4 0.5m (6mM) S A20A EHOtotn, EEE2S 3 Y=o WEAIRCO. 4D UFO%@%OH SH
MUEE Z3t +=EUE 0T 0lA pH JF 5-7 0l 2 WAl Eotet =, E0HE 2 otll SFAIRC. &
F=2 =2 sl4otd, LOE OH=22 F==otAU. RIIES SAUHEE ELst 9°”O§ N85t ,
MgSO , &0iIA  AZAIZCH Ol=, SMHE ZYotlll SFAIA 22N 2L dHH=zZ ZHIS=S
=SS0t} LH

=8 7.69 g (75%)

'H-NR (COCl3) &: 1.41 (s, 3H), 1.82-2.06 (m, 2H), 2.09 (s, 3H), 2.11 (s, 3H), 2.16 (s, 3H), 2.60-
2.68 4H), 3.69 (s, 3H).

IR(neat): 3494, 2933, 1730, 1450, 1329, 1252, 1165, 1092, 1028, 924 on’

2) MY 6-t-2ELIHNEASAI-2,5,7,8-HECHEAZH-2-0tMHIOIES &4

’éiﬁ}oﬂ/\-l t-SECNEAE 2=22lE 541 g (35,9 mM) = OMF (54 ml) =& ME 6-0ESAl-

2,5,7,8-HECIHEIZC-2-0tMIHIOIE 7.69 g (27.63 mM) ¥ OI0ICHE 2.82 g (41.4 mM) 2 SN &
ENPED] totn, E&=E 0T OlAM 20 AlZts0t jt‘*/\lf’ql] a)| erSeg=EE ZEoti JEAIIIH
N SERHUHES-CINE OEHZ2 Z3t =N RHEH BtSS EXA =, CWE a2z ==6tY
Ch. ®RIIES 2 & SIHUES Zst =2 22 MAGHLD, MgS0, &0 AXZAACH, MHEE =M

£ ZY JZOtEDNT (OIE OHMIEIOIE-&A: 10%) 2 FHMGHH M 2 HEHZ HHMSEESS
ALt

=2 11.35 g (B&)

ol

'H-NUR (COCls) &8: 0. 11 (s, 6H) , 1. 04 (s, O9H) , 1. 41 (s, 3H), 1.85-2.03 (m, 2H), 2.05 (s, 6H),
2.09 (s, 3H), 2.55-2.64 (m, 4H), 3.69 (s, 3H).

IR(neat): 2937, 2858, 1740, 1460, 1254, 1092, 941, 887, 837, 779 on
3) 6-t-RELCHEAEA-2-(2-5IEEANE)-2,5,7,8-HECIHHEIAZCS &4

ZAGHHA, CIOE OEZ (10ml) 5 ME 6—t——‘?’—%‘£lﬂ+|%"é‘§/\| -2,5,7,8-HECHER -OtAIEIOI
E 11.35 g (28.91 mM) 2 EHs CIHE MEHZ (50 ml) & 2I§ £R0Is sl=2E 1. 28 99 mM)
of SEMH 0T MM FHototl, & ERTUAM 1 AlZESeH WBAICH. OF, € (1.1 ml),
15% NAOH =82 (1.1 ml), &L £ (1. ) =MUZ ’@J}o}ﬂ S22 ASHAM 30 S0 MEHA
AL &I Sg20l 0tJus =0 Jiotn, #8=E O =, BUHE 26Ul EFAIHA £

—~H1J
F_,‘:_‘
Ar\J

H

|E
=]
E

r@

=2
=
ml

id wo )
K QB ion

IOIEE

ot
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2y 220tE0HT (02 OtMIHIOIE-& &k 20-30%) = & XIS
= .

"H-NWR (CDCl3) &: 0.12 (s, 6H), 1.05 (s, 9H), 1.28 (s, 3H), 1.70-2.02 (m, 4H), 2.06 (s, 6H), 2.10
s, 3H). 2.50-2.67 (m. 2H). 3.83-4.03 (m, 2H).

—

1-(E&HA-4-0t0I=0IE-I-AIS28 A HE)-4-HZOHel Y CsIERE2Z2E9 84

1) EHAA-[N-(1-2SAHZEEL )00 HE A Z 2R M-1-II22 449 &Y

M= (300 ml)-THF (300 ml) & EHAA-OI0I=HEAIZSZHL-1-TI2S A4 47.16 g (300 mM) 2 &
ELoKOl EcIUE0t2! 41.8 ml (300 mM) & CI-t-2& CI3tEUIOIE 65.48 g (300 mM) £ &EOtotn, &
= ’é‘SOH/\-I 2 A2tset WEHAIZCEH. =, —”.“—/\*"OI pH 2 It & IIHDP | 12N-Zats Eototd, 01
SE=S 200 ml 2 OIE OLMIEIOIEZ =&AL, RIIESS SJUHEE Est =N 300 ml 2 MEot

8= HHz ZMH= 67.3 g (=
Ol JCHZ AtEGHRULCE.

ﬂﬂO

o, MgSO4 S0l AXZAIDIL, SHE Z2otll SFAIA M
87.2%) S =SotAlt. &I =MHdSsS FHMGHK $D 0/F2 Bt

00 b

"H-NWR (200 MHz, DMSO-ds) &: 0.74-0.98 (m, 2H), 1.09-1.47 (m, 12H), 1.61-1.79 (m, 2H), 1.79-1.98
(m, 2H), 1.98-2.19 (m, 1H), 2.76 (t, 2H, J=6.2 Hz), 6.78 (t, 1H, J=5.4 Hz).

R (KBr): 3375, 1694, 1529 cm".

2) EMHAA-N-(1-RSANEEL)0I0ICHE A SZAM-1-HES &4

1.0M Z8-THF 400 m1 Ol EHAA-[N-(t-2SAIHZEEL)00I-HEJAZZAHL-1-TI2SA A 51.7 ¢
(200 M2 222 LIS 0T OlA ’“3}8}3, S=S A20A 2 AlZtSe WEHAIZTH  0l=, &
HESeg=s dd=0 ROHE0, 280l WAl = 200 m 2 Mg OtMHOIEZ F&oICH. K
2 G3lUHEE Z3t =2 250 ml £ M&ESID, MgS0, &0A AXAIID, SHE &6t SFAIA
A DEE HHZ ZMHE 47.06 g (=8 96.7%) S =SOotACt. &I ZMHSsS FMGHA 20 1
HZ 01=2 S0l ArSotRALE.

"H-NMR (200 MHz, DMSO-ds) &: 0.74-0-96 (m, 4H), 1.14-1.45 (m, 11H), 1.62-1.81 (m, 4H), 2.76 (t,
OH, J=6.2 Hz), 3.20 (t, 2H, J=6.0 Hz), 4.31 (t, 1H, OH, J=6.0 Hz), 6.72 (t, 1H, J=5.4 Hz).

IR (KBr): 3376, 1698, 1533 cm

3) N-(ERA-4-B2RHL-1-AI22HAHL)-N-(t-2EAIN2EL)0tIo] B4

SSHER (30 ml) & EBHAA-[N-(t-2SAIIIE2LEL)00IHEJAIS2E MA-1-HES 5.00 g (20.55
) 2 ElHYZA g (41.1 mM) € 0C Ol
N &EJtotn, g8 Oﬂ/\-l 20 /\IDJ%C&F DLUU\I Ch A)| ieEs2s 28 J20E 131 (ol
g OtAIEIOIE-&l4t:

=8 2.53 g (40%)

"H-NWR (200 MHz, COClz) &: 0.83-1.14 (m, 4H), 1.44 (s, 9H), 1.49-1.70 (m, 2H), 1.71-2.01 (m, 4H),
2.98 (t, J=6.4 Hz, 2H), 3.28 (d, J=6.2 Hz, 2H), 4.474.66 (m, 1H).

IR (KBr): 3390, 2921, 1685, 1524, 1257, 11741, 613 o 1.
4) 1-[EBMA4-[N-(1-2S A2 20 =HE]-1-A 22 AN |4 HLTHIS 2 &4

HEE (10 nl) & -(EUL4 220G IASSUSHE )N (L2RNI22L)018l 251 o (6.20
mn), 4-HEIHEIE 1.32 g (8.19 ), ¥ E2I0I02 2.3 ml (16.5 M) o BUS HAGA 64 Al
2SO BRAZC. U202 Ut £ W2EESS 22 MG, 0IZ OHoIER
=010 RIIBS FHUES Est +BUCE HBotL, NSO MUA AZAIHCH &) THS2
S 2 IZOLEIHT (HES-0IE OIMEIOIE: 10%) 2 IXGIl SBM DHS HEHZ EXSSSS
SSOHULL.

48 1.02 g (32%)

"H-NWR (200 MHz, COCl3) &: 0.85-0.99 (m, 4H), 1.45 (s, 9H), 1.61-2.15 (m, 12H), 2.22 (d, J=6.8 Hz,
2H), 2.39-2.56 (m, 1H), 2.90-3.10 (m, 4H), 4.51-4.64 (m, 1H), 7.13-7.39 (m, 5H).

R (KBr): 3386, 2937, 1691, 1522, 1443, 1279, 1250, 1171, 698 om
5) 1-(ERA-4-0H0| =D Z-1-A 22 HANL)4-HL T HIE OsI=2222/=0 &4

oe=s (10 ml) % 1-(Ea A-4-[N-(t- %AIBFEE’.E‘)O}DIE_[HIE'] INSZ2AHE]-4-HE T H E
1.02 g (2.64 M) 2 SH0 12N-H & 10 ml (120 mM) S A200M EOtotn, SE8ES 1 AlZSeH Wt
ANZCH. &I tﬁ%é@%% 2ot = /\Ialj(;’”‘ o 2elg), &R0 CHE HIE%

oottt HdMd=E 2F ===S O#DJOH ool =&stld, =S « CIOE OHZ2 2ASHe gAAM
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=g 0.81 g (85%)

"H-NUR (200 MHz, DMSO-ds) &: 0.85-1.11 (m, 4H), 1.68-2.08 (m, 6H), 2.14-2.40 (m, 2H), 2.55-3.17

(m, 7H), 3.40-3.64 (m, 4H), 7.18-7.41 (m, 5H), 7.92-8.16 (m, 3H), 10.17-10.44 (m, 1H).

IR (neat): 1603, 1504, 1433, 9985, 945, 754, 702 om .

X0 38

1-[4-(Ot0IcOE)HE]-4-HETHIE CsIER
|

=
S2Y)0I0| =0 E A 84

y
H
o
n
10
]
0x

1) 4-[N-(t-2SAI3t =

THF (100 ml) = 4-(OtOI=OIE)BIZEL 15 g (99.2 mM) S SIEHHQ IN-NAOH =& 100 ml (100 mM) 2
A20lA EOtot, C-t-PE COIM2UI0IE 23.8 g (109 M) £ EIIet =, SE8=S 20 AlZtS0oH wet
AZCH  &D| etSSE =20l 6N g4atS ZItol pH £ 4 2 ot1), 2822 0l OINEBIOIEZ =&6H
Ch. RIIE2 FQEIUESE E3 =890 = MASGHLD, MgS0, &A0AM AZAACH. SMHE 2Lotol SFAl
Jln Z2E RS0 S HIGIJACH ZES G0 Qo =&otD, M2 BIAGHH MM AFY &

Bz EXSEESs =SotACt. =8 22.23 g (89%)

m.p. 161-162C

"H-NVR (200 MHz, DMSO-dg) &: 1.40 (9H, s), 4.19 (2H, d, J=6.4 Hz), 7.34 (2H, d, J=8.2 Hz), 7.39-
7.50 (1H, m), 7.89 (2H, d, J=8.2 Hz).

IR(KBr): 3357, 2982, 1686, 1510, 1431, 1292, 1246, 1171 om .

2) &-IN-(t-2SAMHEEL)0I0IEHE-1-HEHE 29 &4

M 22-THF S&2 100 ml (100 mM) Ol 4-[N-(t-2SAIt2EH)0t0|
0C OIA &Jlotll, 2= &420AM 1.5 AIZ+Set WBFAIRLEH,
=

J
9

0x
Pl
=
N
K
e
0lo
o T
o
1Ho
o
=2
m
(@)
>
o
S
Im
Hu
4

AXAZLCH. 0lF, E0HE ZEotil SFAIII1,
O;I =]

£=2 11.07 g (47%)
m.p. 88-90C

"H-NWR (200 MHz, CDCls) &: 1.46 (9H, s), 4.31 (2H, d, J=6.0 Hz), 4.68 (2H, s), 4.76-5.06 (M, s),
7.23-7.38 (m, 4H).

IR (KBr): 3347, 2980, 1686, 1514, 1248, 1171 cm .
3) 1-[4-IN-(t-RSAHZEL )00 O E A | -4-HE T H 2l 2l

0 ]

THF (42 ml) & 4-[N-(t-2SAIIIEEL )00 =0 E ]-1-HE 0
5.9 ml (42.33 mM) 2 SH0 Hiet=zd 222E 2.5 ml (32
S2TO0A 1 AlZtSeh WEAIZICH. 0 =
=S 0E OIMEICIEZ F==0oIRUL.
AZAIZCH. 0=, E0HE &
HEr=2 (42 ml) = 40|
-HEmH2E 3.40 g (21.09
BIEEEESE 22 s4%tn, OE OLMHIOIEZ

OZ MEotl, OtOUE =HOIEAMNA HXZAIZUCH
NIEHIOIE= A 50%) 2 HHMotH &4 N

5.77 g (72%)

FA

M

on

.0 g (21.07 mv) & Ecl0
0T OlM &Eototl, &8
Jloto BtEE XAl ,
3t =8N 22 MEot, MgSO,
MEE 6.72 g (21.07 mM)
| Ec2IOE0tR! 5.9 ml (42.33
Aoz W
SILHEE =

1 AZ20tE

Jiu
=}
e

n

il
o
o0

4 @
] 0|;O(] %
0 10
= 10
~ o

J

3

n

on

o
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r
o 02 fioh HT

> o
Mo
0a
o
Jz 02
ton
R
o
Mo oy
oge
mn H
HU
g
1z
X

Jn
el

52
ro

Z ~—
=
J2 4o
3
=
o
1]
=
Qﬂ
kJ
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il
Iop 0~
L] o ™
i 30 @
gl
o
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>
Y
00
o
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O
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>
MH0 K Ol
mlo 0% M0
>
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o
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é
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il
1
n
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20 11V 0Q
(i

P LNz e
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©
-
¥
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(@)

"H-NWR (200 MHz, COCls) &: 1.46 (9H, s), 1.73-1.88 (4H, m), 1.99-2.19 (1H, m), 2.94-3.08 (2H, m),
3.54 (2H, s), 4.31 (2H, d, J=5.8 Hz), 4.73-4.96 (1H, m), 7.13-7.36 (4H, m).

IR (KBr): 3389, 1690, 1518, 1269, 1171 om

4) 1-[4-(Ot0I = E)HAE |-4-HEOH2IE ClsIE2222/E9

=

Ton

1-[4-(N-(--2S A2 L) 0F0I = M2 WA |-4-HL D21 5.77 g (15.16 nM) Of 12N-24&F 10 ml (120
) S ASUAM HItotD, S22 BS2T0A 2 AIZS0F DEARIC. AD| BSEE20 eSS
@ololn, EFES 2YCHH SSAC. MBS0 HES L CNE HEHSS Fdioid, 488 2
S OBl Oloh HSIRACH. AT ZH 4SS KES L DN HHES 2AGH Wa 23 sz
= S $Sokct
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m.p. 257-260C (dec.)

"H-NUR (200 MHz, DMSO-ds) &: 1.82-2.01 (2H, m), 2.05-2.32 (2H, m), 2.68-2.88 (1H, m), 2.91-3.15

(2H, m), 3.28-3.56 (2H, m), 3.99-4.12 (2H, m), 4.32 (2H, d, J=5.0 Hz), 7.12-7.44 (5H, m), 7.59
(2H, d, J=8.0 Hz), 7.73 (2H, d, J=8.0 Hz), 8.34-8.74 (3H, m), 11.25-11.50 (1H, m).

IR (KBr): 2091, 1601, 1530, 1450, 1533, 1422, 1399, 939, 746, 700 om
X0 39

1-[4-(OI0| =B ) MR |4~ R TH2lY-CISI E2222IE o 84
1) 1-[4-IN-(t-2 S A2 EL) 00| =02 W= |-4-HZ I H2IE ol &
THE (42 ml) 5 4-[N-(1-2SAIE2) 00 =HE]-1-HLHES 5.0 g (21.07 mi) L E2/0I 0t
5.9 ml (42.33 M) © B HE=EY 2=221S 2.5l (32.3 M) S 0C MM Eistl, =2 2
SESOIN [ ASY DUNTL. BEULCSS o +8uS Sjid0l BSE TUNIL, vses
S 02 OIMEHIOIERZ ZEGIUCL. RIISS 2 L ASLUIES Est +8UCE HBot1, NS0s 20|
M 2ZNEC. 0%, SOE 2SN ZRAN 924 18T HOz ZMEZ 721 g (21.07 )E
SSoHUCH  OIEI2 (42 nl) 5 &0 = BIAT0IE 7.21 g (21-07 nM) © S0 E2/HI=0HE 5.9 g
(42,39 ) 2 4 HELIHI2IE 3.60 9 (21.05 S BJici, BEEE 18 Atse SAnD. a2
o2 YANZ = SSEHRE 22 s45in, HE OMHOISR 260, RIISE 8 2 st
EE T3 +BU0R HE5IL, NS0, MUK AXAIRL. S=A2 5, ZMASS 2 20112
I (M2 OMEIOIS-Sia: 50%) = FHSH0l BEM 02 sHs BNSUES +S5A0. +8 6.77

g (69%)

1H—NMR (200 MHz, CDClz) &: 1.20-1.40 (2H, m), 1.46 (9H, s), 1.85-2.01 (2H, m), 2.53 (2H, d, J=6.2
Hz), 2.78-2.93 (2H, m), 3.48 (2H, s), 4.29 (2H, d, J=6.0 Hz), 4.70-4.88 (1H, m), 7.07-7.34 (9H,
m).

IR (neat): 3350, 2924, 1709, 1508, 1452, 1365, 1252, 1173 om .
2) 1-[4-(ot0l=E) A |-4-ATHeIH ClslEg222c &4
( 4-HETIHeIY 5.77 g (14.6 mM) Ol 12N-&
J

=
STUA 1 AASO DUAZC. OEe=2S o
% 0N NESE Solsia. weE a3

T

1

n

=

A

I

T
e
5

E
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=
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fJor
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Jn A roe
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S8 IO .
(wl

"H-NUR (200 MHz, DMSO-ds) &: 1.50-1.88 (5H, m), 2.65-2.98 (2H, m), 3.16-3.41 (4H, m), 3.98-4.14

(2H, m), 4.17-4.28 (2H, m), 7.12-7.36 (5H, m), 7.55 (2H, d, J=8.4 Hz), 7.65 (2H, d, J=B.4 Hz),
8.29-8.62 (3H, m), 10.70-10.98 (1H, m).

IR (KBr): 3395, 2980, 2500, 1593, 1512, 1454, 1078, 881, 860, 748, 700 om .

S0 40

t-2 2 4-[(CIHSAZAZH)OIME | TIH2IE-1-t2S LY 01ES &4

1) g 1-(t-2SAPIE2EE ) IHRIE-4-tES M0 ES &

HEzSIEZES 150 ml & Mg DH2E-4-I=2=AYO0IE 16.377 g (104.17 mM) 2 XN HIEets|

EZZet 50 ml & Cl-t- ‘:'E' CIOI2UIOIE 25.0 g (115 mM) & U A20IM HItotn, ESES &

S2T0A 3 AlZSet UU\|94E} Ol=, E0HE 2ot KE/\IBIP_ S4F=SE Acotd 2E 20t
El

[e]3
E0cHI (A-0lE OHMIEIOIE = 9/1 LHXI 6/1) 2 EHGHH HEMSEESS +=SoIAC.
LA OHTl =8 26-631 g (99%)

"H-NVR (COClg, 200 MHz) &: 1.258 (3H, t, 7.1 Hz), 1.456 (9H, s), 1.518-1.718 (24, m), 1.880 (2H,

br d, 13.3 Hz), 2.434 (1H, tt, 4.0 Hz, 11.0 Hz), 2.832 (2H, br t, 13.9 Hz), 4.031 (2H, br d, 13.4
Hz), 4.145 (2H, a, 7.1 Hz).

IR (neat): 2976, 1732, 1695, 1421, 1367, 1313, 1240, 1167, 1041 cm
2) 22 4-[(CHSATATZ)-0HZ]IHE S-1-9t2 2 0/E9| &4
FIERISIE2Fer 100 nl = CIBE HIZEAZUOIE 101 g (81.3 mil) 2 Sotol 1.6 n-2E2I5-

2@

il AF
53.2 ml (85.2 ) S ~78C MM XI5t SPES BS2E0AH 10 25U WAL, 4I| =¥
O BHIERLSISZ R 50 nl £ M2 (-2 SADI2E L) IIH2IS-4-9I2=A 0| 9.964 g (38.721 mh)
of 2os 78C M HII5ID, 20 ARCR =S NN ESBS DUAC. A)| BSEEE
S 995 222C 420 S021, N OMEIIES 33 225190 SIIZ2 20 Mgs0, A0l
AXAIID, SHE 2L STAAC. TFSS Mot 22 AZ0EINHT (HAWE OLHEIOl
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E 1 1/1 WX O OIMHIOIE) 2 EMGIH =X
LA oYl »~E 11.487 g (88%)

o
il
m
o
1
an
Qﬂ
et
[w

"H-NR (CDClg, 200 MHz) &: 1.453 (9H, s), 1.299-1.700 (2H, m), 1.865 (2H, br d, 11.0 Hz), 2.661-
2.850 (3H, m), 3.147 (2H, d, 22.8 Hz), 3.793 (6H, d, 11.4 Hz), 4.109 (2H, br d, 12.8 Hz).

IR (neat): 3475, 2931, 1691, 1423, 1242, 1169, 1030, 810 om .
0 41
-2 4-[4-(CIHSAZAZY)-3SARL]IHCIH-1-I2S4Y 0 ES &4
1) t-2€ (E)-4-(2-0ISAISIZELHIE )T HE-1-ot2S 40 EQ &d

2

HEcCSI=E2F2 100 ml & sS4
mM) -78C OIlA ZDtotl, &8
-2t

Sol WEAIZCH =, HEatslcREa 100 nl £ t-2e g
(IS = AIHIZ )T H 2l Ei-1 ( =)

mM) o EHs FDtstn, EF=EE -78C WA 15
(338 mM) £ -78C OlM Hototl, 2= &

oF WEFAIZLH. &)l 8
. OIE OtMIHIOIE=Z 33| —T—éét&'l} %JI%% 2
=

S Manin W) moass
NGO, AHOIA HEADIT, =
20IE8 IHBK 2D 0/=2)

E

olo pu Mo
19y =
Lo
o=

I
=)
0l
kJ

2
I
a
HU ofy

I

10

=
SFSvE

_{
0 JO

(U o

se g2
BES M20M LM
o 20 e

152 20 AZABID, =8
S 2g azoieaan (ﬂ&—OiI%' TET

!

2 | Hl I‘:I 1- BPEE"'HIOIEOI %ﬁg A20AM It

S0l LI W20 wer2 2 1 Al t
o, OoE 01|E1|EE 23] F==ot
A

O

=

o M=
s mw%

o
22
o Hr
n <
>

B 1/
0
2
ol

2
HU
o
>
ol
=)
bl
é .
ﬂHD
o
P
Jn 0
_O'ﬂ
9
[w

dl
d. =8 14.281 g (90%)

o
Iz
12

"H-NR (CDClg, 200 MHz) &: 1.236-1.420 (2H, m), 1.293 (3H, t, 7.0 Hz), 1.460 (9H, s), 1.737 (2H,

br d, 13.8 z), 2.205-2.383 (1H, m), 2.762 (2H, br t, 11.9 Hz), 4.121 (2H, br d, 12.4 Hz), 4.193
(2H, a, 7.1 Hz), 5.801 (1H, dd, 1.2 Hz, 16.0 Hz), 6.897 (1H, dd, 6.6 Hz, 15.8 Hz).

IR (neat): 2978, 1718, 1693, 1421, 1275, 1169 om .
2) t-2€ (E)-4-[4-(CIHSANEZAZH)-3-SA-1-2HE ]I HH-1-IIESHY 0 ES &4
HEcSIE2Fe 100 ml = CIHE MEZAZUOIE 13.1 g (106 mM) | %‘%HOH 1.6M -2 &2l

o
2@

13 &l At
69.2 ml (111 mM) 2 -78C OlM HIIGtD, S22 BSST0A 10 2SO WHAIZICH &) BiSE
B20l =Jish HIEASI=2ERE 100 ml 5 t-2€ (E)-4-(2- onEMarétfumu)unmacl -2 =g
OIE 14.271 g (50.362 mM) ©| SHES -78C KA HIIot, 2EIt AR0Z7 5|=2= (MK SSES »

SANZL. &) BSEEEs ges 22eC S0l 202a Ug OMHOIER 38 =
RIIES 20t NgSO, MOUIA AZAIID, BHE JYAGHH SRAAC. HRSS 2292 2
SE22HT (A0 OLMEIOIE ¢ 1/1 LIXI I OLMIEIOIE) 2 FMG0l B2 +Sat2ct.

A oM. &8 11.768 g (65%)

0% M T
Qﬂ
22 Mo
[

ol
HU
2

"H-NUR (COCl3, 200 MHz) &: 1.115-1.403 (2H, m), 1.462 (9H, s), 1.559-1.832 (2H, m), 2.271-2.394

(1H, m), 2.769 (2H, br t, 12.1 Hz), 3.228 (2H, d, 22.6 Hz), 3.786 (6H, d, 11.4 Hz), 3.962-4.189
(2H, m), 6.212 (1H, dd, 1 .3 Hz, 15.9 Hz), 6.862 (1H, dd, 6.5 Hz, 15.7 Hz).

IR (neat): 3479, 2958, 1689, 1425, 1250, 1171, 1032, 970, 814 cmiw.
3) -2 4[4 (LIHSAEAT)3-2A2E I HIH-1-II2 =4 0/E9 &&

OIES 50 ml & t-FE (E)—4—[4—(EID1|§/\ |ZATH)-3 —1—$E1I‘é']HIE1IEIB—1—9PE Ag01E 5.443
g (15.062 mM) 2 SN, ZHZM 10% Zts-4- Fj\_ (50% =3E2) 3 g & MESH, A2 ¥ U
OlA £ 220 O 0ld XX HS [[HJJ A =232 HAlGHACH. #el0IEE 0|3& 0
Z0HE HMIotl, SMHE HESZ MIotACH. A & MEHS 20 SHE ZLotol 5%
nEee MIIY ZY AR0EHD (A0 OFMEIOIE : 1/1 WX OIE OMEHIOIE) 2 =3l
o EXNstet=S +=SotACH

QM MR, 8 4.732 g (87%)

"H-NR (COCl5, 200 MHz) &: 0.994-1.691 (SH, m), 1.449 (9H, s), 2.659 (2H, br t, 12.1 Hz), 3.094
(2H, d, 22.6 Hz), 3.789 (6H, d, 11.4 Hz), 3.962-4.185 (2H, M).

IR (neat): 3479, 2927, 1689, 1423, 1246, 1167, 1030, 812 om .
X0 42
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t-22 4-(CHSAZAZHEHEEI 2 E)THCIZ-1-5t12S 40 ES &4

1) S-(CIISAIZAZHNE)EIL20tMEI0IES &d

NN-CIBIEZS0t0IE 50 ml = CIOE S220IE ZUIOIE 17.527 g (93.938 mM) 2 U ZEtS
EIQO0IMHIOIE 12.9 g (113 mM) E &Jtat1, %é%é 100C OIM 3 AlZFSQH WBHAIZCH.  &D| 82
sg=s =0 01‘% UHEELZ EiH\ID OIE OLMIEIOIEZ 43 FZolRULl. KRIISS =2
OF MgSO, &fOIIAl A I9|7 S0 250 SRAIZG. XSS M52 28 A=0EJ (=t

AHOIE! OFMIEIOIE = 3/1 LHKI 1/1) 2 @HI6P01 EXﬂiFEE% +==0tALt.
QXM MF. =8 13.059 g (61%)

1H—NMH (CDCl3, 200 MHz) &: 1.330 (6H, t, 7.2 Hz), 2.398 (3H, s), 3.231 (2H, d, 14.0 Hz), 4.141
(4H, quint, 7.4 Hz).

IR (neat): 2983, 1701, 1252, 1051, 1024, 968, 623 om .
2) t-2E 4-(CHSAZAZHHEEIQUE )T HH-1-IIESAY0IES &4

HES 30 ml & S-(CINSAIZAZEHE) EIL20HMEHEIOIE | g (6.759 mM) o MU0 28% A8 NS
ANE-HES 1.30 g (6.76 M) S ZWGIHl Hototll, EES E‘.%%EOH/\-I 20 23t WEHAIZCH &
7 “FC’%E, o = t-2€ 4-(Ha=SAIME)DH2E-1-I22 40 E [HERISIEZER 30 ml = t-
2 4-(3l E/\IIHIE'EISEDHE')1L|1t|IE|‘:| 1-JIZ2=4d0l1E 1.75 ¢ (8 1 ooM) 2 EC/HEote! 1.51 ml
(10.8 mM) o S OEt=ZY S22/ 0.73 ml (9.46 M) S YWotol FOtotL,
OlA 0.5 AlZESQOH WEtAIDI D, E8E2= =0 f0E1], 02 HE OtMHIOIEZ 23
JIES MgS0 , &0lA AXZAIZILD, HOIE sSEAMA MHMEE] 2 &ototld, éé*%%
BFAIAC. E0HE 220 P01| FA2I1, &F=2E 2 4ot ME OHdIEﬂOIE
RIIES 20t MgS0, &0IlA 2 _jF_AIJI_’ Z0HE ool SFRAMAL. EFSS £ EID} e

JeHIl (2AHIE OFMIEIOIE: 3/1 WXl OIE OHMEHIOIE) 2 EHMGIH EXSESS +SatRUL.

EAM MF. =8 2.325 g (90%)

"H-NWR (COCls, 200 MHz) &: 1.042-1.256 (2H, m), 1.353 (6H, t, 6.9 Hz), 1.454 (9H, s), 1.552-1-730

(1H, m), 1.804 (2H, br d, 13.8 Hz), 2.629-2.778 (6H, m), 4.060-4.130 (24, m), 4.181 (4H, aquint,
7.4 Hz).

IR(neat): 2978, 2929, 1691, 1423, 1246, 1163, 1053, 1026, 966, 827 Cmiw'

R0 43

-2 4 (CHSAZATUHELTLHE)IH E-1-32 =40/ E9] &4

HES 50 nl & +-22 4(CHSAZATLHLEQUE)THIC- 1224 0IE 2.325 g (6.095 mM),
DHASEA 30% =8H 2.76 g (24.4 nM), 5%' 28 EAHOIE 0.2 g o SWUE A20AH M WEIAIR
. AD) gr2ss2s 200 202D, 02 OIMEIOIER 43 FS5IACH. SIISS 20+ MgS0. AH0IA
ATAIDID, BUE UGN AL HESES M252 23 I20IEIHT (HA-0IZ OtAIEIO]
E :1/1 WX Ol OLMIEIOIE) 2 BHGIH EMBE2S +Sot%Ct.

QM T £E 2.041 g (81%)

"H-NVR (COCls, 200 MHz) &: 1.224-1.410 (2H, m), 1.376 (6H, t, 7.1 Hz), 1.452 (9H, s), 1.943 (2H,

br d, 13.2 Hz), 2.203-2.335 (1H, m), 2.768 (2H, br t, 12.3 Hz), 3.325 (2H, d, 6.6 Hz), 3.567 (2H,
d, 16.4 Hz), 4.090 (2H, br d, 12.4 Hz), 4.234 (4H, qd, 7.1 Hz, 8.3 Hz).

IR (neat): 2976, 1689, 1425, 1311, 1250, 1165, 1051, 1022, 972, 835, 798 om .

X0 44

t-22 4-(CHSAZAZHHE=ZYOI0I =0 E)IIHaIE-1-It =24 0EQ &4

E20 50 nl & HE CHSAZAZHHESEIUOIE 2.405 g (5.947 mM) & 1-(t-2SAISIEE2 L) T H
2lE-4-2HEotel 1.66 g (7.73 mm) 2 SHS YM SRAIZC. 0F, S0 H% ?:.:o}()ﬂ SFAIIL,
ARS8 Aot 2y AZ0tEDHTI (AL-0E OLMIHEHIOIE  2/1 WX 1/1) 2 EXotH ENEES
S +=SotA

Ol
Iz
e

=8 2.245 g (72%)

'H-NIR (CDCl3, 200 MHz) &: 1.000-1.181 (2H, m), 1.449 (9H, s), 1.524-1.724 (3H, m), 2.636 (2H, t,

13.0 Hz), 2.973 (2H, t, 6.4 Hz), 3.883 (2H, d, 16.0 Hz), 4.087 (2H, br d, 11.0 Hz), 5.409 (M, t,
6.4 Hz), 7.186-7.264 (6H, m), 7.332-7.405 (4H, m).

IR (neat): 3207, 2934, 1687, 1489, 1425, 1338, 1277, 1213, 1182, 1163, 951, 766 om .
X0 45
5-El0t-1,8b-CIOt K OtMILI EZE gll-4-Jt = = Al 49

il

M
(=)
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HES (9 n) = MY 5-E10-1,80-CIOIKOLHILIZ L @i-4-3 2 =2 A H 01 E 3.00 g (12.18 mM) 2 40y
ISABLIES ~2% 18 ml (18 M) S AS0A HII5tD, SHES 2.5 AIZFE0H WEFAIZICH  AD|
BISEEES 0C 2 W2AAID, pH JF 5 JF 2 HIHK IN-SAS HIISIRC Md= ZHS o0
ol AHBIUCH Al ZH 2222 2, oHE U LY OHZ2 2A50 QUMM DEe (&8
1.98 g, 69%) BENZ ZHBE2S £S5t

C10H6N2028 ° 1OH20 0“ EHS\_" j'E‘i‘&\‘
H&XI: C, 50.84; H, 3.41; N, 11.86

a=Xl: C, 50.59; H, 3.41; N, 11.62

X0 46

1-Ot0I = OtMIE-4-(3-HE Z2 B-1-2) I Hetx CsIE22 229 &4

1) t-22 4-(3-HEZ22) I Hat-1-II2S4Y0IEQ &4

HEZ (50 ml) & 1-t-2SAIIEELTHE 7.06 g (37.9 mmol.) 2 U EcIE0tE! 8.0 ml
(57.4mmol.) ¥ 1-BE22-3-HEZZE 7.09 g (39 7 mmol.) € A=20M FHItotATH. EF=22 16 Al
St ZAMDI0H0IA E5Fot0ll JtE ot AL E AAED0 O OtMIHIOIES EHIIGIAL. =28 2
! E Mo +=8H2=2 NEFHGIL, 0l DP]HI% =HOIEANAM AXAIZICH. SHE 26U SFAl
AL TRES ZY JAZ0LEDNI (HE OLMIHIOIE/&A=25-50%)E 0I26t0f ZMGIACE. SMHE
Z2UGHH SRAIH &M HY MHE HEHZE SHIEF=S SO0, =22 8.69 g (75%) 0IUCH.

"H-NWR (COCls, 200 MHz) &: 1.46 (9H, s), 1.75-1.90 (2H, m), 2.30-2.42 (6H, m), 2.64 (2H, t, J=7.6
Hz), 3.43 (4H, t, J=5.2 Hz), 7.11-7.30 (5H, m).

IR (neat): 1699, 1456, 1419, 1365, 1288, 1238, 1173, 1126, 1007, 866, 748, 700 om .
2) -(-HEZ=2Z)-IHetE ClsIEEE2z2E9 &4

t-22 4-HEZZEOHHE-1-II22AY0IE 8.45 g (27.8 mmol.) Ol 12N &4 10 ml (120 mmol.)S
’éSOH/\-I IO L., =22 1 AM2tSeF WBHAIZACH. BtS AIAEN HEt22 &EJOictl, 0l 2
ot =S=AIZCH. MAE s 2XHH AXMZ0W CIHE HHZE #ototld, HUAIHA Z2F2
—’F—’éﬁ}&‘[] ZE82 HEt2 L CWE HEHZZ HEGHH ¢ 2 ez SHSE =2 S0t
st o z2RH, ZHJIE oI =Het=2 WM 28 FEHz =S0tAL.

=2 1X =& 5.41 g (70%)

2x &= 1.77 g (23%)
m.p. 182-189C

"H-NWR (OMSO-ds, 200 MHz) &: 1.91-2.13 (2H, m), 2.65 (2H, t, J=7.8 Hz), 3.02-3.86 (10H, m), 7.15-
7.37 (5H, m), 9.46-9.96 (2H, m).

IR (KBr): 3500, 3410, 3026, 2939, 2403, 1554, 1443, 1385, 966, 762, 706 om .
3) I-(IN-(t-RSAII2E2L )00 = Ot E ]4-(3-HE =2 8-1-2 ) T H 2t o & 4
(1

OtHIELIEY (20 ml) & N-t-2SAIFIEEL 324 1.90 g (10.8 mmol.) & 1-SIESAMIELZ|OE 2
LOIEHYO0IE 2.48 g (16.2 mmol.) o SEH0M N-OIE-N' 3 (N N-CIOIEot0l =) =2 E3t=2200I0IE 3l
E22=22|E 3.11 g (16.2 mmol.) S A20AM EIIGIUCH. EEESS 1 AIZSQH WBAIRCH. BtS Al
A0 OLMEUEZ (15 ml) & 1-(3-HELZ2E)-IHcta Oslex22=22/E 3.00 g (10.8 mmol.)
1,8-CIOtXtHIAIZ2 2([5.4.0]=24l-7-4! (DBU) 3.29 g (21.6 mmol.) & Ec/MIE0t2! 1.5 ml (10.8 mmol.)
= ZJlotAL. ESE=S 1 AIZS O uBtAIZUC. ES0HE ‘%6}01| "EM%EP. 4520 = & O
g OIMIHIOIEE FIiotl, OlE OtMHIOIEZ FEOIRULH. FIISS SHAUUEE 3 =8N L Zot
Mo =EEHCZ NFE =, OLOUIE =HOIEAWA 3*_7F_/\|91EP %DHE 2 otol %%AI% TAULE=
£ I, 0l Z¥ 2AZ0tE0HTI (HE OLMIHIOIE - HES/HE OLAIHIOIE 10%) Ol 2cH & Hist

| & 63

AL, SHHE Z ot
g (93%) OIACH.

FAH S84 224 dd= @EHE SHlg==S ¢%6P9’1EP. F=E2 3.

1H—NMI:{ (CDClg, 200 MHz) &: 1.45 (9H, s), 1.73-1.90 (2H, m), 2.30-2.48 (6H, m), 2.65 (2H, t, J=7.6
Hz), 3.32-3.43 (2H, m), 3.59-3.69 (2H, m), 3.95 (2H, d, J=4.4 Hz), 5.46-5.58 (1H, m), 7.12-7.34
(5H, m).

-1

IR (KBr): 3417, 2937, 1713, 1655, 1462, 1242, 1171, 1026, 752, 702 cm .
4) 1-Ol0I = OtMIE-4-(3-HEZ2-1-2 ) I H X ClolE2222E9 &4

“IN-(t-2EAII2L2E)0I0I=0tME |-4-(3-HE =2 &-1-2 )T HI2t& 3.48 g (9.63 mmol.) Ol 12N S4t
ml (84 mmol.) S 20N &HIISIALC. EEFSS 30 =2 WEAIRCH. BE AIAEN NE=SS &
totol Z2H0I A& otALCH. ErS 2ot0l s=sA210, WII0 CIOE oEHZ £ HE=SS
ototdlt. Z2&F= ool 2ol =&5o _1, CIOIE OIHZZ AN&Eote A 2F SEz SHIYg=S
=SS0 =82 2.81 g (87%) OIRUALCH.

ol
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m.p.223-227°C (decomp.)

"H-NVR (DMSO-ds, 200 MHz) &: 1.97-2.20 (2H, m), 2.65 (2H, t, J=7.8 Hz), 2.79-3.74 (8H, m), 3.78-
4.09 (3H, m), 4.32-4.51 (1H, m), 7.15-7.38 (5H, m), 8.12-8.49 (3H, m), 11.61-11.84 (1H, m).

IR (KBr): 3423, 3361, 2995, 2931, 2559, 2465, 1670, 1498 om .

20 47

1-0t0|l = OLMIEl-4-(2-HIUIE) Ul H 2t &l ClolE 222229 &4

1) t-2€ 4-(2-HUE)IHHE-1-II2SAYO0IES &4

OlEtE (50 ml) = 1- SANEELTHIA 7.00 g (37.6 mmol.) 2 40 cIIE0t2 8.0 ml
(57.4 mmol.) ¥ lHIHIE' t’EDI‘: 42 g (

45.4 mmol .)E A20M EDItotULt. éargg 16 Al2tSet
o

8.4 =
AAUDIGHHA &Fotoll JtEotACt. BFS AIAEN EcIHE0te! 2 ml (14.3 mmol .)

= HUE 20l
= 2ml (14.6 mmol.)S O ZDIIol|Lt. =& 28 SFot0l 4 AI2FS0o O JIZsI/ACH. 2t AIAE
OlE OtMIHIOIEE ’Sjroh_!_, = 2 L3 Mex=8doz NAES =, 0tAUlsS =HOIEMUHAM AXZARA
Ct. 202 22060l SRAIZO. dsS2 2E Jd20EH0 (6 OFHIHIOIE/id 30-50%) = &
Mg =, E0HE sTEr/\I% BHA Z2EY MHE gHZ SHNIEES S50, =22 8.03 g (74%) 0l
UCH.
m.p.62-65C

'H-NWR (CDCIs, 200 MHz) &: 1.47 (9H, s), 2.44-2.49 (4H, m), 2.55-2.66 (2H, m), 2.74-2.88 (2H, m),
3.443.49 (24, m), 7.15-7.36 (5H, m).

R (KBr): 2976, 2868, 2818, 1687, 1414, 1252, 1174, 1120, 1001, 711, 735, 696 cm .

2) -(>-HUEZ)IHZA Clsl=E2222E9 &4

t-2 8 4-(2-HIUE)DIHtE-1-HES MY O0IE 7.94 g (27.34 mmol.) Off 12N 4k 10 ml (120 mmol.)
A=0AM FIotALCEH. éé = 30 =S¢ jt‘U\I%\E}. B AIAE0 GE=SS ZItotAUt. A4
Z28d Z&=0l CIHE olel otet =, ZES 00l 2o +=&otl, 0l OEgs ¥ I
OiHl=2= M&5t Ex*i%é% 2% U2 ~Sotdl. =82 6.96 g (97%) OIRULCH.

m.p.206-210C

llHl] N
>
um rin W0

)

=2
=
UH

=

o I
zQ

-

"H-NUR (OMSO-ds, 200 MHz) &: 2.96-3.88 (12H, m), 7.17-7.42 (5H, m), 9.65-10.11 (2H, m).

R (KBr): 3542, 3141, 2931, 2764, 2359, 1434, 1084 cm .
3) 1-IN-(t-RS A2 2L )00l = OtME [-4-(2-HIUE )T H 2t 2| & d

NMEHEE'@Om)érwt$§Mﬂ§EF':aMZOOg(HAmo
C3IEY0IE 2.62 g (17.1 mmol.) 2 SEHH N-OIE-N'-3-(N,N-CI Ol
C22=22|= 3.28 g (17.1 mmol.) S A20AM HItotUC. =2g=28
AE0 OFMELIEE (20 ml) & 1-(2-HUE)LH2AX Clslez22L
KHHIAIZ22[5.5-0]201-7-41 (DBU) 3.47 g (22.8 mmol.) ¥ Ec|0E0t2!
AM20 A =ILeHECH §§%§'1M150+H WEAIZCH. =202 2

S HII5l2, HE OIMHIOIEZ F=Z5IQCH. LIESS $AIIBHOIE I
HOZ MASGD, OtOUHIS SHOIEANA HZAZICH, 202 225 ZSBRAIH ZME22 Y
28 AJ20tE0H O (HES/0E OLMIEBIOIE 5%) 2 HHMGHICH. RIHE 2260l SSAIRCH
22 e OINIEIOIE - HEZE OHZ2 MZHSAH ZSX3si2s MM 2 AR S0t

=82 3.01 g (76%) OIACH. m.p. 109-110C

3

=i

=l
N
ulo .

00 P
=30

00 Moo @ = 2 40

_|
0
12
He
Hel
o
0z
J
H —_—
;ﬁ] J’J ala

o

'H-NIR (COCls, 200 MHz) &: 1.45 (9H, s), 2.45-2.56 (4H, m), 2.56-2.70 (2H, m), 2.74-2.87 (2H, m),

3.35-3.47 (2H, m), 3.60-3.73 (2H, m), 3.96 (2H, d, J=4.2 Hz), 5.45-5.60 (1H, m), 7.14-7.36 (5H,
m).

R (KBr): 3263, 2968, 2929, 1718, 1656, 1543, 1452, 1240, 1163, 1038, 739 om .
4) 1-Ol0I = OtMIE-4-(2-HIUIE) T H N CIsIEZ 222229 &4
1=IN-(t-2SAIHZEL )00l = OtHI E ]-4-(2-HIUIE ) DI HI 2t 2.98 g (8.58 mmol.) Ol 12N €& 4 ml (48

mmol.) S A20A HIIGIACH. EESS 30 =S WHAIZICH. BtS AL HESS HOt6tH Z
0 BHEE otACH. CHE OE=E O &otet £, Z2ZS R0l <o =Zot0, HEs % CHE
OiHZZ NMEoIH =XHalgt=xs WM ZH 2 +=SotRUl. =82 2.67 (97%) OIACH.

m.p.237-247°C (decomp.),

"H-NUR (DMSO-ds, 200 MHz) &: 2.88-3.47 (8H, m), 3.51-3.76 (2H, m), 3.83-4.11 (3H, m), 4.36-4.53
(HH, m), 7.21-7.42 (5H, m), 8.16-8.38 (3H, m).

R (KBr): 3412, 2995, 2931, 2549, 1666, 1500, 1452 om .
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Ol OtMIE)-4-(3-H LY Z 2 E-1-2)-2,3,5,6-H ECtol =2-7H-1,4-CIOtHE ClsI=E2222l=2 &

OEtE (50 ml) & 1-t-BSAI9I282Y-2,3,5,6-H ECto|=E2-7H-1,4-CIOLMIE!l 4.50 g (22.47 mmol.) 2|
MY ECINEO0HR! 4.7 ml (33.72 mmol ) & 1-E22-3-HYZ28 4.47 g (22.45 mmol.) S A20A
HIIGIYULH. S22 8 Al2tsS0t ’é'_/.\_EHDIOPOH/\-I StEol0l JIEotRCH.  BFsS AIAEH ECINE 02!
4.7 ml (33.72 mmol.) ¥ 1-E22-3-HIYZ2 T 4.47 g (22.45 mmol.) S O EDIIGIGLI. SEEE 16
A2ES0H 25610 O JIgol, AR20=2 W2AIZICH., Bt AIAE0 OlE OIMHIOIEE HDOlotd, S
2L I3 ME[+=E2do=z NAS =, OtOdUIE =HOIEAMMA 347(/\|94U ZHE 2ot SFEAIZCH
A2E2 2 AZ20EDNHIZ HHOIRC. S0HE 2ot SFRAIH SIS =SS &M HX ME2
SEH2 £SolUAC. =82 5.41 g (76%) OIAL}.

'H-NIR (CDCl3, 200 MHz) &: 1.46 (9H, s), 1.68-1.89 (4H, m), 2.46-2.53 (2H, m), 2.54-2.70 (6H, m),
3.36-3.55 (4H, m), 7.12-7.34 (5H, m).

IR (neat): 2937, 1693, 1464, 1412, 1365, 1173, 746, 700 om .
2) 1-(-HEZ=2m-1-2)-2,3,5,6-H ECIoIE2-7H-1,4-CIOtM B ClolE22=2l=2 &4

-28 4-(-HEZ22-1-2)-2,3,5,6-H Ects| E2-7H-1,4-CI O X E
mmol.) Off 12N &4k 5 ml (60 mmol . ) S &20lA "47}0}04[] éé%% 2 AZ2tSet wBtA
ANAEOH eSS Zototl, 0= H% 2ot SFAAHA = A
+=S0tACH. =82 5.65 g (100%). "H-NWR (DMSO—d6 200 MHz
J=7.8 Hz), 3.02-3.84 (10H, m), 7.10-7.39 (5H, m), 9.38-10.08

IN-(t-2SAII22E )00 =0tME 4-(3-HE T2 B-1-L

FE
T
W
!
e
>
@
=)

_|>I
o o
]
o

\_//\v

1
2H, m), 11.42-11.74 (1H, m).
-2,3,5,6-HIEctol E2-7H-1,4-Cl Ot HI &

SAMEERI0E 2L5ISHOE 3.67 g
2EIIZL0I0IE SIER2ZeIE 4.6 g

SO WBHAIZCH  BHS ARSI, 1-(3-HYZ
|IE2282/C 5.65 (1699 mnol.), 1,8-CIOFXIY
elOZ0tel 2.3 ml (16.5 mmol. ) o OtHIEL
E s i 50l ERAIZICH &
?T%on EE #0160, 0E OMEl0I== =Bdsic. 2II8S A

 MZSHD, OIS *1H|O| HOIN AZAR 2, SOHE 260

SOfEIHT (HES/0E OMBIOIE 10-20%) 2 EA
CH o

2M edyd 482 gz +Sotilt. ==

SFAZULCH &I =5
S0HE 2 otol

94Aa) Ol ALk,

QWM@Q

= Oy

U‘I
2
« Ol
—

]H—NMR (COCls, 200 MHz) &: 1.45 (9H, s), 1.68-1.97 (4H, m), 2.42-2.55 (2H, m), 2.55-2.74 (6H, m),
3.36-3.49 (2H, m), 3.58-3.72 (2H, m), 3.90-3.99 (2H, m), 5.50-5.62 (1H, m), 7.12-7.35 (5H, m).

IR (neat): 3415, 2935, 1711, 1651, 1456, 1168 om .

4) 1-(Ol0I=OtMIE)-4-(3-HE 22 2-1-2)-2,3,5,6-H Ect5| E2-7H-1,4-CIOtHE  ClslE2222/E9
gy

1=IN-(t-2SAIHZ2EL )00 Ot E |-4-(3-HE Z2®-1-2)-2,3,5,6-H Ect5| E2-7H-1,4-CI Ot M &I
5.64 g (15.02 mmol.) O 12N °:'/\F 5ml (60 mmol.) S A20AM ot EE=SS 20 2SS0 We
AZACH  BrE AIAEN OESS OGO, SHE 2200 SJ[AH SHIIEES 84 RFE
dd=2 SHZ +=SotA. /‘UI stef== FHMBL0l 0l=2 ErS0l /\tgot&'l}. =82 4.69 g (90%
OIACH.

"H-NVR (DMSO—ds, 200 MHz) &: 1.94-2.18 (4H, m), 2.56-2.71 (2H, m), 2.90-4.15 (124, m), 7.15-7.37
(5H, m), 8.14-8.42 (3H, m).

IR (KBr): 3353, 2949, 1661, 1470 Cm_1.

&0 49

1-(OFD0I = OF I &) ~4-(2-HI Ul 2 )-2,3,5,6-E 215 S 2-7H-1,4-CIOIRIE CIsl==2=22/C0| 84
1) t-52 4-(2-HUZ)-2,3,56-H 2+ S2-7H-1,4-CIOFHIE- -5t 2 =2 A0/ 2| &4

HEES (50 ml) & 1-t-2SAM3=2EL-2,3,5,6-HERIGIEZ-7H-1,4-CIOtXE 4.61 g (20.0 mmol.) 2
A0 ECIo20te! 6.5 ml (46.6 mmol.) ¥ HUIE 2201 6.3 g (34.0 mmol.) S A201AM FItat
AL, EE=S SFotll 16 Al2tSo ZAUIIGHHAM JHEotATH  BrS AIAE0 ECI0EOHE! 3.0 ml
(21.5 mmol.) ¥ HUE E201E 1.0 ml (7.32 mmol .)S O ZEItotACt. EEF =SS BF5H0 3 Alztset
"'*EHDI&OH/H JIZotALt. PSEEg=EsS 4222 H2A0|1, HE OtMHOIEE Fototit. =8
E2 2 ¥ X3 M2 22 HFE =, 0lOUIE sHOIEHUAM AXZAIRC. S0E Z6to =
FAZC. RSS2 2 AZ0EHI (ME OtMIHIOIE/& & 50%-0E OtMIHIOIE) 2 FEHMGHAC

-

S
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M

o}
LA Dol M

OH BZ =Sottt. =82 5.63 g (80%)

A

2200l SFAIA =

t

el
o

Ct
=}

o
o

=}
=

20
)il
toln

£

]H—NMR (COCls, 200 MHz) &: 1.46 (9H, S), 1.75-1.94 (24, m), 2.63-2.87 (8H, m), 3.37-3.58 (4H, m),
7.13-7.36 (5H, m).

IR (neat): 1691 Cm_1.
2) 1-(2-HIUIE-2,3,5,6-EHIECSI E2-7TH-1,4-CIOLMI B CIGIER2E2 2|9 &4

t-22 4-(2HUIE)-2,3,5,6-H Ects| =E=2-7H-1,4-CIOtHI EI-1- g (18.5 mmol.) O
12N &4 5 ml (60 mmol.) S /é'SOH/H & ot =22 1 AUSS WEAIZCH. BtE AIAE
Hiet== &Ototd, j“”OH)H ZAZCH MAE WA ’E“é HEHZES ZEIototALt.
2382 ool _JoH 8ot OHE*E = CIoE o N&EotH SXelgl=s MM 28 d4d= EH

S0t ULt 8 4.7 g (92%).

"H-NIR (DMSO-ds, 200 MHz) &: 2.07-2.28 (2H, m), 2.90-3.90 (12H, m), 7.18-7.20 (5H, m), 9.36-10.09
(2H, m), 11.55-11.89 (1H, m).

IR (KBr): 2973, 2593, 1580, 1441, 1111, 1030, 1020, 747, 696 om .
3) 1-IN-(t-2SAII=2E L )00 = OtM E ]4-(2-HIUIE)-2,3,5,6-H E2tSI| E2-7H-1,4-CIOt M E 2] &4

OLHIELIEE (30 ml) & N-t-2SAIIEEY 2eldl 2.71 g (15.47 mmol.) ¥ 1-SIESAHUEZECIOE
SLGIEY0IE 3.55 g (23.2 mmol.) 2 SHEHN N-OIE-N'-3-(N,N-CIBIE0t0I ) Z2EII2200I01E
SIEZZ222|E 4.45 g (28. 2 mmol.) & A20AM EIIGIACH. EEFSS 1 AlZtSeH WBHAIZICH  BI 8
NES= PHIELIEE"< 1-(2-HUulg)-2,3,5,6-HEtcI =E2-7H-1,4-CIOLHE CISIEEE=Z2IE 4.5 g
(16,23 mmol.), 1,8-CIOtXtHIAIZZ2([5.4.0]20l-7-4 (0BU) 4.94 g (32.45 mmol.) 2.2

| (15.78 mmol .) o| EHNES FItoIALCH. EF=SS 1 AlAdset O WEAALH |
413. =20 == EJlotld, 0E OHMEIOIEZ FZEotAL. KIISS SEY
Me|=EN 22 MEFotL, DPJHI =HOIEMNAM AZAIDID, BOHE 2L
£ ZY JZROEDNT (HES/HE OLMIHIOIE 10 40%) 2 FMGHRALEH.
B2 S 2EM 22U MAs FHZE SOttt . =288 5.18 g (93%).
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"H-NWR (COCls, 200 MHz) &: 1.45 (9H, s), 1.79-2.00 (24, m), 2.61-2.82 (8H, m), 3.36-3.50 (24, m),
3.59-3.74 (2H, m), 3.89-3.99 (24, m), 5.50-5.63 (IH, m), 7.13-7.35 (5H, m).

IR (neat): 3415, 2974, 2935, 1712, 1651, 1493, 1458, 1365, 1250, 1171, 1053, 750, 702 om .
4) 1-(Ot0I=0tMI € )-4-(2-HIUIE)-2,3,5,6-H E2IoIE2-7H-1,4-CIOtM B ClolE22&2=2 &4

1-IN-(t-2SAIHE2EL)0 PDI_‘.—_OM1I'=é']—4—(2—1_HIHIEE!)—2,3,5,6—E|IEE}6|E§—7H—1,4 ClOtAIE 5.18
4.3 mmol.) Ol 12N &4t 5 ml (60 mmol.) S & 901le EOtotRUCt. EBg=S 1 AlZsSS wBrAIZICH
2 AAEN eSS Folot, 01F S0E 2sto SFTAUL. &AF20 HE=2 L CAE od
£ IZototit. dd=" ZES 4ol 2o =88 =, CUWE HHZEZ NEoHH SHg=ES WM
H EHZE +SoIUALL. =82 4.64 g (97%).

m.p.257-260°C (decomp.)

"H-NVR (DMSO—ds, 200 MHz) &: 1.97-2.22 (2H, m), 2.93-4.14 (14H, m), 7.20-7.41 (5H, m), 8.15-8.42
(3H, M).

IR (KBr): 3374, 2948, 1661, 1470 cm .

&0l 50

N-[1-(3-BIZ T2 B-1-2) I H 2| 2-4-2L ] 0t0| .= Ot E0LDIE CIBIE2222IS2 84

1) N-[1-(3-HIY T2 B-1-2) I H 2| €-4-2 |-(N-t-2 S At 22 L 00| &= ) Ok M EOHDI =21 84

OLHIELIEE (30 ml) & N-t-2SAIIEEY 2eldl 4.21 ¢ (24 03 mmol.) & 1-3IESZAIHMEZEC|IOIE
SLSIEYO0IE 5.51 g (35.98 mmol.) 2 SEHH N-OIE-N'-3-(N,N-CIHIE0t0I =) Z2EII2=SAI0I0IE
SIEEZ2=2lE 6.90 g (36.0 mmol.) S ol A "Ufofoqﬁf. SE2S 1 AIFEQ MUAIRAC 0=,
BtS AAEN OLHELIEZE (20 ml) = Z2-1-) Ol CsleE2222ls 7.00
g (24.03 mmol.), 1,8-HIAIZ22[5.4. 7- /ﬂ (DBU) 7.32 g (48.08 mmol.) ¥ Ecl0E0tR! 3.4 ml
(24.4 mmol.) o sHZ HIIGIZUC. EE==2 2 A 20A WEAIZO. SMHE Zotll &=
AZACEH. X*E%()ﬂ SEZZEEES FIotALt. !
=HOIEANAN HXAIZCH. S0HE 250
OLMIHIOIE 30%) 2 ZEMGIACH. SIME 2L
HE EHZ +Sotit. =82 5.35 g (59%).

-PIUZ
or}o

3t oal 2N o2 MNAGD, 0IOUS
22 2 JZ0tEDHT (HE=/0E
5 SXHHES LMD T QTN AR M

"H-NWR (COCls, 200 MHz) &: 1.45 (9H, s), 1.61-1.97 (6H, m), 2.03-2.20 (2H, m), 2.32-2.43 (24, m),

2.63 (2H, t, J=7.6 Hz), 2.74-2.93 (2H, m), 3.66-3.87 (1H, m), 3.75 (2H, d, J=6.0 Hz), 4.99-5.15
(I1H, m), 5.92-6.06 (1H, m), 7.12-7.33 (5H, m).
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IR (neat): 3413, 3305, 2937, 1713, 1670, 1539, 1369, 1250, 1169 om .
2) N-[1-(3-HEZ2E-1-2) I H 2l Z-4-2]-0t0 = OtH EOIDIE ClslE22=22IE9 &4

N [-(-HEZ2E-1-2) I HelH-4-L]-(N-t-2SAI-H=2L0t0I = )OtMEOIDIE  5.35 g (14.25
mmol.) O 12N E&F 10 ml (120 mmol.) 2 ’é%OﬂH ZOtotAL. =SS 1 AN2So WEAIZLH g
S AAEN E=S EOotl, 01F Z2otl s=AIZCH %5‘; CIE OIEZE
HOISIQUCH. MAE ZES WD oA 2D, >-TEEE U [ 01|E1|E§ }dl 10101 S & se =
S 22 23 M43 82 +=Sotjb. £8S 4.20 g (85%).

gﬂ
W
I=
HU
_F_
H]
9

"H-NMR (DMSO-ds, 200 MHz) &: 1.67-2.21 (6H, m), 2.56-2.62 (2H, m), 2.64-3.12 (4H, m), 3.24-4.13
(5H, m), 7.11-7.37 (5H, m), 8.04-8.30 (3H, M), 8.65-8.76 (1H, m).

IR (KBr): 3175, 3054, 2996, 1690, 1568, 1505, 1437, 1269, 912, 764, 706 cn .

X0 51

4-(4-010| = R E-1-2)- - X YT HHA Cl5ISR22R2S9 a4

1) 1-BIEY-4-HEIIH 2ROl B

OLHIELIER (250 ml) = 1-#IEIHHE 25.72 g (145.92 mmol.) &

EZINEO02 31 ml (222.4 mmol.)
O 2N 0T OIAM BIZY 22Z2|= 21-44 g (152.5 mmol.) S EHIIoIHLI. EE =S 16 Al2tsS0oH A2
Ol WMELAIZCEH. SOHE 2ol SFAMZAC. JF20 2 L SEVMUEE ZL3 =Z2H2 FHIIe
=, 0le OIMIHIOIEZ =FoIRL. RIIESS E3 M2H=2HOZ MEGLD, O0FOUIE =HOIEANA

AZAIND, sSEAAL. =F=2 ZE AZO0EHI (KHE OHMHIOIE/& A 50% OIE OtMIHIOIE)
2 ZuotALt. ZMHE 2ol SFAIULCH. MdE ZFH 40l 2ol =&otl, AM2Z AESHH
Al

SXNIEES M 2T YEZ2 HHZ +=SOIAC. =82 38.41 g (94%).

"H-NWR (COCl5, 200 MHz) &: 2.82-2.62 (4H, m), 3.31-3.58 (2H, m), 3.54 (2H, s), 3.65-3.89 (2H, m),
7.18-7.36 (5H, m), 7.40 (5H, s).

IR (KBr): 1628, 1437, 1279, 997, 739, 704 om .
2) 1-HIRLOHHY Z2M01ES &4

HES (200 ml) & 1-HEL-A4-HETIHE 20.02 g (71.4 mmol.) & 10% Z2tES EA 1.0 g o SHENM
Ol ZE4 9.9 g (215 mmol.) 2 SSOH/\-I AxECo=z HIIGI]L., Z=E22 6 Al2tSoH uWBHAICH.
E0HE dUot], HHS 2ot sSAIZAC. =520 0 OIMHIOIEZE FHOIotd, ESE22 s5Al
ZicH MdE 23 01| 1= OM1|E1|O|E 2 EAZ IO, =EE=2 Aot 282 =88 =, o
g OIMIHIOIE ¥ &lntoz NEGIYH SHGE=SS WM 2H MHZ2 g2 +=Sott. =82 15.97
g (95%)

'HNWR (DMSO-d, 200 MHz) &: 2.74-2.95 (4H, m), 3.24-3.73 (44, m), 7.34-7.49 (5H, m), 8.29 (1H,
s).
IR (KBr): 3433, 2937, 1660, 1626, 1446, 1249, 1404, 1282, 1242, 1007, 781, 739, 708 Cmq.
3) 4-(4-0OlD| =2 E-1-L )-8l XL H2IE ClsIE22=22=9 &4
t ZZMOIE 5.0 g (21.16 mmol.), 4-E222€

B

o e

=

=

o

pa]

H

Qag

©3RIN
o
L4

il
. O E 2l 9.0 ml (64.57 mmol.) 2 EBHES 40 Al2tSQH &FSH0l
SSESS 4222 YWAAIIL, 28 ’SJ}OF%EP. §§+§; HE OIMIHIOIEZ ==
23t o oz ANAHGL, 0IF OtOUs 0N HEAZILD, SBMHE 2ot
THH=EE 0. dd=Ss ZY EEDPEJ_EHHI 9/01|'5' OLMIHIOIE 5 - 10%) 2
= E

e

Xl ot AL
= (6.99

-'>,-\o
E

Itl

Liul

o

=)

£ ZYotlll SF[AIA 24 9% SEE N- [ 2T H A -1-L ) R E-1-2 ]
g)E =SotACt. OES (50 ml) S & g 2 Y0 sl=etdl 2ol=d
(26.8 mmol.) & A20AM EHItotACH. =& ot Ex SOH Jtgstct. B8
O HAAIRULH MEE WM NEzs =H , OHS Z&otil s=ARULCH
=P} 6} S2REELZ FEG .= E Mo MEot, DPJHI
01|/\-| £A|9|7 E0HE 225tol SFRAIA £ 4-(4 ) |
SHEEC et SH 12N F& 5 ml (60 mmol.) S 9()H/H & Jtot UL, —Cii@g%
OlAl WEHAIZICH. ErS=g=ES ZYotil s=A212, CIE NE=2E FOtotALE.
otoll 2ol =&™astll, OIEt=S & CIOE OHEHEE NEStH SXag=S =
QUL 4‘—%8 2.92 g (41%).

m.p.257-260°C (decomp.)
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"H-NUR (OMSO-ds, 200 MHz) &: 1.51-1.88 (4H, m), 2.71-2.92 (2H, m), 2.94-3.20 (4H, m), 3.27-3.65
(6H, m), 7.41-7.55 (5H, m), 7.88-8.13 (3H, m).
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IR (KBr): 2931, 1632, 1460, 1429, 1284, 714 om .
X0 52
(3-Ot0l-=28-1-g)-1-gI X AT Hetd CsIE2222E9 g4
)

& ZZ200IE 5.0 g (21.16 mmol.), 3-E=REZ2ZIEQ|0IE 5.
9.0 ml (64.57 mmol.) 2 SHS 18 Al2t EAMIIGHHIA EF5HO
OlALH. CHlSEgES 4222 dZAI|1, =2 FIlol. === 0lE OLMEO0IEZ ==t

el=EHoZ NEHGILD, 0tOUE =HOIEAUHAM AZAIIILD, SOHE 226t

N

AZ0IEHT (HIEFS/HE OFMIEIOIE 5%)
2 N-[3-(4-HZ L H & -1-2) T2 TH-1-2 ]
[Et= (50 ml) SN0 5l1=etd Z2L5l
2 ANZ2tS0ot StF6l0 JIZoIRUCH. BISEE=EsS A2
OIRCH. M2 2ot sFHAHC. =2
I3l Mel+=2do=z NAESHLD, 0tAUlE =H0IE
—(3-o0|Z2E—1-2 ) -HI X2 H 2N S YL
Ol GIEtE Ol 12N A& 3 ml (36 mmol.) S
d WEFAIZCH HISEE22 2200 s=ARALCH
32 ootoll 2ol =&otd, HE=S & CuE "2
SolULH. =82 1.80 g (27%).
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"H-NUR (OMSO-dg, 200 MHz) &: 1.94-2.11 (2H, m), 2.83-3.64 (12H, m), 7.42-7.54 (5H, m).

IR (KBr): 3433, 2997, 2929, 1630, 1458, 1429, 1284 om .

&x0) 53

A A-4-(1-#18-2, 6-CIHL-TI Ht&-1-2) SE-1-Lotgel g4

1) NA-1-t-RSAIZI22Y-3,5-CIHE THatEC &4

MA-3,5-CIHIE DIH2HE 5.0 g (21.07 mmol.) © OIEFS (42 ml) U0 Cl-t-=& CIFH2UIOIE 2.5
ml (32.3mmol.) S A20IM HOIoHAC. E=SEES 1 Al2S WUAZL SHE 250 SHAH
. XME20 22 #Ji6t1, 222EE02 =&51A0. RIISS Ts Me+BUO02 MWD, O
s SHOIEA0A 2XAZLH SHE 2YoHH SHAH SHIVSS L4 DS 482 JH

+SotACE. +8E 5.77 g (72%).

H-NMR (CDCla, 200 MHz) &: 1.06 (6H, d, J=6.4 Hz), 1.46 (9H, s), 2.21-2.40 (2H, m), 2.68-2.86 (2H,
m), 3.79-4.09 (2H, m).

IR (KBr): 3319, 2972, 1680, 1425, 1367, 1315, 1267, 1173, 1144, 1072, 895, 866, 797 o .

2) NA-1-t-2EA22L-3,5-CIHL-4-HE NHAN B

N N-CIHEZE0I0IE (100 ml) & AMA-1-t-2SAII2E2L-3,5-CIHE TH2E 10 g (46—
ZEIS IIEUIOIE 12.90 g (93.3 mmol.) o SEH) HE BS20/= 11.97 g (70 mmol.) S
S22 16 AMZ2tS0H 120TC OlA WEHAIZCH. BtS AAEN 22 FHDOloltl, 0 OFAIEI 0]

66 mmol.) &

6
A20AM B

A
E . RIIEES S MelxEUdo=z MEStD, 0tOUE =HOIEAMNM AZAIILD, S0H
£ SRAUCH. ARESS 28 JZ0tE0HI (OIE OHMIHIOIE/=A 30%) 2 HMGHH SZSEES
EEM QUMY MHZ2 HHZ +SOIAL. =82 13-56 g (95%).

HNMR (CDCla, 200 MHz) &: 1.04 (6H, d, J=5.8 Hz), 1.45 (9H, s), 2.45-2.75 (4, m), 3.67-3.92 (2H,
3.81 (2H, s), 7.15-7.39 (5H, m).

IR (neat): 2980, 1693, 1423, 1136, 1061, 924, 883, 766, 729, 700 cn .

3) AlA-1-#IE-2 6-CI0IE DIH2HAS 84

3.56 g (44.54 mmol.) Off 12N &k 15 ml (180
A20 A EHOIOIGCH. SE2S 1 AI2FS0ot WEHAIRCH. BES AIAEN 0T OlA 8N =4S
A p 4

mmol.) S

LIEE £2Hs FHIIoIH B2 AAEO pHE L2222 BteE F, MlE OMEHIOIEZ ==&, S|
=2 I3l Me|x=g2dHo=Z MNAHGHD, 0FOUIE =HOIEAUHAM AXZAIZBLC. SOHE 226t SFAIA
M oM MNZE HHZ SHIEE2 0. &) JFE22 M0l 02 BSH AISSHALCEH.

282 7.67 g (95%).

H-NMR (CDCl5, 200 MHz) &: 1.02 (BH, d, J=5.8 Hz), 2.39-2.63 (4H, m), 2.88 (2H, d, J=9.8 Hz), 3.83

(2H, s), 7.15-7.41 (5H, m).

IR (KBr): 3271, 2970, 2816, 1460, 1379, 1315, 1200, 1158, 1140, 1603, 729 cmiw.

4) N-AlA-[4-(1-HIZ-2 6-CIHE HH2IE-1-2)RE-1-L]ZE0|0| =2 &4

OlEtE (30 ml) & AlIA-1-HIZE-2 6-CIHE T H2E 3.5 7.13 mmol.) ¥ E2INEO0S! 5.0 ml

(35.87 mmol.) o ¥ 4-BE22LE TEQ|0/E 4.83 ¢ mmol.) S A 20 A EHII6IFCH. &E&
F =

(
=2 SFot0l 18 Al2tsQt EAWUDIICHOIA JtEotATH. et ES A22E d2AAM211, S
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=] EUOZ NFSGHD, 0tOUIE =HOIEA
O, NI2S 2 AZ0tEDAI (HE OLMIHIOIE /& At
gE2S M 224 dd= 82 #=SotAl. #=8=2

otd, OlE OtMIEICIEZ ==
A AZAIRL. S0HHE 2
75% - OIE OIMIHIOIE) 2 EH
5.86 g (84%).

H-NR (COCls, 200 MHz) &: 1.02 (6H, d, J=6.4 Hz), 1.44-1.87 (6H, m), 2.23-2.35 (2H, m), 2.55-2.78

(4H, m), 3.70 (2H, t, J=7.2 Hz), 3.81 (2H, s), 7.16-7.37 (5H, m), 7.66-7.75 (2H, m), 7.78-7.86
(2H, m).

IR (neat): 2939, 2812, 1772, 1714, 1396, 1369, 1155, 1076, 1047, 721 om .
5) AA-4-(1-HE-2 6-CIHE DI H 2R -2 ) S E-1-2otglel &4
N-AlA-[4-(1-BlI1 & - 2 6-CIHIE T/ Wl et &l -1-&

m) N0l SlEetd 25| EY0IE

.57 mmol.)
oF EZ 50l JPEP Ch. &t o

H-NR (COCls, 200 MHz) &: 1.04 (6H, d, J=6.2 Hz), 1.36-1.63 (4H, m), 1.78-1.89 (2H, m), 2.22-2.33
(2H, m), 2.57-2.82 (6H, m), 3.83 (2H, s), 7.14-7.40 (5H, m).

R (neat): 3359, 2936, 2812, 1468, 1323, 1153, 1076, 729, 698 om .

X0 54

ANA-4-(3-0l0l = Z2 2 )-1-HZ-2 6-CI0E DHE &4

1) N-AIA-[3-(4-HIZE-3,5-CIHE THT-1-L)Z2TH-1-L]ZE0/01E9 &4

AA-1-BIE-2 6-CIHE MmHtE 4.06 g (19.87 mmol.) ¥ Ecl0E0tel .6 ml (40.18 mmol.) 2 Of

(40 ml) X0l -E2R2EZEZE ZEQ|0/E 5.33 g (19.88 mmol.) £ A20AH &HIIGIUCH. E&=
=00l 20 AlFSQH EADHDIIGHIAM JHEGIALH. BISEE=EES A2 i H2AIZCH,  BE AIAE
E2 #ototd, NE OLMHIOIEZ FEGIALH. KIISS Es Me|=8UC=2 AEStLD, 0tOUIS =H
OIEMUAM HEADILD, EB0HE 206 . £ 2 AZ0tE0HIl (02 OtMIEIOIE/
SAb 50 - 75%) 2 MRG0 DHHBSS A QUM MHZ HHZ ~SHUG. +BS 6.59 g

(85%) .

o [l

21

H-NR (COCls, 200 MHz) &: 0.99 (6H, d, J=5.8 Hz), 1.71-1.93 (4H, m), 2.31-2.38 (2H, m), 2.41-2.55

(2H, m), 2.65-2.76 (2H, m), 3.71-3.78 (2H, m), 3.73 (2H, s), 7.13-7.37 (5H, m), 7.65-7.74 (2H, m),
7.78-7.86 (2H, m).

IR (neat): 2964, 2937, 2812, 1772, 1714, 1466, 1396, 1369, 1329, 1200, 1155, 1090, 1038, 721 om .
2) NA-4-(3-0t0l=2g)-1-HHE-2,6-CI0E HHctEe &4

N-AlA-[3-(4-#1E-3 5-CIHZ T H2IE-1-Y) Z2E-1-L]ZL0[0/S 6.5 g (16.8 mmol.) o GIEIS
(30 ml) 20 5l=2d DLBISHOIE 1.26 g (25.2 mol.) S A0 HIIGIAUC. =SS 1 A
ASO SRSl OISHAL. USSUEE NSOT UANAL. MEE HM NIRES KBS
ClUC2RE, BINE AU SFAZUC. NE20 FMGUES +8US H)IstD, 22RLE02
=E5i9iL. RII5S K5 M2+8%0=2 M5, DI0UIs SHOIEANAN AXAZC. S0HE 2
A0 ZEAS SHIBSS M QAN MAS HEIR YT AD| @SS FAU0 0152 w2
Ol AFRSICH +82 3.85 g (88%)

"H-NMR (COCl3, 200 MHz) &: 1.04 (6H, d, J=6.2 Hz), 1.57-1.70 (2H, m), 1.83 (2H, t, J=10.8 Hz),
2.29-2.37 (2H, m), 2.61-2.83 (6H, m), 3.83 (2H, s), 7.18-7.32 (5H, m).

R (neat): 3361, 3284, 2937, 2812, 1603, 1493, 1375, 1323, 1153, 1076, 727, 698 om .
X0 55
INES

Al A=1-(2-010] &= 0| 2 )-4~(3-H D TR B-1-2)-3,5-CIHOIE TH2AT| &4
1) AlA-1-t-2SAI2 2 Y-3,5-C 0 €-4-(3-H L T2 8-1-2) I H2H N O 84
NN-CIHEZZE00IE (50 ml) & AlA-1-t-2EAII2E2L-3,5-CIHE HIH2X 10 g (46.66 mmol . ) 2
LEIS IEUIOIE 12.90 g (93. 3 mmol.) o HEMHN 1-E22-3-HLIZT28 11.15 g (56 mmol.) S &
20 EFIGIUCH. S22 40 AM2ES0CH 120T 0lA WEHAIZI =, 2oz LHD*/\IEHZF S AlAE
o 22 ’Sjtom 01|% OLMIHIOIEZ &0, {KIIES Ea Me42HOZ NAoetD, OtOUls
=HOIEAWA HEAZCH. WOHE 22oto SFRAIZLC. FE2S 2d IAZ20E0HI (I OFAIE
OIE/&&E 20 - 30%) Z JHGIH SXHIEESE2 M e MHd2 dHZ SOt . =22 12.21
g (79%).
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H-NMR (CDCla, 200 MHz) &: 1.00 (6H, d, J=5.8 Hz), 1.45 (9H, s), 1.57-1.69 (2H, m), 2.43-2.62 (6H,
m), 2.67-2.85 (2H, s), 3.68-3.96 (2H, m), 7.13-7.35 (5H, m).

IR (neat): 2974, 2931, 2856, 1695, 1454, 1427, 1273, 1248, 1174, 1142, 748, 700 cn .

2) NA-1-(3-HEZ2®-1-2)-2,6-CINE-MHX &4

NA-1-t-2SAIIE2EE-3,5-CIHE-4-(3-HEZ2 B-1-2 ) DI H 2t 11,
10 ml (120 mmol.) & AL ZOIGIULH. 2322 1 Al
JiotATH.  OIE OtMIEHIOIEZ FE6IH ===2 MIAGIAL. &

g (35.4 mmol.) Off 12N At

O, Bs Ao =22 3
A

MOl =MSIUEE =E2HE HItol!
gz Qe §— OlE OLMIEIOIEZ ==L, RIISS E3 del=E8H2=2 ANEotll, 0tduls
ZHOIEANAM AZAIZC. SOHE 2LotH SFTAHA SHIESS M QA4 MHE Sz =56t
ALCH. &I =2 FHMESL0l 012 S0l AtEotUCt. =82 5.51 g (67%).

"H-NWR (CDCl3, 200 MHz) &: 0.98 (6H, d, J=5.8 Hz), 1.66-1.84 (2H, m), 2.43-2.59 (6H, m), 2.74-2.88
(4H, s), 7.13-7.35 (5H, m).

IR (neat): 3267, 2962, 2937, 2818, 1689, 1454, 1373, 1319, 1205, 11571 1074, 924, 748, 700 om .
3) N-AlA-[2-[4-(3-HEZ2 2-1-2)-3,5-CIH E T H 2t A -1-L I E-1-L | ZE 0|01 =9 &H

OFHIEA (18 ml) & ZE0I01E OINIEZHBIE CIOE OIME 5.67 g (21.5 mmol.) 2 SH0l 12N
2.1 ml (25.2 mmol . ) 2 a20 M ﬂj}é}?‘iﬂ. ESE=S2 2 Al2tSo 60 T UM _’t‘U\l;‘D. s
£22 A0 WA, FEHRLEE 2.54 g (30.2 mmol.)
(40 ml) & AlIA-1-(3-HEYEZ2TH-1- O') -2,6-CIHIE LlHecHE 5.
HIIOIULH., S22 1 Al2tS2 WEHAIZCH BtS AIAE
2 3 2222 U5 30 2 2tH32=z FHOIGHALH. .

Ol SZAIZCH. HFB 22 OLHNEAM2Z SSHAIZ11, lE OHdlEHOIEE =EoIAC. S|
= cleE2doz NAEGIL, OtOAUIE =HOIEAMNA AHAXAIDILD, EANHA M

AMHEE2 2 AZ0IEDHT (HES/0E OMIHIOIE 5%) 22 ’gxﬂér SX3E=2
Hd MAHS HE2 £SolQt. £=82 7.37 g (85%).

/\

(21.5 mmol ) _J %Oﬁ”é

"H-NWR (CDCl3, 200 MHz) &8: 0.99 (6H, d, J=6.2 Hz), 1.54-1.74 (2H, m), 1.81-1.93 (2H, m), 2.44-2.63

(6H, m), 2.68-2.86 (2H, m), 3.79 (2H, t, J=6.8 Hz), 7.11-7.32 (5H, m), 7.64-7.74 (2H, m), 7.80-
7.87 (2H, m).

IR (neat): 2945, 2814, 1774, 1713, 1394, 1327, 1242, 1159, 1076, 1026, 721 cm
4) AlA-1-(2-0t0l =0l €)-4-(3-HE 22 8-1-2)-3,5-CIHE b Hatxo &4
N—/\Iﬁ—[2—[4—(3—ﬂ|é‘£§&*—1—%)—3,5—EI[H|% OlHetE-1-d]oE-1-d ] ZE0l0lE 7.28 g (17.95

mmol.) OIEFS (50 ml) XN dl=ctd E SICHIOIE 1.3 ml (26.8 mmol.) S A0 A HItoHACH.
S =S SFotil 2 Al2tset JP%‘OP7 CF H2ARCH dHE 9 DESES OUotACH. O
HOZEEH, EME 2ot EEM?*EP E S0 =MUEE =FHS FItotd, EITELELR
FEOIAL. RIIESS 23 Me=2HS=2 MEGHD, O0HdUlEs =HOIEYUHAM HXEARC. 0=, 8
HE Zottl SJ[AIH SHIg=S M4 224 HHdE 82 =SotUl. &) =S MLl
O1Z2 S0l AtSGHACH. =82 4.35 g (88%)

'H-NWR (CDCls, 200 MHz) &: 1.00 (6H, d, J=6.2 Hz), 1.65-1.90 (4H, m), 2.34 (2H, t, J=6.3 Hz), 2.54
(2H, t, J=7.5 Hz), 2.61-2.85 (84, m), 7.13-7.34 (5H, m).

neat): 3359, 3262, 2960, 2810, 1691, 1603, 1456, 1371, 1323, 1153, 1076, 748, 700 om .

Ol -4-eilE-2 5-CIHE OmHctael gd
t-2SAH2EE-2,5-CIHE TIHX

Het& 25.18 g (220.5 mmol .)
£ A20M EItott. =&

&Ototll, OIg OtAlEIOl
= a0AM AXZAIZACH. S0HE 2ot
SEHZ ~Sotlt. =82 9.36 g (99%).
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"H-NUR (CDCl3, 200 MHz) 1.17 (8H, d, J=7. 0 Hz),

8 1.21 (3H, d, J=6.6 Hz), 1.46 (9H, s), 2.48
(1H, dd, J=12.8 & 3.0 Hz), 3.05-3.26 (3H, m), 3.55
(5]

H, dd, J=13.2 & 1.6 Hz), 4.03-4.19 (1H, m).

—_ —

2) EMHA--REAIN2RL -2 5-LIHEL4-HE THAHS &4

SeiA-fo-RSASI22E-2 5-CHE TH2E 4.5 g (21.0 mol.) 2 E2IHE0R 5.9 nl (42.3
miol.) ol owzu 2l (40 ml) RO MZE S=20/C 3.2 nl (26.9 mol.) S A2HA HIIGIACH
EBES 24 AASO BR0l0l JILGIAC. BB 20 SEARC. R0 22 260
SE2S 0 OIMHOIER =E5190I, SIIEE Tl Mel+200z MEGD, 01U SHOIEA
oM ATAIZC. BOHS 20 SEAAC. ZES22 28 AR0OEIHT (N OMEIOIE /2
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=
L QUM MANS

M

10%) 2 FHMst SXagss € EBHE ==otACt. £2 5.17 g (81%).

ol
oqr

H-NUR (COClg, 200 MHz) &: 0.98 (3H, d, J=6.6 Hz), 1.23 (3H, d, J=7.0 Hz), 1.46 (9H, s), 2.19 (1H,

8
d, J=13.0 Hz), 2.70 (1H, dd, J=12.0 & 4.4 Hz), 2.85-3.04 (1H, m), 3.31 (1H, dd, J=12.8 & 3.8
Hz), 3.46 (1H, d, J=13.6 Hz), 3.62 (1H, d, J=13.6 Hz), 3.65 (1H, dd, J=13.0 & 0.8 Hz), 4.10-4.28
(HH, m), 7.18-7.42 (5H, m).

IR (neat): 2929, 2819, 1691, 1417, 1367, 1317, 1267, 1163, 1059, 864, 756, 708 om .
3) ERfiA-1-HIE-2 5-CIHE I H2UE ClslE2222E9 &84
EUHAI-t-2ESANEEL-2,5-CIHE4-HZ THE 9.76 g (32.06 mmol.) O 12N %4& 10 ml (120

mmol.) & &20IA ":‘17}5}91&. EE=S 1 AMZS WEAIRL. S0HE ZLotll SFARRLCH. T
S0l 2-Z2 8= Fototld, O sFAAL. sF=0 CINE HHZE ZItotAH gH/gEI ’ééi‘; O ot

ﬂJIO

ol 2o =&otll, 2-ZZ2 &= E—c' CIOIE OEHIZZ MEotH SHIe=S MM 28 gl +=SotRUb

=82 7.97 g (90%).

"H-NUR (DMSO-ds, 200 MHz) &: 1.22 (3H, d, J=6.6 Hz), 1.59 (3H, d, J=5.4 Hz), 2.84-3.83 (6H, m),
3.96-4.29(1H, m), 4.57-4.74 (1H, m), 7.36-7.52 (34, m), 7.56-7.72 (2H, m), 9.93-10.25 (2, m).

IR (neat): 2767, 2694, 2507, 2266, 1454, 1333, 1186, 1061, 991, 928, 766, 706 om .

4) N-EBA-[4-(4-HE-2 5-CIH ST HtR-1-2) LE-1-Y | Z20/0|S2] &4

OLMIELIEY (50 ml) & EfA--HA-2 5-CIHETH2AT CISIEE2=E2IE 4.00 g (14.43 mmol.), 4-
S2I2E ZE0|0IE 4.88 g (17.3 mmol.) ¥ EZINE0t2! 8.0 ml (57.4 mmol.) o SEHY AT 2
RE 2.59 g (17.3 mmol.) & &A20IH FIIoIACt. S =S SFol0 20 Al2tS AMDISH0A It

gotAltt. SMHE Zottl SFEAMRUCL. HF=20 == FototAlU. EE =S 0HE OtMHIOIEZ F2
SIRCH. SRIIES E3 Mels=SU2=Z MESHL, 0tOUE =HOIEANAM AXZAIID, SHE SFA
20, MRS 28 JZ0IE0AHI (0HE OHMIEHIOIE - HES/WE OHMIEIOIE 5%) 2 FXMGHH SH
SIEES ZM UM MHE FEHZ +SotAC. =82 3.97 g (68%).

"H-NUR (COCls, 200 MHz) &: 0.95 (3H, d, J=5.8 Hz), 1.15 (3H, d, J=6.0 Hz), 1.43-1.77 (4H, m),
1.82-1.93 (2H, m), 2.08 (2H, t, J=10.8 Hz), 2.16-2.51 (3H, m), 2.59 (1H, dd, J=11.4 & 2.8 Hz),
2.70-2.79 (1H, m), 2.82 (1H, dd, J=11.4 & 2.8 Hz), 3.06 (1H, d, J=13.2 Hz) ,k3.70 (2H, t, J=7.0
Hz), 4.08 (1H, d, J=13.2 Hz), 7.16-7.34 (5H, m), 7.65-7.76 (2H, m), 7.78-7.89 (2H, m).

IR (neat): 2939, 2800, 1770, 1713, 1441, 1396, 1371, 1336, 1182, 1066, 1041, 719 om .

5) EAHA-1-(4-0l0I R E)-4-HE-2 5-CI0E HHctEe &d

N-EA-[4-(4-HIZE-2 5-CIHE-TIH & 1-L)RE-1-L | ZE0|01£3.97 g (9.79 mmol.) 2 OE= (20
SLolEHO0IE 0.74 g (14.,8 mmol.) S A20AH &HIIGHALCS. t

ml) SHH 5=kl EEY2E 2 A=
oF BFot0ll JtEot. BISEY=S 4222 dAARUL. ddE WA DESS ot 6
QEC‘E{, SEHE SFotALH. HEJ[20 =4UEE +=SHES ZIIOIRIU. ESg=2S S2IEE2=Z
= "6}0:'11} RIIES g Me=EU22 MA 6}7, OlOUlE =HOIEHMAM AXRAIRCH. E0HE 2
% SOl EF A SHSEESS M 294 MHs Sz 0. &I FEES2S ZHMLA0l 0% B3
ol /\}-‘aoimﬁi. +=82 2.31 g (86%)

1.34-1.55 (4H, m),

& 2.6 Hz), 2.65-
H, d, J=13.2 Hz),

"H-NMR (COCl3, 200 MHz) &: 0.95 (3H, d, J=6.2 Hz), 1.16 (3H, d, J=5.8 Hz),
1.81-1.91 (1H, m), 2.02-2.13 (1H, m), 2.14-2.52 (4H, m), 2.60 (1H, dd, J=11.
2.76 (2H, m), 2.83 (1H, dd, J=1.0 & 3.0 Hz), 3.07 (1H, d, J=13.6 Hz), 4.08
7.19-7.36 (5H, m).

4
(

IR (neat): 3363, 3280, 2935, 2802, 1603, 1450, 1377, 1336, 1178, 1153, 1068, 833, 739, 700 om .

=0 57

1-(2-Ol0I =0l EF-1-2)-2,6-CISA-4-(-HEZ2H-1-2 )T HetX CIsIEE2222lE9 4

1) 4-HE-1-[2-(1-2SANEELO00I )N E-1-L]-2,6-CISATH2AX O &4

HEecSIEZ2ZE& (129 ml) = HWZE O0l0I=CIOtHIEAr 9.75 g (43.68 mmol.) 2 SEMN 122000

CtE 15.58 g (96.08 mmol.) & A=20IM ZACHOIGHO ’SJFPC’*E} %@%O T AZtSe 8Fotol It
SHRICH.  BtS AIAEN HEZSIEEZEE (20 ml) 1-t-2SAHEEL HERICI02 7.00 g (43.69

mmol.) o EEUS HIIGIULL. EEESS 21 Alse B2 H)H JtEotAtt. SHE D*O' ot SFAIR

222 ME OLMEHIOIEN SSHAIRACH. A2 0.5 N F&k (200 ml, 50 ml) O=F 2 3 M¥EstL
H3t Mo8H0=z2 o MESL, OOuUlEs =HOIEANA D*ZF_/\IBW SAZAL. ==5=S

g JZO0tEDHT (2 OMIEIOIE/& A 50%) 2 MASIH =SXsees PM ’E”éj SElE +=Sotd

. =82 8.65 g (57%).

"H-NWR (COCls, 200 MHz) &: 1.41 (9H, s), 3.26-3.45 (24, m), 3.41 (4H, s), 3.62 (2H, s), 3.91 (2H,
t, J=5.6 Hz), 4.66-4.81 (1H, m), 7.24-7.41 (5H, m).
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IR (KBr): 3404, 2976, 1768, 1687, 1680, 1516, 1352, 1228, 1164, 704 om .

2) 1-[2-(t-2SAI2EL0I0I )M E-1-2]-2,6-CISAHHHE S &4

oiEt= (100 ml) E 4-HE--[2-(t-2SAIIZ22L 00l ) o E-1-2]-2,6-CISATIH2HE 4.0 g (11.5
mmol.) ¥ 10% Zcts B4 0.37 g & SUS =AUDISHHIA 20 AlI2FSOH WBHAIZCH. Zdts BAE
Outst =, %DH% 2ol SFAIA SHgEsS 2 ZE U2 #Sotgb. =82 3.4 ¢
(100%) .

"H-NR (COCl5, 200 MHz) &: 1.41 (9H, s), 3.26-3.40 (2H, m), 3.68 (4H, s), 3.95 (2H, t, J=5.4 Hz),
4.74-4.90 (HH, m).

IR (KBr): 3369, 2981, 1730, 1687, 1664, 1537, 1367, 1340, 1267, 1254, 1180, 868 om .

4) 1-(t-2SANERLOI0I)-2,6-01S 2-4-(3-HE T2 B-1-2) I H2A D | B4

HESICRI (50 nl) & 1-[2-(-SSAIS22L0H0I L) N E-1-2]-2,6-CISATHAE 3,01
(17 mol) & CIsi=ZALS 2ass 1. 57 g (11.7 mmol.) o 8% A5 E2IOHESAZR5IE
21 3.72 g (17.6 mmol.) S HIIGIUCH SBSS 18 AIZSO A20IN DPAIZCH BSEges
S0 ROIED FEASID, KHE OMEHOER S251ACH SIISS Zat Me|+8U02 AFGD, Of
JQUs SHOIEANA AEAR &, SEAUL. SE2S 22 I20LEIHT (M OLMEI0IE /4
30-50%) 2 FHS =, MAZ3 (ML OLAIEIOIE-S4) A SHIBSS 24 2T HHE +Sot

Ct. =88 2.77 g (63%).
"H-NUR (COCls , 200 MHz) &: 1.42 (9H, s), 1.73-1.88 (2H, m), 2.65 (2H, t, J=7.5 Hz), 3.20-3.42
(2H, m), 3.39 (4H, m), 3.92 (2H, t, J=5.7 Hz), 4.68-4.82 (1H, m), 7.10-7.35 (5H, m).

IR (KBr): 3365, 2983, 1740, 1689, 1682, 1672, 1531, 1365, 1348, 1265, 1228, 1174, 1138, 964, 748,
696, 642 cn .

5) 1-(2-0t0I =0l E-1-2)-2,6-CISA-4-(3-HEZ2%-1-2 ) I H & ClslEZ2222E &4

HEZS (30 ml) & 1-(1-2SANEEL001L)-2,6-CISA4-(-HEZ2EH-1-2)IIH2E 2.67 g (7.11
mmol.) S SHN 12N 4 5 ml (60 mmol.) S A2A & totACH. SE=SE 16 Al2tset
WerAIZID, OlF 2ot %%/\I;“E} MEE ZFE 04 H)H ool +=&ot, OE=S 2 CIE oe=
2 MESH SHasEs 2PM Z2E U=z =SotAt. =82 2.41 g (97%).

'H-MUR (OMSO-ds, 200 MHz) &: 1.91-2.11 (2H, m), 2.61-2.68 (2H, m), 2.88-3.05 (2H, m), 3.08-3.26
(2H, m), 3.96 (2H, t, J=5.9 Hz), 4.25 (4H, br s), 7.13-7.38 (5H, m), 8.05-8.32 (3H, m).
IR (KBr): 2974, 1751, 170, 1379, 1261, 1165, 962, 760, 702 cm .
X0 58
2-0L0l=-6-Z22 2 T2IE 0 B4

dssE §8 (WY 12.1 kgcmfz) W 150 mL (4.6 €&) = 2,6- EI% QZI|elEl 30.0 g &f EXHZS 5 A2+
St 130T OIA WBHAIZCH BtEE=8=S 0T 2 YW2AIZ110, 2 Al2tSe SXIorUt. ddaE X 2
= (%HIOIE) = FClEEE AME0t0 o0l 2ol =&oti, 4OC OlA 2 Al2tsSot Z20ok0ll 2 XA
Ct (24.2 g, =2 82.6%).

"H-NUR (COCls, 300 MHz) &: 4.33-4.74 (2H, br s), 6.20 (1H, m), 6.30 (1H, m), 7.48 (1H, m).

CsHsHoF Off THEE D2&EA

HA&EX ¢+ C, 53.57; H, 4.50; N, 24.97; F, 16.95

& =Xl @ C, 53.44; H, 4.45; N, 24.97; F, 17.25

&0 59

6-(2-EFZM2ICIE)EIQ0MEL OE HAHZS &4

OMF (10 mL) & 2,6-CIZR2ZTI2IE (5 nl) o SHN ZEtS HBUIO0IE (1 &) 2 BR324 0
g MAHZ (1 €2)8 Fotott. Eg=2sS UM A20AM wBrAIRICH. BSEE20 € OtMId ol
E (100 mL x 3) & 2 (100 mL)2 &EIISIAUCH. =HES FEGIUCL. FE==2 0l€ OLNHOIE X
o XEotn, Zsh Mel~89% (100 mk x 3) 22 MEotL, 2=+ 0tOQUlE =HOIEANA 74E/\I?I
2ot sZEAA 6-(2ERZN2ICIE)EIQ0HMEY HE HAHZ (10 g, =2 84%) E 244 A
= 2 +=SotUCt.

'H-NR (COCl3, 300 MHz) &: 1.28 (3H, t, J =7.1Hz), 3.93 (2H, s), 4.22 (2H, q, J=7.1 Hz), 6.60

(H, ddd, J=2.6, 7.9 & 7.9 Hz), 7.11 (1H, ddd, J=2.3, 7.9 & 7.9 Hz), 7.59 (1H, ddd, J=7.9, 7.9
& 7.9 Hz).

IR (neat): cm—
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ngHaﬁC'gNA,OS 2. 5H20 of Cigt D224

H X C, 57.61; H, 6.83; N, 9.27

=Xl : C, 57.56: H, 7.10; N, 8.88

X0 60

2-ERE-6-(Z2Lot0l)meldel &d

EZS00I= 0.2m & 2,6-LIZEF2Z1IclE 0.63 g 2| SH= 3 AZSQ 150CUH A WEAIZLCEH.
BISEEES ARz HAAID, FEEIWH 2 (100 mL) 2 Ol€ OFMIEIOIE (100 mL x 3)E &EJtat
QL. FEUS 2= 0HOUIS =HOIEAUNA 74_7F_A|3II’_ SANHA 2-ERR26-(Z2L010I L) ml2lH
o 224 HMES +SofRilb. =224 dd== ol C’IoH F=&otd, 2 A2tSet 40COHA 2ot
AXZAIZCH (0.4 g).

"H-NVR (CDCls, 300 MHz) &: 6.64-6.73 (128/93H, m), 7.72-7.88 (1H, m), 8.11 (58/93H, m), 8.51
(58/93H, s), 8.77 (1H, br s), 9.32 (35/93H, d, J=10.6 Hz).

X0 61
-E2220/0ICx[1,2-alml2lgle &4

60C OIM 2-Ot0l=-6-E22=2Tl2lE (12 g) = 5= 120 mL O 2&ol ScHAIZCH. SHO 40% 22
ZOtMEZHSIE 3B mL (2 )2 HIIGIAULH. EFSS 3 A3 60T WA WEHAIZCH. BSEE
a

E2 4222 MMal H2AAIID, IN-HCI =24 (50 mL) & OIE OHMIEIOIE (150 mL)E FOGHRULH.
AD OlE OHMIEIOIE s IN-HCI =8 (100 mL) 22 FEOIACH. FEEE &I =SHY Z& ot
RQLCH. &I =AU =35 RoH NaHCO,E &EIIGHRACH (pH 0.35 — 7.30). S3tE =M O OHAl
HIOIE 2 THF (4:1) (150 mL x 3) & EE=22 FIiotH ME22 FEotUL. FEHS XZgo6tn, 2
2 0tOUlE SHOIEAMNM AEXAIDILD, ZLEH SSAA 5-EFLLZ0(0ICHE[1,2-a]T2IEHS S84 A

H MEE HEHZ =SotACHI9.5 g, =2 65%).

H-NMR (CDClg, 300 MHz) &: 6.52 (1H, m), 7.26 (1H, m), 7.49 (2H, d, J=9.1 Hz), 7.66 (2H, m).

MS (SIMS), 137(MH').

R0 62

5-Z2920|0/CHE[1,2-a]Tl2I 219 &4

~E2Q2-6-T2U0H0ILH2IE (59) = 50 L O OEF20l SHAIZICH. Al U0 40% 222 0HA
EQHGIC 235 nl (e 9) S HIIGIAUCH. BH2S 1 AIZSQ 2510 WBIAIZICH. oi=Eses
NGl Al202 W2tAII|D, IN-HCI 229 (100 mL) 2 OIE OLMIEIOIE (100 mL)S ZIt5HACH  AbD|
Ol OIMIEIOIE BMS IN-HCI £ (100 nL x 2) O ==5IUCH 22U2 x8stD, =312 2l
NaHCO; 2 = JI5HACH (pH 0.35 — 7.30). Z=3tel &0 OIZ OFMIEIOIE (100 mL x 3)2 =JIoHo] AY
NE2S ZE510 =292 K50 DUz SHOIEANM HEAID, LU0 SZAHA 5-Z2
QZ0I0ICHE[1,2-a] TI2IEIS SM MF MAZ SEHE 2=5tQCH (1.5 9, &2 31%)

X0 63
-E2220/0ICx([1,2-alll2lg 2L-3lE22=22/E9 &4

SM Wy 5-E220/0ICHE[1,2-alll2lgl (650 mg) Ol == &t (5
:/\BI , OIEfS, THF & OIE OLMIEIOIE (10mL:50mL:200mL) <
OICk=[1,2-alTlelel _‘?__%_SIEEEEEICE 224 dd=2 EH=2 =

mL)2 HOIotAL., EE=2E =
ESZFH ZEIAA -SEFL2Z20|
8} Ch (690 mg, =& 83%).

H-NUR (D,0, 300 MHz) &: 7.24 (1H, m), 7.78 (1H, d, J=9.1 Hz), 7.98-8-10 (2H, m), 8.15 (1H, m).
X0 64

(OI0ICHE[1,2-a] I 2IEI-5-2EIR) OIZ OLMIEIOIES] &4
EIHI%E%OH}I‘: 10m o 1.2 g o 5—Eagz§om|c£[ |
= JISBUOIE 1.8 g U EIRZ22M MY KAHZ 1.5 L% ZOIStACH, E2EEs
N DB, BSEEZ0 INH B9 (100 i) @ KE OIME0IE (100 1S = .
Ol O OLMIEIOIE g&% INHCI 89 (100 L x 2) O2 FZoIAUCH. 8BNS X8otn, NaHCO; S
HOI5H0l SSHAIZACH (oH ). Al E3tEl $2%0 OIE OLMEIOIE (100 3

Of MH2S FE5ULC Aom FEUS TGN, sk M2lH2o (100l x 3) OF MFstd, 24
DIOUIs ZHOIEANMN AEARI =, 26t %AIJ# (OIDICHE[1,2-a] D2l EI-5-2LEIR) O OFAl
HIOIES =4 oy MH2 HEHE £SotACH (1.7 g, 80%).

H-NWR (COCIs, 300 MHz) &: 1.17 (3H, t, J=7.2 Hz), 3.68 (2H, s), 4.12 (2H, q, J=7.2 Hz), 7.07 (1H,
dd, J=1.0 & 7.0 Hz), 7.16 (1H, dd, J=7.0 & 8.9 Hz), 7.65 (1H, d, J=8.9 Hz), 7.71 (1H, s), 7.91
(1H, ).

X0 65
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5-2220I0I1CtE([1,2-a]Tl2lEg RLolE2222=2%H (0I0ICHE[1,2-a]lOlelH-5-2EIL) OHIE OfAl
HOIES &«

50 m-82 ¢E 2II0AM, 5-2220I0ICtX[1,2-alllelg 2L5lE2222/E 1 g S CIHEZS0H0]
S 10 ml Ol Ot=2 UOIGHOIA SEAIRCH g2 EJ/01 ECINEO2 1.5 nLE HIIotALH. ==
15 20 WEHAIZIL, EIQZcIS4 HE HAHZ 2.4 nLs FItot0. S =S 60T 0lA 2 A2,
Ol% B0COA 2 AlZtsS WEAIZICH. BISEEES YWALUETSE X6, INHCI =8 (50 mL) &
M€ OLMIEIOIE (100 mL)E EItotUACH. OIE OLMIEHIOIESS IN-HCI =&H (50 nL x 2)22 F=&5t3A
Ch. &0 & =8H2 X861, NaHCO; £ EItotol ESHAIZICEH (pH 0.35 — 7.30). &) 3t =8
MOl OIE OHMIHIOIE (50 mL 3)% totl dd=S FEoiUU. FEUS XZgotd, X3 Hel+=S
M (50 m x 3) 22 MEF 8P L= 0tOUIE SHOIEAUHAM HAZTAIZILD, USHUCH. HS 2-26t
ol =s=AIH (0IDICHE(T, ]J_l |El-5-2EI2) O OLMIHIOIES &M WX M2 EEH=Z =Sottt
(1.8 g, =8 62.1%, H LC 87.5%).

5-B220/0ICtx[1,2-alTleld 222 (0I0ICtE[1,2-a]Il2le-5-2LElI2 HE OLMIHIOIES &4

50 m1—%?§9| BE EII0AM, 5-E220/0ICtE[1,2-almlele 103.2 mg S CIHEZSO00IE 1 mL Ol O
= CHOIGHOIA EOEGEACH. gt 2010 0.11 mL C>| Ecl0Eot2 S Eototd, OII0 0.085 mL 2 El

Q:LE,I_’M OE OAHZE Fototdt. Sg8== 2=20AM 1.5 Al2t, 60T OlA 2 AlZH & 80T Ol A
9 Al2tSeH WBHAIZCH. BISEEESs HAHUES 2XIstl, IN-HCI =84 (50 ml) ¥ OHE' OFAIEIOIE
(100 mL)E =DIIotACH. ol WIHIOIE%% IN-HCI =8 (50 mL x 2) @2 FEoIJACH. & =N
£ ZT8otl, S3HAIIIJ] fIoH NaHCO; £ &EOIGHALCH (pH 0.35 — 7.30). &I =st&E sl ol OFHI
HIOIE (50 mL x 3)E ZHIiotH MHEE2E FEoIUCH. FEUZ ZEotL, = 0tOUIE =HOIEA

0l s=AIAH 1 2-alOlclEl-5-LEI2) OlE OhAIE

N AZAIDILD, GSHAUCH HE Zot (
SOotACH150 mg, E&=+8 5

, HPLC 79.1%).
6
2-EFLZ-6-0IE Bl gd
F

(10 mL) & 2,6-CIZ=22Z2TI2lE (1 g) o UM A5 EIRQUSAE (731 mg, 1,2 E&)E 0T O
=22 UOIGH0IA EItotATH. S22 M WEAIZICH. EBtSEE =0 01IE' OMIHIOIE (30

2) ¥ 2 (30 mL)o oot =450 FE2 #5 SHRACH. OIE OLMIEHIOIE g =&dt1, 2 (20
m. x 2) 8 N&EGtD, 2% A& %lHIOIE”OH A AZAIILD, UoATH. HHS 2 otol s=AAHA 2-
E=2226-HE ElmelE (1.09 g, =2 88%)= ESFWE}

H-NR (CDClg, 300 MHz) &: 2.55 (3H, s), 3.93 (2H, s), 3.57 (HH, m), 7.05 (HH, m), 7.56 (1H, m).
X0l 68
2-0l0l=-6-0I€ Eluleldel &4

-

Uz B 8I (LY 12.1 koon ) OlA, 28% &4 22LI0L 5 1l 5 2-2222-6-HE el
900 mg ©f SAES 150C MM 1 A2t L 180T OlAl 6 AI2tS O MEFAIXLCE.

BISESSS A2OZ WA, O OLMHOIE (50nl) ¥ 2 (50 nL)S FHIIotoLt. +&52 of
S OIMIEIOIER =Z3HACH (50 ). OIS OIMIEIOIESS Z&tetn, 2 (50 1l x 2) 8 AMEGD, 2
+ A5 SHOIENWAM HAEAIID, OIDAIRCH OIUS AT SEAH M4 22y 2SS 45
SIACH (A XA 2F3 AIZ) (873 g, 28 9%%).

"H-NUR (COCls, 300 MHz) &: 2.49 (3H, s), 4.40 (2H, br S), 6.18 (1H, dd, J=0.5 & 8.1 Hz), 6.53
(HH, dd, J=0.5 & 7.7 Hz), 7.26 (1H, dd, J=7.7 & 8.1 Hz).

&0 69
-0t0l =-6-0II8 ElQLulclEel g4

2-0t0l=-6-E=2 220l (300 mg) Ol &8 EIRQHSAE (13 ml, 10 &) 83U HItotALCt. &
EHES 80T OIAM 1 AlZE & 100C OIA 5 AlZtSQH WBHAIZIDH. BIESESEES 422 H2AIZ11, O
L)

g OFMIEIOIE (40 mL x 2) 2 2 (30 m) 2 FIGIACH. =452 F==otUCt. E OMHIOE SN
£ X8otn, 2 (40 m) 2 MAESHD, P+ A5 SHOIEHNAMN AZAIILD, AUAIZCH s 2
otoll S=EAMHA 2Ed dd=S +=SotACt (“*AH XI5t ZE3E AlZ) (237 mg, =2 63%).

Ml

&0 70
5-0IE EIR0I0ICE[1,2-a]TlelEle &4

OIEt= 31 mL =S 2-0t01=-6-HIE ElQUlclE 3.094 g o EHS 60T MM JISaHRUCH. AI| &
40% S2ZO0AIELOGIE 14.6 mL 2 HIIoILH. EE=SS 1 AlZSe WEAIZID, d2 2 =5
Ct. ===01 IN-HC1 60 nLS XU}of , OIE OLMIEIOIE (20 mL x 2) 2 MZSHACH. &S00 2N-
ASILIEE 50 mL2 EItotld, OE OLMIEIOIEZ FZ6HACH (30 mL x 3). OIE OHMIEHIOIESS =&

, 2 (20m x 2) 2 MFEStD, A5 %MIOIE“OH/\-I AXADIL, O R SEAA ZM 2284 4d
5.01 g 2 =S0otULH (=2 83.0%).

LIRS
ﬂH
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EcAIE, ot=2 WIIGHHIA, Jael 2 nl, SAIHE ZAXZE EZ2IO0IE 0.1 ml & 48 ol&elE
24.4 mg 2 MBCt. EES=S 45C 0N IJtSotd, CINIEOLE! 0.06 mL S EIIGIATH., Egg=s 20 2
S0ob WHHAIZ|D, JA# 1 mL = 5-01€ EILQOI0ICIE [1,2a]lII2lE 57 mg XS HIIGIULH. EEE
= 150C 2 Jigotd, 2.5 AZSQ WEAIRCH. EBISEE=S W2AMI110, = 5 mb & IN-HCI 10 mL
£ FOIGIC. =822 HE OLMHIOIE 20 mL 2 MAESGIACH. 2N-Na0H 2 =&8Z2 pH E 85 2 &=
&0 PO ZAZAID13, ARG HAE 55

b, OIE OLMIHIOIEZ F=ZEotALH. FEAS NaS0,
C|

A
A2 0I0ICHE[1,2-a]lHl2lEl-5-EI2 (10 mg, 19%) S ZM 224 MHE SFHZ AL

"H-NUR (OMSO-ds, 300 MHz) &: 6.93 (2H, m), 7.30 (1H, m), 7.85 (1H, m), 8.32 (1H, m).
S0 72
5-El0t-1,8b-CIOLKHOLMILI EZE gl-4-Jt=2 = A A0 &t

500 mL OlEt2 = OI0ICHE([1,2-alml2lE-5-El2 120.02 g (0.7991 mol.) ¥ EcIE0t2! 134 mL (0.959
mol.) o UM g S=20tMIHIOIE 88.6 mL (0.799 mol.) S A20M ZIIGIACH. EF=SS 2 Al
2SO A20AM wWBHAIZCH. BtSEEE2 ZMS Z2otil SFARC. &F=0 E OLMEHEIOIEE
otst &, MAE FEE (F2 EC/NEote-slEE2222E)S ool 2o ~&otn, e OtAHOl
EZ HIGIAUCH. 0o L MBHS Z&o6td, OIINAN EMHE SFAA (0I0ICHE[1,2-a]TlelH-5-L
EI2) OE OIMHOIEE ZHMAHE EEHHZ +SotRdlh. &I ZMESS FMA0 01F2 S0l AtEdt
UL,

2 Ay dMHdE. =8 19.7 ¢

OLMIE4H 500 mL & X (0l0ICHE([1,2-alml2lE-5-2EI2) ME OtMIHIOIE 199.7 g & EAINE" HE
otel 224 g (1.60 mol.) o SHS 1 LSOt 90C OM WEAIZICH. BISEES0 22 R0, OE
OLMIEIOIEZ 23] F&olUlt. KRIISS Xgotl, =2 MEStL, = 0tOUs =HOEHUNM AX
AZID, EOHE Zotll SFAIHA DE=E A0, DE=2 UWE OHZ2 MEotH OE 5-El0k-
1,8b-CIOXIOtMILIZE B-4-Jt2 S A0ES ZMEE EHE #=SofjAt. &I ZdE=sS N8l
Ol=2 EtS0l AtZotACH. EXM NE=s Md=2. =2 1983.69 ¢

OIet= 1 IS OIE 5-ElO-1,80-CIOtAOLAILIEZE ell-4-Jt 2 =A201E 193.69 g 2 EA0 = 50 L
E SUSHLESE 62.9 g (1.57 mol.) 2 SHES FHIIGIRICH. EEE22 0.5 AI2S A20M mBHAIR
Ct. EBtSEES0l pH It 2F 4-5 Ot 2 WX 28 130 mL 2 sFH4&=S SIIotAC. M= =S
ol 2lofl =&otl), GIEt=S, OtME % CINE OHE2 HEHO2 NE6H0 5-E10k-1,8b-Cl OFALOFAl

LIZEd-4-Jt2S44S SSotQA0. QEXMDE S, =8 96.3 g (55%).

'H-NWR (OMSO-ds, 200 MHz) &: 5.97 (1H, dd, J=6.6 & 1.2 Hz), 6.57-6.73 (2H, m), 6.88 (1H, s), 7.12
(HH, 9).

X0 73

4-0t01=-1-(3-HEZ22)IIH 2l &9 &4

Se-Zets/EA (2.5 g) ¥ 28%-4A5 HSAE (32.9 g) £ 1-(3-HEZ=2E)-4-0l0lTlelCls E20I1E
(50 g) o OIEtES W (467 mL) Ol EItotACH. EEFSS 5 AM2Us =4 (6-8 atm) St 40T OlA
Sl 2= AAGRUL. &I g2 A2 =, OHUA FO0HE MAHotD s=EARACH. OE
OFMIEHIOIE (IL) ¥ 2 (200 mL), ¥ SE&F N-FMSIUESS ZS2E H2AAIIHN s U0 Eot
SIICH., =elE 28Hs 2 (300 mL) 2 MAESHD, &5 =HOIEANAM HZTAIINLD, sFAIRAUL.
OLMIELIEY (476 mL) % 3.5N-ZH&H/OIE OHMIEIOIE (195 mL)E L8822 H2AAIIIHN =5 SH
EOIotUCH. 40 2o A20IM WAl &, S22 s, OtMEULEE (70 mL) 2
NZESHACH. OIS 250l AZXZAIH 4-0101=-1-(-HEZ2E)IH2E 2 SIE22Z22E (42.86,
86.3%) S =SotRULt.

"H-NWR (D0, 300MHz) &: 1.7-2.0 (m, 6H), 2.5 (t, 2H, J=7.5 Hz), 2.8-3.2 (m, 4H), 3.3-3.6 (m, 3H),
7.17.3 (m, 5H).

X0 74

4-0t0I=-1-(3-HEZ22)IH 2 &9 &4

1-(3-HEz2d)-4-ot0lcmellis 10 g), 2-ZZ2EZ (200 mL), &5 HSAl
|

=]
A5 E20lE2lE (10 g) & E&=S ERAIZC. MES (50nl) € &0 &
Ct XOISIACE. WS 2 A2Se B2 AD1D, 222 W2AAIZI &, 6II0l £ (
& (35 mL)2 FHItoITH. EEFSS1.5 AIZSS A20A DEAIZC. 30%-=4SFUHES )
SEAMZO. === B2H=2 0lE OLMIHIOIE (100 mL x 3) 2 =61, 2 (50
A5 SHOIEAUNM AXAIINLD, HUGtD, sSAMZUC. 015 HES-BHE 222 (23
2 AAAIIHN SHAIZCH 3.96N-SAH/HES-HME 23S (15 nl)2 &I S Xt
S22 YWAAIIIHAM 30 2= WHHAIZILD, 1 Al2hSet A20A WBAIZCH Clol4
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T2 OHIZ (60 mL)S HIIE &, BHUS 2 AAUS A20A WEAIDILD, S22 WW2AAIIEAM 1
Al2tESoh WBAIZCH, ZES 226t 6ntstn, OlAZ=2E HHZ (20 nL x 2) 2 MESHACH. OIS
2250l HZAIA 4-0l0l=-1-(3-HEEZZ2E)IHelY 2 5IEE222|E (8.54 g, 86%)E +=SotRULt.

H-NUR (D0, 300 MHz) &: 1.7-2.0 (m, 6H), 2.5 (t, 2H, J=7.5 Hz), 2.8-3.2 (m, 4H), 3.3-3.6 (m, 3H),
7.17.3 (m, 5H).

EE0 75
1=(3-0l0I| L Z2E-1-2)4-t-BESAIIEBL-2-=5 AT H A &Y
1) 4-t-2SAIIEBL-2-=S 40/ H 2

4

Cl-t-22 CIStEUI0IE (10.4 g, 47. = 2-=
mmol) 2 EUF%OHOH A20M EItotRUT. A20AM 1 AlZtseh WAl =, BtS
N SEANA 4-t-2SANEEL-2-SA0HAES SM 2F (8.00 g, 8

off =& 3oty Cﬂ&oé NI&E ST

"H-NWR (200 MHz, COCl3) &: 6.90-6.56 (1H, m), 4.09 (2H, s), 3.64 (2H, t, J=5.2 Hz), 3.44-3.34 (2H,

m), 1.48 (9H, s).

IR (KBr) : 3265, 3195, 2981, 1691, 1666, 1635, 1419, 1398, 1365, 1338, 1243, 1176, 1131, 1002 om .

2) 4-t-REANEEL-1-(3-ZE0I01EZ2 E-1-2)-2-SA 0/ H & o &4
I =

t=
A5 olE2lE (Y= 60%, 1.78 g, 44.5 mmol)E N N-CIHEZEO0L0 100 ml)
|

o
ﬁ
o
n
>
S
I
T

C

g =
-2-SA0H2HE (8.00 g, 40.0 mmol) o wEHSH A20M A2CZ US0 FHItotn, Eg2s a2
OIAl 1 AlZbSoH WEAIZICH. %, &) 2g=20 N-(-E22Z2&)I20/0/1E (12.5 g, 46.6 mmol)
E FOIGIALH. A20AM 1 AlZESeH WEHAIZI =, BISEg=E2E 2 ol 2HED, HE OPHIHIOIEE

EotRL. FES=S =, 2222 HEHOZ MNEotL, MgS0, &0IA HZAIFILD , ASHEHUAMN s
AZICH  RE8S A2i9t2 (150 g) A0M SA&-0E OMHEIOIE (1:1) 22 EliDPE]EHuloW# -
t-2SAIEEL-1-(3-ZE0I0|S 22 E-1-2)-2-SATHAX S P4 29 (9.02 g, 55%) HEHZ S5
ot ACH.

'H-NR (200 MHz, COCl3) &: 7.90-7.80 (2H, m), 7.80-7.68 (2H, m), 4.07 (2H, s), 3.72 (2H, t, J=5.2

Hz), 3.67 (2H, t, J=5.2 Hz), 3.50 (2H, t, J=7.2 Hz), 3.37 (2H, t, J=5.2 Hz), 1.98 (2H, tt,
J=7.2 & 7.2 Hz), 1.47 (%H, s).

IR (neat) : 2976, 2935, 1772, 1714, 1652, 1398, 1367, 1239, 1170, 1126, 722 om .

3) 1-(3-0t0| = ZZ2B-1-)A4-t-2ESAIIEEBL-2-S AT Hetx 9 &4

e (50 ml) = 4—t—$§/\I9P§‘E'_‘é'—1—(3—E‘=é*OIDI_'.:_EEEF—1 2)-2-=S A0 Hetdl (9.02 g, 23.3

mmol) o WEHE M0 3=t 2L5lE20lE (1.75 g, 46.6 mmol) £ A 20M SItctACH. BISEE
=2

%2 1T AlZtset SR AALH ’_é'\_ga O1otol 2ol MHotL, HMS ASHEHUA sSZHAIRACH. &=

£ N-=MSLESN 2olAIIL1L, 222EECZ x%o}oﬂl} FESS ScteleZ MAESGHL, MgSo,
M01|/\-I AZAINLD, SHEHUAM SEAA 1-(3-0t0| =22 EH-1-2)-4-t-2SANEEL-2-S AT H et
= PN 2Y (5.43 g, 91%) EEHZ =S5tACH

"H-NWR (200 MHz, COCls) &: 4.29 (2H, m), 4.07 (2H, s), 3.69-3.60 (2H, m),,3.51-3.20 (4H, m), 2.71
(2H, t, J=7.0 Hz), 2.03-1.92 (2H, m), 1.47 (9H, s).

R (neat) : 2977, 1695, 1652, 1419, 1367, 1326, 1247, 1168 om .

X0l 76

-(4-

C/O

t-ESAINEEL0ICHY ) Z2E2 HEF=XZUIO0IES &4
(BE)-0g 3-(4-LIEZHYE)0IIHYO0IES &Y
S olE2IE (22ZF 60%, 2.22 g, 55.5 mmol) S N,N-CI =

(8.00 g, 52.9 mmol) & E2lHEe ZAZLOIMHIOE ( .4 g, 55.5 mmol) o wmBEFZ oY
IS, 0C OlA 30 2SO0t NEAIZI &, BSEE20 22 2020 (B)-0Ig 3
O HA0IES 2M AHAF (11.7 g, quant.) EEH2 =Sotd, G40l 2o &5, 8 & o
£MO0Z2 MNEGIRUCEH.

mp 133-135C.

—_
~

Inp-

"H-NUR (200 MHz, COCl3) &: 8.26 (2H, d, J=8.8 Hz), 7.72 (1H, d, J=16.0 Hz), 7.68 (24, d, J=8.8
Hz), 6.57 (1H, d, J=16.0 Hz), 4.30 (2H, g, J=7.0 Hz), 1.36 (3H, t, J=7.0 Hz).

IR (KBr) : 3107, 3080, 2985, 2908, 1714, 1646, 1594, 1517, 1342, 1313, 1180, 979, 844 om .
2) OIE 3-(4-Ol0ICHE)ZZOQUI0IES &4
HEeISIE2Fe (100 ml) & (E)-HE-3-(4-LIERHYEY )0t LY O0IE (11.7 g, 52.9 mmol) S IOl
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N o10% Zets-S4 (1.20 g) 0N =ASHAIZCH.  H0HE Xﬂjié

9 =, HASHHUA sFAIA
Ol 3-(4-0L0 ILLHI'-')EEEIQHIOIE% M 29 (9.66 g, 95%) EEHZ =

H-NUR (200 MHz, COCl3) &: 6.99 (2H, d, J=8.4 Hz), 6.62 (2H, d, J8 Hz), 4 2 (2H, a, J=7.0 Hz),
3.60-3.00 (2H, m), 2.84 (2H, t, J=7.6 Hz), 2.55 (2H, t, J=7.6 Hz), 3 (3H, t, J=7.0 Hz).

IR (neat) : 3371, 2981, 2925, 1729, 1627, 1519, 1372, 1282, 1180, 1155, 1037, 825 om .
3) OIE 3-(4-t-2SAIIELZLO00ICHE)ZZOQUI0IES &4

g 3-(4-0Ol0lcHY)=Z202UI0IE (9.66 g, 50.0 mmol), CI-t-2E CIZI2UHI0IE (1
nunol), EZINEO0F2! (6.07 g, 60.0 mmol) & HIEZIs|IE=2FEet (50 ml) o &¢ A
SOt WHAIZCH HISEEZE0 22 7 ‘—*7 = OHHIEHOIEE FEolULC.
oz HASHoZ MNAEGHLD, MgSO, AO0A 2 _JE/\I3|j ASAEHUAN sSAIBL. &F

g) A0A HA-0E OIMHIOIE (5:1) 22 IAZ0tEHTl6H0 01|% 3-(4-t-2EAINZE2L 00| = H
T2 QUIOIEE &M 2 HEHZ 2=S3IACH (14.7 g, quant.).

"H-NUR (200 MHz, COCls) &: 7.27 (2H, d, J=8.6 Hz), 7.12 (2H, d, J=8.6 Hz), 6.42 (1H, brs), 4.12

(2H, g, J=7.0 Hz), 2.90 (24, t, J=8.0 Hz), 2.58 (2H, t, J=8.0 Hz), 1.53 (%H, s), 1.23 (3H, t,
J=7.0 Hz).

IR (neat) : 3344, 2981, 1808, 1729, 1527, 1372, 1315, 1215, 1160, 1118, 1072 om .
4) 3-(4-t-2SAPIEELO0I0ILHE ) Z2 229 &4

ClolaRE2L20ls 5IE2IE(1.5 M in E2A, 30.5 ml, 45.8 mmol) £ HIECtSIEZFE (60 ml) = O
g 3-(4-t-2SAIIEELOI0ICHE)EZZO2UI0IE (6.10 g, 20.8 mmol) 2 wWHHEMH 0C WM =Dt
otl), ES2E 0CUHA 1 Al2tset WEARITH &) E20 2N S4sS Eototn, == WE OF

NHIOIEZ ==oIRUU. FEES 2, E3 NaH(0; =8N & Seielo2 HAENMOR ’HIQB 1, MgS0, &t
Ol AXZAIDILD, MBHE HOH-I S=A |54l} X*EE% alggrd ( !
(3:2) 2 AZR0IEDHIIGHA 3-(4-t-2SAINEE2L00IEHE ) Z2HES
(2.66 g, 51%).

I

"H-NVR (200 MHz, CDCls) &: 7.34-7.00 (4H, m), 6.44 (1H, brs), 3.67 (2H, t, J=6.4 Hz), 2.80-2.60
(2H, m), 2.00-1.80 (24, m), 1.43 (9H, s).

IR (neat) : 3311, 2979, 2933, 1726, 1521, 1369, 1243, 1158, 1116, 1054 om .
5) 3-(4-t-2SAIIZEEOO0ICHE ) 222 HEZZUO0IES &4

-(4-t-2SAIIEZLO0ICHE ) ZE2HS (2.66 g, 10.6 mmol), HEt=xzd2=22|E (1.33 g, 11. 6
mmol), Ec/NIE0t2! (1.18 g, 11 7 mmol) ¥ OI€ OLMIEIOIE (10 ml) A20M 1 AlIZESO

W BFAIZACE. 15, BSEg=EsS 0E OHHIEIIOIEE sldotl, 2 € Edelez E—i—ﬁgi Hlé*ﬁh_’_,
MgSO, &H0IA AZAIDILD, ZBAEHUHM sSAZC. HRES A3t (50 g) SlA-0IIE OLAIE!
OlE (3:1) 22 AR0OtEDHIISHA 3—( —t-RESAGIZEL0H0I-HE )2
& HH=2 =St (2.75 g, 79%).

"H-NR (200 MHz, COCls) &: 7.35-7.00 (4H, m), 6.44 (1H, brs), 4.21 (2H, t, J=6.4 Hz), 2.99 (3H,
s), 2.70 (2H, t, J=7.4 Hz), 2.15-1.95 (2H, m), 1.52 (9H, S).

KBr) : 3381, 2979, 1706, 1529, 1349, 1237, 1168, 952 om .

-(3-t-FFANZELO0NI=HE ) E2E HE=ZU0IES &d

1) (B)-0IE 3-(3-LIEZ2HL)0IIZ0ES &4

A8 GlECE (225 60%, 2.22 g, 55.5 mmol) & N.N-CIHIEZS0I0IE (50 ml) & 3-LIEZHIX0
Sl (8.00 g, 52.9 mmol) ¥ EcINE EZAZLOLMEHIOIE (12.4 g, 55.5 mmol) 2 WEHS M 0C Ol A
EOISIRCE. 0T OIM 1.5 Al2tSeh WBtAIZI &, BISEE20 82 FHEN (E)-0E
-(BLIEZHYE)0IAZ0IES 2M 2H EH=Z +=So6t1 (11.7 g, quant.), Oi2tol g =&, 2

Y HMO2 HIEHBIACH.

1H—NMR (200 MHz, CDCl3) &: 8.42-8.35 (1H, m), 8.24 (1H, dd, J=8.0 & 2.2 Hz), 7.88-7.80 (1H, m),
7.73 (1H, d, J=15.6 Hz), 7.59 (1, dd, J=8.0 % 8.0 Hz), 6.57 (1H, d, J=15.6 Hz), 4.30 (2H, g,
J=6.0 Hz), 1.36 (3H, t, J=6.0 Hz).

2) ME 3-(3-0HI=HE)ZZM QUI0IES &4

HIEEH)I':E“EF (100 ml) & (E)-0IE 3—(3—LIE§THIL') 2E0IE (12.1 g, 52.9 mmol)E 10% Zct

9
SEHOINA

E—EF_/.\_ (2.80 g) &0IAM THOIZOIA =ASHAIZICH. HOHE HAE =, HHS &3
/\|94EF =SS Aot (100 g) A0AM &A-0IE OMHIOIE (3:1) 22 AZO0IEDHIIGHN
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O 3-(3-Ol0ILHY)ZZOQUI0IEE &M 2

ot

Bz =Sotdtt (6.21 g, 61%).

H-NR (200 MHz, COCl3) &: 7.12-7.00 (1H, m), 6.65-6.50 (3H, m), 4.13 (2H, a, J=7.0 Hz), 3.62 (2H,
brs), 2.86 (2H, t, J=7.0 Hz), 2.58 (2H, t, J=7.0 Hz), 1.24 (3H, t, J=7.0 Hz).

3) OIE 3-(3-t-2SAFI2ZE2LO00ICHE)EZZO QU0 ES &4
L

Ole 3-(3-OlDI=HYE)ZZ2O2QUIOIE (6.21 g, 32.1 mmol), Cl-
mmol), EZINE0t2 (3.90 g, 38.5 mmol) 2 HIE2SIEZZE2 (30 ml
oF WUMAIZICE., HISEE=0 22 2FH<E D, HE OtMHIOIEZ = 8eele
2 JA=ZXNOo=Z NEGHLD, MgS0s MMM AZAIZILD, ASAHEHNAN sFA . = 2 (100
g) AOIA SA-0IE OHMIEIOIE (8:1) @2 AZ0IEDCHIIGIH OE 3-(3-t-BEEAIIZ22L 00| = H
UZZ2NQUIOIES &M 22 HElz =SolCH (9.35 g, 99%).

M
_o'ﬂ ~—
12
o
"

= iy nlo
MHo
1o

1 U0

U yo

w

" H-NWR (200 MHz, CDCl3) &: 7.40-7.10 (3H, m), 6.90-6.80 (1H, m), 6.44 (1H, brs), 4.13 (2H, aq,
J=7.2 Hz), 2.92 (2H, t, J=7.8 Hz), 2.60 (2H, t, J=7.8 Hz), 1.51 (9H, s), 1.24 (3H, t, J=7.2 Hz).

IR (neat) : 3346, 2981, 2933, 1733, 1612, 1594, 1538, 1494, 1442, 1369, 1236, 1162, 1056, 871, 788
-1
cm .

mmol) S HIECIGIERE
31.9 mmol) o mEH2oH

P20l 2N-F &S Fototll, 2g=2 0E
DS

o [ Q@ o
o

)
12
He

Rl
]
e
|0
Hu
e
il
Ju
|0
Hu
=
on
J
=
Q
n
IS

(3.24 g, 40%).

1

H-NMR (200 MHz, CDClz) &: 7.30-7.05 (3H, m), 7.00-6.80 (1H, m), 6.47 (1H, brs), 3.66 (2H, t,
J=6.4 Hz), 2.68 (2H, t, J=7.6 Hz), 2.00-1.80 (24, m), 1.52 (H, s).

IR (neat) : 3317, 2979, 2933, 1699, 1610, 1592, 1538, 1490, 1442, 1369- 1245, 1160, 1056, 778 om .
5) 3-(3-t-2SAMIEEL00IHE ) Z22 HE=ZUO0ES &4

3-(3-t-2ESAINEEL0I0I-HE ) Z2EE (3.24 g, 12.9 mmol), HE=ZLZ2=2|
mmol), ECIHE 02! (1.44 g, 14.2 mmol) & OIE OLAMIEHIOIE (50 ml) al
WEAIZCH., OF 2SEs22 g OIMHIOIEZ s&A9|, 28 ¢
MgS0, &H0IIA AXAIZI D, RSAHEHUA sSSAIZCH. HE2SS &2HA
OlE (3:1) 2 AZ0IEDHTIGINH 3-(3-t-2SAIIE2L0I0IHE )=
SEHZ2 £=SolACH (3.50 g, 82%).

'H-NWR (200 MHz, COClg) &: 7.40-7.00 (3H, m), 6.86 (1H, d, J=6.6 Hz), 6.46 (1H, brs), 4.22 (2H, t,
J=6.0 Hz), 3.01 (3H, s), 2.73 (2H, t, J=7.6 Hz), 2.20-1.98 (2H, m), 1.51 (9H, s).

X0 78

3-(4-AlOt-HE )-Z2EHESZHI0IEL
1) (E)-0I2 3-(4-AlOt=HE)OtZZ0IES &4

& olEelE (2= 60%, 3.20 g, 80.0 mm N, g c

€ (10.0 g, 76.3 mmol) ¥ EcIME ZALLOLAHIOIE (18.0 g, 1 ) Bhs ok

Lot L 0C OilA 1 AlIZtSOH wetAlZl =, g 220 =2 ROHE0 (E)-0E 3-(4AI0tIH
OLTHOIEE 2M ZZE FEH2 #5061 (13.9 g, 91%), G0l 2o =&otll, 8 L HAMOZ Al

2

X

o
X

=3
i

~

"H-NR (200 MHz, CDCl3) &: 7.74-7.54 (4H, m ), 7.63 (MH, d, J=16.2 Hz), 6.52 (1H, d, J=16.2 Hz),
4.29 (2H, g, J=7.0 Hz), 1.34 (3H, t, J=7.0 Hz)

IR (KBr) : 3402, 2987, 2227, 1706, 1641, 1560, 1473, 1369, 1166, 1002, 850 om .

2) € 3-(4-AIOt-HE)Z2OIQUI0IES &d

HE2SIEZ2E2 (100 ml) S (E)-0E 3-(4-AlIOt-HIL)OI2Z2O0IE (13.9 g, 69.1 mmol) £ 10% Zct
S-EtA (4.00 g) &0AM CHOIZHAM =ASHAIZICE. SHOHE MHE &, HUS JISHEHUA sFAIHA
OlE 3-(4-AIOt-HIE)Z2OIQUI0IEE &M 2 2 =S6HACH (13.7 g, 98%).

0;

H-NUR (200 MHz, COCls) &: 7.59 (2H, d, J=8.2 Hz), 7.33 (2H, d, J=8.2 Hz), 4.13 (2H, q, J=7.0 Hz),
3.01 (2H, t, J=7.6 Hz), 2.64 (2H, t, J=7.6 Hz), 1.23 (3H, t, J=7.0 Hz).

IR (neat) : 2981, 2933, 2229, 1733, 1608, 1506, 1446, 1417, 1374, 1297, 1185, 1041, 827 om .
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3) 3-(4-AlOtHE)Z 20249 &4

e 3-(4-AlIOt=HEY)Z2OI2UI0IE (6-00 g, 29.5 mmol), 2N-=&tSHLEES (30 ml, 60.0 mmol) & Ofl
Bt= (60 ml) o 2HES 420A 1 AIZFSOF WEFAIRACEH tﬁ%%ééa 1N gatoz AF/\*RH\I?D
OlE OLNIEIOIEZ =Z0IUCH. FEESS S4e2Z AEstd s A0 AZXAIZILD, ASAEN =
Z=AF 30(4-AIOIEHE ) ZZOI242 2M Z2H FEH=Z —v—ﬁoP P (4.40 g, 85%).

"H-NR (200 MHz, CDCl) &: 7.60 (2H, d, J=8.0 Hz), 7.33 (2H, d, J=8.0 Hz), 3.02 (2H, t, J=7.6 Hz),
2.71 (2H, t, J=7.6 Hz).

IR (KBr) : 3060, 2922, 2227, 1710, 1608, 1434, 1411, 1330, 1309, 1224, 935, 840 om .
4) 3-(4-AlIOt=HE ) Z2EH =29

]
0x

e-HECISIEZ 2 S8 =2 (E1|EEP6IEE—‘—T‘—EF§ 1.0 M, 33.0 ml, 33.0 mmol)2S EHIERISIEZEEF (50
ml) E 3-(4-AOt-HE)ZZOI 24 (4.40 g, 25.1 mmol) 2o WELEMN 0C KA ZOtotd, A20M 14
Al2bESet A& MBHAIZICH &0 E820 2 (50 ml) ¥ ZEFS HEUIOIE (10.0 g, 72.4 mmol) S &
Jotdtt. === 0E OLMHIOIEZ ==otl, =E=S Ectl2Z AHIEotD, MgS0, &0lA A2
D, UZAEHUNAN sSAIHA 3-(4-AIOt=HE ) Z2HESS M 2 HHZE +S6HRICH (3.20 g, 79%).

'H-NWR (200 MHz, CDClg) &: 7.58 (2H, d, J=8.2 Hz), 7.31 (2H, d, J=8.2 Hz), 3.68 (2H, t, J=6.2 Hz),
2.79 (2H, t, J=7.8 Hz), 2.00-1.75 (2H, m).

IR (neat) 3319, 2043, 2229, 1608, 1505, 1415, 1054, 854, 817 cm .
5) 3-(4-AlIOt-HY)Z22 NE=ZUI0IES &4

3-(4-AlOt-HE ) =282 (3.77 g, 23.4 mmol), HE=ZHZS2|E (2.96 g, 25.8 mmol), EclMIE 02!
(2.60 g, 25.7 mmol) ¥ OIE OLMIEHIOIE (100 ml) & & S 420N 30 2t WAL O=F,
BISEE =22 g OtMHIOIEZ &l&5tn, 8 & Eectol AEHMOZ NESHLD, MgS0, &0IA 2 Al

A A

AOA SA-0IE OLMIHIOIE (1:1) 2 2

0, IIBHEHNAM sHSAMZC. FSS Al (60 g)
ZOFEDNIIGIH 3-(4-AIOt-HE)ZE2T HE=ZUOIEE 2M4 2 HEZ2 #SotACH (4.79 g,
86%) .

'H-NR (200 MHz, COClg) &: 7.61 (2H, d, J=8.4 Hz), 7.31 (2H, d, J=8.4 Hz), 4.24 (2H, t, J=6.2 Hz),
3.02 (3H, s), 2.83 (2H, t, J=7.8 Hz), 2.09 (2H, tt, J=7.8 & 6.2 Hz).

IR (neat) : 3028, 2941, 2227, 1608, 1506, 1351, 1172, 975, 929, 836, 815 om .
X0 79

4-(3-0t0| = Z2 B-1-2)-1-(3-HY T2 E-1-2)2-SATHat &l &4

1) 4t-RSABIZRE-1-(3-HE T2 B-1-2)-2-S AT H2ta ol &4

AS BISRIS (2UE 60% 630 ng, 15.8 miol) E NN-CIHEZSOIS (40 nl) 5 4-t-2EAN2E
-2 ATHLE (3.00 g, 15.0 miol) o WP AN ASHMH FII5tD, A20AH 30 2SOk HE 1
SIAIZICH  1-220-3-HEIZ2F (3.29 g, 16.5 mol) S ALl EES0I EHIISD, A20A 1 ANE
of M= MUAZCH BISEESH 22 F0/ED, HE OMHER Z&5t%C. F225 2, et
o2 HEHOR MG, NSO, AMAM AZAIZID, BYEHN SHAACH JRSS A25HE (50
0) HUM Se-0lE OMEIOIE (1:1) 2 J20IE A0
ft-SEAN2RL-1-(FHETRT-1-2)2-S AT HAZE P4 2F HEZ +S5/1 (3.85 g, 81%),
GITON oloh +Z5ID, HAOR HIFBIAC

"H-NVR (200 MHz, CDCl3) &: 7.35-7.15 (5H, m), 4.04 (2H, s), 3.57 (2H, t, J=5.4 Hz), 3.46 (2H, t,

J=7.2 Hz), 3.28 (2H, t, J=5.4 Hz), 2.65 (2H, t, J=7.2 Hz), 1.90 (2H, tt, J=7.2 & 7.2 Hz), 1.46
(H, 9).

R (KBr) : 2975, 2916, 1699, 1656, 1419, 1367, 1239, 1170, 1128, 992, 701 cm .
2) -(-HYD2B-1-2)-2-SAT 2N 84

S-S SNSRI (G WY D2 - 1-)2-S LI HRHA (3.85 g, 12,1 Mol
S d20lM HItotl, =a2s A ¥
SIIHSADID, K OLMEIOIE

ASHHUAM sSAH 1-(3-HE
94%

01| s5 g4 (4.2 ml)
£ SN-ASLEESR

éé} , MgSO0, &f0IlAl 24 A3
M %‘ Bz =Sotgct (2.49

oI

o
==t
x
>
S
il
e
El
e
>
favd
[m)
[t
00
S 1o
OI|
ﬂHD —

~

- @

H-NMR (200 MHz, CDCls) &: 7.30-7.05 (5H, m), 3.48 (2H, s), 3.44 (2H, t, J=7.6 Hz), 3.25 (2H, t,
J=5.4 Hz), 3.01 (2H, t, J=5.4 Hz), 2.65 (2H, t, J=7.6 Hz), 1.91 (2H, tt, J=7.6 ¥ 7.6 Hz).

IR (neat) 3290, 2927, 1635, 1496, 1454, 1344, 1315, 751, 701 om .
3) -(FHEZZ2H-1-2)4-(3-EE2 YT 2 T-1-A)-2-SA T Het& o &4
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-(FHEYZZ2E-1-2)-2-=2A0lH R (2.49 g, 11.4 mmol), N-(3-E2L2ZZ2Z)IEQ|I0IS (3.67 ¢
13.7 mmol), ZEIS D}‘Z'HIOIE (1.89 g, 13.7 mmol) & N,N-CIIEZZ0I0IE (20 ml) 2 ESEEE A2
Ol 4 Al2tSQH b P/\P‘EP HSEg=0 =2 20E], HE 0 HIHIOIEE ’_‘%SP%EP FEZSZ2
=, Belolozg JAE5No=z NAEGHD, MgSO, AH0A D*IAIJII’_ ASAEHNAN sSAAC. EF2S &
2ot (60 g) A0AM A-0E OIMHOIE (1:4) 2 AZ0IE2HII6HH 1 (-HEZ=z2E-1-2)-4-
(F-ZE2UdT201-2)-2-=2A0HHES P 2 SHEZ2 £=So6IUCH (2.05 g, 44%).

"H-NIR (200 MHz, CDCl;) &: 7.82 (2H, dd, J=5.2 & 3.2 Hz), 7.64 (2H, dd, J=5.2 ¥ 3.2 Hz), 7.35-

7.10 (5H, m), 3.77 (2H, t, J=6.6 Hz), 3.30 (2H, t, J=7.6 Hz), 3.16 (2H, t, J=5.4 Hz), 3.07 (2H,
, 2.70-2.52 (4H, m), 2.45 (2H, t, J=6.6 Hz), 2.00-1.70 (4H, m).

4 OOl Z2 E-1-2)-1-(3-HEEZ2 E-1-2)-2-SA T H & 9 &4
Eetdl 2LS5/E0IE (382 mg, 7.63 mmol) S OIEFS (10 ml) ES 1—(3—TH|‘é'EEEF—1—%)—4—(3—2‘5*
= 1-2) | & [

5 =2
UTZP-1-2)-2-SANHH (2.05 g, 5.05 mmol) o MBIE U0 MR20IA EIIotULI. BISEBES
2 =N NRES

40
T AIZESe SFAIRCH. EBESS o0l 2o MHs6HD, 040“% ASAHUAN s
S0l SBolAIZI2, ERZ2ESSE FSoIRUL. £

m9 I |

AEHHAN SHAIA 4-(3-00l =22 B-1-
2 M 2 HHZ +S5HACH (1.38 g, 99%).

"H-NMR (200 MHz, COCl3) &: 7.35-7.15 (5H, m), 3.43 (2H, t, J=7.6 Hz), 3 .30 (2H, t, J=5.4 Hz),
t

3.13 (2H, s), 2.78 (2H, t, J=6:8 Hz), 2.71-2.58 (4H, m), 2.46 (2H, t, J=7.2 Hz), 2.05-1.75 (2H,
m), 1.65 (2H, tt, J=6.8 & 6.8 Hz).

A0 1

(R)-N-[1-(1,4-BIZCIS&-2-2 U E)-TIH 2| & -4-L 0l € ]-5-EI Ot-1,8b-CI Ot Xt OLMI LI ZE Bl -4-It 2 =S A 0t
OIS ClolEzE2=z2EY &4

1) OIE OI0ICHE[1,2-alHlelE-5-LEIQO0tMEHIOIES &4

OlEt= 500 ml = OI0ICE[1,2-alHlelE-5-El2 100.55 g (669.4 mM) & Ezl0f
of EU Mg SE=ZO0LMIHIOIE 81.7 ml (736 mM) & A20IM &EIIS g

T —

g0t2l 112 ml (803 mM)

1, Sg=S 220K 2 AIZS
e WBHAIZICEH. 0IF, E0HE ZEotill SFAIIIL, &F=0 OE OLMEIOIEE FHOtotl. A

X2 (ECl0Eo2 slE2222/5)2 oidtstn, ME OtMHIOIE=R Hl’é
D0t EUHE 2 Lctol SJF AL, FRES deldt2 28 IZ0EINT (3
LK O OM1|E1|O|E) Z FHolH ZHEES +=SotALt.

2 T 8 132.34 g (84%)

"H-NR (CDCls, 200 MHz) &: 1.169 (3H, t, 7.1 Hz), 3.678 (2H, s), 4.122 (2H, q, 7.1 Hz), 7.066 (1H,

dd, 1.5 Hz, 6.9 Hz), 7.160 (1H, dd, 7.0 Hz, 8.8 Hz), 7.642 (1H, ddd, 0.7 Hz, 1.5 Hz, 8.8 Hz),
7.724 (1H, d, 1.0 Hz), 7.919 (1H, d, 0.6 Hz).

IR (neat): 3390, 2983, 1734, 1487, 1294, 1180, 1147, 1026, 783, 739 om .
2) Ol 5-ElOH-1,80-CIOIAIOAILIZE B4t 2 S A 0l ELQ &4
2 A

CIHEXZS0t0I= 250 ml Of
JI 4/\-I 10 20l Z2H HJtot,
CINEXESO00IE 50 ml & O

=
5 201 2Hd &EJtotl, ES== 8
=]

Z

r+o|| Q

AZeiA Z2AI2221E 93.2ml (1.0M) 2 0C M LAEGH WA
E%% OCOIA 1 Al2tESCH O WEHAIZCEH. ADJ| A0 &DILot
I FE[1,2-a]Ol2|E-5-2LEILO0LMIHIOIE 47.26 g (0-2 =
OlA 16 Al2tSot W EHAIZACEH. OI o S E
, 12l =, 1 cle2 OHE' OtAIEIOIE %J}a&’iﬂ. =
ds LGN Eototn, =450 5401 2 [[HJJ}II WYAIZCH. RIISS
g9 =2 32 ¥ HJUEE Est =N 500 ml 2 HI’“OP—’ MgSO, &0 2HZAIZCEH. Ol
XA S22 =Sott. &J &F=2 CoE 01|E1|E 250 ml 2 A
g SotAlt. &I Zdd=2S O Mot 1 iz 01=2 s
St XM NEE. 8 11.58 g (23.5%)

"H-NUR (COCls, 200 MHz) &: 1.299 (3H, t, 7. 1 Hz), 4.224 (2H, q, 7.1 Hz), 5.629-5.731 (1H, m),
6.506-6.609 (2H, m), 6.807 (1H, s), 7.006 (1H, s).

IR (nujol): 1693, 1614, 1267, 1227, 1043, 773, 735 om .

e B

WM metEl & AF olE2lE 60% SEH, 22.4 g (560 mM) % 100 ml 22 a2 235 MESE =,
60 ml 2 N,N- EIEHIE'i OLOIEE &Jtot, =2 500 o HIECtoI=EZ2Z=etol SEARCH. BIS
EII1E€ =ZQ0A 2 AI2I8 A, BHIECISI=EZ2 et 200 ml |2 OIDICHE[1,2-a] Tl El-5-LEI20tAl

on 9

0, o O =

HIOIE 132.34 g (560.1 mM) 2 EdUsS A20 M =DItstn, 122 HESTOM 2 AIZS0F WEHAIR
Ct. %, =Zd0lA, 01IE' iE[HIOIE 67.9 ml (840 mM) S EHDIIGtD, EEES ES2ZUHAM M »
SAIZCH ddE ZE=SS U0l 2o =&8ot, HE O}HIHIOIE 2 CI0E GiHZE2 HE5Ho2 Al
dot, AZAA NE 2—(O|DIEP2.E[1,2 allle|H-5-2EIR)-3-S4-2-ALLEIZMQUIOIEE +S6tY
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[l

b,
M DEE. =8 114.37 g (71%)
"H-NUR (CD30D, 200 MHz) &: 1.222 (3H, t, 7.1 Hz), 4.119 (2H, a, 7.1 Hz),

z
7.207 (1H, dd, 7.0 Hz, 8.8 Hz), 7.291 (1H, d, 8.4 Hz), 7.590 (1H, s), 7.93
s).

IR (nujol): 1662, 1558, 1273, 1065, 771, 732, 692 om .
CieHi1N-0sSNa - 0.3H0 Off CHEH D224
HEEX  C, 49.41; H, 4.01; N, 9.60
: C, 49.55; H, 4.14; N, 9.35

OtMIE4H 500 ml 2 120-130TC OlA Jtg & WEHAIDIEA, &I OIE 2-(0I0ICHE(T 1
R)-3-|L-2-ALLLEZILQUI0IE 106.64 ¢ o Jtotd, EgEE 100C
OlA A WEFAIRCH. Ol=, E20HE Z &6t A5t0, EEHS JHEUI0IE
o 04
|

>

=5

I

,2-a] Il 2| El-5- El

2 YA SEAPIL, E2ZEE Mg SO0l HAZAIZIL,
£ Zstll SJRAIZCH. 7RSS A3t 2y JA20tEDHI (HA-0E OLMEHIOIE = 1/1 W
g OLMIHIOIE) 2 EHMGtL, N8 MH2sS CHE HHEZE=Z 21AGH

(

ZE =M DEE. =8 50.33 g (55%)

3) 5-EIOt-1,8b-CIOIXIOtMILIZE &I-4-It =2 S A A &4

OlEt=S 400 ml = OIE 5-ElOH-1,8b-CI0OX OM1| PE%‘E&%—EPE AY0IE 64.047 g (260.0 mM) o SNH
Of 2N-==4SHLIES =8 156 ml (312 mM)S EOtotL), S22 A20AM 1 AlZtS e WEHAIZICH &
Il er2egsll =5 &S WEAISIEA "43}6}04 pH € 4-5 Ot &Il otn, ddeE FE=SES L0l
ool 3l=ct, MIEt=S L CIHE ONHZZ ASHCZ 2IAGIH HEHMaSESE S0t

MM DHES. 48 61.16 g (100%)

"H-NR (OMS0-dg, 200 MHz) &: 5.97 (1H, dd, 6.6 Hz, 1.2 Hz), 6.57-6.73 (2H, m), 6.88 (1H, s), 7.12
(1H, S).

KBr): 3413, 1632, 1338 om .
|H el E-4-L U E )-5-El0t-1,80-CIOL IOt LI Z & I-4-JI 25 A 00| CISIEEE222E9 &4

t=1,80-CIOtXIOLAILIZE Rll-4-Jt =2 S A A 26.48 g (121.3 mM) ¥ N-GIESAI=A0I0IE 15.4 g (133

) S OLMELIEY 250 ml SO BN WELAIDI D, 1-0IE-3-(3-CINE 00 = Z2E )32 L0101
C222¢2/E 25.6 g (133 mM) S &EIIot), EESS A20A 6 AlZtSeH WEHAIZICH &) BtESE

ol Ecloigorg! 20.3 ml (146 mM) P -(t-2SAIPIZ2E2Y ) TIH2IE-4-LHE 0t 27.3 g (127 mM)

f OlA A WEHAIZICH. 4D BtSESEES SEHMUES =S40 F0HE1,

o_rzsga =) B8 TS,

Z

(
(

ooz &
=
o t:l
B A

u:>||

2100 [
T o
o J=

SHRACH. Ojlgg 20 MgS0, AN AXZAIIID, ZOHE 226tol SFHAIRA
E*%* JZ0tEHT (HE OLMIHIOIE : OIE OHMIHIOIE-BIErE = 9:1) ©
)u|u1|a|c|—4—°'n+|5'] -5-E|0t-1,8b-C| OFKHOF Al LHE € 3l -4~ DFEEAOPDIEE
. _ESADI2 8 Y )T H 2l El-4-2 Bl ]-5-E| 0F—1,80-Cl OFXHOF Al LF & 2ll—4-3}
IS0l 5= Z4t 30 ml S HIIotD, S22 A20 A 1 AIZtSQH WBAIZCH. &) Bt2s
O g =2 OﬂHHI 2| aH leof_J, OlEt2 2 CIOE oldl

. QEUXIM NEES. £ 33.347 g (71%).

U

2] o
<

HU Mo iz Jin

"H-NMR (DMSO-ds, 200 MHz) &: 1.19-1.54 (2H, m), 1.58-1.92 (34, m), 2.66-2.96 (24, m), 2.96-3.15
(2H, m), 3.16-3.35 (24, m), 6.65 (1H, d, 7.4 Hz), 7.01 (1H, d, 9.2 Hz), 7.26 (1H, s), 7.32 (1H,
dd, 9.2 Hz, 7.4 Hz), 7.70 (,1H, s), 8.70-9.28 (3H, m, NH).

IR (KBr): 3358, 1641, 1535 cm .
5) (R)-N-[1-(1,4-BI R C|= Ab—0- U (| £ )~ HI 2] S -4- 2 B 2 ]-5-E1 OF-1,80-CI OF K OF I LI Z 2 fll—4-T 2 =

orolEel &4

CIOIE OIEI2 30 ml & (R)-2-31S=AIME-1,4-MECISA 0.410 g (2.467 M) L E2I0E0H2 0.52
ml (3.70 M) o S0 HErSETY 222IS 0.21 ml (2.71 M) S LGN HOIetD, 2SS 0.5 Al
Jsob WUHAIZICH. AJ| BISEEE2S SEAMUES £8%0 20120, Y OHEOER 238 =535
ACH SIISS 201 NS0, H0IA AZAIID, BUE sl SRAUC. HE2s B2 A2
22 (A-0IZ OLKIEIOIE = 3/1 LK 2/1)2 Sof SHAIH X (S)-2-HE=TLSAIHE-1,4-HZC]
SHe +SoC

WEFZ 30 ml 5 & X (S)-2-HESTUSANL-1,4HECISH, N-(TH2 S-4-LHIE)-5-El0f-
1,80-CIOLKOPHI LI ZEBI-4-5| 2= 20101 CisIS222el= 1.05 g (2.71 ), ¥ ECIGE0rel 1.20
nl (8.64 ) Of SOUS FAEOL BEAIZL. 01F, BHE VAN SEADID, WRSS M2 2
2 2201E 1241 (0 OIMIEIOIE : OIE OFMIEIOIS-DBIEE = 4/1 WX 3/1) = SHIoHO EHISIEE
% Sellgoel SE2szelcs sas CH. 4D EBE2S ME OMEHIOIER 5

OZL

/\*o}ﬂ SEHAMUE FBHOZ HEHMOZ NEHGHALH. FIIESS MgS0,
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HA AX=A2110, EHE EFAHA ENSEES =SoHALC.

MM HE, £ 0.452 g (40%)

"H-NMR (COCl3, 200 MHz) &: 1.222-1.368 (2H, m), 1.493-1.702 (3H, m), 2.011-2.187 (24, m), 2.543

(1H, dd, 6.4 Hz, 13.0 Hz), 2.663 (1H, dd, 5.4 Hz, 13.2 Hz), 2.885-3.035 (2H, m), 3.182 (2H, t, 6.1
Hz), 3.957 (1H, dd, 7.7 Hz, 11.7 Hz), 4.249-4.317 (2H, m), 5.759 (1H, dd, 2.5 Hz, 5.5 Hz), 6.371
(1H, br t, 5.9 Hz), 6.600-6.654 (3H, m), 6.788-6.896 (4H, m), 6.990 (1H, s).

IR (neat): 3313, 2924, 1618, 1549, 1491, 1265, 1153, 731 om .

6) (R)-N-[1-(1,4-BIZCIS4-2-L I E)-TIH 2l & -4-2L 0 € ]-5-El 0t-1,8b-CI Ot KtOtMI LI ZE Bl -4-Jt 2= A

otolE CislEZE22ES &4

HIEF2 1 ml OI(R)-N-(1-(1,4-HIZCISA-2-L M E )T H el -4-L HE ]-5-El0F- CIOkALO

4-J12=A0I01= 0.452 g = EollAIZI D, WS HES HC1 EHE ’é*?fo}o*[] éé*%% AL

SEANA ZHEES +=SotACH.
5

LERM AS. £ 0.530 ¢
14-3.588 m), 3.687-3.881 (2H, m), 4.037

4-3.588(6H,
Hz), 4.828-4.905 (1H, m), 6.636 (1H, d, 7.2
(1H, d, 9.2 Hz), 7.098 (1H, s), 7.401 (1H,

"H-NWR (CD30D, 200 MHz) &: 1.641-2.042 (5H, m), 3.1
(1H, dd, 6.6 Hz, 11.8 Hz), 4.346 (1H, dd, 2.3 Hz, 11.5
Hz), 6.827-6.904 (3H, m), 6.931-6.992 (1H, m), 7.038
dd, 7.6 Hz, 8.8 Hz), 7.56.3 (1H, s).

IR (nujol): 3228. 2650, 1630, 1493, 1294, 1263, 756 om .
CosHasCl2N40sS - 2.5H0 Ol CHEH D224

=
[Ba
bl

: C, 51.72; H, 5.73; N, 9.65
: C, 51.66; H, 5.97; N, 9.62

nx

1>
N > I

— W
= 2
N

-[1-(1,4-MI=C|=2a-2-2 0 € ) Il H 2l € -4-2L 0| € ] -5-EI Ot—1,8b-CI Ob A O M LI Z 2 &l -4-9t 2 2 A O
CISIEZEZ2ES 4
g

o —

LEHOZ MAI0 1-5) 2 HYS MG (S)-7/N-[1-(1,4-BIXCISA-2-2A N ) TIH IS -4-L N ]-5-
EIOH-1,80-CIOtRIOLMILIZEEI-4-JI=E=SA00|EE HM HE HEHHE =SotALH

"H-NMR (COCls, 200 MHz) &: 1.245-1.395 (24, m), 1.468-1.719 (3H, m), 2.018-2.210 (24, m), 2.561

(1H, dd, 5.8 Hz, 13.4 Hz), 2.679 (1H, dd, 5.7 Hz, 13.3 Hz), 2.901-3.059 (2H, m), 3.211 (2H, t, 6.2
Hz), 3.973 (1H, dd, 7.7 Hz, 11.7 Hz), 4.253-4.350 (2H, m), 5.798 (1H, br t, 6.2 Hz), 5.800 (1H,
dd, 1.8 Hz, 6.2 Hz), 6.594-6.719 (3H, m), 6.801-6.909 (4H, m), 7.062, (1H, s).

IR (neat): 3311, 2924, 1618, 1549, 1491, 1265, 1153, 735 om .

) SIS ES AE6tD, dBtRoZ AN 1-6) o LHES ™SI ENSEEES QUM HE HEH
£ +=SofAl

'H-NWR (CD30D, 200 MHz) &: 1.643-2.040 (5H, m). 3.116-3.238 (4H, m), 3.418-3.594 (2H, m), 3.685-
3.879 (2H, m), 4.037 (1H, dd, 6.6 Hz, 11.8 Hz), 4.349 (1H, dd, 2.2 Hz, 11.4 Hz), 4.832-4.907 (1H,
m), 6.638 (1H, d, 7.2 Hz), 6.829-6.905 (3H, m), 6.933-6.995 (1H, m), 7.040 (1H, d, 9.2 Hz), 7.105
(1H, s), 7.404 (1H, dd, 7.6 Hz, 9.0 Hz), 7.569 (M, s).

A

ol

IR (nujol): 3230, 2667, 1630, 1493, 1298, 1263, 756 om .
CosHasCl2N40sS - 2.0H0 Ofl CHEH D22 A

HLEX  C, 52.54; H, 5.64; N, 9.80

&=Xl : C, 52.53; H, 5.86; N, 9.75

AN 3

N-[1-(1,4-BI =CIS4-2-2HE )T H 2l €l -4-2 0l € ] -5-El Ot-1,8b—-CI Ot Xt Ob M LF Z E &l -4-3t 2= A 0101 E
ClolEz2=22 29 &4y

At oz MAIG 1-5) o wHs ot N-[1-(1,4-HECISA-2-L 0 € ) I H 2l & -4-L 0l € ]-5-El OF-
1,8b-CIOtXOtAILIZE el-4-Jt 2= A0I0I1EE HM HE EHE =SS0t

"H-NMR (COCls, 200 MHz) &: 1.273-1.396 (2H, m), 1.478-1.713 (3H, m), 2.015-2.204 (2H, m), 2.553

(HH, dd, 5.8 Hz, 13.6 Hz), 2.674 (1H, dd, 5.8 Hz, 13.6 Hz), 2.894-3.066 (2H, m), 3.204 (2H, t, 6.1
Hz), 3.968 (1H, dd, 7.8 Hz, 11.6 Hz), 4.242-4.348 (24, m), 5.788 (1H, dd, 1.6 Hz, 6.0 Hz), 5.865
(1H, br t, 6.2 Hz), 6.583-6.711 (3H, m), 6.794-6.902 (4H, m), 7.047 (1H, s).
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IR (neat): 3313, 2926, 1618, 1549, 1491, 1267, 1153, 731 om .
a0 3t £ ME86tD, LEt"oZ AAN 1-6) 2o LEHS 850 ZMISESS QXM HE S

B
£ +=SotALH.

"H-NVR (CD30D, 200 MHz) &: 1.577-2.042 (5H, m), 3.083-3.246 (4H, m), 3.403-3.530 (2H, m), 3.656-
3.845 (24, m), 4.034 (1H, dd, 6.5 Hz, 11.5 Hz), 4.326 (1H, dd, 2.4 Hz, 11.4 Hz), 4.832-4.907 (1H,
m), 6.615 (1H, dd, 0.8 Hz, 7.6 Hz), 6.861-6.896 (3H, m), 6.929-6.973 (1H, m), 7.007 (1H, dd, 0.8
Hz, 9.2 Hz), 7.045 (1H, s), 7.393 (1H, dd, 7.5 Hz,. 8.9 Hz), 7.539 (1H, s).

IR (nujol): 3217, 2663, 1629, 1493, 1294, 1261, 756 om .
CosHasCl2N40sS - 3.0H0 Ofl CHEE D=2 =24

HA&X €, 50.93; H, 5.81; N, 9.50
| = C, 51.11; H, 5.86; N, 9.55

N-[1-(3-HEZ22-1-2) Ol H el &-3-L H E |-5-El0t-1,80-CI Ot Xt OF I LFZ & Bll-4-Jt 22 A 00| = Cl3IE

) N-[1-(-HEZ2T-1-2 ) Il H 2| & -3-L 0l 2 ]-5-El 0t-1,80-CIOt R OLMI LI ZE gl -4-Jt2 5 A 0101 E9] &

2

EZE0I0IE 10 ml = 5-EIO0H,8b-C| Ot KtOFAILEE E 2ll-4-3}
oH-1-2) I H 2l S -3-2 I Eotel CIsIER222E 0.62 g (2.
O 2 CIOE AIOF=ZAHOIE 0.34 ml (2.23 mM)
FAE WEHAIZCH., &D| BISSEE2 SEHWRUES 2% 20D, g

SIS 20F MgS0, AOIA AZTAIZILD, SWMHE 2Lolol SFAIZCEH
FECHT (OIE OHMIEIOIE to OIE OHMIEIOIE-DBIEIS = 4/1 WXl 2/1) 2 HMSIH EX
Ot A Cts

22 0.300 g (37%).

2F =
T
a

iIc
[El

ngw
DE

=

Qe 44 g
MO 0% M FN o
mo, =2
]
= n
1o
>
o
2
4
o M
24

o 4>
_Ilﬂ

1A
Iz
S

"H-NWR (CDClg, 200 MHz) &: 1.072-1.187 (1H, m), 1.497-2.045 (84, m), 2.188 (1H, t, 9.0 Hz), 2.390

(2H, t, 7.8 Hz), 2.628 (2H, t, 7.7 Hz), 2.708-2.901 (3H, m), 3.202 (1H, dd, 5.2 Hz, 13.6 Hz),
3.324 (1H, dd, 6.1 Hz, 13.3 Hz), 5.702 (1H, dd, 1.6 Hz, 6.2 Hz), 6.537-6.679 (3H, m), 6.859 (1H,
br s), 6.975 (1H, s), 7.144-7.325 (5H, m).

IR (neat): 3278, 2931, 1618, 1549, 1481, 1281, 1155, 1053, 773, 733, 700 om .

2) N-[1-(3-HEZ=2E-1-2) I H 2| -3-2 Ul € |-5-E|0t-1,80-CI Ot Kt Ot I LI ZE 8ll-4-9t 2= A 00| = Cl 3l
EZE=2cEY g4

ooz AAM 1-6) o HHES SO0 EHSESS QHXM HE HEHZ =SotAL.
8

H-NR (CDs0D, 200 MHz) &: 1.145-1.350 (1H, m), 30-2.214 (6H m), 2.709 (2H, t, 7.5 Hz), 2.784-

1.
2.964 (2H, m), 3.108-3.372 (4H, m), 3.509-3.559 (2H, m),
Hz), 7.120-7.325 (6H, m), 7.391 (1H, dd, 7.7 Hz, 9.1

6.627 (1H, d, 7.2 Hz), 7.035 (IH, d, 8.8
Hz), 7.556 (1H, s).

IR (neat): 3390, 2949, 2679, 1633, 1566, 1537, 1450, 1296, 1215, 754, 702 om .
CosHaoC12N0S - 2.5H0 Off CHEH D=2 =24

HA&X © C, 54.54; H, 6.41; N, 10.18
=Xl : C, 54-52; H, 6.40; N, 9.96
AAI 5

4-[1'-(3-HEZ2E-1-2)-4, 4" -HI T H 2l H-1-L 2 2L |-5-EI0t-1,80-CIOt ROt AILIZE &l CISIEZ 2
FelE9 4
%E*EQ Aa/\IOZII 4-1) o &S G0 4-(1'-(FHEZ2E-1-2)-4,4'-HI T HelH-1-LIH=EL |-
5-El0H-1,8b-CIOLXIOtMILIZE A S M HE SEHHZ +=SotRUALH.

"H-NVR (COCl3, 200 MHz) &: 1.049-1.382 (6H, m), 1.6441.903 (84, m), 2.346 (2H, t, 7.6 Hz), 2.619

(2H, t, 7.7 Hz), 2.817 (2H, br t, 12.3 Hz), 2.964 (2H, br d, 11.2 Hz), 4.354 (24, br d, 13.4 Hz),
5.705 (1H,  dd, 1.5 Hz, 6.3 Hz), 6.045 (1H, s), 6.587 (1H, dd, 9.2 Hz, 16.8 Hz), 6.607 (1H, dd,
9.2 Hz, 12.0 Hz), 6.921 (1H, s), 7.127-7.312 (5H, m).

R (neat): 2937, 1618, 1483, 1439, 1279, 1149, 731 om .
S ME80tD, LetHoZ AAN 1-6) 2o LHS =850 QXM HE HZ ZMIES
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"H-NWR (CDs0D, 200 MHz) &: 1.145-2.194 (12H, m), 2.707 (2H, t, 7.7 Hz), 2.903-3.154 (6H, m), 3.587

(2H, br d, 11.8 Hz), 4.342 (24, br d, 12.8 Hz), 6.521 (1H, s), 7.666 (1H, d, 7.4 Hz), 7.096 (1H,
d, 8.8 Hz), 7.140-7.330 (5H, m), 7.424 (2H, dd, 7.6 Hz, 9.2 Hz), 7.499 (1H, s).

no T

IR (neat): 2947, 2721, 1630, 1500, 1448, 1390, 1275, 1215, 972, 754, 702 e .
ngHaﬁC'gNA,OS ° 25H20 0‘“ I:H@' jl%‘i‘&\'

x

>

tXlI © C, 57.61; H, 6.83; N, 9.27
Xl C, 57.56; H, 7.10; N, 8.88

AlGI 6

N-[2-[1-(3-HEZ=28-1-

ClolEzE2=22E9 &4
1) N-(2-(TlH 2l -4-Leld) 0 2 ]-5-El0t-1,8b-CIOLXIOtMILIZE I-4-It2ES A 00| E ClolE2222E

o| &tAd

=
=

o>

)OI H el S -4-el e ol € ]-5-El0t-1,80-CI Ot RtOL I LIZ E &ll-4-5t 2= A 001 =

Il
H
nc

VIIH2IS-4-L2|H U E ] ZE0IDIE 2.555 g (7.169 mM) 2
89 mM) S FJlot, ESEESS 1 AASo S AIFC. Al
HLH OIE OLMIEHIOIEZ 33 =5t

Ct. MAE X 2-[1-(t-BEAl
Ol ArSSHACEH.

|

) & N-SIEEAI=40I0IE 0.83 g (7.17

= EOH:]I EE“')?PE‘Z’EIOIDIE

2 NM2Hs0 WEHAIZICH. &) BtE2E
| & &l _7F_ -[1-(t-2SA2I28

2 o WEFAIZACH.  &D] gt

OiEt= 30 ml & N-[2-(1-(t-2S A3t
EN40 ol=ctal _‘?'__‘.—_OIEHIOIE 0.38
202 W22 LA BI2SE

ALk, =IIESS 20+ MgS0, FOiI}\-i
9P§Eé)ﬂllﬂlal8—4—%&@]01%'0}_

t=1,80b-Cl| Ot XFOF Al LI = € 8ll-4-3}
= Mﬂ%u%a 50 ml soﬂ/\
Z2Z2/E 1.51 g (7.89 mM)
ol &Jtah Ecloigotel 1.50

|Cl—4—°'a|al]o1|5'o+m°|

>
CD

B U0 5
4
:
toll
Im
o
I

LO
1
<
n
kJ

0 =
>

I-D -|0||
r[
ry Mo

Wy
N
5

dl

Qﬂ
55 © L
mwxe o
L
=
2™ W
m

I ﬂIIO

Jr
nx
=

O‘I
o
00
=
El
T
> o

IO

=]
=

]
K

O ol \u ¢
Qy

—_—

,\
o u
0t ©© o

lUil]IﬂV

tOE‘ﬂJIO‘L

ry ﬂHﬂ
m
z
L__
Fﬂ
ﬂJ
>
0
2|
2
4T 2
<2 ﬂJIO
iy
kJ
O oo~
T
=

=
i
=3
-_-—= !
"
o

il

i

1o

>

b, |IIE2 20t MgS0,
Z0tEDHI (HE OLAIE
IltIIEI‘:| -4-eld]uE]-

. [-(t-2SA2IE28Y)I
IEFA00IEN == Sat 4 mlE &Jtotd,
s

m= o
]
U

EF_/\I9| EzI]H POl SFAIR
ERENEE HIE% =

1, 8b ClOHXIOLMI LI EE el -4-3t 2 =S A 00

-4-2 2| el 0l € ]-5-E| Ot-1,80-Cl Ot X+ OF Al

= A20AM 0.5 AIZSQH WEHAITH

GistE & ClOE oiHZEZ 2582

=

£. =8 1.117 g (39%)

o E
u
&
I

I
ot 4
o - in
o o
4%
[
0z
g
P

2C1In

o rior = " o 02 0jo AIC 09 O
o
I |'[|.||]

y
FE
>
Qﬂ
X
ua
>
o
R
o ¢

0>|I

4,
g

10)
e
=
=

"H-\WR (CD;0D, 200 MHz) &: 2.460 (2H, t, 5.8 Hz), 2.614 (2H, t, 5.8 Hz), 3.169-3.248 (4H, m),

3.856-3.909 (2H, m), 5.427 (1H, t, 7.2 Hz), 6.607 (1H, d, 7.2 Hz), 6.927 (1H, s), 6.987 (1H, d,
9.2 Hz), 7.384 (1H, dd, 7.8 Hz, 9.2 Hz), 7.503 (1H, s).
IR (Nujol): 3498, 3446, 3251, 3190, 3064, 2792, 2476, 1626, 1564, 1500, 1281, 1213, 775 om .

2) N-[2-[1-(3-HEZ28-1-2) I H 2| el-4-L 2| el |0l € ] -5-E| 0F-1,8b-CI OF A OFAMI L Z € il -4-2t 2 =S A O}

DlEOl ol—/\ﬂ

HIEFS 20 ml (1.272 mM) = N-[2-(TIH2IE-4-LelCl) ol 2 ]-5-EIOt-1,80-CI Ot Kt OF I LI Z E Bll-4-3t 2
Ot0lE ClslE22=22lE 0.508 g, 1-EZ22-3-HILZ2® 0.38 g (1.91 mM), ¥ E20E0IE 0.6
(4.45 mM) o SHE BN SJAIZC. 0F, SUHE 2ol SJ A2, B?T%% acotd 28 3
ZO0LE0HI (NIE OLMIHIOIE @ OIE OLMIHIOIE-DES = 4/1) £ Mot = §}3‘% 2 EcC|0EO0t
gl SIE22=2CIEE S8E EHZ2 =Sotdl. o) &= = OHdIEﬂOI EI/%&I’_ SEMHJ
EE =8%, 2, & SHUEE E3 £EUCZ ASHOR il"*o%‘}'ﬂ. =I5 S0lA Al
J14 EEDH% Z ool SFAIA ZMag=S =Sotid
g (

70%) .

==

4

[¢) .
Mo, =8 0.395

"H-NWR (CDCl3, 200 MHz) &: 1.749-1.901 (2H, m), 2.196-2.467 (10H, m), 2.630 (2H, t, 7.7 Hz), 3.870

(2H, t, 6.2 Hz), 5.178 (MH, t, 7.2 Hz), 5.7387 (1H, dd, 2.2 Hz, 5.8 Hz), 6.171 (1H, t, 5.2 Hz),
6.534-6.698 (3H, m), 6.968 (1H, s), 7.133-7.308 (5H, m).

IR (neat): 3300, 2941, 1616, 1543, 1510, 1481, 1279, 1155, 773, 731, 700 om .

3) N-[2-(1-(3-HEZ=2 B-1- ) I Hal4-Le| el ol € ]-5-EI 0-1,8b-CI Ot X OF Ml Lt Z & &l -4-3t 2 S A OO
c U222t &4

detxoz AMAIN 1-6) o LS 85t ZHSESS QXM D

£

EBHE ==ot2UCt.

02

=
=

ol'

"H-NWR (CDs0D, 200 MHz) &: 2.026-2.183 (2H, m), 2.310-2.590 (3H, m), 2.724 (2H, t, 7.5 Hz), 2.936-

3.019 (3H, m), 3.097-3.182 (2H, m), 3.539-3.645 (2H, m), 3.805 (1H, dd, 7.0 Hz, 15.4 Hz), 3.922
(1H, dd, 7.8 Hz, 15.2 Hz), 5.431 (1H, t, 7.3 Hz), 6.605 (1H, d, 7.2 Hz), 6.949 (1H, s), 6.991 (1H,
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d, 8.8 Hz), 7.160-7.305 (5H, m), 7.386 (1H, dd, 7.5 Hz, 8.9 Hz), 7.508 (1H, s).

R (Nujol): 3331, 3250, 3064, 2705-2460, 1632, 1562, 1529, 1498, 1275, 1215, 775, 727 om .
CosH3oC12N0S - 2.0H0 Off CHEH D224

=
[Ba
pal

: C, 56.41; H, 6.19; N, 10.12
: C, 56.39; H, 6.12; N, 10.10

o>
=
Yall

=
|
w
E__r—

EE—1—% JIIH 2| el -2-L 0l € ]-5-El 0t-1,8b-CI ORI OLHI LI ZE &l -4-It2 = A 010l ClolE
A

= H
=
HU
o
Ins
|0

I
“Olm

T

m =

o L

T =
=
o

El-2-2 M2 )-5-EI0t-1,80-CIOt Kt OLAI LI ZE &I -4-Jt 2 S A 00| E CISIE2222/E9

=
—1,8b—IZ|OPIPOPHILP&%@%—E}EENM 3.605 g (16.519 mM) & N-GIESAI=4I0101=
H\‘IIELIEa' 100 ml S0AM &M WEAIIIEAM, 1-HIE-3-(3-CIEot0I=22E)3t

=

09g

2.
29

[[OII

oo
EL::
3
ag
o
W o
T
]

n
w
~
(0]
«Q

c 3. (18.2 mM) S EOIGtD, EE=SS A 20A 2 Al2tSQH WEHAIZICH “7|
ECl0E0t2! 3.45 ml (24.8 mM) ¥ 2-OLOI=MEIIH2IE 2.83 g (24.8 M) S FItotLd,
IA 1 AlZESeH WENARTH =, C-t-2E Lt2UI0IE 5.41 g (24.8 mM) = &EDItct
20lA TAIZE O WEFAIZACH. & UFO%%‘%Q SEAMUEE =S40 202, HE
FEoIRUL. S|IISS 20t MgS0, &0IA AXZAIZILD, ESWHE 2 &otl SFAIRCH
] JEDIEJEHMI (OHE' OLMIHIOIE : OIE OMIEHIOIE-HIEtS = 9/1) Gt = N-
E 5 ElOH-1,8b-CIOFXIOtMILI 2 E l-4-Jt 2 S A0H0| =€ =50t
el &-2- °'[H|E'] —5-E|0t-1,8b-CI O} X OLNI LI & 8l -4-Jt 2 S A OF
%% ASHM 0.5 AIZFE0F MEFAIZICH. OIEHSS ZOtst =,
otll, Oigt=2 & CIOE OHZ22 HE5RHCZ 2IAGHH HA

o
o
=2

oo @
>
o
2|

Hu Mo
wW
By

r
=" 0900
THO 2 riok 40 ok [0 ™
o
|m Mo
>

I
o

— A 2RI
Yw
N

I

T
T
1t
1%
[z
Hmdm

P>
>_Z
E_

=Nl
0z
U

for g

Mmoo
ton H0|I
1

>

QW
Q

o o =2
o njo o

H g g
Jnr=

fel]

to

-
1z
(0
1o

=8 3.476 g (54%).

"H-NUR (CD;0D, 200 MHz) &: 1.476-1.909 (6H, m), 2.898-3.022 (1H, m), 3.290-3.504 (4H, m), 6.615

(1H, d, 7.6 Hz), 6.993 (1H, d, 8.8 Hz), 7.068 (1H, s), 7.390 (1H, dd, 7.6 Hz, 8.8 Hz), 7.547 (1H,
s).

R (Nujol): 3300, 3199, 3032, 2713, 1633, 1564, 1539, 1500, 1294, 795 om .
) N-[1-(3-HEZ=22-1-2) I H 2l e -2-L H E]-5-E|0t-1,80-CI Ot X OLMI LI ZE 8l -4-9t 2 S AO0H0| =9 &

o
1o

A
e

FRACH

Jn
ol

2

=

LBHO 2 AMAIN 6-2) 2 LHHS 850 HHNSES
S|

AOHT. =8 0.164 g (15%).

"H-NMR (COCly, 200 MHz

)
(2H, t, 4.3 Hz), 5.705
(5H, m).

&1 1.256-1.909 (7H, m), 2.218-2.819 (7H, m), 2.980-3.042 (1H, m), 3.367
(IH, dd, 1.4 Hz, 6.2 Hz), 6.532-6.689 (4H, m), 7.001 (1H, s), 7.149-7.318

IR (neat): 3319, 2935, 1618, 1545, 1483, 1281, 1153, 773, 733, 700 om .

3) N-(1-(3-HEZZE-1-2) I H 2| &-2-2 HI € |-5-E/ 0t-1,80~C| Ot Kt Ot ML ZE 8ll-4-9t 2= A 00| & Cl 3l
EZ22eE9 g4

detxoz AN 1-7) o gY

o

A
e

O EXStEESE el XM HE EHHE =SotALH.

02
ol

"H-NUR (CD;0D, 200 MHz) &: 1.558-2.261 (8H, m), 2.627-2.862 (2H, m), 3.012-3.747 (7H, m), 6.621

(1H, dd, 0.8 Hz, 7.6 Hz), 7.010 (1H, dd, 0.8 Hz, 9.2 Hz), 7.147-7.301 (6H, m), 7.399 (1H, dd, 7.6
Hz, 9.2 Hz), 7.550 (1H, s).

R (Nujol): 3392, 3061-2545, 1633, 1566, 1537, 1500, 1450, 1294, 1215, 785, 752, 702 om .
CosH3oCl2N0S - 2.0H0 Off CHEE D224

H X C, 55.45; H, 6.33; N, 10.35

=Xl : C, 55.61; H, 6.35; N, 10.14

2 A0l 8

N-[2-[1-(3-HEZ22-1-2)-1,2,3,6-H Ectol E 2Tl 2| & -4- ]l € ] -5-E| Ok-1,8b~C| O X+ Ot I -LE Z & &l -
4-Jt2=A0101E ColEZ22L2ES &4

At o=z MAIM 6-1) o LHS 3ot N-[2-(1,2,3,6-HIECtSIE21I 2l E-4-2 ) 0 2 ]-5-EI0t-1,8b-
CIOtAIOMILIZE -4-0t 2= A0L0I1E LolE222elEE Qe XM VE= "2 =SS0t

"H-NWR (CDs0D, 200 MHz) &: 2.271-2.392 (4H, m), 3.193-3.429 (4H, m), 3.639 (2H, br s), 5.529 (1H,

170-74
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br s), 6.606 (1H, d, 7.8 Hz), 6.988 (1H, d, 8.6 Hz), 6.991 (1H, s), 7.383 (1H, dd, 8.0 Hz, 8.8
Hz), 7.513 (1H, s).

IR (Nujol): 3516, 3454, 3244, 3061, 2791, 2339, 1633, 1566, 1533, 1498, 1304, 1263, 1213, 829,
773, 735 cn .

4D SHEE2S AI8ctn, LEtRo2 AAN 6-2) o YYS =G0 N-
1,2,3,6-HEcISI S 2Tl el el-4-2 |0l € |-5-El Ot-1,80~C| Ot Kt OF A LI Z E Bll-4-35t =2 = A Of
SElE +~SotALt.

"H-NVR (CDCls, 200 MHz) &: 1.797-1.951 (2H, m), 2.1432.227 (4H, m), 2.467 (2H, t, 7.7 Hz), 2.573
(2H, d, 5.4 Hz), 2.650 (2H, t, 7.5 Hz), 2.986 (2H, br s), 3.385 (2H, q, 6.4 Hz), 5.455 (1H, s),
5.720 (1H, dd, 1.8 Hz, 6.2 Hz), 6.259 (1H, t, 5.5 Hz), 6.524-6.609 (2H, m), 6.651 (1H, s), 6.975
(HH, s), 7.133-7.323 (5H, m).

IR (neat): 3277, 2939, 1618, 1549, 1481, 1281, 1155, 773, 731, 700 cm .

£ At8ctn, detRoz MAM 1-6) o LS 360 ZHSESS Qe HE Sl

"H-NVR (CD50D, 200 MHz) &: 2.061-2.220 (3H, m), 2.269-2.379,(2H, m), 2.606 (1H, br s), 2.738 (2H,
t, 7.7 Hz), 3.176-3.350 (4H, m), 3.407-3.661 (3H, m), 3.880 (1H, br d, 15.4 Hz), 5.493 (1H, br s),
6.606 (1H, d, 7.6 Hz), 7.027 (1H, d, 9.2 Hz), 7.145-7.294 (6H, m), 7.381 (1H, dd, 7.7 Hz, 8.7 Hz),
7.537 (1H, s).

IR (neat): 3390, 3060, 2602, 1633, 1566, 1535, 1500, 1446, 1296, 1215, 785, 754, 702 cm .

CzaHaoC'gNA,OS ° 25H20 0‘“ I:H@' jl%ik\'

H LX) C, 55.51; H, 6.27; N, 9.96
|  C, 55.37; H, 6.42; N, 9.94

=
=

o>

X
AlOH
N-[1-(3-HE Z 2 B-1-2 ) I H 2| & -4-2 NI £ ]-3-(5-El Ot-1,8b—CI OF Xt OF Al Lt
SlEeE2zelEY 4

1) 5-El0t-1,8b-CIOtXIOLMI LI ZE el-4-Dl Et =2 2 & &

=
o
N
o
=
LU

v
=
=
In
o

CIZ2Z=20E 200 ml = 02 5-EIOH1,80-CIOIROLMILIZE E-4-5t =S A 0IE 10.757 g (43.676 mM)
ol 1.5M CIOIARELR0|s olE2/=EE2A 87.4 ml (131 mM) 2 20 ml (EHE*) A L0 78C HA =
Jtotd, 28 &4 0C 2 a4sAZC. &) 2822 UAl -78C 2 H2AI2L =, 28 30 ml 2 1.5 T
OIAREL=20Is olEel=8FRAUS Hototd, 2LE & 0T =2 dsAAL. oI BISE ChAI

o [[OII

7l =

—-78C Z H2tAIZ1L), SO 1.5m ColASg 20 slcec-E20S otottt. =g=s 28

TOA 0.5 AlZtseh WBFAIZICH. D] BHSEE S0 HE=SS -78TOHAM &Ototd M2l CI0IARE

2=20ls ol=cl=E8 2aiAIt. OF, FH=0] €42 WA S AN Ldotol FIototATH

H2t0IEE 0I&0t0 FAES Hustd, CIME ==AE U2 NESIACH. 22 HHULZRH,
Z0HE 2ot0l sJ[A212, 18 5= LOE HHZ22 2&A0t0 ZHSE=S %6%"“‘[}

M DEE. A8 7.777 g (87%).

[0 100

"H-NWR (DMSO-ds , 200 MHz) &: 3.804 (2H, s), 5.330 (1H, br s), 5.945 (1H, dd, 2.2 Hz, 5.6 Hz),
6.123 (1H, s), 6.596-6.706 (2H, m), 6.883 (1H, s).

IR (Nujol): 3429, 3084, 1481, 1090, 1028, 851, 767, 727 om .
2) 3-(5-ElOt-1,8b-CIOFXIOtAILIZ & 8ll-4-2 ) Ot 2 &tO| & Y

M2 OHMIEIOIE (50 ml)-N N-CIHIEZS0I0I= (50 ml) & 5-E|0F-1,8b-CIOFXIOFAILIZE &ll-4-
7.777 g (38.076 mM) oI ZH0 24 0latstd2t 23 g & Foiotl, E2=S 220N 4 Al
AZCH EtSEY=S Oidtotl, Bd==S N,N—EIHI%HEO}DICE NEGSHUCH. 22 HHS
AI?# Z0E HI?#OP&‘EP &) =5 X 5-El0H-1,80-CIOHAIOtAI LI Z € dl-4-Jt2 22 [0l =
A &0 Otz 0lF9 BrtEol M%a . SF9 50 ml = OE CHEZEALLOLAIHEIOIE
1.9 mM) o SMU HH HetEHE AF olE I‘: 60% SEH 1.68 g (41.9 tM)S A=20IM ED
S22 0.5 AlZsSe DLEF/\I;‘E} = £ NN-CIEXZES00IE (50 ml)-=2 (200
% 5-E/0t-1,8b-CIOtALOLAILEE E &l - 2HolE N0 Ldstol Eototl, Egt=
2tSet WENARTH D] BtSE —.—01‘-* , OIE OtMIHIOIEZ 33 =
E= 20t MgSO, &0IA HZAIZI1 %DH%
I}OHdI LIZE 'él—c")O}:_‘la'EﬂOIEE =0
AJl & HE€ 3-(5-ElOt-1,8b-ClOFXtO}
ml (120 mM) S &HOIGtD, ESSS
10 m)ES WELAIDIHEA = 0tot
2 CoE =22 A58 R

=2
Erm
==y )

F

Fii
Lk
o

03
Qe
0z ol [FJ

,_qgmw

a2

K © s
o =

IEHHI]

O\lgﬂ]

;Qmm
Ces
o~

fotoll SZEAZC. MAE = o€ 3-(5-E

_P
HEHE Ol=2 Et20l AMSSHALCEH. NIQ%
I-4-2) 0L 20 EQ Ro”oﬂ N-==4HSHLEE
B 75}/\|94[}

)

o
o

O|I

30{)!9 EZCOZHOIIEQ.MIN

.
lzwwmm
)
(00)
My 8 &
RS Ci0=2oy!

>
~
(6]
HU
2
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=
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MM DEE. &8 7.777 g (84%)

'H-NIR (DMSO-ds, 200 MHz) &: 5.529 (1H, d, 15.8 Hz), 6.262 (1H, dd, 1.4 Hz, 6.6 Hz), 6.795-6.939
(8H, m), 7.226 (1H, d, 16.0 Hz), 7.266 (1H, s).

R (Nujol): 2521, 1711, 1587, 1309, 1255, 1136, 1107, 947, 970 om
3) N-(IlHzlIH-4-2HE)-3-(5-EI0-1,80-CIOLRIOLMILIZ E 8I-4-2 ) Ot 0I0IE ClolEzE2=z2lE9 &

M
=)

3-(5-ElOt-1,80-CI Ot XtOLMI Lt E @l -4-2 ) Ot 2 =2 &b 0.708 g (

4-2L0Eorel 0.68 g (3.19 mM), X ECI0IE0t2! 0.48 ml (3-48 mM) = N.N- [:|D'||E';L|‘_' Ot0IE 1
Ol &M mBHAIDIE A, CIOIE AOt-ZAMHOIE 0.53 ml (3.48 mM) & 20 M ZDt6t1,

2Z0A M WEAIZCH. &)] BtSEg=S SEHAMUEE =89 01| 20i€d, OE OtMHIOIEZ
FEOIALH. RIISS 20k MgS0, &H0IA 2ZAIZ11, Si[]Ha Zotill SFA &t

2.898 mM), 1-(t-RSAIIEEL)IIHIE-

2 J=Z0tEJeHIl (HE OtAIHIOIE @ OIE OLMIHIOIE-HES = 9/1) &t _7E N-[1-(t-2SAIH=E
)M H el -4-2L 0l € ]-3-(5-El0t-1,8b-CI Ot Kt Ot LI Z 2 &l -4-2 ) Ot 2 -2 OtOI E & =S 3HACH

A = N-[1-(t-RSAZI22Y )l Hel ¢/4-2 H E ]-3-(5-E0t-1,8b—C| Ot Xt O Al L Z E &l -4-20) Ot 2 2 0O
SOl s5 g4 1 mIc> ltotl, === A20A 0.5 Al2tSeH WEHAIZCH. OE=SS Zotet =, &
S22 WEAD|IL, dddE ZAE =&otl, HE=ES € UUE =22 35822 NEoIH ZEHEE
== =Sotjl. =R DEE. =8 1.099 g (92%)

"H-NVR (CDs0D, 200 MHz) &: 1.335-1.635 (2H, m), 1.794-2.072 (3H, m), 2.907-3.035 (2H, m), 3.227-

3.438 (4H, m), 6.173 (1H, d, 15.4 Hz), 6.743 (1H, s), 6.751 (1H, d, 7.4 Hz), 7.141 (1H, d, 8.8
Hz), 7.195 (1H, d, 15.4 Hz), 7.504 (1H, dd, 7.8 Hz, 9.2 Hz), 7.546 (1H, s).

IR (Nujol): 3373, 2735, 1666, 1637, 1606, 1552, 1381, 1344, 1302, 1261, 1215, 962, 777 om .
4) N-[1-(3-HEZ2&8-1-2) Ol Hi 2| & -4-2 0l € ]-3-(5-EI Ot-1,8b-CI Ot AFOF M LI Z E 2l -4-24 ) Or T - 0L 0I &

OlEt2 20 ml = N-(HLH2lE4-LHE )-3-(5-EI0t-1,8b-CIOLXIOtMILIZE &I-4-2)0t2 0101 & CISIER
222l 0.502 g (1.214 mM), 1-EE22-3-HEZZE 0.36 g (1.82 mM), & EEIOHE'OPE” 0.59 ml (4.25
mM) o SHsS 1 LSt ERAIZULE. 01F, SMHE 2Aotol SFAIIL, dRES Aot 2 3=2
OFEcHI (OI2 OLMIEIOIE @ OIE OLMIHIOIEDE S = 4/1) 2 FHELEZMN SHIES % E2/0E
OI2l SI=E222C|=2 Eg=S +=SotAl. &) === UHE ONHOIERZ gl/\*oPj %E‘&HE%
=2, 2, ¥ GUES Zt #S2UCZ ASMO=Z MFESIACH. KIISS MgS0, &0AM AEAIDILD,
Z0HE 2ol SJAA ZHIAESS =SotAL

HM HE. =28 0.305 g (55%)

'H-NR (CDCls, 200 MHz) &: 1.229-1.401 (2H, m), 1.482-1.958 (7H, m), 2.354 (2H, t, 7.7 Hz), 2.612

(2H, t, 7.7 Hz), 2.896-2.954 (2H, m), 3.231 (2H, t, 6.0 Hz), 5.659 (1H, d, 15.2 Hz), 5.859 (1H,
dd, 1.2 Hz, 6.6 Hz), 6.222 (1H, br t, 5.8 Hz), 6.255 (1H, s), 6.598-6.746 (2H, m), 7.048-7.305
(7H, m).

neat): 3273, 2926, 1651, 1614, 1585, 1554, 1344, 1265, 1213, 1142, 964, 773, 731, 700 om .

R (
5) N-[1-(-HEZ=2E-1-2) I H 2| g -4-L 0l € ]-3-(5-EI0-1,8b-CI Ot K OFMI LI Z &l &ll-4-2 ) 0t 2 H Ot0I &
1=

ClolEz=2=2elEe &4

oiets 2 ml S0l

N-[1-(3-HEZ2®-1-2 ) I H 2| &l -4-2 H & ]-3-(5-El0t-1,8b-CI O XFOLMI LI Z El &l -4-21 ) Ot~ 0t0I =
0.305 g= SoiAl2l =, SISTLEH W2 HES So SAE FIooAC. SE=S wbtAPIL, s5
AZILD, &FES HES-CIHE OHHZZ 2EAA ZMFEES =Sotl. QU XM nsg. 4
£ 0.342 g

"H-NWR (CDs0D, 200 MHz) &: 1.405-2.610 (2H, m), 1.790-2.140 (5H, m), 2.711 (2H, t, 7.5 Hz), 2.868-

3.244 (6H, m), 3.553-3.616 (2H, m), 6.149 (1H, d, 15.4 Hz), 6.735 (1H, s), 6.792 (MH, d, 7.2 Hz),
7.109-7.334 (7H, m), 7.496 (1H, dd, 7.8 Hz, 9.2 Hz), 7.537 (1H, s).

R (Nujol): 3255, 2669, 1637, 1601, 1545, 1301, 1263, 1215, 1159, 970, 777, 752, 727, 700 om
CorHaaCioNs0S - 2.0H,0 Off CHEH D=2 4
H X C, 57.14; H, 6.39; N, 9.87
Xl : C, 57.44; H, 6.27; N, 9.80
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N-( Il H 2| el-4-«

-3-(5-El0t-1,8b-CI Ot X} OLMI LI Z & &l -4-
= g2 +=Sot%lt.

JOITEZO0I0IS LIBIESZ2Z2EE QXM
"H-NVR (CD;00, 200 MHz) &: 1.641-1.844 (2H, m), 2.123-2.174 (2H, m), 3.072-3.466 (4H, m), 3.978-
4.132 (HH, m), 6.138 (1H, d, 15.4 Hz), 6.741 (1H, s), 6.789 (1H, d, 7.4 Hz), 7.128 (1H, d, 8.4
Hz), 7.211 (HH, d, 15.8 Hz), 7.494 (1H, dd, 7.8 Hz, 9.2 Hz), 7.536 (MH, s).

IR (Nujol): 3485, 3413, 3230, 2725, 1664, 1639, 1605, 1549, 1302, 1263, 1213, 993, 781 Cm_1

&)l stEg=Es /\f%ﬁfj, LEtH o2 MAIN 6-2) o HYES =850 N-[1- (3 HEZZ
-1 g

HOd B-1-o)ojmeld
,80—CIOtXtOFAILI ZE 8l -4-2!) Ot 2 & MM NS HHZ SOt f

=
=
In

"H-NWR (COCl3, 200 MHz) &: 1.423-1.597 (2H, m), 1.731-2.147 (6H,-m), 2.366 (2H, t, 7.7 Hz), 2.616

(2H, t, 7.7 Hz), 2.834-2.892 (2H, m), 3.799-3.944 (1H, m), 5.665 (1H, d, 15.0 Hz), 5.845 (1iH, d,
6.6 Hz), 6.171 (1H, d, 8.0 Hz), 6.253 (1H, s), 6.590-6.737 (2H, m), 7.043 (1H, s), 7.118-7.307
(6H, m).

IR (neat): 3265, 2943, 1649, 1614, 1585, 1551, 1348, 1267, 1213, 1142, 1113, 960, 910, 773, 731,
-1
700 cm

AtEotD, dBrEoz MAIN 1-6) o YHES o0 HHMSESS UM NES ¥

ol

H-NR (CDs0D, 200 MHz &: 1.711-1.908 (2H, m), 2.048-2.218 (4H, m), 2.720 (2H, t, 7.5 Hz), 3.011-

3.222 (4H, m), 3.590-3.654 (2H, m), 3.929-4.205 (1H, m), 6.113 (0.8H, d, 15.4 Hz), 6.321 (0.2H, d,
16.0 Hz), 6.737 (1H, s), 6.790 (HH, d, 7.2 Hz), 7.109-7.339 (7H, m), 7.495 (1H, dd, 7.6 Hz, 9.2
Hz), 7.539 (1H, s).

IR (Nujol): 3369, 3184, 1486, 1655, 1637, 1597, 1552, 1215, 1159, 980, 837, 783, 758, 727 om
CosHaoC12N,0S - 1.4H:0 Off CHEE D=2 =4

HAR : C, 57.54; H, 6.09; N, 10.32

AZX : C, 57.74; H, 6.07; N, 10.17

AAIO 11

N-[2-(3-HI'L B2 B-1-2)-2,3-CI 5| S 2~ 1H-01 £ 01 S-5-2 | 2 ]-5-E| Ot~ 1,80-Cl OF KO Al LE & Bll-4-3t 2

=A0l0IE CslE2222IS9 a4y

1) N-[2-(3-HI'L T2 B-1-2)-2,3-C| 5| = 2-1H-0| A O E-5-2 0l € ]-5-E Ok—1,80-Ll OF KO All L T & 2il-4-3}
222010129 84

MIEHS 20 ml 5 N-[2-(3-BHIL T2 B-1-2)-2,3-015| S 2-1H-0/ £ 01 S-5-LHE ] ZE0I0/= 0.401 g (1-
011 mM) © 20| 51=2t& 2=5/SHO0IE 0.05 ml (1.11 mi)S EII5t1, SEESS 2 AIASO SRAl
20 4202 WA £, 84S HMSS OUED, HESZ MISAC. 22 HUOR=EH, =
S SSAZC. 488 X N[2-(3HZEZ28-1-2)-2,3-[l5| S2-1H-0/ A0S 5—%']D1|%O+DIE )
oHX 27 2 0l=° 8BS0l AFZatACH. N N-CIHEZS00IS 20 ml = 5-EI0-1,8b-ClOFXHOF ALY
DER-4-9t2 =AM 0.22 g (1.21 M), &J = N-[2-(3-H'L T2 BH1-2)-2,3-CI5| E2-1H-0| A 21 S-
5-0IE0te!, L E2(0IE0e 0.17 ml (1.21 mi) O S0l CIOIE AIOF=ZAHOIE 0.18 ml (1.21
S AS0M LGN WEAIISN HItotD, S82S 2SS0 3 YSO WEIAIZICH 4D B
SEs2s SEHUUES +2%0 202D, K OMEHOER 33 =550, RIIES 20t MgS0,
UM AEADID, SRS A5 SHAZC. IFSS M2 ZY AZ0EINHT (0L OHAIE
OIE : OIE OLMIEIOIE-TIEIS = 9/1) 2 HHGIH HERSESS +S5IACH

A OUF. S8 0.109 g (23%)

"H-NMR (COCl3, 200 MHz) &: 1.870-1.985 (2H, m), 2.714 (2H, t, 8.0 Hz), 2.751 (2H, t, 7.3 Hz)
3.913 (4H, s), 4.399 (2H, d, 5.8 Hz), 5.715 (1H, dd, 2.9 Hz, 4.9 Hz), 6.571 (1H, dd, 9.2 Hz, 11.2
Hz), 6.591 (1H, s), 6.664 (1H, s), 6.672 (1H, br t, 5.3 Hz), 6.907 (1H, s), 7.058-7.332 (84, m).

IR (neat): 3275, 2935, 1618, 1545, 1481, 1281, 1153, 1032, 771, 731, 700 cm .
2) N-[2-(3-H L EE B-1-2)-2,3-LI 5| E2-1H-0l £ O S-5-2 Bl = ]-5-E1 0k-1,80-Cl OF KO Al L T & 2il-4-3}
E=A0101E USIER22elE9 84
[=]

Moz AN 1-6) 2 YEHES o0 HMSEESES Z2M 1 EBHE ==otACt.

og

=]
=

e
O“

"H-NVR (CD,0D, 200 MHz) & :

1.
(2H, s), 4.482-4.553 (2H, m),
6.995 (1H, s), 7.149-7.415 (H,

070-2.227 (2H, m), 2.764 (2H, t, 7.7 Hz), 3.401-3.482 (2H, m), 4.427

4.836-4.878 (2H, m), 6.587 (1H, d, 7.4 Hz), 6.991 (1H, d, 8.8 Hz),
m), 7.512 (1H, s).

IR (neat): 3251, 3131, 2924, 2515, 1633, 125, 1498, 1443, 1296, 1219 on
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C28H280|2N4OS 4. 5H20 of Cigt D224

H&X : C, 54.19; H, 6.01; N, 9.03

A=X : C, 53.99; H, 5.63; N, 9.38

AN 12

N-[2-(1-(3-HI 2 T2 B-1-2)-2,5-C1 5| S 2~ 1H-I1 B-3-2 ] 0l & ]-5-, E] 041, 8b-C| OF K- O Al LH I &4 &1-4-5}
2=A0H0IE TIE22R2IS9 84

ABtNOZ AMAG 6-1) © WHS $#6H0 N-(2-(2,5-C15| S 2-1H-TI 2-3-2 ) 0l 2 ]-5-EI OF-1,8b-CI OF Xt
OHHLIZSe-4-5t22A0IC (3IC2222CE QUMM I8E SH2 +55120.

"H-NR (CDs0D, 200 MHz) &: 2.445 (2H, t, 6.4 Hz), 3.440 (2H, t, 6.8 Hz), 4.048 (4H, s), 5.645 (1H,

s), 6.614 (1H, d, 7.8 Hz), 6.996 (1H, d, 8.4 Hz), 7.006 (1H, s), 7.389 (1H, dd, 7.6 Hz, 9.2 Hz),
7.528,(1H, s).

IR (Nujol): 3358, 3226, 2665, 1657, 1633, 1564, 1535, 1498, 1282, 1209, 777 om

AD| SHEES A0, YBECZ AAIN 6-2) o 2HHS G N-[2-[1-(3-HEZ28-1-2)-2,5-
ClslE2-1H-1I E-3- %]OHE'] -5-El0t-1,8b-CIOtXIOLMILIEE el -4-Jt 2SS A 00| =€ HAMMH EHZ =5
ot AL

"H-NUR (CDCls, 200 MHz) &: 1.742-1.894 (2H, m), 2.291 (.2H, tf 6.2 Hz), 2.645 (2H, t, 7.5 Hz),

2.667 (2H, t, 7.7 Hz), 3.367-3.460 (6H, m), 5.489 (1H, s), 5.721 (1H, ddf 2.2 Hz, 5.4 Hz), 6.524
(1H, t, 5.1 Hz), 6.570-6.627 (3Hf m), 6.960 (1H, s), 7.134-7.327 (5H, m).

IR (neat): 3242, 2937, 1618, 1549, 1510, 1481, 1281f 1153, 910, 773f 731, 700 cm

S MSotD, LEt™oz AAN 1-6) 2 LEHS 860 HMSESS QHXM HE S

"H-\WR (CD;0D, 200 MHz) &: 1.991-2.149 (2H, m), 2.421 (2H, t, 6.2 Hz), 2.747 (2H, t, 7.7 Hz),

3.290-3.513 (4H, m), 3.914-4.052 (24, m), 4.240-4.334 (2H, m), 5.634 (1H, s), 6.598 (1H, d, 7.4
Hz), 6.993 (1H, d, 9.0 Hz), 7.043 (1H, s), 7.144-7.299 (5H, m), 7.385 (1H, dd, 7.4 Hz, 9.2 Hz),
7.517 (H, s).

IR (neat): 3062, 2945, 2,675, 2486, 1633, 1566, 1537, 1500, 1448, 1296, 1215, 785, 756, 702 om
CosHsClaN40S - 2.0H0 Off CHEH JI=2EA
H&X © C, 55.66; H, 5.98; N, 10.38
| © C, 55.88; H, 6.33; N, 10.32

-[4-[4-(2-2z= 2| I H2ICl = ]-F2 € ]-5-E|0t-1,80-CIOt A OtHI LI EZ € 8l -4-9t2 = A 0t0|E CI6IE
2229 g4
detx oz MAN 11-1) o BHS 850 N-[4-[4-(2-222eIZ 2|l T H2ICl = |2 E ]-5-El0t-1,8b-
CIOMXIOtMILI 22 -4-Jt 2 S A0I0| =€ HMAK SHEH =2 *%5} Ct.

"H-NWR (CDCls, 200 MHz) &: 1.565-1.628 (4H, m), 2.377-2.500 (8H, m), 2.598 (2H, t, 5.2 Hz), 3.282-

3.339 (2H, m), 5.759 (1H, dd, 2.0 Hz, 6.0 Hz), 6.307 (1H, s), 6.551-6.689 (4H, m), 7.007 (1H, s),
7.116-7.247 (3H, m), 7.352-7.408 (1H, m).

IR (neat): 3304, 2941, 1618, 1549, 1510, 1479, 1281, 1155, 910, 773, 731 o

AFB5t1, dBtRoZ MAN 1-6) of ZHES =™otH HMSESS QXM 1

=

ol'

"H-NUR (CD;0D, 200 MHz) &: 1.577-1.705 (2H, m), 1.764-1.916 (2H, m), 2.469-3.103 (6H, m), 3.193

(2H, br t, 8.1 Hz), 3.317 (2H, t, 6.6 Hz), 3.552-3.762 (2H, m), 6.556 (1H, s), 6.609 (1H, d, 7.4
Hz), 6.997 (1H, d, 8.8 Hz), 7.037 (1H, s), 7.239-7.448 (5H, m), 7.526 (1H, s).

R (Nujol): 3213, 2721, 1632, 1498, 1292, 1215, 750, 725 cn
C26H290|3N4OS : 35H20 0‘” I:H@' jl%ik\'

H LX) C, 50.78; H, 5.90; N, 9.11
=Xl : C, 51.04; H, 5.74; N, 9.30
AAI 14
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-[4-(4-3| ESA-4-HE I He2ICl =) 2 E]-5-E/0t-1,80-CIOt A OtHI LI EZ € 8l -4-2t2 S A0t0|E CISIEER S
2I=9l gy

I-ﬂlz

o
H

et oz AAIN 11-1) o HYES =350 N-[4-(4-5IESA-4-HE T HeIC )R ]-5-E0F-1,80-Cl
FXHOLMILIZE El-4-t2SA0H0IEE EM HE Hz SOt

o

'H-NIR (CDCls, 200 MHz) &: 1.584-1.826 (7H, m), 2.186 (2H, dt, 4.1 Hz, 13.1 Hz), 2.392-2.546 (4H,

m), 2.812-2.867 (2H, m), 3.260-3.337 (2H, m), 5.716 (1H, dd, 1.8 Hz, 5.8 Hz), 6.539-6.656 (4H, m),
6.942 (1H, s), 7.213-7.402 (34, m), 7.501-7.548 (2H, m).

IR (neat): 3305, 2943, 1618, 1547, 1510, 1481, 1282, 1153, 910, 770, 731, 700 cm
AtEotD, dEtEoz MAIM 1-6) o YEHS =oto HHSEESS QXM 1

=

ol'

'H-NWR (CDs0D, 200 MHz) &: 1.593-2.012 (6H, m), 2.425 (2H, dt, 4.8 Hz, 13.7 Hz), 3.218 (2H, t, 8.2

Hz), 3.292-3.576 (6H, m), 6.616 (1H, d, 7.6 Hz), 6.999 (1H, d, 10.4 Hz), 7.025 (1H, s), 7.231-
7.436 (4H, m), 7.507-7.584 (3H, m).

R (Nujol): 3211, 2673, 1630, 1497, 1292, 1213, 976, 766, 725, 700 cm_1
C25HaoC|2N4OQS : 15H20 0“ EHS\_" j'EE&\‘

HAEX] 2 C, 54.74; H, 6.06; N, 10.21

=Xl 1 C, 54.42; H, 6.44; N, 10.10
AAI 15

N-[2-0|ESAI-3-(4-H Z I H 2| Cl =) T2 E-1-2 ]-5-E| 0}-1,8b-CI Ot KL OLHI LI ZE &l -4-It2 S A 00| )
6IE§3§EI‘:°| gd

oMoz MAIN 11-1) o 2EES SO0 N-[2-0|ESA-3-(4-HE I HaI Ol ) Z2T-1-2 ]-5-E| 0t
1,80-CIOXIOtAI LI Z 2 AI-4-Jt 2 S A0I0I =8 HM HE EHE =SotRUL.

_|

"H-NWR (COCls, 200 MHz) &: 1.623-1.890 (4H, m), 2.126 (1H, dt, 2.4 Hz, Il,.5 Hz), 2.293-2.620 (5H,

m), 2.919-3.131 (2H, m), 3.236 (1H, td, 6.0 Hz, 13.7 Hz), 3.558 (1H, ddd, 3.7 Hz, 5.6 Hz, 13.7
Hz), 3.813-3.932 (1H, m), 5.759 (1H, dd, 1.6 Hz, 6.2 Hz), 6.525 (1H, br t, 5.0 Hz), 6.561-6.684
(3H, m), 7.031 (HH, s), 7.172-7.352 (5H, m).

IR (neat): 3311, 2933, 2808, 1618, 1543, 1506, 1483, 1281, 1155, 910, 773, 731, 700 om

AtEotD, dBrEoz MAIN 1-6) of YHE SO0 HHIESS UM NES

ol'

"H-NWR (CDs0D, 200 MHz) &: 2.092 (4H, br s), 2.820-2.970 (1H, m), 3.147-3.425 (6H, m), 3.724-3.786

(2H, m), 4.190-4.300 (1H, m), 6.619 (1H, d, 7. Hz), 7.000 (1H, d, 9.2 Hz), 7.078 (1H, s),
7.2217.437 (6H, m), 7.550 (1H, s).

IR (Nujol): 3242, 2723, 1633, 1498, 1296, 1215, 1113, 783, 702 om
CoaHosCl2N402S - 2.0H:0 Ofl CHE D2 =4
H&EX © C, 53.04; H, 5.93; N, 10.31
| = C, 53.09;: H, 6.11; N, 10.31

-[2-=SA-3-(4-HIE T HeIClL ) T2 8-1-2 ] -5-E|0-1,8b-CI Ot Xt OtMILIZ E 3l -4-9tE=S A0L0| & CI6IE
E%EEIEEI B

1) N-[2-2A-3-(4-BIZ T H2ICI & ) =2 B-1-2]-5-E101-1,80-CIOL KO M L Tl @il -4-3t 2 =2 A0t0| S 9| &

U

EIJEE[HIEF 20mn & 34

2 222/ 0.39 g (3.05 mM) 2 SA0 CIHE =ZAIE 0.43 ml (6.11 mM)
£ -78C OIA ZIISIQACH. S22 5 S0 WAL, 2Y 28 UEZZ20HE 20 ml = N-[2-31E
EAM3-(4-HEDHIC =) 2 E-1-2]-5-E]0t-1,80-CI Ot Xt Ot I LI Z El ll-4-3} 2= A 0H0| & 0.885
(2.037 mM) o SH=2 FHotstn, EEES8S 78T WA 15 2= WEHAIZICH. &D] E&820 Ecld ot
el 1.70 ml (12.2 M)S EIIotD, 2EE A= V‘/\IE”[] =p t‘*c’%@%% S0 2o, o
g OtMIHIOIEZ 32| =E0IRALE. FIIESS 20t MgS0, &0l HZAIFIL), E0HE 2ot SFAIALCH
MHE ZHLES Mootz 28 AZ0tE0HI (HE OLMIEIOIE @ OlE OFMHIOIE-DIES = 9/1 UK

X 4/1) 2 FHSIH EHEE2S +=SotULt. M HE. =8 0.652 g (74%)

"H-NVR (COCls, 200 MHz) &: 1.812-1.903 (4H, m), 2.195-2.324 (2H, m), 2.423-2.580 (1H, m), 2.910-
2.967 (2H, m), 3.278 (2H, s), 4.354 (2H, d, 4.6 Hz), 5.789 (1H, dd, 1.9 Hz, 6.1 Hz), 6.581-6.722
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(4H, m), 7.063 (1H, s), 7.166-7.357 (5H, m).

IR (neat): 3257, 2935, 1731, 1616, 1539, 1504, 1483, 1282, 1153, 910, 773, 731, 700 om

2) N-[2-S4-3-(4-HEIHICl L) ZZ22-1-2]-5-E|0t-1,80-CI Ot KtOtMILIZE 8ll-4-9t 2= A 00| = Cl 3l
EZ22eE9 g4

UBIHOR AAID 1-6) Of B

o

A
e

tO1 HE XIS

i
0]

QXM 1 EBHE ==ot2UCt.

o2

=
=

ol'

=)
=

02
ol

"H-NMR (CDs0D, 200 MHz) &: 2.050-2.150 (4H, m), 2.841-3.000 (1H, m), 3.180-3.321 (2H, m), 3.629-

3.691 (2H, m), 4.215 (2H, s), 4.444 (2H, s), 6.625 (1H, d, 7.2 Hz), 7.007 (1H, d, 9.2 Hz), 7.039
(H, s), 7.195-7.442 (6H, m), 7.557 (MH, s).

R (Nujol): 3234, 2723, 1743, 1633, 1498, 1300, 1215, 968, 779, 725, 700 cn
C24H260|2N4028 ° 25H20 0“ EHS\_" j'EE&\‘

x
[Ba
pal

: C, 52.36; H, 5.68; N, 10.18
| : C, 52.65; H, 5.72; N, 10.08

oz
i

—[2-[(4-HEOH2ICl=)HE A ]-5-El0t-1,80-CIOt KOt MILIZE 8ll-4-9t 2= A 0101 = CISIEZ 222

In
o=+ >
]
0?..

£ ™Moo N-(2-[(4-HIZ Il H2ICl< )€ ]8I &)-5-El0t-1,8b-Cl OF Xt OF

"H-NUR (COCls, 200 MHz) &: 1.787-2.030 (4H, m), 2.207 (2H, dt, 2.3 Hz, 11.8 Hz), 2.619 (1H, tt,

3.9 Hz, 12.0 Hz), 3.109 (2H, br d, 11.6 Hz), 3.549 (2H, s), 4.484 (2H, d, 5.0 Hz), 5.418 (IH, dd,
0.8 Hz, 6.8 Hz), 6.460 (1H, dd, 6.8 Hz, 9.2 Hz), 6.535 (1H, ), 6.598 (1H, dd, 0.9 Hz, 9.2 Hz),
6.768 (1H, s), 7.154-7.453 (9H, m), 8.127 (1H, br s).

IR (Nujol): 3296, 1647, 1597, 1516, 1485, 1244, 1140, 741 om .

AtESHD, dBrEoZ MAIN 1-6) o YHE SO0 HHSESS UM NES

ol'

"H-NVR (CDs0D, 200 MHz) &: 2.053-2.125 (4H, m), 2.883-3.044 (1H, m), 3.224-3.367 (2H, m), 3.585-
3.667 (2H, m), 4.566 (4H, s), 6.584 (1H, d, 7.6 Hz), 7.017 (1H, d, 8.8 Hz), 7.182-7.631 (12H, m).

IR (Nujol): 3392, 2698, 1610, 1572, 1311, 1207, 760 om
CogHaoClaN40S - 1.0H0 Off CHEH JI=2EA

H&X €, 60.94; H, 5.64: N, 9.80
& =Xl : C, 60.67: H, 5.78; N, 9.74
AAI0I 18

N-(1-HUIE Il H 2l & -4-2)-3-(5-E|0F-1,80-CI OL R OLMILIZE 8l -4-2 ) Ot 2 ZH 0L0I & ClolE2E22EY
_‘

1) N-(1-HUIE Ol H 2l &-4-2)-3-(5-EI 0t-1,8b-CI Ot K- OF Al LI Z & 3
MEtS 10 ml S0l N-(Il B2l E-4-2)-3-(5-El0t-1,8b-CIOFXtOLAILIZEl 8l-4-2 ) Ot I OOl E CISIEZ 2
22/ 0.998 g (2.5 mM) ¥ HUE S20/S 0.703 g (3.8 nM)S SEAIDILD, EcINE0LR 1.74 ml
(12.5 M)S Eototll, EEES 5 A2SQ SFAIRCH. &) BSEEE0 HUE E=201E 0.070 ¢
(0.38 M)S O ’S?PS}I’_, Sg=S M SFARC. )| BSEH=SS 5 SEUUEE #EH2=2
S|dotll, CISZZ2Z2MESH2Z F=E0IUL. RIISS SIUEE EL3 =FH2Z MEStLD, NaS0, &0l A
XA, SOHE 200l SFAIRL £ Azt 2 IAZ0rEDHT (0lE OtAIHEIOI E-0
B2 =4/1) 2 FEHMotD, s5A210, &FS2 H2Z ZJSAHA NS SE +=SoIAC

XM DEES. 8 0.544 g (51%)

il
>.

2l C o] SkHA
oLoIES gd

ré
‘?
1o
v o

A

" H-NIR (COCl3) &: 1.45-1.80 (4H, m), 1.90-2.10 (2H, m), 2.15-2.35 (2H, m), 2.60-2.75 (2H, m),

2.80-2.90 (2H, m), 2.93-3.10 (2H, m), 3.83-4.05 (1H, m), 5.44-5.48 (1H, m), 5.61 (1H, d, 15.0 Hz),
5.88 (1H, d, 6.2 Hz), 6.29 (1H, s), 6.63-6.78 (2H, m), 7.08 (1H, s), 7.15-7.35 (4H, m).

IR (KBr): 3392, 3224, 3035, 2941, 1647, 1614, 1578, 1363, 1263, 1142, 1111, 995, 966, 750, 702 om
2) N-(1-HUIE I Heal-4-2)-3-(5-EI0t-1,80-CIOt Xt O I LI Z E &ll-4-2 ) Ot H OOl E ClolE22=2E

ES

dgrdoz AMAIN 1-7) o SHE 5N BHIESS QXM D Bz =

Jn

ot ALk,

o

=]
=

ol'
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"H-NWR (CD,00) &: 1.75-2.00 (2H, m), 2.05-2.35 (4H, m), 3.00-3.25 (4H, m), 3.30-3.50 (2H, m),
3.65-3.80 (2H, m), 3.90-4.30 (1H, m), 6.12 (0.8H, d, 15.4 Hz), 6.33 (0.2H, d, 15.0 Hz), 6.94 (1H,
s), 6.77 (HH, d, 7.4 Hz), 7.10-7.48 (6H, m), 7.53 (1H, s).

IR (KBr): 3425, 3240, 3052, 2947, 2684, 1659, 1605, 1551, 1504, 1394, 1360, 1217, 1151, 966, 764
-1
cm

C25H28N4OSC|2 0. 5H20 ol iet =24
HALX] @ C, 58.59; H, 5.70; N, 10.93

AZ=X @ C, 58.65; H, 5.81: N, 11.11
AAG 19

N-(1-IH 4l € I Bl 21 €1-4-2 Bl & )-3-(5-EI OF-1,80b-Cl OF K OF I LEE 1 Bl -4-20 ) Ot AR OI0I E CIBIS22R2IC
I

UBIHOZ HAN| 18-1) O S LW5H0) N-(1-HUIE T2 E-4-2 B E)-3-(5-E10-1,80-CI Ot XL OF A
|ZEH-4-2)0lIL00IEE HMDSES SEHE +SoUCH

" H-NIR (COCl3) &: 1.25-1.50 (2H, m), 1.50-1.80 (3H, m), 1.95-2.20 (4H, m), 2.56-2.64 (2H, m),
.78-2.86 (2H, m), 3.04 (2H, br d, 11.8 Hz), 3.27 (2H, t, 6.1 Hz), 5.61 (1H, d, 15.2 Hz), 5.80-

2
5.95 (2H, m), 6.63-6.77 (2H, m), 7.08 (1H, s), 7.15-7.32 (4H, M).
IR (KBr): 3427, 3292, 2924, 1641, 1614, 1587, 1543, 1344, 1267, 1144, 951, 770, 702 om .

A SHEES AMEotl, LBIEOZ HAN 1-6) o LHS oI EMSESS XM DEE

ol'

"H-NUR (CD;00) &: 1.40-1.70 (2H, m), 1.80-2.10 (3H, m), 2.90-3.50 (8H, m), 3.69 (2H, br d, 12.8

Hz), 6.17 (1H, d, 15.4 Hz), 6.74 (1H, s), 6.80 (1H, d, 7.4 Hz), 7.11-7.40 (5H, m), 7.45-7.50 (1H,
m), 7.55 (IH, s).

IR (KBr): 3427, 3230, 3059, 2943, 2681, 1657, 1639, 1603, 1552, 1500, 1456, 1392, 1358, 1304,
1267, 1217, 1157, 968, 839, 783, 702 om

CosHaoNs0SCl2 - 0.5H0 Off CHEH D2 =4
HA&EX €, 59.31; H, 5.93; N, 10.64
| ©C, 59.29; H, 5.88; N, 10.59

~HEY T HICl =& )-1-(5-El0t-1,80-CI Ot Kt Ot MI LI ZEl ll-4-2 2 B ) IIH 2l & ClsIEz2222lE

[0l 4-1) o &eis =3ot0 4- 'ullHIEIEILEHIE') ~(5-El0t-1,80~CI Ot Kt Ot AILIZ E
=

JIIHE2IEE HA )

)
&
e

\

[

H
e >

"H-NWR (CDCls, 200 MHz) &: 1.061-1.240 (2H, m), 1.672-2.103 (9H, m), 2.222 (2H, d, 6.6 Hz), 2.409-
2.566 (1H, m), 2.826-2.995 (4H, m), 4.338 (2H, br d, 13.6 Hz), 5.714 (1H, dd, 1.4 Hz, 6.2 Hz),
6.061 (1H, s), 6.530-6.669 (2H, m), 6.926 (1H, s), 7.158-7.343 (5H, m).

IR (neat):,2933, 1616, 1483, 1435, 1281, 1265, 1149, 910, 771, 729, 700 om

40| BEES AMBOID, YHKOR MAN 1-6) O HHES SHG0 HASBSS M HE o
z &

o

=
=
A

Jn
el H0|'

"H-NUR (CD;0D, 200 MHz) &: 1.280-1.449 (2H, m), 2.002-2.321 (7H, m), 2.870-3.238 (7H, m), 3.752

(2H, br d, 12.0 Hz), 4.383 (24, br d, 13.2 Hz), 6.528 (1H, s), 6.658 (1H, d, 7.2 Hz), 7.069 (1H,
d, 9.2 Hz), 7.173-7.473 (7H, m).

R (Nujol): 2669, 1624, 1498, 1213, 970 om .
CorHaeCloNOS - 2.0H0 Ol THEr D=2 =24

H LX) C, 57.14; H, 6.39; N, 9.87

=Xl : C, 57.02; H, 6.45; N, 9.98

A A 21

N-1-[4-(4-HE O H2ICI=)A S22 A U E ]-5-El0-1,8b-CIOtXIOtMILIZE @l-4-IIES A 0L0|E CIGSIER
2=2clE9 g4
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o

BIMOoR MA) 11-1) O UHS 4+

A tOd
FXHOF A FE%'E“—4 IIZ=SA00IEE HM )

—

Heltl=)Al 22 A 0l € ]-5-El0t-1,8b-Cl
FACEH.

I
= ol

[4-(4-HIL T
Bz £S5

N-
=

a

o
o

'H-NIR (COCls, 200 MHz) &: 0.842-1.071 (2H, m), 1.214-1.987 (12H, m), 2.144-2.535 (3H, m), 2.991-
3.316 (4H, m), 5.716-5.771 (1H, m), 6.542-6.676 (4H, m), 6.976 (1H, s), 7.138-7.330 (5H, m).

-1
cm

~
o
o

IR (neat): 3307, 2927, 616, 1551, 1510, 1483, 1279, 1153, 910, 771, 731,

AD| SIEES AE5t, LBROZ AAIN 1-6) 2 S 50 ZMES
B2 =S=otACt.

o

QXM NE= &

ol'

'H-NIR (CDs0D, 200 MHz) &: 1.048-1.246 (2H, m), 1.501-2.227 (12H, m), 2.824-2.972 (1H, m), 3.108-
3.344 (4H, m), 3.533-3.675 (2H, m), 6.618 (IH, d, 8.4 Hz), 6.903-7.015 (2H, m), 7.195-7.434 (6H,

m), 7.516 (1H, s).
R (Nujol): 3379, 3215, 2644, 1633, 1500, 1286, 1219 cn
AA0 22

N-[1-(3-HEZ2T-1-2) I H el -4-L H E ]-5-EI0t-1,80-CIOLRIOLMILIZE 8l -4-5tE=A 00| E Clol &
E:EEIEEI ol‘/\‘|

dptxoz MAIM 18-1) o LS 85
=
=

-2 Il Helel-4-L 0l € ]-5-E/0k-1,8b-
CIOtXIOLMILIEE 8ll-4-2t 2 S A 001 = .

'H-NIR (COCls, 200 Mz) &: 1.32-1.81 (5H, m), 1.81-1.97 (2H, m), 1.97-2.18 (2H, m), 2.41-2.56 (2H,
m), 2.64 (2H, t, 7.6 Hz), 2.98-3.14 (2H, m), 3.19 (2H, t, 5.8 Hz), 5.76 (1H, dd, 5.6 Hz, 3.4 Hz),
6.44 (HH, t, 5.6 Hz), 6.55-6.68 (2H, m), 6.77 (1H, s), 7.02 (1H, s), 7.11-7.34 (5H,

R (KBr): 3289, 1620, 1546, 1279 om
AtEotD, detEoz MAIM 1-6) o Y

o

A
e

tod E RIS

i
0]

QXM NEE &

ol'

=)
=

02
ol

" H-NIR (OMSO-ds, 200 Mz) &: 1.42-1.70 (3H, m), 1.72-1.92 (2H, m), 2.01-2.22 (2H, m), 2.62-2.78

(2H, m), 2.78-2.97 (2H, m), 2.97-3.33 (4H, m), 3.44-3.60 (24, m), 6.66 (1H, d, 7.2 Hz), 7.03 (1H,
d, 8.8 Hz), 7.20-7.46 (2H, m), 7.71 (HH, s), 8.97 (H, t, 5.4 Hz).

R (KBr): 3379, 1641, 1535, 1294 cn
C25H30N4OSC|2 ° 2H20 O“ [:Hé‘_} jléiﬁ

H X C, 55.45; H, 6.33; N, 10.35; Cl, 13.09

=Xl : C, 55.18; H, 6.29; N, 10.35; CI, 13.05

A AL 23

N-[1-(3,3'-HIEI @ H-5-L N &) I H 2| & -4-2L 0l € ] -5-E| Ot-1,80-CI Ot Xt O M LI Z E Bll-4-3t 2 S A 00| & CJ
SlEeE2=zelEl 4

Aoz MAIG 18-1) o ZLEHS =850 N- -HIEI2EI-5-2 i
-

[ ! |€)IIH 2l -4-L 0l € ]-5-El Ot
1,80-CIOtAIOtAILIZ & B4t 2 S A0I0IEE HZM IR +==otALH .

"H-NR (CDCl3) &: 1.20-1.85 (5H, m), 1.90-2.15 (2H, m), 2.98 (2H, br d, 11.2 Hz), 3.21 (2H, t, 6.2

Hz), 3.71 (2H, s), 5.79 (1H, dd, 1.7 Hz, 6.3 Hz), 5.80-5.90 (1H, m), 6.58-6.71 (3H, m), 7.05 (1H,
s), 7.14 (1H, s), 7.20-7.40 (4H, m).

IR (KBr): 3332, 3093, 2922, 2796 1618,, 1539,, 1506,, 1481, 1367, 1340, 1277, 1155, 968, 840, 771,
737, 594 cm

Al S ESS AMEotL, LYBEOZ HAM 1-6) o LHS 3o HEXS

o
o

(=]
=

ro

Qe XA 1

ogr

=
"H-\WR (CD;0D) &: 1.45-1.70 (2H, m), 1.80-2.10 (3H, m), 2.95-3.40 (4H, m), 3.50-3.70 (2H,, m),
4.57 (2H, s), 6.60 (IH, d,, 7.4 Hz), 6.99 (2H, t, 4.3 Hz), 7.30-7.80 (7H, m).

IR (KBr): 3388, 3064, 2927, 2729, 1633, 1566, 1537, 1502, 1452, 1394, 1296, 939, 839, 777, 600 cm

1

CosHaN0SsClz - 2.8H0 Ol CHEH D=2 =24

HA&EX + C, 48.74; H, 5.17; N, 9.09
=Xl : C, 49.10; H, 5.40; N, 8.70
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A A0 24
N-[1-(BI = [b] Fet-2-2 U E )T H 2l &-4-2 0 € | -5-El0t-1,80~-CI Ot Kt Ot I LI Z E 8ll-4-9t 2= A 00| & CI 3l

Ciﬂial |:O| %‘:‘l-/\

AotHO2 AAIN 18-1) o S 5t
0

g-2-2 0l €) I Hel e -4-L 0l € ] -5-El Ok
1,80-CIOAOLMI Lt ZE el -4-Jt 2= A .

"H-NVR (COCls) &: 1.25-1.80 (5H, m), 1.95-2.15 (2H, m), 2.90-3.05 (2H, m), 3.20 (2H, t, 6.0 Hz),

3.68 (2H, s), 5.79 (1H, dd, 1.7 Hz, 6.1 Hz), 5.80-5.90 (1H, m), 6.59-6.72 (4H, m), 7.05 (1H, s),
7.16-7.30 (2H, m), 7.46-7.55 (24, m).

R (KBr): 3429, 3062, 2924, 1618, 1543, 1510, 1454, 1282, 1155, 1105, 970, 773, 752 om .

AtEotD, oz MAIM 1-6) o WS »3otel EHSESS UM NES &

PL

0

"H-NWR (CDs0D) &: 1.40-1.60 (2H, m), 1.80-2.10 (3H, m), 3.00-3.40 (4H, m), 3.50-3.70 (24, m), 4.57

(2H, s), 6.60 (1H, d, 7.8 Hz), 6.96-7.00 (2H, m), 7.16 (1H, s), 7.26-7.42 (3H, m), 7.51-7.58 (2H,
m), 7.68 (1H, d, 8.2 Hz).

IR (KBr): 3429, 3061, 2926, 2719, 2667, 1633, 1564, 1539, 1502, 1452, 1392, 1290, 1215, 1107, 939,
787, 756 cn |

C25H26N4028C|2 : 1 SHQO 0“ EHS\_" j'E‘i‘&\‘

H X C, 55.51; H, 5.33; N, 10.36
| © C, 55.75; H, 5.32; N, 10.36

N-(1-BI 25| ST H el H-4-2 N E )-5-El0t-1,8b-CIOt X Ot LI ZE &I-4-5tES A 00l E CIsIE2222IE

dgtdoz MAIM 11-1) o 2HS =S50
NUZEH-4-JI2SA00IEE HM HE SHE

cdnmelg-4-2 0 e )-5-El0t-1,8b-CI Ot X+ OF

"H-NUR (COCls, 200 MHz) &: 1.216-1.629 (5H, m), 1.809 (2H, t, 11.0 Hz), 2.882 (2H, d, 11.4 Hz),

3.175 (2H, t, 6.1 Hz), 4.224 (1H, s), 5.723 (1H, dd, 2.0 Hz, 6.0 Hz), 6.301,(1H, t, 5.7 Hz),
6.522-6.650 (3H, m), 6.967 (1H, s), 7.112-7.294 (6H, m), 7.361-7.455 (4H, m).

IR (neat): 3313, 2922, 1616, 1549, 1483, 1281, 1153, 908, 731, 704 om

S MSotD, LEt™oz AAN 1-6) 2 LEHS 860 HMSESS QHXM HE S

"H-NWR (CDs0D, 200 MHz) &: 1.711-1.970 (5H, m), 3.051 (2H, br t, 12.1 Hz), 3.219 (2H, d, 5.4 Hz),

3.413 (2H, br d, 12.2 Hz), 4.910 (1H, s), 6.600 (1H, d, 7.6 Hz), 6.961-7.029 (2H, m), 7.337-7.512
(8H, m), 7.725-7.773 (4H, m).

IR (Nujol): 3352, 3194, 2719, 2530, 1630, 1562, 1533, 1290, 1213, 754, 708 om .
CogHaoClaN40S - 1.5H0 Off CHEH JI=2&EA

H&X €, 60.00; H, 5.73; N, 9.65

& =Xl : C, 60.00; H, 6.11; N, 9.43
A A0 26
N-[4-(4-H LT H el & -1-L ) R E-1-L ]-5-E|0-1,80-CIOL ROt MILIZE 8l-4-5tE=A0t0|E CISIEZRE=R
clE &4
1) N-[4-(4-HE O H 2l H-1-2 ) 2 E-1-2 ] -5-E| Ot-1,8b-CIOt Xt OtMI LI ZE 8l -4-Il 25 A 00| =2 &4
OtMIELIEE (10 ml) = 5-EIOH-1,8b- EIOPI}OPHI PE%@%—BFE%%‘& 1.0 g (4.58 mM) & N-GIE=Al
=400l 1.05 g (9. 12 mM) o4‘5’0”01I N-OIl E-N'-3-(N,N-CIBI 2 0t0I o) Z2 EIt=2 F.’_EIOIDIC SIEZ
20A ZJtstd i@':'% 2S2Z0A 2 Al2

222l 1.76 g (9.18 mM) E
BI2SE20 OLMEULER (5 1-

OIEO2l 1.3 ml (9.33 mM) 2 EHIlstl, ES2S 1
2ot0l SJRAIILD, RS2 22 s4otl, 2RR2EEC=
EMoZ NASILD, MgS0s AWM AZAIZCH AI ZMHES
HIOIE 20-50-80%) 2 M MoH EXMatsiE2s EXaM DEs o

o~

omiﬂP‘O*

= 2tS 0ot
(4-0t0l = CSE 1-2)-4-HEIHale 1.60
o A

=
=)
=
=

J

|-ﬂJ

I

>

"H-NIR (200 MHz, CDCls) &: 1.50-1.68 (m, 4H), 1.73-1.92 (m, 4H), 1.99-2.18 (m, 2H), 2.36-2.57 (m,
3H), 3.03-3.16 (m, 2H), 3.25-3.39 (m, 2H), 5.73 (dd, J=1.6, 6.0, 1H), 6.50-6.72 (m, 4H), 6.98 (s,
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H), 7.10-7.29 (m, 5H).

2) N-[4-(4-HETHIH-1-L) R E-1-2]-5-E|0t-1,8b-CI ORI OtHI LI ZE 8l -4-ItE=A0I0|E CISIEZ 2
FelE9 4

OIEFE (15 ml) 5 N-[4-(4-HI LU H 2 E-1-2) 2 E-1-2 |-5-E| 01,80~
1= 176 6 (4.07 1) &1 B0l AFCIHIEE 6 nl (24 ) & Aol
OlA +2S0F WEIAIZCH 0%, SHE L5t B ,nE !
MAE ZES 0B ool +FoD, LN NE2Z 2560l BMSEES QX

"H-NMR (200 MHz, DMSO-ds) &: 1.42-1.61 (m, 2H), 1.65-1.86 (m, 2H), 1.87-2.26 (m, 4H), 2.73-3.31

(m, 7H), 3.28-3.61 (m, 2H), 6.61 (d, J=7.2 Hz, 1H), 6.98 (d, J=8.4 Hz, 1H), 7.17-7.40 (m, 7H),
7.65 (s, 1H), 8.84-8.97 (m, 1H).

IR (KBr): 1635, 1568, 1533, 1500, 1294, 1217, 787 om
CosHaoNsOSCl, - 2.3H:0 Off CHEH D=2 =24
HAEX  C, 54.90; H, 6.38; N, 10.24

=Xl : C, 54.97; H, 6.37; N, 10.16
AAIN 27

N-[3-(4-HIE I HIZ-1-2) T2 -1-2 ] -5-E|0t-1,8b-CIOLXIOtMILI ZE Al -4-Jt2ES A 00| E CISIEZZ
Zole2 g4

1) LetEoz  AAM 26-1) 2 2ES O
1,8b-CIOIAIOtMILIZE -4 2 S A00IEE A M D= 82 +=SotUl.

"H-NVR (200 MHz, CDClg) &: 1.63-12.19 (m, 8H), 2.552.60 (m, 3H), 3.10-3.23 (m, 2H), 3.37-3.49 (m,
2H), 5.57 (dd, J=1.2, 6.6 Hz, 1H), 6.47-6.65 (m, 3H), 6.67 (s, ), 6.91 (s, H), 7.16-7.35 (m,
5H).

2) YerROo=z AAM 26-2) o EHES ot N-[3-(4-HIZOHealg-1-2) T -1-&
1,8b-CIOtXIOLMILIZE &l-4-2t 2= A 001 & diXa 2F EHHE +=SotRUC.

[w)
ol
n
HU
U
HU
o
n
ﬂJlﬂl
I'O

"H-NWR (200 MHz, DMSO-ds) &: 1.82-2.23 (m, 6H), 2.72-3.34 (m, 7H), 3.46-3.61 (m, 2H), 6.58 (d,
J=7.2 Hz, 1H), 6.96 (d, J=8.8 Hz, 1H), 7.16-7.40 (m, 7H), 7.63 (s, 1H), 8.92-9.04 (m, 1H).

R (KBr): 1635, 1566, 1533, 1500, 1294, 1213, 785 om .
Ca4HeeNsOSCl2 - 3.0H0 Ol THEr D=2 =24

H X C, 52.84; H, 6.28; N, 10.27
| : C, 52.78; H, 6.08; N, 10.05

4-(4-HIFTIH I -1-2 ) F B-1-2 | -5-E| 0t-1,8b-CI Ot RIOFAI LI Z E @ll-4-5t 25 A 010I= CISIEZ 22

1) N-[4-(4-HIZE T H 2| E-1-2 ) P E-1-2 |-5-El Ot-1,80-CI OLXFOF A LEZ

ﬂJE
‘?
@ W
i
It
>
o
=)
in
10
]
0x

PHIELI g (10 ml) = 5-EI0-1,80-CIOINOIMILIZ L I-4-Jt2 = A& 1.0 g (4.58 mM) & N-GIESAI

=AI0I01E 1.05 g (9.12 mM) 2 SHEHHN N-OIE-N'-3-(NN-CIHIEO0I0I)Z2EIH=2LC0I01E SIER
S22 1.76 g (9.18 mM) 2 A=20IA EJtotD, %é‘%% SS2T0A 2 Al2tSeH WEHAIRCH &I
HESEE20 OMELEZ (5 ml) & 1-(4-0t0l-RE-1-2)-4-HATOHIE CISIEE222E 2.19 ¢
(6.86 mM) & Ecl0ii€0otel 3.87 ml (27.8 mM) 2 é*%’%”% EototD, S8 1 A3 O wBrAIR
Ct. 0OI=F, EaI]HE Zeotll SJ]AIIL, ¥FR=SS =2 Sl4otll, 2 RIEELZE FEGIAL. RIS
S GSLEE Z3 +=EH2Z HNZEGHD, MgS0, &0AM HEZAIZID, 28 IAZ0tEDNT (HES/0E
OMIEHIOIE 30-50%) 2 HRAotol HHsEEe MM RFE 22 SEHE +SotAC.

=g 2.00 g (98%)

'H-NIR (200 MHz, CDCls) &: 1.51-1.92 (m, 9H), 2.23-2.43 (m, 2H), 2.53-2.78 (m, 4H), 3.22-3.42 (m,
4H), 5.72 (dd, J=2.2, 5.8 Hz, 1H), 6.52-6.62 (m, 2H), 6.94(s, 1H), 7.04 (s, 1H), 7.10-7.48 (m,
6H).

2) N-[4-(4-HIZT HelIH-1-2) 2 E-1-2]-5-E|0t-1,8b-CI ORI OtHI LI ZE @l -4-ItE=A0I0|E CISIEE2
FelE9 4

MES (20 ml) & N-[4-(4-BIZOIH 2 E-1- )R E-1-2 ] -5-E|0-1,8b-CI Ot X OLMILI ZE Bl -4-Jt2 =
0IE 2.00 g (4.48 mM) 2 SHOl 4N-HCI/MIEFS 10 ml (40 mM) S A 20 M FItat

I:l |
HGII

o |
Mo
o

> |
>
[=Re)
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A =23t WEAIZIO. ES0HE Z&otol SFAZ =, &F=20 CIHE H=E dolotld, Eg=S
0 | MHE ZES B0 old +FsD, NEE L CHE HESE 2IASH0f HX s

"H-NR (200 MHz, DMSO-ds) &: 1.34-1.86 (m, 9H), 2.61-3.50 (m, 10H), 6.64 (d, J=7.4 Hz, 1H), 6.99
(d, J=9.0 Hz, 1H), 7.17-7.35 (m, 7H), 7.67 (s, 1H), 8.89-9.02 (m, 1H).

IR (KBr): 1635, 1566, 1533, 1500, 1294, 1215, 787 om .
CosHaNOSCl, - 2.3H:0 Off CHEE D=2 =24

x

[&tX] @ C, 55.67; H, 6.58; N, 9.99
=Xl C, 55.75; H, 6.74; N, 9.84
AAIOI 29

N-[3-(4-HIZ T H I H-1-2) T2 T-1-2 ] -5-E|0t-1,8b-CIOLKIOtMILI ZE Al -4-Jt2ES A 00| E CISIEZZ
ZelE9 4
4-BIl A

1) N-[3-(4

>.

T H el e -1-Y) T2 5-1-2 |-5-E| 0}-1,8b-CIOt Xt OtAI LI Z & &l -4-It 2ES A 0101 £ 9| &4
0

OLMIELIEE (10 ml) & 5-El0H-1 ,80- Cl ot XPO /dl tEZE-4-Jt2=44 1.0 g (4.58 M) L N-SIEEAl
2-N'-3-(N.N-CIHE 00l ) 22232 200I0I1E slE=Z
222/E 1.76 g (9.18 mM) & & 01|/\-| = o} . %E‘%% ES2Z0AM 2 AIZFSOt m'aw%m. A
EE20 ONMELIEZE (5 ml) E 1-(3-00l =2 8- Il I

g0tel 3.87 ml (27.8 mM) o & & ”% &Jtotal
WEAIZLH. Ol=, EHE 2ol SFAI211, &%%% 22 3
RIIESS SSUEE E3t =822 HI"*OPj MaS
g OHMIEIOIE 20-40-60%) = HAMIGIH EXNSE =S

=8 1.84 g (93%)

Aotl, ERRESLZE FEokRUL.
A2, 28 IZ0tEDHT (HES/
g =& HHZ =SotAL.

o
J

(@)
S
% 0z

"H-NWR (200 MHz, CDCl) &: 1.22-2.05 (m, 9H), 2.45-2.57 (m, 4H), 2.93-3.10 (m, 2H), 3.34-3.46 (m,

2H), 5.75 (dd, J=2.0, 6.0 Hz, 1H), 6.54-6.67 (m, 3H), 7.03(s, 1H), 7.06-7.34 (m, 5H), 8.32-8.46
(m, 1H).

2) N-[3-(4-MIZTHIH-1-) T2 E-1-2]-5-E|0t-1,8b-CIOLXIOtMILIZE &I-4-ItES A 00| E CISIER

22259 g4

OlEZ (10 ml) = N-[3-(4HEIIHIE-1- °')E§EF—1—%]—5—EIOP

1,80-CIOtAIOtAILIEE &l -4-Jt =2 S A
A20AM EOtotld, &

> |

OlDIE 1.84 g (4.25 M) 2 SAH0l 4N HC1/D1| Z6ml (24m) S SgEsS =20
N =252 WEAIZC. SHE Z&otl = Ii =, 28 &4F=0 o= 2 UUE oHZEE ot
ottt Ol=, 2F =3== {0l 2o *"'oh_l_, HetE & CIoE OHEHEE el AGI0 HMSEES

QXY 2 HEHE =50t

=2 1.81 g (84%)

39
[wl

'H-NUR (200 MHz, DMSO-ds) &: 1.37-1.96 (m, 7H), 2.593.47 (m, 10H), 6.56 (d, J=6.8 Hz, 1H), 6.94
(d, J=8.4 Hz, 1H), 7.14-7.37 (m, 7H), 7.61 (s, 1H), 8.90-9.04 (m, 1H).

IR (KBr): 1633, 1568, 1300, 1217, 787 cn

AAIGI 30

N-[4-(4-HL-1-TIH 2t X ) R EH-1-2 )-5-E| O-1,80-CI Ot IOt M LI Z E BI-4-JtE5 A 0101E ECISIEE 2
FelE9 4

1) N-[4-(4-HE-1-TIH 2t X L) R E-1-2]-5-El 0t-1,80-CIOt R OLMI LI ZE @l -4-It2 =S A 0101 E9] &4

OLMIELIEE (10 ml) = 5-El0t-1,8b- IZIOHUOHdI Ltz eel SAA 1.0 g (4.58 mM) L N-SIEFAI
=AI0I01E 0.90 g (7.82 mM) 2 SHEHH N-OIE-N'-3-(NN-CIHIEO0I0IL)Z2EIH=2LC0I01E SIER
S22/ 1.51 g (7.88 mM) 2 A=20A EHOtotD, EES2 BES2T0UA 2 AIZtSQ WMBHAIZICH &)
HESEE20 HEt=2 (10 ml) = 1-(4-0H0IRE-1-2)-4-HE D H2E ECISIERE=Z2E 2.02 ¢
(5.89 mM) & E2IMIE0tE 4.1 ml (29.4 mM) 2 SH=S FHIiot) , ESE2S 1 Al2tS2 o WEHAIRILCH
E0E 22ct0 SFRAIIL, &F2E 82 JAGHL, SI2EELE FEGIAULL. KIIES SSHUE
& I3t +8Ho=z MAGSILD, MgS0, &0 A=X=AIDILD, 2 AZ0tEDHI (HIEZ2/HE OLMIHIOE
50% HES-222XE 1:10) & FHMGIUL. sZHA =, &FRS0 S22 FHoictl, ddE 2F
=222 U0l 2ol =&olo ZHe=S AN 28 2 =SotALH

=8 1.37 g (69%)

'H-NIR (200 MHz, CDCls) &: 1.48-1.67 (m, 4H), 2.36-2.48 (m, 2H), 2.57-2.66 (m, 4H), 3.17-3.40 (m,
6H), 5.73 (dd, J=1.6, 6.4 Hz, 1H), 6.28-6.40 (m, 1H), 6.56-6.69 (m, 3H), 6.82-6.99 (m, 4H), 7.22-
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7.33 (m, 2H).

R (KBr): 3267, 3054, 3949, 2816, 1612, 1547, 1495, 1279, 1232, 1147, 761 om
2) N-[4-(4-HIE-1-TH 2t X € )R E-1-2 ]-5-EI0t-1,8b-CI Ot X OtMILI ZE BlI-4-J 2= A 00| E EclIdIEZ

222|129 a4

0 ml) & N-[4-(4-HE-1-TIHHX L
3

WErS (2 )2 Et-1-24 |-5-E] 0}-1,80-C| O XFOFAI LE EL 2 BI-4-3h 2 = A 0}

DIS 1.37 g (3.16 mM) © S0 4N-HCI/HIEFS 10 ml (40 mM) S AS0M EietD, 2st2s A0

A 3 NSOl MUACH (20 22E). SHE 2Ys0 SRAU F, IR20 HES L C0E
E

=
=] =) =
0, ddE Z2dS W0l 2o «=&otll, Ogs & CINE oH=E2 A0t HZHMeHE

QUM BHE., =8 1.7252 g (97%)

"H-NUR (200 MHz, DMSO-ds) &: 1.40-1.62 (m, 2H), 1.64-1.87 (m, 2H), 2.96-3.28 (m, BH), 3.46-3.59

(m, 2H), 3.70-3.89 (m, 2H), 6.69 (d, J=7.0 Hz, ), 6.87 (d, J=7.2 Hz, 1H), 6.99-7.04 (m, 3H),
7.23-7.40 (m, 4H), 7.72 (s, 1H), 8.92-9.07 (m, 1H), 10.90-11.11 (m, 1H).

R (KBr): 3404, 2914, 2503, 1635, 1566, 1533, 1497, 1441, 1288, 1215, 779 om
CasHaoNsOSCl3 - 1.0H0 Ol CHEr D=2 =24
HAEX] €, 51.39; H, 5.75; N, 12.48
© C, 51.37; H, 5.86; N, 12.23

|
-[3-(4- LHI“' 1-IH2tX € ) Z2 8-1-2 |5-EI0-1,80-CIOL XIOLMILIZE &l -4-Jt 2SS A 00| E ERISIEZ2

1) LerEoz MAIM 30-1) 2o %Y

edHS O HetXl e ) Z 2 B-1-2]-5-E| Ot
1,80-CIOAIOAI LI Z 2 I-4-Jt 2 S A0I01 =8 HAM NEE 2 —”.“—%

"H-NIR (200 MHz, CDCl;) &: 1.58-1.84 (m, 2H), 2.54-2.66 (m, 2H), 2.66-2.77 (m, 4H), 3.26-3.38 (m,

4H), 3.38-3.53 (m, 2H), 5.37 (d, J=7.0 Hz, 1H), 6.42 (dd, J=7.0, 9.2 Hz, 1H), 6.60 (dd, J=0.8, 9.2
Hz, 1), 6.72 (s, 1H), 6.86 (s, 1H), 6.87-6.99 (m, 3H), 7.20-7.35 (m, 2H), 8.10-8.23 (m, 1H).

IR (KBr): 3177, 2949, 2831, 1643, 1606, 1495, 1279, 1238, 1149, 768, 687 om
2) LptEo=z AAM 30-2) o 2HEHsS oI N-[3-(4-HE-1-LIH2A Y ) 2 B-1-2 ]-5-E|0F-
1,80-CIOAIOFAI LI Z & &l-4-Jt 2 S A 001 = EEIéI_E:‘EEIEE QElXM Z2H HEHZE =SotATt .

"H-NUR (200 MHz, DMSO-ds) &: 1.82-2.03 (m, 2H), 2.98-3.30 (m, 8H), 3.44-3.60 (m, 2H), 3.71-3.90

(m, 2H), 6.59 (d, J=7.0 Hz, 1H), 6.81-7.04 (m, 4H), 7.15-7.33 (m, 4H), 7.64 (m, 1H), 8.94-9.07 (m,
1H), 10.86-11.02 (m, 1H).

IR (KBr): 3248, 3035, 2673, 2565, 1639, 1531, 1502, 1446, 1394, 1296, 1215 om .
A A0 32

N-[4-(4-#IZ-1-T|H 2t X< ) R EH-1-2 | -5-E| OF-1,80-CI O IOt M LI Z E BI-4-JtE5 A 0101E ECISIEE 2
FelE9 4

1) EtEo=Z MAI0 30-1) o 2EHs =&t
OLXIOAILIZE -4l 2= A0I0I=8 B4 2HEY 22 EHz =50t

"H-NWR (200 MHz, COCls) &: 1.48-1.65 (m, 4H), 2.31-2.63 (m, 10H), 3.23-3.36 (m, 2H), 3.51 (s, 2H),
5.77 (dd, J=1.2, 6.2 Hz, 1H), 6.43-6.53 (m, 1H), 6.566.71 (m, 3H), 7.02 (s, 1H), 7.23-35 (m, 5H).

IR (KBr): 3415, 2937, 2812, 1624, 1549, 1281, 1151, 739 om

2) Lo AAIG 30-2) o HYS GO N-[4-(4-HE-1-TH2HX L) E-1-2 ]-5-EIO0t-1,8b-Cl
OLXIOtMILIZE l-4-JI=2=A0t0l= ECIoI=E22 2228 Qd XM 2H HEHE +==0tALtH.

"H-NVR (200 MHz, OMSO-ds) &: 1.41-1.79 (m, 4H), 3.01-4.41 (m, 14H), 6.56 (d, J=7.4 Hz, 1H), 6.9%4
(d, J=8.8 Hz, H), 7.12 (br s, H), 7.16-7.28 (m, IH), 7.38-7.65 (m, 6H), 8.72-8.86 (m, 1H).

IR (KBr): 3253, 2951, 2519, 1630, 1529, 1450, 1304, 1217, 791 om
CosHaeNs0SClg - 1.0H0 Ofl CHEH JI=2&2A

H&X €, 52.22; H, 5.96; N, 12.18
& =Xl : C, 52.07; H, 6.05; N, 11.88
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A A0 33
N-[3-(4-#IZ-1-T|IH X L) T2 E-1-2]-5-E|Ot-1,80-CI Ot KIOLMILIZE &l -4-It 2 S A 00| = E2]

2229 g4

1E2

Ol

OlH K Y ) Z2 E-1-2 ]-5-E| Ok

1) YErEo2 MAIG 30-1) ©f YHS 20 N-[3-(4-HE-1-
SE NMRNY 23 HHE SotUC

g
1,80-CI OtXIOtMILI EE &l -4-It 2= A 0} 0]

"H-NWR (200 MHz, COCls) &: 1.57-1.78 (m, 2H), 2.38-2.71 (m, 10H), 3.35-3.46 (m, 2H), 3.50 (s, 2H),

5.76 (dd, J=2.0, 6.0 Hz, 1H), 6.56-6.68 (m, 3H), 7.04 (s, 1H), 7.23-7.36 (m, 5H), 8.15-8.27 (m,
1H).

R (KBr): 3346, 2941, 2812, 1622, 1545, 1279, 1149, 739 om

2) YEIEO=Z AAIN 30-2) © WS AHOH N-[3-(4-HE-1-IHHXL)T2B-1-
8b-CIOHROtHILIZ L I-4-3t2 2 A0I0IS ERIGIE222SE 52 XM 2T HEH2

1,
+=S0otALH.

2 ]-5-ElOt-

"H-NMR (200 MHz, OMSO-ds) &: 1.80-2.01 (m, 2H), 3.03-3.32 (m, 2H), 3.32-3.82 (m, 10H), 4.35-4.51

(m, 2H), 6.64 (d, J=7.4 Hz, 1H), 6.99 (d, J=9.2 Hz, 1H), 7.20 (br s, 1H), 7.31 (dd, J=7.4, 9.2
Hz, 1H), 7.42-7.55 (m, 3H), 7.61-7.76 (m, 3H), 8.93-9.09(m, 1H).

R (KBr): 3396, 3053, 2649, 2561, 1635, 1444, 1296, 1213, 945, 791 cm
CoaHsoNsOSC 15 - 2.0H0 Off CHEH D224

HEEXI 0 C, 49.79; H, 5.92; N, 12.10
| : C, 49.66; H, 5.80; N, 12.09

N-[4-(1,2,3,4-HIECISIE20| 27 =8l-2-2)-F E-1-2]-5-E| Ot-1,80-CI OF Xt Ot Ml L Z & 8l -4-9t 2 S A OF
g

1) N-[4-(1,2,3,4-HIERISI EZ 0| A A s8l-2-2 ) R E-1-2 ]-5-E| 0t-1,8b-CI Ot Kt Ot M LEZ E

rm
4>
_\,—'_
I
Jt
[>

OLHIELIEE (10 ml) = 5-EIOH-1,8b-CIOXIOtMILIZE &I-4-It2ES AL 1.0 g (4.58 mM) L N-SIEFAI
=AI0I01E 1.05 g (9.12 mM) 2 SHEHHN N-OIE-N'-3-(NN-CIHEO0I0IL)Z2EIH=2L2C0I01E FIER
S22/E 1.76 g (9.18 mM) 2 A=20A EHOtotD, EES2 BES2T0UA 2 AItS WBHAIZICH &)
HESEE20 HES (10 ml) = 2-(4-0l0I=2E-1-2)-1,2,3,4-HEUS ER0IAF = LSIEZE2=Z2eL
€ 1.90 g (6.85 mM) X E2IMEO0IE 4.0 ml (28.7 mM) & SHS HIIGtD, ESES 1 AlZset d
BHAIZICH.  Ol=, E0HE Zolll SFAIIL, &F=S =2 S4otl), SHEYMZE ==oIRULH
RIIE5S SSHUES Z3t =83H0=2 MNEGHD, MgS0, &0AM HAZTAIDILD, 28 AZ0LEDHT (HES
Ole OLAIEIOIE 30%) Mot ZHMEES AN 2HE 22 g2 +=SotjAt

'H-NIR (200 MHz, COCls) &: 1.57-1.92 (m, 4H), 2.58 (t, J=6.2 Hz, 2H), 2.73-2.79 (m, 2H), 2.95 (t,

J=5.8 Hz, 2H), 3.25-3.37 (m, 2H), 3.69 (s, 2H), 5.55 (dd, J=2.0, 6.2 Hz, 1H), 6.30 (s, 1H), 6.48-
6.60 (m, 3H), 6.97-7.16 (m, 4H), 7.41-7.55 (m, 1H).

2) N-(4-(1,2,3,4-HIERIOI EZ2 0| AR =8I-2-2 ) R E-1-2]-5-E|0t-1,80-CI Ot Kt Ot M LI ZE &l -4-St 2 S A
otolE CislEZE22ES &4

&2 (10 ml) = N-[4-(1,2,3 4-HIECSIEZ20/A T =8l-2- )2 E-1-2 |-5-EI0t-1,80-CI Ot Xt OF Al LE =
! I2ESA0M0IE 1.76 g (4.35 mM) 2 X0l 4N-HC1/OIEFS 6 ml (24 mM) 2 A20AM &EDII5tL,
wWBAIZACH.  S0HE Zotll SJFAZI 2, HF20 HE=SS ZJtotll,
ool =&otl, U&=

N =

= )
E82S 420N 428
é%l— =2 _.__,_}\|94E|> a
E_cl

-IO\I FQ >

=s0E=2= S

H
ClolE OIEIZ2 2AGH ZMSIEES ~SotUCt.
Qe Z2H. £ 1.65 g (78%)

"H-NMR (200 MHz, DMSO-ds) &: 1.42-1.62 (m, 2H), 1.70-1.93 (m, 2H), 2.9173.39 (m, 7H), 3.56-3.77

(m, 1H), 4.18-4.35 (m, 1H), 4.43-4.59 (m, 1H), 6.57 (d,J=6.8 Hz, 1H), 6.95 (d, J=8.4 Hz, 1H),
7.09-7.32 (m, €H), 7.61 (s, 1H), 8.83-8.95 (m, 1H).

IR (KBr): 3400, 3045, 2939, 1635, 1562, 1535, 1500, 1440, 1292, 1211, 756 om
CosHaNOSCl, - 0.5H0 Off CHEH D=2 =4

HA&X © C, 56.79; H, 5.59; N, 11.52

=Xl @ C, 56.67; H, 5.73; N, 11.40

A A0 35
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N-[3-(1,2,3,4-HIECISIEZ20| AR 5&!-2-Y ) T2 T-1-2 | -5-E|0t-1,8b-CI Ot Kt OtMI LI Z E Bll-4-S5t == A
Ot0IE ClslEz222E9 &4

1) LEtROoZ AMAIM 34-1) o s SBEHH N-[3-(1,2,3,4-HELCSIER20/AR=el-2-Y) T2 T-
1-2]-5-E10t-1,80-CI Ot KIOLMILIZE Bll-4-9 25 A 00| EE XM RFE S HEHE +SotALt.

'H-NIR (200 MHz, CDCls) &: 1.65-1.90 (m, 2H), 2.67-2.83 (m, 4H), 2.93-3.03 (m, 2H), 3.39-3.52 (m,

2H), 3.71 (s, 2H), 5.23 (dd, J=1.6, 6.6 Hz, 1H), 6.13 (s, 1H), 6.31 (s, 1H), 6.44-6.53 (m, 2H),
6.97-7.13 (m, 4H), 8.71-8.94 (m, 1H).

2) LUBIROZ AIAQ 34-2) o gH=s &
-2 1-5-E|0t-1,8b-CI Ot KIOLAI LI Z E 8l -4-9 2
FRACEH.

~-(1,2,3,4-HESIEZ0| AR =Bl-2-L)Z= &
CIolEZ2E2eIEE XM 2 "2 5

ol —

"HNVR (200 MHz, OMSO-ds) &: 1.88-2.12 (m, 2H), 2.88-3.36 (m, 7H), 3.56-3.75 (m, 1H), 4.17-4.37

(m, 1), 4.45-4.60 (m, 1H), 6.59 (d, J=7.4 Hz, 1H), 6.96 (d, J=9.0 Hz, 1H), 7.14-7.35 (m, 6H),
7.64 (s, 1H), 8.96-9.11 (m, 1H).

IR (KBr): 3390, 3047, 295, 2684, 2600, 1637, 1531, 1442, 1294, 1211 om
A A0 36

N-[1-(3-H Y Z 2 E-1-2 ) T H 2| 21 -4-2 |-5-E| 0t-1,80-CI O} Kt Ot M L Z EL 2ll-4-9t 22 A 00| = CloIE 22
§a|Eo| o|-/\‘|

1) N-(1-0ISAIPI2E LI H el 2-4-2 )-5-ElOl-| .8b-CIOtXIOLAILIZE &IJI 22 A 00| =9 &4
OLHIELIEZ (150 ml) = 5-EI0t-1,8b-CIOIKIOMILIZE l-4-Jt2 =244 FIERZ222IE 10.76 g (38.45
m) 2 N-3IEE2 I*/\IOIDIE 11.35 g (98.62 mM) 2| SIEFHOI N-OE-N'-3-(N,N-CIDI E0t0 |i)u§u'9+
2Y90/0IE s5lE2222|C 18.9 g (98.59 mM) 2 émor SEES AM20AM 2 Al2tset
WEHAIZCH. %, A20 M, OFNIELIEE (30 ml) & ol 4 OOl =Tl H2lE-1-2tE=AH0IE 10 ml
(58.3 mM) & EIOHEE!OPEI 13 ml (92.3 mM) 2 90”‘3 ﬂ]iorﬂ SE=2 2 AM2SeE nBrAIRCH. 0l
=, SHE 2ol SF]AIILD, NB=:2 22 oI ot, E=2ESCZ FEOIULL. RIISE2 S5
LLEE Z3} *%%OE MG, MgS0, AOIA AEFAZAC. AJ| £S2 ZMA2S 22 3201870
I (HIES/0E OLMIEIOIE 20%) 2 AXMolH ZHSIEESS £Sollt. HMFSE 2. £8 19.47
g (Bg)

1

H-NMR (200 MHz, COCl3) &: 1.16-1.46 (m, 2H), 1.26 (t, J=7.0 Hz, 3H), 1.93-2.02 (m, 2H), 2.84-2.97

(m, 3.87-4.21 (m, 3H), 4.13 (q, J=7.0 Hz, 2H), 5.67 (br d, J=8.0 Hz, 1H), 5.80 (dd, J=1.8, 6.2 Hz,
H), 6.59-6.71 (m, 3H), 7.05 (s, 1H).

2) N-(1-t-2SAII22 <L OH 2| -4-2)-5-E|0t-1,8b-CIOtXIOtMILIZE RISt ZES A 001 =9 &4

Ol22IIABINA, ERIHZAY QD 21 nl (147.6 th) S OFMIELIEZ (350 ml
2 T T2 £1-4-2) )51 01 .8b-CI OF KHOPK LI T 2942 = A 01D| = 19.47 g (<38. 0
OiA B, EBBS 84 AZEQ DUAFLH B2 AAH0 HEES BII5H0] wSs

019! 30 mi (215 mh) X CI-t-== CISHSUI0IE 9.8 i (42.7 mil) € NSUA &

=
et 2, 1 A2 O e 01, 2HE 250l ZRADID, IESS 22 54511, gz=n
oz =300, RIIBES %gruE% B3 +ZoH0R AINGID, NSO, AN AZAIC ADI =
SE TM422 2y JZ0EINHD (HES/HE OLMEIOIE 20%) 2 IHMOH BEHSIESS NMeH
pN|

8 22 gHZ sSott (14.59 g, 95%).

"H-NWR (200 MHz, COCls) &: 1.13-1.99 (m, 2H), 1.46 (s, 9H), 1.73-1.98 (m, 2H), 2.74-2.95 (m, 2H),

3.84-4.18 (m, 3H), 5.70-5.85 (m, 1H), 5.79 (dd, J=1.9, 5.7 Hz, 1H), 6.58-6.72 (m, 3H), 7.04 (s,
H).

3) N-(IIH el el-4-2)-5-El0t-1,80-CIOtXIOLMILIZE RIDI2SA0I0IE CSIE2222IE9 &4
N-(1-t-2SAIPI22 L0 H 2| £1-4-2 )-5-EI0t-1,8b—-CIOt Kt OtMI LI ZE &SI = =S A 001 = 14.59 g (36.4 mM)
Ol 12N-4&F 20 ml (240 mM) S A=201A ’HJPG}D S22 A20lA 1 AlZSQH WBAIRCH. &) gt
SSE=0 0et=S3S ototn, M8 ZEH =222 U0 2o =8otl), et & CUHE oez=2
glAGHH HMSEESE =Sot Ul

QXM BH, =8 10.08 g (74%)

H-NMR (200 MHz, DZO) 8t 1. 64 1.87 (m, 2H), 2.03-2.19 (m, 2H), 3.03-3.21 (m, 2H), 3.42-3.58 (m,
2H), 3.82-4.02 (m, 1H), 5.9 (d J=7.0 Hz, 1H), 6.60 (d, J=9.2 Hz, 1H), 6.67 (s, 1H), 6.78 (dd,
J=7.2, 9.2 Hz, 1H), 6.98 (s, 1H).

IR (KBr): 3481, 3223, 2935, 2798, 2717, 1633, 1529, 1302, 1257, 1211, 787 om
4) N-[1-(3, HE Z=2T-1-2 ) I H 2| &/ -4-L |-5-E|0F-1,80-CIOL ROt M LI ZE &l -4-5tES A 001 E9| &4

HlErS (5 ml) & N-(HH2l4-2)-5-El0-1,8b-CIOtXIOtMILIZEEISIZESA0I0IE CISIEEE2ZRIE
0.40 g (1.07 mM) ¥ Ec2IE0te 0.75 ml (5.38 mM) 2 EHN -E22-3-HEZ=22 0.20 ml (1.32
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m) S A20A Eototl, EESS ZA0HHA 15 AlZSet ;F?T/\I?i[]. Ol=, SHE Z&otll &F
A1, HR2S 22 gAGtL, delHgde=z xxéf?"i[]. =I)IE5S GAUEE EE F=EHOZ A
HGtD, MgSOs &0l AZAIZID, 2 AZ0LEDHI (HES/HE HIHIOIE 20-40%) 2 ZFHMSIH =
NatgE2s +=SotAth

A
HMiM LS 28, =2 356 mg (80%)

"H-NWR (200 MHz, COCls) &: 1.41-1.64 (m, 2H), 1.75-2.21 (m, 6H), 2.31-2.47 (m, 2H), 2.63 (t, J=7.7
Hz, 2H), 7.79-2.96 (m, 2H), 3.72-3.92 (m, 1H), 5.75-5.80 (m, 2H), 6.57-6.69 (m, 3H), 7.03 (s, 1H),
7.16-7.32 (m, 5H).

5) N-[1-(3-HgZ22-1-2) Il H 2| =-4-2 ]-5-E| 0t-1,8b-CI Ot Xt OtMILI ZE Bll-4-II 2= A 00| CloIEZ

2z22c9 a4

HES (6 ml) S N-[1-(-HEZ2T- —%‘)ﬂITHIBIEl—4—%]—5 EIOH-1,8b-CIOtKtOFANI-LHZ & BAI-4-Jt 25 A
Ot0IE 356.2 mg (0.85 mM) 2 M0l 4N-HC1/BIEFS 2.0 ml (8.0 mM) 2 A=20A FHOlst, S8
AR0A == LEAIT. S0HE Z&otol SJAIZ =, 5%%% CIOIE OIEZ2E Eototn, o
g ZES 630l 2o «=&otn, OE=S & CIUE MEZ22 eA6t0 EXNEESE +=SotATH

QUM ZFH. 2 399 mg (96%)

"H-NVR (200 MHz, OMSO-ds) &: 1.80-2.14 (m, 6H), 2.63 (t, J=7.5 Hz, 2H), 2.82-3.11 (m, 4H), 3.38-

3.56 (m, 2H), 3.72-3.93 (m, 1H), 6.64 (d, J=6.6 Hz, 1H), 6.99 (d, J=9.2 Hz, 1H), 7.15-7.38 (m,
7H), 7.67 (s, 1H), 8.80-8.90 (m, 1H).

R (KBr): 3412, 3051, 1635, 1564, 1535, 1495, 1304 om
CoaHasNOSCl, - 2.5H0 Off CHEE D224
H&EX] €, 53.73; H, 6.20; N, 10.44
| © C, 54.03; H, 5.96; N, 10.46

~(1-H U € I H 2l 2-4-2 )-5-E| Ot-1,80-CIOL Kt Ot I LI ZE Bll-4-Jt 2S5 A 00| CISIE 2222 E9 &4

0
1) detdoz MAIM 36-4) 2 SEHS 3ot N-(1-HUIE I H 2l e-4-2)-5-E0t-1,8b-Cl Ot Xt Ot Al LEE
2H-4-JI2=A0I0IE8 HAM NEE EHi2 +=Sotl.

m.p. 216.0-217.0C

"H-NWR (200 MHz, COCl3) &: 1.40-1.70 (2H, m), 1.80-2.20 (4H, m), 2.50-3.10 (6H, m), 3.70-4.00 (1H,
m), 5.60-5.90 (2H, m), 6.50-6.80 (3H, m), 7.04 (1H, s), 7.10-7.40 (5H, m).

IR (KBr): 3292, 2947, 1612, 1537, 1279, 1159, 771, 735, 696 om .

2) PO =Z AAIM 36-5) o LHS 'GHH N-(1- L_HIHI‘%HIL_HIEI5—4—%)—5—50}—1,8b—E|OPIPOH\-IILPE
Eal-4-5t2=2A0t01E ColE222clEE Qe XM Z2F EEHHE =SotATt.

"H-NWR (200 MHz, CDs0D) &: 1.80-2.30 (m, 6H), 3.00-3.60 (m, 4H), 3.73 (br d, J=12.8 Hz, 2H), 3.90-
4.20 (m, 1H), 6.61 (d, J=7.0 Hz, 1H), 6.90-7.10 (m, 2H), 7.20-7.50 (m, 6H), 7.53 (s, 1H).

IR (KBr): 3427, 3244, 3030, 2935, 2727, 1632, 1562, 1537, 1502, 1458, 1308, 791, 758, 704 om .
CogHesN4OSCl2 - 1.0H0 Off CHEH JI=2&EA

=
Ba
Pl

: G, 55.76; H, 5.70; N, 11.31
: C, 56.06; H, 5.47; N, 11.51

I

2 >
wW
o

—
|
.—.

-(2-ERQZ2HY)Z28-1-2]-U|H 2| & -4-2 | -5-E| 0t-1,80-CI Ot X} Ot A LI Z & ll-4-5t 2 Z A0 0]
|6|C§J§a|:_4 ol—/\‘l

~(-22Q2HY)IRE-1-Y ]I H2|gl-4-2

In=s =
- =

O

1-5-El0k-1,8b-CIOL R OLMI LI Z 2 Bl -4-It 2 S A 0F

=}

=
N
T
—
—

|

—
w

HlelZ2 (20 ml) & 3-(2-ERLZHL)EZZTES 616.7 mg (4.0 M) ¥ EcIHEO0LR! 809.5 mg (8.0 mM)
o S0 EHI'.E_F%_‘é' 222/ 687.3 mg (6.0 M) S LHotol MMol EHOst), EEES ES250A
5 2s¢, 0= A20M 1 AlZSe WEAIZC. O= EEIOHE'O}C” 405 mg (4.0 mM) ¥ OiEt=zYd
S22/E 344 mg (3.0 mM)S O ZOtotll, x2S 420l 1 AIZSO O WEAIZICH 4D BHSEd
S0l 5% SEMUEE =8HUS FIiotld, 22 HEd=S 02 OtMHOIEZ = 0}045} RIESE 22

U=
N&EotD, NaS0, &f0A XA, SOHE 200l SFKAIZRACH &I *':9 Ol Ste=0 OISt
(10 ml) = N-(OH2IE-4-2)-5-EI0t-1,80-CIOtIOLAILIZE RISt ZSA0t01E CISIEZ222IE 746.6
g (2.0 mM) & E2IIE0tE 1.15 g (10 mM) otll, == TM SFAIZLCH
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)| BHE2-ZES0 5% SHUUES +=E8HE FItotll, Bt HH=Z2 0E OtANHIOIEZ FE6HALEH.
RIIE5E =22 HEGHL, NaS0, &f0lA AZAIZ ol SFARC. TdF=S Atz
| (I OLMIHIOIE /O E% = = |

2 &5

g JdZ0tE0c D /1) =Rk . AZb =, ZHZ =00 Ol &
Jiotl, M= Z2EZS {0l 2loH HH HHSg =S s2 Qi N8=s ez +=Sotc

(553.6 mg, 63.4%).,

"H-NWR (200 MHz, COClg) &: 1.35-1.57 (2H, m), 1.70-2.15 (6H, m), 2.40 (2H, t, J=7.5 Hz), 2.66 (2H,

t, J=8.0 Hz), 2.85 (2H, br d, J=12.0 Hz), 3.70-3.90 (1H, m), 5.67 (1H, d, J=7.8 Hz), 5.78 (1H, dd,
J=1.5, 6.1 Hz), 6.58-6.70 (3H, m), 6.95-7.22 (5H, M).

IR (KBr): 3429, 3394, 3217, 3049, 2939, 2804, 2771, 1632, 1614, 1552, 1512, 1479, 1454, 1311,
1281, 1246, 1228, 1140, 1099, 781, 758, 735 om .

2) N-[1-[3-(2-E222H Y ) Z2T-1- | I/ H 2| & -4-2 ]-5-E] 0t-1,80-CI Ot Xt Ot M LI Z E Bll-4-3t 2 S A0
OIS ClolEz2E=z2E9 &4

==

OlgtE (20 ml) & N-[1-[3-(22EFL2H )2 &-1-2 ]I H 2| &1-4-2 ] -5-E| O0t-1,8b-CI OFXFOF A LI Z E &l
-4-9I2S5A0t01E 553.6 mg (1.3 mM) & SHH 4N HC1/01|E' OLMIHIOIE 2 ml (8.0 MM)S &EJtotll, &
g=22 =252 WEAIRL. =, BlHE ZEotol SFAIIIL, &F=0 HEHZ FHOtotAC. dd=

0l
= 0l 2ol =&StH Qe XM Z2HS —’.‘—% FRACEH (666.6 mg, 94%).

4 W0
Jo |
B0t

"H-NUR (200 MHz, CDz0D) &: 1.80-2.20 (m, 6H) , 2.77 (t, J=7.4 Hz, 2H), 3.00-3.22 (m, 3H), 3.40-
3.50 (m, 1H), 3.63 (br d, J=12.4 Hz, 2H), 3.90-4.10 (m, 1H), 6.61 (d, J=7.6 Hz, 1H), 6.98-7.43 (m,
7H), 7.53 (s, H),.

IR (KBr): 3427, 3390, 3062, 2940, 2717, 1633, 1564, 1539, 1504, 1456, 1304, 1217, 771 om .
CosHorN4OSC1oF - 2H0 Off CHE D=2 A

H&X €, 52.84; H, 5.73; N, 10.27

=Xl @ C, 52.66; H, 5.83; N, 10.20

A A0 39

N-[1-[3-(2-222HE ) Z28-1-2 | T H 2| & -4-2 | -5-E|0t-1,8b-CI OL Kt Ot LI Z El &l -4-5t 2S5 A 0101 =
ElalE;%;al: Ol St

1) LetRoz AAIM 38-1) of s SEGHH N-(1-[3-(2-222HE)Z28-1-2 | IIH2lg-4-2 |-
5-E10F-1,8b-CIOt X OtMILIZE ell-4-2 2= A0I0|1EE HMISE =S SEHHZ =SotALH

"H-NWR (200 MHz, COCls) &: 1.39-1.59 (2H, m), 1.73-2.16 (6H, m), 2.40 (2H, t, J=7.5 Hz), 2.75 (2H,

t, J=7.7 Hz), 2.86 (2H, br d, J=12.2 Hz), 3.70-3.95 (1H, m), 5.64 (1H, d, J=7.6 Hz), 5.79 (1H, dd,
J=1.8, 6.2 Hz), 6.58-6.70 (3H, m), 7.05 (1H, s), 7.10-7.36 (4H, m).

(KBr) 3230, 2949, 1633, 1614, 1541, 1508, 1479, 1311, 1281, 1246, 1140, 779, 758 om .

) LEtEoZ AAIN 38-2) °of LS MG N-[1-[3-(2-S22HL )Z2&-1- | HelH-4-2]-
—El O~ 1 8b CIOIXIOLMILIEE 8l-4-2t2SA0L0lE CIoIEZ22Z22EE |2 UM ZH EHZ =5
ULCH.

o

OIIO‘IN

t

"H-NWR (200 MHz, CDs00) &: 1.80-2.20 (6H, m), 2.82-2.90 (2H, m), 3.03-3.22 (3H, m), 3.40-3.50 (1H,
m), 3.65 (2H, br d, J=12.2 Hz), 3.90-4.10 (IH, m), 6.61(1H, d, J=7.2 Hz), 6.97-7.04 (2H, m), 7.19-
7.43 (5H, m), 7.53 (MHH, s).

R (KBr): 3400, 3066, 2945, 2717, 1633, 1568, 1539, 1504, 1473, 1456, 1302, 1215, 758 cm .
C24H27N4OSC|3 ° 2H20 O“ [:Hé‘_} jlé‘i‘&
H&X : C, 51.305 H, 5.56; N, 9.97

& =Xl : C, 51.47; H, 5.69; N, 9.87

A ALGI 40

N-[1-[2-(El2®I-3-2) 0l Et-1-2 | T H 2| &l -4-2 | -5-E| Ot-1,8b~CI Ot Kt Ot M LI Z E 8ll-4-5t 2= A 00| = CI 3l
E22=2cE9 g4

2 I H 2l &l-4-2 ]-5-El OF

1) Luroz AMAI0 38-1) 2 ¢$HsS +&otH = -1-
1,80-CIOtAIOtAILIZE -4t 2SS A0L0IEE AXM DEHE HEHZ +=S0HRUL.

"H-NWR (200 MHz, COCls) &: 1.40-1.60 (2H, m), 1.90-2.05 (2H, m), 2.12-2.23 (2H, m), 2.58-2.65 (2H,

m), 2.79-2.95 (4H, m), 3.75-3.95 (1H, m), 5.60-5.80 (2H, m), 6.58-6.70 (3H, m), 6.94-7.04 (3H, m),
7.23-7.25 (1H, m).
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IR (KBr): 3292, 2949, 1608, 1539, 1508, 1481, 1308, 1279, 1236, 1161, 1119, 771, 737, 646 om

2) LEIHO2 AN 38-2) of HHS =otH N-[1-(2-(E| Q#EI-3-2 ) Ol Bt-1-2 | T| Hl 2| 1 -4-2 ] -5-E| Of
1,80-CIOIXIOtAILIZ & AI-4-0I 2= A 00| E CISIEZEZCEE QXM ZH 2 +=SotAL.

O|I

"H-NWR (200 MHz, CDs00) &: 1.85-2.25 (4H, m), 3.05-3.20 (4H, m), 3.23-3.50 (24, m), 3.60-3.75 (2H,
m), 3.90-4.15 (1H, m), 6.61 (1H, d, J=7.2 Hz), 6.96-7.10 (3H, m), 7.10-7.45 (3H, m), 7.52 (1H, s).

IR (KBr): 3392, 3059, 2910, 2721, 2675, 2551, 1633, 1564, 1529, 1502, 1458, 1394, 1304, 1263,
1215, 787 com .
ALAICH 41

N-[1-(1,4- B E | 2 A-2-2 0| 2 ) T Bl 2] E1-4-2 ]-5-E| OF-1,80-Cl O} Kt OF M LI Z El2I-4-3} 2= A 0t0| € O] 3
cz3zpc9 ot
1) UBINOZ AAIG] 38-1) O HHS 285
1.80-CIOF KOt MILIZ &l @ll-4-3 2= A0L0| S 2

O

il

pN|
=2

Ab—

(i)

= I E) Ol H el €l-4-2)-5-El Ot
2 +=SotRUlt.

0g kA
I

—2-

4
=1

(o]l

"H-NIR (200 MHz, CDCl;) &: 1.38-1.53 (m, 2H), 1.86-2.02 (m, 2H), 2.18-2.21 (m, 2H), 2.52-2.76 (m,

2H), 2.80-3.02 (m, 2H), 23.72-3.91 (m, 1H), 3.98 (dd, J=7.6, 11.6 Hz, 1H), 4.22-4.35 (m, 2H),
5.48-5.60 (m, 1H), 5.80 (dd, J=1.6, 6.4 Hz, 1H), 6.59-6.72 (m, 3H), 6.80-6.91 (m, 4H), 7.06 (s,
H).

IR (KBr): 1620, 1543, 1493, 1267, 1149, 782 cm

2) dutdoz AAI0 38-2) o LHS &EIH N-[1-(1,4-H=CISo-2- E'|]1|‘5')LL|1H|E|E|
1,8b-CIOFAIOtMILI =€ 8ll-4-Jt 2 =S A 001 = T

-2 ]-5-El 0t

"H-NUR (200 MHz, DMSO-ds) &: 1.81-2.09 (m, 4H), 2.95-4.39 (m, 9H), 4.85-5.00 (m, 1H), 6.48-6.53
(m, H), 6.77-6.98 (m, 5H), 7.10-7.23 (m, 2H), 7.55 (s, 1H), 8.71-8.79 (m, 1H).

IR (KBr): 1637, 1497, 1304, 1263, 762 om .
CoaHasN40sSCl, - 2.0H0 Ol CHEE D22 A

HEEX 2 C, 51.71; H, 5.42; N, 10.05
| = C, 51.74; H, 5.34; N, 9.91

-(1 (3 HYZ2m-1-2) I H el & -4-2 ) ol Et-1-2 ] -5-E| Ot-1,8b~CI Ot Kt Ot Ml LI Z E Bl -4-3} 2 = A 010
lsle2222E9 gd

1) N-[2-(1-t-2SAIE2L-4-TIH2I L )N E ]-5-El0t-1,8b-CI Ot Xt OtMI LI ZE 3l -4-9t 25 A 00l E9| &

n
mr\)

_9,:
e
o
[El
um
e
4:>
A
I
Jt
>
[P
~
w
~

OLNIELIE™ 50 ml =0l 5-El0t-1,8b-CI0HX
=A0|0IE 4.60 g (40.0 mM) 2 SEAIZI &, N-OIE-N'
EE%EEIC 7.67 g (40.0 ) &FIiotd, S82s A=20
2B ESRAZID, FRES S RIRECR =0T,

LIE2 UIUES E3t 22M0=F HAGHLD, MgS0, A0A HZEAIID

A xSE B4 AHZ2ZE %EEE% 100 ml Ol ZoHAIZCH. AOUI
(40.0 mM) 2 4-(2-Ot0I-OIE)IIH2IE 3.08 g (24.0 mM) S =HDl5tD, =2
BEAIZCEH. s, [-t-2€ CIIIEUIOIE 4.37 g (20.0 )2 =DJtatn, B2
 WHFAIRCEH Mjl H+°9g,*§a 22 MNAGEID, |IIES FEUE %
NIESIRCH. SIS MgS0, A UM HAEAIDID, SHE 2250 SSARC &

chil (o OWIEIIOIE/OH'EF% =10/1) 2 FHotHd EMEEE=2E +=SotRUL.

A @9 =8 3.37 g (39%)

H-NR (200 MHz, COCl3) &: 1.01-1.28 (m, 2H), 1.41-1.58 (m, 12H), 1.62-1.76 (m, 2H), 2.62-2.74 (m,
2H), 3.34 (m, 2H), 4.04-4.11 (m, 2H), 5.79 (dd, J=2.0, 6.0 Hz, 1H), 5.85 (t, J=5.6 Hz, 1H), 6.62-

6.71 (m, 3H), 7.04 (s, 1H).
IR (KBr): 1684, 1622, 1547, 1281, 1159 om
2) N-[2-(4-TIH2I ) E]-5-El0t-1,8b-CIOt XIOtMILI ZE BlI-4-II 2= A 00| E ClolEZ22 22|59 &4

OlEtE (100 ml) & N-[2-(1-t-2SAIIIE2<-4-TIH 2 )0 E |-5-El0l-1,80-CI OF KIOFHI LI Z EL Bll-4-91 2
2A0I0|E 3.37 g (7.86 mM) 2 20| 12N-Z A (3.2 ml, 39.3 mM) 2 HII5tD, S22 AL20A 1
AIRISOF MELAIZICH. M ZFS OO ol +Z5tn, Azl OdeE U olH22 eAs0 A
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QUM BFE., =8 2.52 g (80.0%)

"H-NUR (200 MHz, DMSO-ds) &: 1.22-1.68 (m, 5H), 1.78-1.85 (m, 2H), 2.68-2.91 (m, 2H), 3.10-3.31
(m, 4H), 6.63 (d, J=6.8 Hz, 1H), 7.00 (d, J=9.2 Hz, MH), 7.24 (s, 1H), 7.31 (dd, J=6.8, 9.2 Hz,

iH), 7.68 (s, 1H), 8.91 (t, J=5.6 Hz, 1H), 9.08 (br s, 2H).
(KBr): 1643, 1533, 1290 cm .
3) N-[2-(1-(3-Hl2 = 2 B

0l=2 g4

N
n
J
>
=)

) Il H 2l &1-4-2) ol E-1-2 ] -5-E| Ot-1,8b—Cl OL Xt Ot Ml LI T Ed 8l -4~

HEtE (6 ml) = N-[2-(4TH2IY)0IE ]-5-EI0F-1,8b-CIOFXIOLAI LI Z E 2l-4-2 22 A 00| E CISIEZZ2
22/Z 0.60 g (1.49 mM) & Ec|OE02! 1.0 ml (7 17 mM) o MY 3-HY-1-E22Z2T 0.27 nl
(1.78 mM) 2 A20M HOI5tD, E822 ZAGHHA 24 AN2tS0oF B2 A0, 015, ZOHE 2250
ZRAI1D, HREBE 2 5| A5 1, 22EEoR = orom LIES HILUEE T3 £282MH0

04 2O HAZAIZ|D, 24 JED}EJEHEI (HIEt2/01E OLMIEIOIE 30-50-80%) & &

£ M3AEdt, MgSo,
Mot HEXNS=S +=SotRUlt.

MM 2EE 28, =2 514 ng (77%)

"H-NWR (200 MHz, COCls) &: 1.08-2.01 (m, 11H), 2.312.39 (m, 2H), 2.62 (t, J=7.7 Hz, 2H), 2.92 (br

d, J=11.2 H, 2H), 3.28-3.38 (m, 2H), 5.55-5.68 (m, 1H), 5.78 (dd, J=1.7, 6.5 Hz, 1H), 6.58-6.70
(m, 3H), 7.05 (s, 1H), 7.12-7.33 (m, 5H).

4) N-[2-(1-(3-HE 2 8-1-2 ) I H el &-4-2 ) 0l E--1-2 ] -5-EI Ot-1,8b-CI Ot Kt OtHI LI E E &l -4-Jt 22 A
0l ClolEz222E9 &4
(3

OlEt=S (10 ml) = N-[2-(1-(3-HE
al-4- j}EE/\OH]I‘: 0.5142 g (1.1
O

=
5

b 1w BEAIZICE.
A X
g

>
o

t

ol

-1-2) Il Hlel el-4-2) ol & -1-2 ] -5-E/ Ok-1,8b-CI OL A Ot A LI 2 &
o EA0i 4N HC1/HIQ% 4 ml (16 M) S A201M SHOt5t1
ZEMHE 2ot SFAI2IL2, &F=0 CIHE OEHZE 3
o, ogs EIOH‘% OE=22 eAste ZMagEs +=

-

Ny
ool

MAE HAN= p_

é
10
%

QXM BH, =8 546 mg (88%)

"H-NVR (200 MHz, OMSO-ds) &: 1.31-1.61 (m, 5H), 1.70-2.14 (m, 4H), 2.63 (t, J=7.5 Hz, 2H), 2.70-

3.23 (m, 6H), 3.36-3.52 (m, 2H), 6.59 (d, J=7.4 Hz, IH), 6.96 (d, J=8.8 Hz, 1H), 7.16 (s, 1H),
7.19-7.37 (m, 6H), 7.63,(s, 1H), 8.74-9.88 (m, 1H).

IR (KBr): 1639, 1560, 1537, 1500, 1444, 1290, 1217, 831, 785 o’
CoHaNOSCl, - 1.0H0 Off CHEE D224

HLEX] 0 C, 58.09; H, 6.38; N, 10.42
| © C, 58.22; H, 6.12; N, 10.45

~HUE Ol H el e -4-2 ) Ol E--1-2 | -5-E| Ot-1,80-CI Ot Kt OtAILIZE Bll-4-5t =25 A 0101 E CIGIEZ2

Ul € Ol H el 2l -4-2) off Eh-1-2 | -5-E| OF-

1) YBIMoZ MAN 42-3) o Wy -[2-(1- -4-
c S 23 YEHR £SO

1,8b-CIOFAOLAI L 2 E @l -4-Jt 2 = A 0t0]

"H-NWR (200 MHz, CDCls) &: 1.32-1.58 (m, 4H), 1.69-2.20 (m, 5H), 2.63-2.71 (m, 2H), 2.84-2.92 (m,

2H), 3.04-3.18 (m, 2H), 3.31-3.41 (m, 2H), 5.71-5.85 (m, 1H), 5.79 (dd, J=1.8, 6.2 Hz, 1H), 6.59-
6.67 (m, 2H), 6.71 (s, 1H), 7.06 (s, 1H), 7.16-7.39 .

2) LEtEo=Z AAM 42-4) o 2HEHsS OO N- [2 (1-HUIE T H 2l e-4-2 ) ol E-1-2 | -5-E| Ot -
1,80-CIOtAIOtAILIE & -4t 2S5 A0L01E ColE222elEE Qe 23 EHZ =SotULt.

—~ O

"H-NUR (200 MHz, DMSO-ds) &: 1.31-1.62 (m, 5H), 1.77-1.96 (m, 2H), 2.72-3.30 (m, 8H), 3.46-3.60

(m, 2H), 6.61 (d, J=7.4 Hz, 1H), 6.97 (d, J=9.2 Hz, ), 7.17 (s, 1H), 7.20-7.42 (m, 6H), 7.65 (s,
1H), 8.80-8.90 (m, 1H).

IR (KBr): 1632, 1564, 1535, 1441, 1290, 1211, 795, 770 om
AAI0 44

N-[2-(1-(3-(2-2 22 H Y ) T2 B-1- )-TI Hl 2l £-4-2 ) 0fl E--1-2 ]-5-E| Ot-1,8b-C| OF Xt O Al Lt L & 2ll -4~
Jl2=A00IE CslE2222E9 &4

N-[2-(1-(3-(2-222H L) 22 &-1-2 ) Il H 2| &-4-2 ) 0l - -1-2 ] -5-EI Ot-1,8b—C| Ot Kt Ot Ml Lt Z & &l -4

1
IIE=EA00IES &4
2 (20 ml) & 3-(2-2Z2HE)Z2TS 409.5 mg (2.4 nM) & E/ME0LR! 0.7 ml (4.8 mM) SH
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i
]
o
>
o
=2
x
no
E:

) S YUstll MGl Elstn, &
2042 HJlsin, MHSS o O AEIolE 2
== ZSLEE 23 =EHe=z MEGHL, NaZSO4 FOﬂA‘i
O ZEAZC. A | 0

1,80-C|OFXFOFAILEE EL 2l

nl (6.0 M) o BUB HIIGD, EEES BA

oM EII5ID, Y2 MHSS O OIM
H5ID, NSO, AGIA AZAIDID, 20HS 225!
I (2 OLEIOIS/HES ~ 3/1) =
23 HEHZ DHGE2S SSOHACH (327.9 ng, 56.8%).

-

]H—NMR (200 MHz, CDCl3) &: 1.10-1.55 (5H, m), 1.60-2.10 (6H, m), 2.37-2.44 (2H, m), 2.74 (PH, t,

J=7.6 Hz), 2.95 (2H, br d, J=11.0 Hz), 3.28-3.38 (2H, m), 5.65-5.80 (1H, m), 5.78 (1H, dd, J=1.9,

6.3 Hz), 6.60-6.70 (3H, m), 7.05 (1H, s), 7.10-7.20 (4H, m).

IR (KBr): 3286, 3057, 2926, 1618, 1545, 1512, 1479, 1442, 1280, 1153, 1053, 970, 870, 754, 677,
-1

650 cm

oh-

2E-1-2) T H 2/ €-4-2 ) O E-1-2 ]-5-E1 0F-1,80-C| OF XFObAI LE Tl 2il—4~
o g4

-(-222HY)Z
9P§§£OPDIE EI6I 2222

2-(1-(3-(2-2 22 HY) o) Il Hl el el-4-2) Of| E-1-2 ]5-E| Ot-1, 80b—-Cl Ot Xt

Ot0IE 327.9 mg (0.68 mM) 9| %C%HOH AN-HC1/0IIE OLMIEHIOIE 2 ml (8.0 MM)S
% Zotill SFAIIIL, &F=0 HEHZE It

= % C0E Oe=2 2AStH HEHMagssS 28

H-NR (200 MHz, CD;00) &: 1.30-1.80 (5H, m), 1.90-2.10 (4H, m), 2.90-3.40 (8H, m), 3.50-3.70 (2H,
m), 6.60 (1H, d, J=6.8 Hz), 6.96-7.00 (2H, m), 7.10-7.45(5H, m), 7.51 (1H, s).

IR (KBr): 3427, 3057, 2939, 2727, 1632, 1566, 1535, 1502, 1473, 1439, 1390, 1292, 1215, 1051, 951,
-1
762 cm

CosHziNAOSCl, - 2.0H0 Off CHEE D=2 =24
HA&X €, 52.93; H, 5.98; N, 9.50

&=X : C, 52.95; H, 5.75; N, 9.41

AAIOI 45

N-[2-(1-(2-222HUIE )T H el & -4-2 ) Ol B -1-2 | -5-E| OF-1,8b-CI Ot Kt OLMI LE ZE Bl -4-9t 2 S A 0101 &
ClolEz2E2=22E9 &4

|
) UABHO2 MAIG 44-1) O
-

| 2 -(2222HUIE) I H el g-4-2) il E-1-2 ] -5-E
1,8b-CIOtXIOtMILIZE &l-4-3t2 = 3 !

18 22 U2 =SotAL.

"H-NWR (200 MHz, COCls) &: 1.25-1.55 (5H, m), 1.60-1.85 (2H, m), 1.95-2.15 (2H, m), 2.54-2.62 (2H,

m), 2.91-3.06 (4H, m), 3.30-3.40 (24, m), 6.60-6.75 (1H, m), 5.79 (1H, dd, J=1.6, 6.0 Hz), 6.59-
6.71 (34, m), 7.05 (1H, s), 7.10-7.36 (4H, m).

IR (KBr): 3334, 3062, 29271, 1618, 1543, 1512, 1479, 1441, 1371, 1342, 1281, 1211, 1153, 1111,
1051, 970, 771, 752, 729 cm

2) LEHAOZ MAIM 44-2) o ZHHES =™GH N-[2-(1 (ZJEEIHIHI'%')HITHIEIE—4—°E')01|E* -2 ]-5-El
Ot-1,80-CIOL Xt OLMILIZE &l-4-II 2= A0I0/E CISIEZEZ2CIEE e XM BE FHZ +=SotRlt.
"H-NWR (200'MHz, CD;00) &: 1.40-1.90 (5H, m), 1.95-2.20 (2H, m), 3.00-3.40 (8H, m), 3.60-3.80 (2H,
m), 6.61 (1H, d, J=7.4 Hz), 6.97-7.01 (2H, m), 7.25-7.50(5H, m), 7.52 (1H, s).

IRI(KBr)I 3425, 2941, 2665, 2532, 1632, 1566, 1537, 1502, 1473, 1394, 1338, 1286, 1215, 1111, 783
cm .

CasHegNsOSCl5 - 1.0H0 Off CHEr D224

H X C, 53.82; H, 5.60; N, 10.04
| : C, 54.06; H, 5.66; N, 9.97

N-[3-(1-(3-HEZ2E2-1-2) Il H el & -4-Y ) T2 E-1-2 |-5-E| 0t-1,8b-CI Ot Xt OtMI LI ZE Bl -4-It 2 = A 0
0 G =) ]

1) N-[3-(1-t-2SAIIEEL-4-TH| ) T2 B-1-2]-5-E|0t-1,80-CI Ot Kt Ot Al LI Z E &l -4-3t 2 S A 010
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o gd

OLHIELIE™ (120 ml) =0l 5-El0-1,80-ClIOFXtO
EAIZA0/0IE 6.91 g (60.0 M) S SEAIZI & N
SIEEZ2=22/E 11.50 g (60.0 mM)2 &DJistn, B8
E 225l SEAILL, AE2E2 2 22ESLZE F
MZEGID, MgS0, &0IA HAZAIZID, SBOHE 2Z25H0 =
(100 ml) = A 24 01|AE1IE°| ZHH ECINE Ot
4-TH2IY)Z2Z0t8 8.72 g (36.0 m)E &HJIstD,
Sssee FMH2=2 NEGID, |IIES ZSUE
ANAM AZAIZ &, 202 22510 SRAI2113,
2 =10/1) 2 MG ZXNSESESS =S5

H o
3
=
Ha
T

w4 2 H

i
um
[
I
Ny
=N
It
>
[P
[@Ne))

-

T —
I
RS
[

W
I
w
o
o ol

>

to

==

x

=

=

o

Qe

S

T

>

V]

O
o

HU ofp ol
o

1o Ol

U J

C O 210N

2

T4 O

=
iﬁ‘lz
E ¥
I
T
mr

/\rj|
45t SIISS MgS0.
2! ED}EJ_EHHI OlE OLAIENOIE /0l E
=3 £ 10.16 g (76%)

my
o -

M0 e -

i g >
D:
IJ_I

A
il

"H-NWR (200 MHz, COCl3) &: 0.95-1.41 (m, 4H), 1.45 (s, 9H), 1.48-1.72 (m, 5H), 2.61-2.73 (m, 2H),

3.28 (m, 2H), 4.05-4.14 (m, 2H), 5.79 (dd, J=2.2, 5.8 Hz, 1H), 6.02 (t, J=5.6 Hz, 1H), 6.63-6.70
(m, 3H), 7.02 (s, 1H).

IR (KBr): 1684, 1624, 1278, 1161 om
2) N-[3-(4-IlHZIE)Z2T-1-2 ]-5-E|0t-1,8b-CI Ot Xt OtMILIZE 3I-4-9IESA0L0|E CISIEE2SE2IE

o g4

HEFZ 100 ml = N-[3-(1-t-2S
4-IIESA0L0IE 10.12 g (22.87
20A 1 AlZES ot WEHAIZCH

AGHH ERISIE S 8.79 g (92.5%)

|9t2 2 2-4-1] Bl 2| 2 ) & 2 B-1-2 ]-5-E| OF-1,8b-LI OF Kt OF Al
of B0 12N B8 9.4 nl (114.33 ) £ HJj5in. =
o HM2Z G0l oA slactn, Aol e
QUM 2 HEHE ST

3
§>
-

>
=

0:
il

"HNVR (200 MHz, OMSO-ds) &: 1.13-1.59 (m, 7H), 1.74-1.80 (m, 2H), 2.68-2.93 (m, 2H), 3.04-3.30

(m, 4H), 6.62 (d, 1H), 7.00 (d, J=9.2 Hz, 1H), 7.18 (s, 1H), 7.30 (dd, J=7.4, 9.2 Hz, 1H), 7.67
(s, 1H), 8.84 (t, J=5.6 Hz, 1H), 8.88-9.15 (br s, 2H).

IR (KBr): 1637, 1564, 1518 cm .
3) N-[3-(1-(3-HYL T2 B—1-2 ) | { 2] ©1-4-2 ) I 2 B—1-21 |-5-E| OF-1,80b-C| OF K OF M LE E & il —4-3 2 = A

orolEel &4

ets (10 ml) & N-[3-(4-TIHeIE)Z28-1-2 ]-5-E|Ot-1,8b-CI Ot KOt Al LI Z E &I4-St 2 S A0L0| E C
SIEEZ2=Z2IE 1.0 g (2.41 M) L EclOE0H2 1.7 ml (12 2 M) o Y0 -E=22-3-HLE=T
0.45 ml (2.96 mM) 2 A20M EHOIGtD, EE22 ZACHHAM 20 AlZSeH BRAIRUCE. 0%, SHE
2o EFAIILD, MFRES 22 S&GtL, S22 EELZ FEOIJL. RIIES SSFUESE =&
+=8Ho=z MNAGHD, MgS0, &0AM A=EAIIID, 28 IAZ0EDNT (HES/HE OLMIEHIOIE 30-50-
100%) 2 EHMGHH HMSESS S0t

HMiM 2EE 282, =2 811 mg (73%)

E

'H-NMR (200 MHz, COClg) &: 1.17-1.38 (m, 4H), 1.44-2.03 (m, 9H), 2.34-2.41 (m, 2H), 2.62 (t, J=7.7
Hz, 2H), 2.86-3.02 (m, 2H) 3.29 (g, J=6. 6 Hz, 2H), 5.61-5.73 (m, ), 5.79 (dd, J=1.6, 6.4 Hz,
IH), 6.58-6.70 (m, 3H), 7.05 (s, 1), 7.11-7.33 (m, 5H).
4) N-[3-(1-(3-HEEZ2T-1-) I H 2l E4-Y) T2 E-1-2 ]-5-E| Ot-1,8b-CI Ot At OtHI LI ZE &l -4-Jt2 S A
Ol0IE ClslEZ2E2 22 EY g4
HES (10 ml) & N-(3-(1-(3-HE=Z28-1-2 ) I H 2| -4-2 ) = 2 B-1-2 | -5-E| 0-1,8b—CI Ot X OF Al L+ ==
(1.76 mM) 2 SH0l 4N- HC1/|]1|‘:£% 6 ml (24 mM) S A201A
Eotold, EEE2S 420N =232 wEtAIZO. 0lF, Z0HE 2ot0l SFAIIILL, 2 &F=0
SLENEECR 2= 0l 2o «=&ot, GEt=s & CIoE =22 e
HHNEEE +=SotUlt.

QUM BH. 8 821 mg (85%)

"H-NUR (200 MHz, DMSO-ds) &: 1.04-1.28 (m, 2H), 1.32-1.62 (m, 5H), 1.65-1.88 (m, 2H), 1.93-2.12

(m, 2H), 2.37-2.68 (m, 2H), 2.72-3.20 (m, 6H), 3.31-3.51 (m, 2H), 6.53 (d, J=7.2 Hz, 1H), 6.93
(d, J=8.8 Hz, 1H), 7.07 (s, M), 7.12-7.38 (m, 6H), 7.58 (s, 1H), 8.61-8.77 (m, 1H).

R (KBr): i635, 1562, 1529, 1446, 1300, 1217 cn
C27H34N4OSC|2 : 1OH20 0‘“ I:H@' jl%ik\'

x

>

bXlI @ C, 58.79; H, 6.58; N, 10.16
Xl C, 58.66; H, 6.74; N, 10.12

ol 47

[3-(1-HUE T Hal g-4-Y) T2 E-1-2 |-5-E| 0}-1,8b-CIOt X OLHI LI Z E ll-4-9t 2= A 001 E ClolE=Z

=
=

o>

A
N-

170-94



1019980707319

=2

1) derxoz AAN 46-3) 2 2SS 8GIH N-[3-(1-HUEDH2 E-4-2) 22 B-1-2 | -5-E| Ot
1,8b-CIOtXOLMILIZE El-4-Jt 2= A 001 EE XM 2EFE 2& 2 =SS0t

H-NR (200 MHz, COCl3) &: 1.21-2.16 (m, 11H), 2.57-2.66 (m, 2H), 2.81-2.89 (m, 2H), 2.92-3.12 (m,

2H), 3.24-3.34 (m, 2H), 5.66-5.77 (m, 1H), 5.80 (dd, J=1.7, 6.3 Hz, 1H), 6.58-6.73 (m, 3H), 7.06
(s, MH), 7.14-7.37 (m, 5H).

2) LEHNOoR AAIG 46-4) 2 HYES SMEHH N-[3-(1-HUIE D HE E-4-2 ) 22 B-1-2 | -5-E| O}
1,80-CIOtAIOtAILIZ & -4t 25 A0t01E ColE222elEE Qe 23 EHlE =SotUL.

"H-NUR (200 MHz, DMSO-ds) &: 1.94-2.21 (m, 2H), 2.66 (br t, J=7.7 Hz, 2H), 3.09-3.90 (m, 14H),

6.60 (d, J=7.4 Hz, 1H), 6.97 (d, J=9.0 Hz, M), 7.16-7.37 (m, 7H), 7.65 (s, 1H), 9.03-9.16 (m,
H).

IR(KBr):1639, 1564, 1535, 1500, 1446, 1292, 1217 om .
CogHa2N4OSCl2 - 0.5H0 Ofl CHEH JI=2&EA

H&X €, 59.08; H, 6.29; N, 10.60

=3 : C, 59.03; H, 6.21: N, 10.52

AAIOH 48

N-[3-(1-(3-(2-222HY ) T2 &-1-L ) 0| H 2| El-4-L ) T 2 B-1-2 |-5-E/ 0t-1,80-Cl Ot Xt Ob A LF T & 2ll—

4-3t2=2A0I0|C CIGIER2RR2IE B4

1) N-[3-(1-(3-(2-222H L) T2 B-1-2 ) I/ Hl2| €l-4-2 ) T 2 B-1-2 ]-5-E| 0}-1,80-Cl Ob X} O Al L £ 2l

4-312=2A0101S9 &4

HEHZ (20 ml) = 3-(-222HL)Z2HS 682.6 mg (4.0 M) L SN 0t2! 809.5 mg (8.0 mM) ©J

S0l KEERLY S22/C 687.3 ng (6.0 M)S SN AAGI BOlot), EBrES 1 20N 5 &
A [=]

. RIIEE =22 MEot1, NasSo, & 01|/\-| Al
2ot 0l %%/\Iﬁ[} MAE A SES0 WES (10 ml) S N-[3-(4-IH2Y)Z=E-1-2]-5-E|0F-
,8b-CIOFA+O PHILP&%@—Af J}E%ﬁOH]IE EI8|_E:‘EEI‘: 830.8 mg (2.0 mM) & ECI0IEO02! 1.15 g

°f g8Hs Fllotl, ¥ o) BHHESEES0 5% SEHUUEE +=EHS
Hdd=2 WlE OtMIHIOIEZ —’T‘—%ékoﬂﬂ. FIIES =22 WMEotLd, NaS0s &0IA A Al
. , 2ot SRAIZUL. SRSS Aedt2 28 JAZ0LE0H1 (0 OtAMHI0IE/o
Etg = 3/1) 2 ZJHGH ENSEsSsS 52 QUM 2FE 22 FHHE +Sotch (580.0 mg,

oA 0 =]
er & ’é‘%OﬂA—I 30 =3¢t O DLF‘_U\I?iE}. AD| BISEEZ20 5% SEHMUEES +=8Hs FHOtst, Bt
Ct = &l

|

I

0
0
s
=
i
U
Z
s
0

"H-NWR (200 MHz, COCl3) &: 1.10-1.40 (4H, m), 1.40-2.00 (9H, m), 2.38 (2H, t, J=7.5 Hz), 2.69 (2H,

t, J=7.8 Hz), 2.93 (2H, br d, J=11.0 Hz), 3.22-3.32 (2H, m), 5.78 (1H, dd, J=1.8, 6.2 Hz), 5.80-
5.90 (1H, m), 6.57-6.70 (3H, m), 7.03 (1H, s), 7.05-7.35 (4H, m).

IR (neat): 3307, 2927, 1618, 1556, 1477, 1443, 1281, 1151, 1055, 754 om |

2) N-[3-(1-(3-(2-S222H L) T2 T-1-2) I H 2l g -4-) T2 2-1-2 ]-5-E| 0t-1,80-C| Ot Kt Ob M LI Z £ &l -
4-JI2=A0101E OoIEZ2E22CES &4

HEr2 (10 ml) = N-[3-(1-(3(2-222HE)=Z=2
XHOtAILEZ & ._—4— SA0t0IE 580.0 mg (1.2 mM) o SN
£ &liotl, ¢ FS0F WBHAIRCH. 0lF, SBUHE
JtotALt. MdE £ {0l <ol +=&otil, o
=S QXM Z2F SHACH (605.4 mg, 91%).

[El

E-1-2) Ol Hel 1 -4- ) T2 B-1-2 |-5-E| 0t-1,8b-Cl OF

| SH0 4N- HC1/01IE' OLMIEIOIE 2 ml (8.0 mM)
Zotoll SF[AIZILD, =20 MHZE 3
&=s & EIOHE' =22 eAstH HEHMsHe

o v
o U
o o Inl
m N ‘|>

g

&=
A=
T

"H-NWR (200 MHz, CDs00) &: 1.25-1.80 (8H, m), 1.90-2.20 (4H, m), 2.75-3.05 (4H, m), 3.05-3.35 (3H,
m), 3.54-3.60 (2H, m), 6.60 (1H, d, J=7.4 Hz), 6.92-7.00 (2H, m), 7.15-7.45 (5H, m), 7.50 (1H, s).
IR (KBr): 3464, 3215, 3049, 2939, 2656, 1635, 1568, 1539, 1502, 1473, 1437, 1298, 1219, 781, 756
Cm_1

CoHasNOSCls - 0.5H0 Off CHEH D224

HAEX] + C, 56.20; H, 5.94; N, 9.71
| © C, 56.29; H, 5.80; N, 9.61

[3-(1-(>-22Z2HIUIE T H 2| & -4-2 ) T 2 E-1-2 ]-5-E| 0t-1,8b-CIOt Xt O I LI Z E &l -4-3t 25 A 001 =
ClolEzE2=22E9 &4
1) LetHoz A0 48-1) of ZES +~GHH N-[3-(1-(2222HUE)TIH 2| E-4-L) T2 E-1-2 |-5-
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EIOH-1,8b-CIOFKIOLMILIZE l-4-Jt 2= A0I0| =8 &l HA 1)

OQE
o

= gtz =SotALt.

'H-NMR (200 MHz, CDCls) &: 1.10-1.40 (2H, m), 1.40-1.80 (4H, m), 1.90-2.30 (3H, m), 2.50-2.65 (2H,
m), 2.80-3.15 (4H, m), 3.20-3.40 (2H, m), 3.43-3.54 (2H, m), 5.75-6.00 (2H, m), 6.55-6.80 (3H, m),
7.04 (HH, s), 7.05-7.40 (4H, m).

IR (KBr): 3390, 3265, 2927, 1740, 1697, 1643, 1618, 1558, 1514, 1481, 1371, 1286, 1153, 1119, 889,
771, 727, 675 cn |

—(-2E2EHUY)IHAH4-2)DEn

_OI]_

2) LEEOR AMAI0 48-2) o LS o0 N-[3-(1 -1-¢
5-El0t-1,8b-CIOtKOAI LI 2 E 8I-4-JI 2 S A0I0|E LISIEZE2ZCIEE g2 M FH U2 ==
ot ALk,

H-NR (200 MHz, CD;00) &: 1.25-1.70 (7H, m), 1.90-2.10 (2H, m), 2.95-3.40 (8H, m), 3.60-3.75 (2H,
m), 6.60 (1H, d, J=7.8 Hz), 6.90 (1H, s), 6.98 (1H, d, J=9.2 Hz), 7.25-7.55 (6H, m).

IR (KBr): 3427, 3053, 2937, 2856, 2652, 1635, 1564, 1537, 1504, 1292, 1217, 771 om

CosH3iNAOSCl5 - 0.5H0 Off CHEE D224

HA&EX + C, 55.47; H, 5.73; N, 9.95
=Xl : C, 55.72; H, 5.79; N, 9.96
10l 5

-[3-(1-(1,4-MIXC|24-2-2HE)-TIH 2 & -4-2 ) T2 T-1-2 |-5-E| 0t-1,8b-CI Ot K- Ot MI LI Z & &l -4-3t
SA00IE OolEz2222E g4

UM OZ AAIN 48-1) o LEHS 85 20 =
2 ]-5-EI0t-1,80-CIOtXIOLAILIZE @l-4-Jt2S A 00| EE 2 QXM RS 22 HH=2 =55

>

=< =

QE:
@
=

|
w
A
T
A
z
Pl
[wl
oo
>z
p
o
A 2

-1-
Ct.

H-NMR (200 MHz, CDCl3) &8 : 1.10-1.40 (4H, m), 1.40-1.80 (5H, m), 1.90-2.20,(2H, m), 2.49-2.71 (2H,

m), 2.86-2.30 (2H, m), 3.23-3.33 (2H, m), 3.92-4.01 (1H, m), 4.20-4.40 (2H m), 5.79 (1H, dd,
J=1.8, 6.0 Hz), 5.80-5.95 (1H, m), 6.58-6.72 (3H, m), 6.75-6.98 (4H, m), 7.04 (1H, s).

IR (KBr): 3321, 2926, 1616, 1543, 1495, 1265, 1155, 1082, 1041, 750 om
O N-[3-(1-(1,4-HIECISA-2-2HE )T H2IE-4-)E=2

N

) LEHROZ AAIN 48-2) o ZLHES Gt
T-1-2]-5-El0t-1,8b-CIOXIOtMILIZ 2 EI-4-JI2ESA00|E CIoIEZ2S2LIEE Qe XM Z2H HH=Z
=0t ALt

"H-NWR (200 MHz, CDs00) &: 1.25-1.80 (7H, m), 1.85-2.10 (2H, m), 3.05-3.32 (5H, m), 3.35-3.40 (2H,

m), 3.60-3.85 (2H, m), 4.03 (1H, dd, J=6.3 Hz, 11.3 Hz), 4.32 (1H, dd, J=2.4, 11.6 Hz), 6.61 (1H,
d, J=7.6 Hz), 6.80-7.05 (6H, m), 7.34-7.43 (H, m), 7.51 (1H, s).

IR (KBr): 3425, 3062, 2933, 1632, 1564, 1537, 1495, 1265, 758 om
CoHaN40sSCl, - 0.5H0 Ol CHEE D22 A

HAX] ¢ C, 56.20; H, 5.94; N, 9.71

A=X| : C, 56.29; H, 5.80; N, 9.61

AAI0 51

N-OIE-N-[1-(3-H YL Z 2 E-1-2 ) I H 2| & -4-2 B € ] -5-E| 0}-1,8b-CIOF KFOFAI LI Z El @l -4-2t 22 A 0101 =

ClolE2E2Z2E9 &4

1) N-IE-N-[1-t-2S A2 2 -1 H 2l 6-4-2 K 2 )-5-EI0t-1,80-CIOL RO M LE Z =L @I -4-5t 2 = A 01D =
of &4

AAIG 42-1) OIAMQ S2st 2oz 4= OtMEUEZ (6 ml) = 5-E/0+-1,8b-ClIOFKIOMAILIZ € 2l -
4-II2 =224 N-GIEZ2AIEAI0I0IE HAHZ 0.58 g (1.84 mM) 2 0| OIMIELIEE (3 ml) t——‘?‘—%‘
4-[(HE00I=)HIETIH IS -1-II2=2AIA 0.50 g (2.19 mM) & E2IHIE0tS! 1.0 ml (7.2 mM) o BN
= A20 M &EOtotd, SE=22 A420M 13 AlI2tS0oH DL”J/\I?iEL 01, SOHE 2 otUl ESFAI2112,

H2=EE2 22 3|45 LTJ_, dfeEd ez =oAL, RIIS=S SIIUEE EF 4‘—90”o§ M&StLD,
MgSO, AMOIIA AHAZAIDILD, 2 AZ0IENTI (HES/HE OFMHIOIE 30%) = HMoIH ZXHSIEEsS
£S5H9Lt

M DEE. =8 771 mg (98%)

1H—NMR (200 MHz, CDClg) &: 1.06-1.31 (m, 2H), 1.45 (s, 9H), 1.51-1.98 (m, 3H), 2.58-2.78 (m, 2H),
3.11 (br s, 3H), 3. 21 -3.40 (m 2H), 4.01-4.22 (m, 2H), 5.74 (dd. J=1.8, 6.1 Hz, 1H), 6.06 (s, 1H),
6.55-6.68 (m, 2H), 6.94 (s, 1H).
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2) N-OIE-N-(TH el H-4-L N E)-5-EI0t-1,8b-CIOt Kt OtMILIZE 3 -4-9I 25 A 010l & ClolE2222l=29

i
0x
U

=)
m
o
o O
O
>T
=2
ym
=
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T
|
0
M
>
(N}
il
HI
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o
o
g
o
=
u
O‘I
m
9
CI)
CT
D
2
>
_('D_
rm

AN
W
=
N

N>~

%w 0.8 ml (9.6 ) = Ae oA xwrom _éér
N-AF 2 ml (24 nM) S

0% Mo '5

_——

dotol SFAUCL. M= %01|
O toll <o =&ot, OEs,

Of
it 2
1

o
ol
o 2 = I
I
o

2
r
M o 32 ©°
aQ
< 0
=
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fJ

=
=

=
o
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e
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©

=
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>

X

-1.96 (m, 2H), 2.02-2.23 (m, 1H), 2.86-3.08 (m,

"H-NVR (200 0-1.9
3 6.37 (s, H), 6.75 (d, J=9.2 Hz. 1H), 6.94 (dd,

R
3H), 3.15-
J=7.4 Hz, 9.

El

3) N-Of
Dlsol 8
MIEFSE N0l 2-N-( I Bl 2| £1-4-2 0 2 )-5-E1 0b—1,80-CI OF XFOF I LE Z E Ri-4-3t 2 = A 0L0| E
2IS 464.3 mg (1.16 M) & E2/IZ 02! 0.8 m =
(138 m) S A20N RJI6i0, S22S EAGI0AH 15 RS SRAIZC, 0%, SHE 2
Z2AD|D, RE2S 22 5450, FHNLHUOZ =EoHAUC. RII5S 2SUES
= MESHD, oS0, S0IA AZASID, 22 A0S I (HES/HZ OMEIOIE 2
Of ENSHE S5HALH.

MM D= 2 346 mg (67%)

MHz, D20) &: 1.30-1.61 (m, 2H), 1.7
.53 (m, 6H),,6.13 (d, J=7.4 Hz, 1H),
2 Hz, H), 7.07 (s, H).

N-

S-N-[1-(3-HEZ28-1-2)-T I 2l H-4-2 Ul & | -5-EI Ot-1,8b-CI Ot Xt Ok M LI E & &l -4-It 2 5 A Of
M
N

EO
==
o

b

H-NR (200 MHz, COCl3) &: 1.20-1.45 (m, 2H), 1.50-1.98 (m, 7H), 2.32-2.39 (m, 2H), 2.62 (t, J=7.7

Hz, 2H), 2.84-3.00 (m, 2H), 3.06 (br s, 3H), 3.35 (d, J=7.0 Hz, 2H), 5.71 (dd, J=1.6, 6.4 Hz, IH),
6.04 (s, 1H), 6.53-6.67 (m, 2H), 6.93 (s, 1H), 7.13-7.32 (m, 5H).

4) N-HIE-N-[1-(3-HE 22 B-1-2 ) I H el & -4-2 NI & ]-5-E/ 0t-1,8b-CI Ot Xt Ot Ml L Z & &l -4-3t 2 2 A 010)
c OUolE22E=2CE2 &4

HE=2 (4 ml) = N-HE-N-[1-(-HEZZ2B-1-
4-II2E=A00IE 346.1 ml (0.77 mM) < % Ul
A=20M 20 E%C&F WEHAIZICE. OlF, E0HE
fdE LE= £ 397 mg (90%)

o) Ol Hlel el-4-2 0l £ ]-5-EI Ot-1, 80—Cl Ot Xt Ok &
AN-HCT/DIEFS 2.0 ml (8.0 mM) = ZIlot =
2ol SJ[AIH HME=ES +=Sotl. e

"H-NVR (200 MHz, DMSO-ds) &: 1.40-2.18 (m, 7H), 2.63 (t, J=7.7 Hz, 2H), 2.73-3.55 (m, 11H), 6.65
(d, J=7.6 Hz, 1H), 6.60 (br s, 1H), 7.03 (d, J=9.2 Hz, 1H), 7.21-7.35 (m, 6H), 7.50 (s, 1H).

IR (KBr): 3417, 2935, 2721, 1628, 1498, 1448 om .
CogHa2N4OSCl2 - 3.0H0 Off CHEH JI=2&EA

HA&X + C, 54.44; H, 6.68: N, 9.77
A&=Xl :C, 54.32; H, 6.62; N, 9.64

N-SIE-N-[1-(3-H L Z 2 2-1-2 ) I H 2| & -4-L 0| € ]-5-E| 0}-1,80-CIOL R OtMI LI Z € &l CISIEZ2222IE

E

B2l El-4-2 B Z)-5-E10t-1,80-CI OFRHOF M LEZ 2RO 84

/é'/\l01| 42-1) 01|/\-|EEP sSYs wYoz FHE OFMEUEEZ (12 ml) = 5-EI0t-1,80-CIOFXHOHAILEZ E &ll-

c 12 1.26 g (4.0 mM) < %O—.“OH OHHELIEY (6ml) St
AlA 1,40 g (4.79 mM) 2 EcIOIE0tE 1.2 ml (8.6 mM) 2 SN
= 2F & 40T OlA 3 2o O WBAIRALH.  01=, SIS
ool %%AI?IE S %E S|dotll, FMEAdZ FEGIUL. RIISS GAUEE E3
EUHO=Z NHGD, MgSO, &0IM AXAIZICH ZE IAZ0tEDAT (HES/ME OLMIHIOIE 20%, O
2/2B22EE 1/15) 2 dRE2 FMdls NS AMGtACH. OetH, ZMHE2 (0.5162 g) 2 4‘—%6P
Ct.

|

4—w§om|unﬂ ) I T 2

A0 AN EOlotD, E8
PN

32 @ > 0Y jo M

2) N-BIE-N-(TH 2l -4-L HE)-5-EI0t-1,8b-CIOLXIOtMILIZE CISIER222/E9 &4

HE=2 (2 ml) & = NHE-N-(1-t-2SAIESLTIH I -4- %Dﬂ%) 5-El0t-1,8b—-CIOLKtOLAI LI E &l
(0.5162 g) 2 SHH 12N-L4&H 1.0 ml (12 nM)S EII6tL), SE8S2 A20M 15 AlIZtS 0 WBHAIZC.
0=, SUHE 250 SRAIILD, dFES 22 S40t], SE=2EEL: MEGIJL. AF, 2=
2ol SRAIHA ZMHEE (0.451 ¢g) 2 QEXM DE=E HZE =5 o}oz‘[]

3) N-BIE-N-[1-(3-HEZ28-1-2) I H 2| -4-2 U € |-5-EI0t-1,80-CI Ot KIOLMILIZ E &l o] & A

Olet2 (4 ml) & = N-BIE-N-(TIH2IH-4-20E)-5-EI0t-1,80-CIOtXOLMILIZEEl CIGIEZ2E222IE
(0.451 g) & EcIOE0tR! 0.7 ml (5.0 mM) & SHN 1-E22-3-HEZZE 0.17 nl (1.1 mM) S &
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Ol Eototll, === ZA0H0A 15 AlZtSe SJ AL, 0=, E0HE 2ol SFAIZILD, &=
=2 =% g4otll, ZHEdHeZ SIACH. RIISS HIHUES Zat =EBH2=Z NETHLD, MgS0,
O AZAIRCH 28 AZ20tEDHD (HE=2/222EE = 1/50-1/15, 1/20) 2 RS2 HHMdl=

At
A2 AUSHAUCH. Wetd, BN DEE Stz ZMH2S 3l==0tACH (245 mg).

"H-NWR (200 MHz, COCls) &: 1.14-1.44 (m, 2H), 1.51-2.01 (m, 7H), 2.32-2.39 (m, 2H), 2.61 (t, J=7.7
1.

Hz, 2H), 2.93 (br d, J=11.4 Hz, 2H), 3 25 (d, J=6.6 Hz, 2H), 4.69 (br s, 2H), 5.70 (dd, J=1.4, 6.4
Hz, 1H), 6.04 (s, 1H), 6.52-6.65 (m, 2H), 6.88 (s, 1H), 7.09-7.42 (m, 10H).
2

4) N-HE-N-[1-(3-HEZ22-1-2)-TIH 2| & -4-L I € ]-5-EI0t-1,8b-CIOLXIOLMILIZE El CISIEZ 22

2l=ol B4
4-2 0| 2 ]-5-E] 01, 8b-C| OF Xt OF
. 0 2 ASA Hlsln, s
: = A3ID, 2F X220 CINEY OHEHZ2Z =IIGHAC
~5t22 00l QA3 +ESI0 EMBESS QUM D2 2 +S5IUCH
= 4

"H-NVR (200 MHz, OMSO-ds) &: 1.40-1.78 (m, 4H), 1.89-2.13 (m, 3H), 2.63 (t, J=7.7 Hz, 2H), 2.71-

3.53 (m, 8H), 4.66-4.87 (m, 2H), 6.64 (d, J=7.4 Hz, 1H), 6.69 (s, 1H), 7.02 (d, J=9.2 Hz, 1H),
7.16-7.50 (m, 12H).

R (KBr): 3425, 2937, 2667, 1630, 1498, 1439 om .
CseHasNOSCl, - 2.5H,0 Off CHEH D224
[&tXI @ C, 59.99; H, 6.45; N, 8.75
=Xl : C, 60.26; H, 6.59; N, 8.53
A AIG 53

N-[2-(3-HE T2 E-1-20t0| = ) Ol E-1-2 ] -5-EI Ot-1,8b-CI Ot Kt OtMI LI ZE & -4-5t 2= A 00l E CISIER
22259 g4

x

>

OLHIELIEE (15 ml) = 5-EIOH-1,8b-CIOIXIOtMILIZE&I-4-ItES AL 1.09 g (2 3.2 mM) L N-GIES
A=4I0I01E 1.15 g (10 mM) 2 SHEHH N-OIE-N'-3-(N N-CIHIE 00l ) Z2 3= LC0I01E IER
22c2lE 1.92 g (10 m) 2 A=20M Eototn, E8282 2 2SS DBAIZIO. 0%, E0iE 226t
Ol SFA2ILD, 5= S22 g4otl, S T2ELELZE FSHoIJU. RIIES ZSLUEE Est =N
OZ MZEGHD, MgS0, &0AM HZAIZILD, SBOHE 2260 SFAIHA = &4 WAHEZ (1.63 g)E =S4t
ACH. OIMEUEZ (15 ml) & 471 = 4 HAHZ (1.63 g) ¥ E2INE0tR 1.4 ml (10mM) & &
HOl t-FE N-(2-0t0I Ol EF-1-2)-3-HE Z2 E-1-2 00| = It2S A2 0lE 1.67 g (6.00 M) S A20
N &EOtot, &8 = 0 d==3

=, EHE 2otill SFAIZILD, &
=] E 3t =ENHC=Z }dl 4otL), MgSO, &0l
NRE2SS 2 JZ0OtEDHT (HES/HE OtAIEIOI

N 2AZAIZID, £ Zgotol sJFAZCH. = 2

E 10%) E2=EM ZMHE (2.13 g, E&2 R)S +Sotl. &I ZdE= 413 mg (0.80 mM) Of
oN-g& 1.5 ml (18 mM) € &IiStD, EFESS =52 WA, 1%, BSEE20 es &
Clole OiHZE &ototd, MHsE ZHS 6ol 2ol =&otn, e, OtME, & THE oHZ=Z

HEXMOZ BIAGHH HHMAHE=SS +=SotRUL
QeXM 2H, =8 329 mg (91%)

"H-NVR (200 MHz, OMSO-ds) &: 1.84-2.03 (m, 2H), 2.67 (t, J=7.7 Hz, 2H), 2.84-3.09 (m, 4H), 3.39-

3.51 (m, 2H), 6.60 (d, J=6.8 Hz, 1H), 6.96 (d, J=8.4 Hz, 1H), 7 .16-7.37 (m, 7H), 7.65 (s, 1H),
9.00-9.18 (m, 2H).

IR (KBr): 3431, 3236, 1636, 1568, 1502, 1292, 785 om .
CoiHaaN4OSCl2 - 0. 1H0 Off CHEH JI=2EA

H&X © C, 55.65; H, 5.38; N, 12.36

A&=Xl : C, 55.44; H, 5.19; N, 12.35

A A0 54

2ot oz MAIN 53 o L¥ES &G0 N-[3-(3-HELZ2E-1-20t0| - ) Z 2 #-1-2 |-5-E| 0t-1,8b-Cl
OLRIOIMILIZE Ell-4-Jt2 = A0L0/E ClolEZE2E2CIEE XM 2F 2 +=SotRUC.

"H-NVR (200 MHz, OMSO-ds) &: 1.73-2.01 (m, 4H), 2.67 (t, J=7.7 Hz, 2H), 2.81-2.97 (m, 4H), 3.15-

3.26 (m, 2H), 6.61 (d, J=7.4 Hz, 1H), 6.97 (d, J=9.0 Hz, 1H), 7.20-7.33 (m, 7H), 7.65 (s, 1H),
8.95-9.15 (m, 1H).

R (KBr): 3436, 2947, 2792, 1635, 1294 om .
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AAIOI 55
detxoz MAN 53 o YRS EMGHH N-[4-(3-HEZ2E-1-20t0] ) 2 E-1-2 ] -5-E|0F-1,8b-CI OF
FOMILIZEB-4-Jt2 S A0101= CIolE222CIEE QXM 28 dEHE =SotATH

"H-NVR (200 MHz, OMSO-ds) &: 1.32-1.70 (m, 4H), 1.86-2.01 (m, 2H), 2.66 (t, J=7.7 Hz, 2H), 2.77-

2.93 (m, 4H), 3.06-3.19 (m, 2H), 6.60 (d, J=6.8 Hz, 1H), 6.97 (d, J=8.4 Hz, 1H), 7.15-7.34 (m,
7H), 7.64 (s, 1H), 8.82-9.10 (m, 1H).

R (KBr): 3411, 2944, 2786, 1637, 1565, 1292 Cm_1
CogHogN4OSC1, Ol CHEH D22

H LX) C, 57.62; H, 5.89; N, 11.69
a=Xl : C, 57.32; H, 5.91; N, 11.57
A AIGI 56

N-[3-(N-DI & -N-(3-H E Z2&-1-2)0t0| = ) Z2 &-1-2 |-5-E| Ot-1,8b-CI Ot Kt OtMI LI Z E &l -4-It 2 =S A 0t
OIS ClslEz2E=z2E9 &4

1) N-[3-(N-BIE-N-(3-HE Z2 B-1-2)-0t0l = ) Z 2 B -1-2 ]-5-E| Ot-1,80-CI Ot Kt Ot A LI Z 2 &l -4-It =2 S
A0H01EQ &4

AAG 42-1) HIAQ Sst Uz dE OtMELIEZ (6 ml) 5-EI0-1,80-CIOFXIOFAI LI E &l -4-2}
ESAM N-OIEEAISA0I0IE WAHEZE 0.50 g (1.59 mM) 2 X0l OLMELIEE (4 ml) = [3-(N-0OI
E-N-(FHEZZ22-1-2)0I0| L) Z2 & -1- 0.39 g (1.89 mM) & EZINEO0I2 0.5 ml (3.59 mM)

ZEHS A20AM Eototd, EE= 2= WEHAIZICH. 0%, EaDHE 2okl SFAI2ID, &F
%Z =2 slA&otl, FslEd e . IS GUEE L3t =N Z MEStLD, MgS0,
UM A=A, Z2E 20t [EtS/0IE OHMIEIOIE 80-100%) & T XGIH EHMSESS
—|——|O|' [:|'

MM @ 2 577 mg (89%)

|0
u@llt

HM

L HU

o o

=
ol

= 32
)
10
J

O

1

'H-NR (200 MHz, COCls) &: 1.57-1.73 (m, 2H), 1.77-1.95 (m, 2H), 2.25 (s, 3H), 2.40-2.55 (m, 4H),

2.66 (t, J=7.7 Hz, 2H), 3.37-3.45 (m, 2H), 5.58 (d, J=6.4 Hz, 1H), 6.49-6.64 (m, 3H), 6.89 (s,
H), 7.12-7.3 (m, 5H), 8.37-8.60 (m, 1H).

2) N-[3-(N-BIE-N-(3-HIE ZZ E-1-2) 00| = ) T2 E-1-2 ] -5-E| O}-1,8b-CI O} Rt OL M LI Z El @l 4-ItE = A
Ot0lE CislEZE2=2CES &4

oets (6 ml) & N-[3-(N-(3-HEZ2E-1-
SA0I0IE 577.3 mg (1.42 mM) 2 SN

o)
| 4
2 £2S0F WEAIZEO. 0lZ, 20ls 2
My 22&. £28 670 mg (87%)

Ot0l =) =2 E-1-2]-5-E| Ot-1,8b- EI FXHORAILE 2 &l 2l -
N-HC1/OIEtE 2.0 ml (8.0 M) 2 AR20AH HOtot
2ot0l SFAIA HHMg=S +=SotAl. e XM

"H-NMR (200 MHz, DMSO-ds) &: 1.71-2.07 (m, 4H), 2.60-2.73 (m, 5H), 2.89-3.25 (m, 6H), 6.62 (d,
J=7.4 Hz, 1H), 6.98 (d, J=9.2 Hz, 1H), 7.16-7.36 (m, 7H), 7.66 (s, 1H), 8.92-9.03 (m, 1H).

IR (KBr): 3433, 3059, 2951, 2715, 1637, 1296 om
CogHesN402SClo - 2.5H0 Off CHEH JI=2&2 4

H&X  C, 52.67; H, 6.34; N, 10.68
=Xl : C, 52.40; H, 6.25; N, 10.39

4-[4-(3-HEZ2B-1-

1) 4-(4-t-BEAI3I2

e
=
==
u
bl
b
|
N
| nJ

BY)-5-E|0t-1,80-C| Ot KHOFAILI Z El @l o] &M

=249y

AAIO 42-1) OIMS SY& o=z OtMIELIEE (10 ml) & 5-El0F-1,80-CIOHA

4-Jt2=5 a4 N-GIESAISA0I0IE O 0.85 g (2 7 mM) SH0l OtMIELIEE (3

0.28 g (3.25 mM) & EZI0IE0L2 0. (5.38 mM) o EEHS A20M HIIGtL,

N 30 2=t WEBHAIZICH &) BrSESS0 C-t-22 CI2I2U0IE 1.0 ml (4.3 mM)
B== d20M 2.5 Al2tS0F WEFAIRLEH Ol=, Z2B0HE Zstol ESF|A2113,
Aotn, HHEUZ FEGIAL. RIISS &3 IIES =3l 25002 NI&EStD, MgS

Ct. 2d J20tE0HI (OIE=S/0E OHMIEIOIE 10%) 2 &RES &

HoZ, AM Y 22 EHZ ZdEES 2l4otilt.

>
T

L

IH
iul
i

=
S

3
o~ o

1HO Ot
=

S Mo

>

3

0 Mo

]

o Mo
&y Ml

>
Mo

2

}_
ﬂ”O o
I

o
AN
£

IS
2
59

[l

>
ol
rr
Y
o
>
1=
I

H-NUR (200 MHz, COCl3) &: 1.48 (s, 9H), 3.25-3.73 (m, 8H), 5.74 (dd, J=1.8, 5.8 Hz, IH), 6.12 (s,
1H), 6.56-6.67 (m, 2H), 6.95 (s, 1H).
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2) 4-(LIH X =-1-It2 8 )-5-EI0t-1,80-CI Ot Kt OtMILIZE 2l ClIEZ2222I22 &4

OEtZ (4 ml) & X 4-(4-t-ESANESELUH2X =-1-9I2 2 )-5-E/0-1,80-CIOF X OFAI LI Z €l &l
0.5092 g (2F 1.3 mM) 2 ZH0fl 12N-Z & 0.54 ml (6.48 mM) 2 & 20N EJlotd, ESE2S 15 AM2US
OF WBHAIZACH MAE é“éi% OUtstd, (HMUE sFAIH THE2E2 Qe D= g S0t
Ct (333 mg)

"H-NR (200 MHz, D,0) &: 3.20-3.48 (m, 4H), 3.90-4.03 (m, 4H), 6.17 (d, J=7.0 Hz, 1H), 6.43 (s,
H), 6.78 (d, J=9.4 Hz, 1H), 6.94-7.02 (m, 1H), 7.11 (s, 1H).

3) 4-[4-(3-HEZ2E-1- ) I Hct X -1-t =2 2L )-5-EI0t-1,8b-CIOtRtOtMI LI ZE &l o] & 4

HEE (6 ml) & 4-(THZHK =-1-9t 22 < )-5-E|0t-1,80-CIOtXIOLMILIZE 8l CISIEZ222/E 333 mg
(et O 927 mM) ¥ E2IME0tel 0.65 ml (4.66 mM) o| Z2A0 1-E22-3-HEZZ28 0.17 ml (1 1 mM)
= A20IA FJlotd, E8=S ZA00A 48 Al2Se FAIALH. 0%, E0HE Z&0t0l SFAI2I
i, &E%O =2 slA&otd, detiEde=z _55}9‘1[} =IIES SUEE E3&t —’F—%ﬁ“oi NI & ot
0, MgS0s & I/\-I AXAIZID, 28 IZ0tEDNT (HES/0E OLMIEHIOIE 20-40%) = ZMIGHH EXIS
gE2S +=SotAth

HM RS 22, =2 160 mg (15%, 3 &)

"H-NWR (200 MHz, COCls) &: 1.78-1.90 (m, 2H), 2.40-2.47 (m, 6H), 2.65 (t, J=7.7 Hz, 2H), 3.63-3.68
(m, 4H), 5.71 (dd, J=1.6, 6.2 Hz, 1H), 6.01 (s, 1H), 6.53-6.66 (m, 2H), 6.93 (s, 1H), 7.15-7.34

IR (KBr): 3425, 2595, 1632, 1498, 1431, 1273, 1211, 966 om
4) 4-[4-(3-HEZZE-1-2) I H 2t X =-1-9t12 2L |-5-EI0t-1,80-CIOL X OLAILIZ 2l CIBIEZ2222lE

of &4

HE=S (2ml) = 4 [4-(3-HEZ2E-1-) T H et Xl =-1-It 2 2 < |-5-ElOt-1,8b-C| Ot Xt OF Al Lt &‘:é'a.ﬂ 160
g (0.40 mM) 2 S0 4N-HC1/OIEFZ 0.5 ml (2.0 mM) 2 FIISIJACE. OIF, SMHE 2 L6HH EFAl
H HEHEES Ot ACH.

QUM RHH =2 183 mg (90%)

W gy

A Jlﬂ

"H-NVR (200 MHz, OMSO-ds) &: 1.96-2.13 (m, 2H), 2.65 (t, J=7.8 Hz, 2H), 2.94-3.16 (m, 4H), 3.42-

3.63 (m, 4H), 4.20-4.36 (m, 2H), 6.65 (d, J=8.6 Hz, 1H), 6.67 (s, 1H), 7.03 (d, J=9.2 Hz, 1H),
7.17-7.36 (m, 6H), 7.52 (s, 1H).

IR (KBr): 3439, 3060, 2942, 1637, 1329, 1120, 791 om
CosHasNOSCl2 - 1.5H0 Off CHEE D224

HLEX] 2 C, 54.76; H, 5.79; N, 11.11
&=X : C, 54.72; H, 6.03; N, 10.87
A A0 58
N-[2-(4-(3-HE Z2 B -1- ) O H 2t & -1-2 ) Ol Et-1-2 | -5-E| 0F-1,8b-CI Ot Kt Ot M Lt Z € &l -4-9t 2 S A 00|
E EcolEZEZCEY 4
1) N-[2-(4-t-2SAIIEEL-1-TIHtX L) ol E--1-2 ]-5-EI 0t-1,8b-CI Ot Xt Ot Al LI Z € &l -4-3t 2 S A 010
co gd
OLHIELIEE 50 ml =0l 5-El0t-1,80-CIOtXIOtMILIZE I-4-It= 5 A4 3.27 g (15.0 mM) &L N-GIEZEAl
=410101E 3.45 g (30.0 M) 2 EEAIZI &, N-0IE-N'-3-(N.N-CIHIZO0I0I =) Z2E 32 LCI0I0I1E ol
EEE‘EEIE 5.75 g (30.0 M) FOIot], ESES A20M 1 AIZSQH WEHAIRICE. 0%, SIHE
2ot BERAIDILD, dRSS 2T22EE (150 ml) 22 FEIIJL. RIISS SFHUEE Z& =2
ot 100 mI 2 }dl"*oh_’_ MoSO » &O0IA 2XZAI211D, ZE0HE 2ot0l SFAIA 24 HAHZEE
SO0, 222EE 100 ml S &40 24 AHZS S0 EcIME0te! 4.2 ml (30.0 M) & 1-
(2-Oi0I O €)M metR 1.94 g (15.0 MM)S EOtotl, EE2S A20AH 30 =32t WEAIICH. 1OF,
C-t-22 C3t2UI0IE 3.28 g (15.0 mM) S =6, ERES AS0M 1 AIRSO O WErAIZICH
a0| F'_F%E =22 EHMH= 100 ml 2 M&EotL, QIIZ2 150 nl o HBLIES =3 #%"ﬁ”oi o M3
SHACH. =IISS MgS0, &0IA A2XAIDILD, SIHE Zotol SFKAUGL. HF=SS Aot 28 2=
OtEJHI (2E%: OIE OHMIEIOIE/ONES = 10/1) 2 MG EXNSEESS +=SotAC. =2 3.64

(
g (56.5%, ZAHOHT).

"H-NWR (200 MHz, COClg) &: 1.47 (s, 9H), 2.42 (m, 4H), 2.53 (t, 2H, J=6.0 Hz), 3.35-3.48 (m, €H),
5.80 (dd, 1H, J=6.2, 4.4 Hz), 6.42 (br s, 1H, NH), 6.62-6.70 (m, 3H), 7.05 (s, 1H).

IR (KBr): 1687, 1622, 1280, 1161 om
2) N-[2-(TH2tXI€) 0l Et-1-2 ]-5-EIOt-1,8b-CIOt Rt OtMILI ZE &ll-4-9t2 S A0I0|E EclslEZ2E2=22lE
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o g4
GIEFE 100 ml Z N-[2-(4-t-2 S AI3t2 2 L-1-T/ B 2K =) Ofl E-1-2 | -5-E| -1, 8b-C| OF KO Al LE & 2l-
4-9t2=A0t0IE 3.60 g (8.38 mM) 2 SHO| 12N-Z4F 3.4 ml (41.90 mM) 2 EIIstL, E&=22 &2
OlA 1 AIZFSOF DMPIAIZICH MME 2IS o0l 2ok 25D, Lo HEES L HEHEE 225
Ol HRSESS +SotUCH. £8 3.36 g (91.4%, QRIXM 2F),

"H-NR (200 MHz, OMSO-ds) &: 3.30-3.59 (m, 12H), 6.64 (d, 1H, J=7.0 Hz), 7.01 (d, 1H, J=8.2 Hz),
7.28-7.36 (m, 2H), 7.69 (s, 1H), 9.18 (t, IH, NH, J=5.6 Hz), 9.90 (br s, 2H, NH).

IR (KBr): 1641, 1568, 1298 cm .
3) N-[2-(4—(3-HlL T 2 B—1-2 ) I Bl 24 &I~ 1-2 ) Ofl - 1-2 | -5-E| O}—1,86-C| OF Kt O Al LH Z & @ll-4-9} 2 = A 0}

Oleg &4

HlEerE (16 ml) = N-

elslE2222E 1.63

0.68 ml (4.47 mM) 2
|

[2-(1-TI HI2tKI 'Y ) Ol EF-1-2 ] -5-E| Ot—1,8b-C| Ot KHOF NI L Z El @l -4-9t 2 =2 A 0t0| &
(3.71 mM) 2 E2IMEO0I2 3.0 ml (21.5 mM) 2 22U -E22-3-HZZ
I20A EItot, S82S ZAGHHA 20 AlISOF SRAIZICH. 012, 80
ZASHH SFAID BES 22 5|45t1, 22RIECZ FIIIUL. KIIBS HIHUEES L
2~20M0=2 M A5 S0, AUA HZAIIID, 2 JZOIEDHI (HEFS/HE OLMEIOIE 20-50%)
2 HAM EH zgg 2~E3IQULEH.
MM REE 28, 48 1.15 g (69%)

"H-NWR (200 MHz, COCl3) &: 1.73-1.93 (m, 2H), 2.36-2.68 (m, 14H), 3.33-3.42 (m, 2H), 5.78 (dd,
J=1.8, 6.2 Hz, 1H), 6.46-6.66 (m, 4H), 7.04 (s, 1H), 7.157.31 (m, 5H).

4) N-[2-(4-(3-HEZ22-1-2 )OI H 2t & -1-2 ) Ol Et-1-2 | -5-E| OF-1,8b-CI OL R OtMI LI Z Rl Bl -4-Jt 2= A

o

1-&
0DIE EclslEzZ2=22lE9 &4
HES (10 ml) & N-[2-(4-(3-HIEZ28-1-2 ) T HI 2t & -1-2 ) Ofl E--1-2 | -5-E| Ot-1,80—CI Ot Xt OF Ml LI Z &
gl-4-3t2SA0I0IE 1.15 g (2.57 mM) 2 EH0l 4AN-HCI/BIEtS 4 ml (16 mM) S A 20M FHOtstn, &
SES A20AM =232 WAL, 0=, SHE Zot0 SFADILL, dFS0 CIHE EES
OlotC, ddE 22 40l 2ol =&otl, eSS & C0E OEHE2 2ASHH HZMEH=SS
+=S0otALH.
QEXM 2F. =2 1.27 g (85%)

"H-NWR (200 MHz, DMSO-ds) &: 1.94-2.21 (m, 2H), 2.66 (br t, J=7.7 Hz, 2H), 3.09-3.90 (m, 14H),

6.60 (d, J=7.4 Hz, 1H), 6.97 (d, J=9.0 Hz, M), 7.16-7.37 (m, 7H), 7.65 (s, 1H), 9.03-9.16 (m,
1H).

R (KBr): 1641, 1560, 1535, 1497, 1443, 1288, 1215, 1107, 958, 794 cm_1
C25H32N5OSC|3 : 15H20 0‘“ I:H@' jl%ik\'

HLEX] 2 C, 51.42; H, 6.04; N, 11.99
| = C, 51.51; H, 5.79; N, 11.81

N-[3-(4-(3-HE T2 &-1-
= EEIOIEEJEEIEO

_ ruO
%=
E
u
[l
|
|

e
]
HU
rm
|‘uO
O‘I
E
O
03
D_
D
=]
-
=)
=
O
| tl
4?
AN
Il
>
=]

1) Ao MAN 58-1) of ZHEES ™G0 N-[3-(4-t-RSAI2EL-1-TIIH2AX L) Z28-1-2 |-
5-EI0H-1,8b-CIOtK Ot LI 22 el-4-JI 2 S A0 EE MM HEHZ =SotATH

"H-NWR (200 MHz, COCls) &: 1.47 (s, 9H), 1.62-1.80 (m, 2H), 2.33-2.59 (m, 6H), 3.35-3.48 (m, 2H),

3.48-3.59 (m, 4H), 5.74 (dd, J=1.4, 6.4 Hz, 1H), 6.57-6.71 (m, 3H), 7.02 (s, M), 7.70 (t, J=5.4
Hz, 1H).

IR (KBr): 3327, 1695, 1626 cm

2) PEO=Z AMAIM 58-2) o LHS ot N-[3-(1-HIHHKL)E=Z
NUZEH-4-5I 25 A0L0IE ECIGIEZSZCEE QXM 2F HE =2

-5-E/0t-1,8b-CIOL At OF
Ct.

-1-

+> r.e

EP

?9

"H-NWR (200 MHz, DMSO-ds) &: 1.83-2.05 (m, 2H), 3.04-3.32 (m, 6H), 3.32-3.77 (m, 6H), 6.68 (d,

J=7.2 Hz, 1H), 7.03 (d, J=8.8 Hz, 1H), 7.27 (s, 1H), 7.35 (dd, J=7.2, 8.8 Hz, 1H), 7.73 (s, 1H),
9.06 (t, J=5.6 Hz, 1H), 9.94 (br s, 2H).

IR (KBr): 3363, 1639, 1556 cm .

3) UBMO=Z AAG 58-3) o S A
N-[3—(4-(3-HlZ T2 E-1-2 ) | H| 2t &I -1-2 ) T 2
DICE MMQYU HEHE LS5t

O
-1-2]-5-E|0t-1,8b-CI Ot XtOtMILIZ E &l -4-It 2 S A OF

B o

r
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"H-NWR (200 MHz, COCls) &: 1.51-1.92 (m, 4H), 2.29-2.71 (m, 14H), 3.37-3.45 (m, 2H), 5.69 (dd,
J=1.2, 6.4 Hz, 1H), 6.51-6.66 (m, 3H), 6.98 (s, 1H), 7.12-7.35 (m, 5H), 8.07-8.24 (m, 1H).

R (KBr):3255, 2939, 2814, 1620, 1545, 1279, 1151 cn |
4 BUHOS HNU 54 o WS -

[3 4 (-HYZ2E-1-2) I Hctal-1-2 ) T2 g-1-2 | -5-E| O}-1,80-CI Ot K} Ot NI LE ZE 8l -4-It 2 S A Ot
OIS ECISIE=Z22ClEE QXM Z2E HEHZ =SotAL.

"H-NUR (200 MHz, DMSO-ds) &: 1.78-2.10 (m, 4H), 2.56-2.72 (m, 2H), 2.98-4.09 (m, 14H), 6.51 (d,
J=7.4 Hz, H), 6.91 (d, J=9.2 Hz, 1H), 7.04-7.38 (m, 7H), 7.57 (s, 1H), 8.76-8.89 (m, 1H).

R (KBr): 3174, 3035, 2366, 1630, 1441, 1296, 1211, 795 om

CosHauNsOSCl3 - 0.5H0 Ol THEr D224

H X C, 53.84; H, 6.08; N, 12.07

|,: C, 53.84; H, 5.80; N, 12.29

N-[1-(3-HEZ2-1-2) 0| S| &/-3-2 ]-5-El0t-1,8b-CIOL Xt OtMILI ZE &l -4-9tESA0L0|E CISIEZZ

1) N-[3-(1-t-2SAIII2E Y )T E2ICI < ]-5-El0t-1,8b-CI OL Xt OtMI LI T E &

gll-
OtMIELIEE 50 ml =0l 5-EI0t-1,8b-CIOFAIOLMILIZEEll-4-ot= S al 4 3.27 g
=410101E 3.45 g (30.0 mM) S EEAIZI &, N-OIE-N,-3-(N,N-CIHIE0t0I =)
EE2Z2=2elE 5.75 g (30.0 nM) £ EItotl, ES=ES A20A 1 AlZESeH WEHAIZT
Zotll SFAIIL, &¥FR=S SETEES 150 i =
100 ml 2 AI&Eotd, MgSO4 &0IA HZAIDILL, EOHE

ﬂl

IV
”WJ

SZ2XE 100 ml = &) 24 olAH=2 40 EEIOH%OPP_ 4 2 m (30 O mM) Eic' 3-ot0l= Tl Eelg
1.55 g (15.0 mm) S ’SJP@PE, SEES A=20AM 30 23 wBAIZC. =, C-t-F& CI2tE4l0l
E 3289 (15.0mM) = ’—‘*JPS 1, =S A20A 1 AI =pely

O wBHAIRACH. O0l=, &Xi== 100 ml

+=2H 150 ml = O MESHALH.

1t &R=S Acot2 28 AZ20tE N
==

So=2 o 804 SN HEADID, SHE 25l
HErS ASEI90 48 3.22 g

ol (2&%: g OtMIEIoIE/
(55.5%, MMNHEZ).

"H-NWR (200 MHz, COCls) &: 1.46 (s, 9H), 1.81-2.02 (m, 1H), 2.08-2.28 (m, 1H), 3.43-3.88 (m, 4H),

4.12-4.27 (m, H), 4.74 (d, HH, NH, J=6.0 Hz), 5.73 (dd, 1H, J=5.6, 3.2 Hz), 6.23 (s, 1H), 6.58-
6.66 (m, 2H), 6.95 (s, 1H).

IR (KBr): 1697, 1608, 1163 cm .
2) N-(3-TZ2ICI2)-5-EI0t-1,80-CIOF KOt LI Z @ll-4-3t 2 2 A 00| S C|alSR22 22| =9 8t

HIEFZS 100 ml = N-[3-(1-t-2SAIIIEEY )T E2ICIE]-5-El0t-1,8b-CI Ot XtOtMI LI ZE &l-4-ItE S A O}
01E 3.2 g (8.28 mM) & MU0l 12N-F4F 3.4 ml (41.40 nM) S EOiotD, EEES A20M 1 AIZS
o WEAITH. Hdd=" Z2FES o0l 2ol =&otl, A2 s ¥ HH=2=2 eA0t0 EMaE=

£ +SotALH. =8 2.12 g (89.4%, XM 2H).

"H-NUR (200 MHz, DMSO-ds) &: 2.04-2.32 (m, 2H), 3.61-3.84 (m, 5H), 6.65 (d, 1H, J=7.4 Hz), 6.87
(s, 1H), 7.04 (d, HH, J=9.2 Hz), 7.32 (t, H, J=7.6 Hz), 7.59 (s, 1H), 8.51 (br s, 2H, NH).

IR (KBr): 1605, 1497, 1427 cm .

3) N-[1-(3-Bl2 T2 B-1-2) I 22| 61-3-2 ] -5-E| 0t—1,8b-CI OL KO I LEZ 21 Bl-4-5t 2 2 A 00| S & &
OEE (5 mi) & N-(3-TBICIL)-5-EI0r1 B-CIO O L TRI-4- 2= 0010l Cisle2322ls
0.50 g (1.39 nM) & E2/0IOR! 1.0 nl (7.17 M) © S0 -S2S-3-HLZ28 0.25 nl (1.64
By S ASOIA oIS BEEE HABA 1B DS HEATD . Ml HERERl fs e
3HEZE® 0.2l (1.2 WS O &JictD, SHES 3 AASS O B8SNAUC. 0=, BHE 2
SOl BRADID, AESS B2 AMGD 222EEO0=2 FEIAC RIISS AUES Taf 48
o2 MHGHL, WSO, AUNA AEADID, 28 A=Z0r= 24T (HES/HE OFMEIOIE 20-30%) = X
HIBHOI N-[1-(3-H & T 2 E-1-2 ) I 22/ €1-3-2 ]-5-E] 01-1,80-CI 0L X OLMI LI Z R il-4-91 2 =2 A0IDI S 8 %
SoHACH .

AN RFY BH. 48 242 ng (43%)

'H-NIR (200 MHz, CDCls) &: 1.67-2.20 (m, 4H), 2.61-2.71 (m, 4H), 3.24-3.41 (m, 2H), 3.49-3.83 (m,

3H), 5.71 (dd, J=2.2, 5.8 Hz, 1H), 6.22 (s, 1H), 6.51-6.62 (m, 2H), 6.93 (s, 1H), 7.16-7.-32 (m,
6H).

170-102
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4) N-[1-(-HEZ2T-1-) I Sl E-3-2]-5-E|0t-1,80-CIOLRIOLMILIZE 8I-4-5t 2= A0t0I1E CISIERZ

WIEFE (2 nl) 5 N-[1-(3-HY T2 8-1-2) I S2|£1-3-2]-5-E101-1,80-CI Ot KO M LI Z Sl —4-I 2 A

OIS 242.4 mg (0.60 m) ©f S0 ANHCI/HES 1.5 ml (6.0 i) 8 A=0IN &Jisin, =8

NS0k S2SO DUAIZC. 0%, BHE ZUS0 ZSEAID, F=20| CHE HHZE =6
OiTHOll Sl A5t CIOIE KIHZ22 2IAGHH ZXISESS 5 ALt

Ct. dd= 23

t

Ol

QXM BH. 2 253 mg (88%)

"H-NVR (200 MHz, DMSO-ds) &: 1.88-2.09 (m, 2H), 2.14-2.31 (m, 2H), 2.69 (t, J=7.6 Hz, 2H), 2.88-
3.03 (m, 2H), 3.46-4.07,(m, 5H), 6.62 (d, J=7.4 Hz, 1H), 6.86 (s, 1H), 7.09 (d, J=9.2 Hz, 1H),
7.15-7.37 (m, 6H), 7.55 (s, 1H), 9.41-9.82 (m, IH).

R (KBr): 1624, 1498, 1437, 1390, 1211, 785 om
A A0 61

N-[(3R)-1

-(3-HEZ=zE-1-2) I S2|&-3-2 ]-5-E|0t-1,8b-CI Ot At OtHI LI EZ € &l -4-2t 2 S A 0t0IE CI8IE
E:EEICOI El—c-;
A

1) getxoz A0 60-1) 2 HHS ~85t0] N-[(3R)-1-t-FSAISI2 2L I S2|CI< |-5-El0t-1,8b-Cl
OLXIOIMILIZ R -4-J2E2A0I0EE HMNEE EH=2 #5& Ct.

'H-NIR (200 MHz, COCls) &: 1.46 (s, 9H), 1.78-1.98 (m, 1H), 2.04-2.28 (m, 1H), 3.36-3.92 (m, 4H),

4.12-4.30  (m, 1H), 4.56-4.72 (m, 1H), 5.72 (dd, J=2.2, 5.6 Hz, 1H), 6.23 (s, 1H), 6.58-6.71 (m,
2H), 6.95 (s, 1H).

R (KBr): 1697, 1608, 1163 cm

2) LEtEo=2 AAlG 60-2) o gEsS N
4-t2=A0101E CSIE2222EE QXM 2H SHEH= —’.‘—56%‘2‘1&.

"H-NWR (200 MHz, DMSO-ds) &: 2.07-2.29 (m, 1H), 2,34-2.55 (m, 1H), 3.39-4.16 (m, 5H), 6.08 (d,
J=7.3 Hz, IH), 6.53 (s, IH), 6.70 (d, J=8.9 Hz, 1H), 6.89 (dd, 7.3, 8.9 Hz, 1H), 7.08 (s, 1H).

R (KBr): 1603, 1500, 1433 cm

3) EtHOZ AAI0 60-3) o LES 85101 N-[(3R)-1-(3-HEZ2&-1-L) 0| S| l-3-2]-5-El0
1,80-CIOFAOLMILI ZE &l -4-JI2SA00 =8 AN RS =2 B2 +=SotRUb

'H-NIR (200 MHz, CDCls) &: 1.67-2.20 (m, 4H), 2.61-2.71 (m, 4H), 3.24-3.41 (m, 2H), 3.49-3.83 (m,

3H), 5.71 (dd, J=2.2, 5.6 Hz, 1H), 6.22 (s, 1H), 6.51-6.62 (m, 2H), 6.93 (s, H), 7.16-7.32 (m,
6H).

4) YBIROR MAI0| 60-4) O WHS 250
Ot0IE ClalEe

= [(3R)-1-(3-HEZ2E-1-
1,80-CIOtXIOtAI LI EE &l -4-3t 2 = A 010

N- 1-)
E22c/EE QEM Z2F FHEHi=2 4‘—56}?‘1[}.
H-NUR (200 MHz, DMSO-dg) & : 1.87-2.07 (m, 2H), 2.12-2.33  (m, 2H), 2.

3.04 (m, 2H), 3.46-4.07 (m, 5H), 6.58 (d, J=7.2 Hz, 1H), 6.83 (s, 1H
7.16-7.38 (m, 6H), 7.51 (s, 1H), 9.31-9.70 (m, 1H).

9 (t, J=7.6 Hz, 2H), 2.88-
, 6.98 (d, J=9.2 Hz, 1H),

—

IR (KBr): 1624, 1498, 1437, 1390, 1211, 785 om .
CosHasNOSClz - 1.6H0 Off CHEE D=2 =24

HA&X © C, 54.56; H, 5.81; N, 11.07
| © C, 54.44; H, 6.09; N, 11.04

(35)-1-(3-Bl < T2 B-1-2 ) I 22| ©1-3-2 ]-5-E] 0k-1,80-CI OL XL M LI Z 21 &l-4-3t 2 2 A 00| € CIBIE
22229 8y
) ABIHO2 AAIG 60-1) o 2
0 =

Pt2EY) 1 EelCE]-5-El0H-1,8b-
FXFORMILEEE 8l-4-2t 2 =S A 010 .

"H-NIR (200 MHz, COCl3) &: 1.46 (s, 9H), 1.78-1.91 (m, 1H), 2.04-2.28 (m, 1H), 3.36-3.92 (m, 4H),
4.12-4.30 (m, 1H), 4.56-4.72 (m, 1H), 5.72 (dd, J=2.2, 5.6 Hz, 1H), 6.23 (s, 1H), 6.53-6.71 (m,
2H), 6.95 (s, H).

IR (KBr): 1697, 1608, 1163 om .

2) LEEOZ MAIM 60-2) o HHS N-[(3S)-LIEcICI<)-5-El0t-1,80-CI Ot X OLMI LE Z & &l -
4-JI2SA00IE LSIE2 222 EE QXM 2 2 =50t
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"H-NWR (200 MHz, DMSO-ds) &: 2.07-2.29 (m, 1H), 2.34-2.55 (m, 1H), 3.39-4.16 (m, 5H), 6.08 (d,
J=7.3 Hz, 1H), 6.53 (s, 1H), 6.70 (d, J=8.9 Hz, 1H), 6.89 (dd, 7.3, 8.9 Hz, 1H), 7.08 (s, 1H).

R (KBr): 1606, 1496, 1425 cm .

3) LEARO=Z AAIM 60-3) o wEs S
1,8b-CIOtXIOtMILIZE 8ll-4-2 2= A 00| EE & X

3-
PN} E

~(
=
==

i

nF

-1-g2) I Ee|el-3-2]-5-El0t-
SotAULCH.

Iltl

o
1> rE

'H-NWR (200 MHz, COCls) &: 1.67-2.20 (m, 4H), 2.61-2.71 (m, 4H), 3.24-3.41 (m, 2H), 3.49-3.83 (m,
3H), 5.71 (dd, J=2.2, 5.6 Hz, 1H), 6.22 (s, 1H), 6.51-6.62 (m, 2H), 6.93 (s, 1H), 7.16-7.32 (m,
6H).

4) YEHEOZ MAIG 60-4) O WS 2B N
{,80-ClOFXFOFAILI Z 21 3I-4-9t2 = A0L0| S TG 2

—Ql

-[(3S)-1 (3_1_H|LéIE§‘E|'_1 )1 el el-3-2]-5-El0t-
SZclEE e 2E HEHl2 +=Sotilt.

"H-NR (200 MHz, DMSO-ds) &: 1.88-2.08 (m, 2H), 2.14-2.33 (m, 2H), 2.68 (t, J=7.6 Hz, 2H), 2.88-

3.05 (m, 2H), 3.28-4.32 (m, 5H), 6.56 (d, J=7.0 Hz, 1H), 6.82 (s, 1H), 6.96 (d, J=9.2 Hz, 1H),
7.16-7.37 (m, €H), 7.50 (s, 1H), 9.22-9.63 (m, 1H).

IR (KBr): 1624, 1498, 1437, 1390, 1211, 785 om
CosHaNOSCl, - 1.5H0 Off CHEH D=2 =4

=
Ba
bl

: C, 54.76; H, 5.79; N, 11.11
: C, 54.46; H, 5.83; N, 11.01

|

|
=

Ny 2 X
(o)}
wW

4-(3- lHI‘-'“ E-1-2 00| =0 E)-T M2t =-1-9t2 2 & ]-5-E|0F-1,8b-CI O AFOLAI LI ZE 8ll CIBIE2

=
-J>H-UJ>

-[4-(-HEZ22-1-L 00N E)-TIH2ICl =-1-2t 22 £ ]-5-E|0-1,8b-CI OL Xt OtMI LI ZE &l O &4
BH

°2 4 OtMEUEE (2 ml) S 5-El0t-1,80-CIOFXFOFAILE Z & &ll-
SE24A N- oICE/\I A0I01E OIAHIZ 0.21 g (0.67 mM) o SHH OLMELIEE (2 ml) = 4
lHI‘—“-LEuF 1-2)ot0l=0E 8 mM) ¥ ECINE0H2! 0. 15 ml (1.08 mM) & &
£ 0T OlM &Eltotl, Eg=28 & ts et |jF/\|5'4li Ol=, E0HE 2ol SFAl
, IRES =2 Ao, ERREERLZ —’T‘—%BF%EP. RIIESS SUESE E§F #%O#OE MIE
|2 |
x

= —~

uz
E
~

r\j

= o

o >
ro
H1

W fo
0‘1

K 0%

, MgSO, &OIlA AZAID /01|'5' OLAIEIOIE 20 50-100%) 2 AI&EGH0

o
olgt=2S +=SotjUl. *I“” 28 22, =8 1

M Ob W jo

=

KJI

% =2
m

a ﬂ]|-(]

H-NR (200 MHz, COCl3) &: 1.02-1.30 (m, 2H), 1.57-1.91 (m, 5H), 2.50 (d, J=6.2 Hz, 2H), 2.59-2.70

(m, 4H), 2.81-2.93 (m, 2H), 4.30-4.37 (m, 2H), 5.71 (dd, J=1.6, 6.2 Hz, 1H), 6.05 (s, 1H), 6.53-
6.66 (m, 2H), 6.92 (s, 1H), 7.15-7.32 (m, 5H).

2) 4-[4-(F-HEZZE-1-LOoI0I=HE )T H IOl -1-2t12 2 L ]-5-EI0-1,80-CIOLXIOLAILIZ 2 &l CIBIE
222l g4

e (2nl) 3 4—[4—(3—1‘H|‘§EEE 200l = 0IE) T H el Tl -1
| 4N HC1/D1IEF9 1.0 ml (4 mM)
o

S WEHAIZICH. 0lF, S0MHE 2ot SJ[AIHA EHSETEES =SOHALCH Qx| A —‘?‘— 38

=2 201 mg (86%).

"H-NUR (200 MHz, DMSO-ds) &: 1.09-1.28 (m, 2H), 1.77-2.08 (m, 5H), 2.58-3.04 (m, 8H), 4.06-4.24

(m, 2H), 6.52 (s, 1H), 6.65 (d, J=7.2 Hz, 1H), 7.03 (d, J=9.2_Hz, 1H), 7.15-7.37 (m, 6H), 7.50 (s,
1H), 8.93-9.19 (m, 1H).

IR (KBr): 3421, 2945, 2794, 1628, 1500, 1444, 1387, 1281, 1215 om
CosHaoNs0SCl2 - 3.0H0 Off CHEH D2 =4
Xl C, 53.66; H, 6.48; N, 10.01
Xl C, 53.88; H, 6.59; N, 10.04
Ol 64
-(4-B1 &1, 4 EIOPHIE 1-2)Z28-1-2]-5-E/0t-1,80-CI Ot Xt OLMILI ZE &l -4-9t2 S A 001 E E2l-

x
rz

o
=

fU'es
-

H
QT
"
lo |
1o

0z

ol
In=<

1) N-(3-(1-t-2SAIH=EL-2,3,5,6-H Ect5| E2-7H-1,4-CI Ot M| &I -1-2 ) T 2 Eh-1-2 | -5-E| Ot-1,8b-Cl
OLXIOtMILIZE al-4-Jt 25 A0H01 =2 &t

OLMIELIEE (50 ml) =0l 5-El0k-1 b Cl

OXtOtMILIZE @l-4-Jt=2 =S A& 2619 mg (12 mM) 2 N-G
A=4I0I0IE 2762 mg (24 mM) S S EAIZI F, 4601 mg ( ) N |

-0IEl-N"-3-(N,N-CI € OtD
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2ot IOIDI': SIEZ22ZCIEE FItotl, ES=S A20A 1 AlZSS WEAIZCH. 0%, S0HE
2L SFRAIIL, dRSS SI2EECE FEORUL. RIISS %‘9HJE§ ot =FHoZ NE
otid, 9804 oM AXZAIZC. 0l=, SIHE 2ot SJAIHA 24 HAHZE +=Sotdt. 222
ZE (100 ml) = &I %“\* HAHZ 240 ECIHEZ0te) 4.2 ml (30 mM) & 1—t——‘?’—§/\|9PE_‘?'_e'—4—(3—
Ol0l=Z2H)-2,3,5,6-A#AGIE2-7H-1,4-CIOLMIE 3710 mg (14 mM) S ZHIiotL), EEE2S A=20M 30
S ely Etﬁ/\l?iﬂ. o)l pteEgss EM==2 Al *61 RIIES G3LUEE Zdt £=EU2Z H M
ZotAtt. |IISS MgS0, &0IA 2XZAIDID, EMHE 2otol SFAIUCL. TAFSS 28 A20IED
chil (OflE O}HIEIIOIE/(HI'EF% = 10/1) 2 ZHMGH HMseEs HAMDEE iz St =8

4291 mg (78.2%).

H-NMR (200 MHz, COCls) &6: 1.47 (s, 9H) , 1.62-1.83 (m, 2H), 1.83-2.16 (m, 2H), 2.51-2.83 (m, 6H),

3.29-3.55 (m, 6H), 5.71 (dd, 1H, J=5.8, 2.2 Hz), 6.54-6.77 (m, 3H), 7.03 (d, 1H, J=4.0 Hz), 7.76
(d, 1H, J=14.8 Hz).

2) N-[3-(EAIGIE=2-1,4-CIOtMI BI-1-2) = 2 Z-1-2 |-5-E| Ot-1,8b—Cl Ot Kt Ob A LE ZE &l-4-3t 25 A 00| &
EclolEzZ2=22E9 g4y

HEFZS 100 ml = N-[3-(4t-B=AH=EE-2,3,5,6-HESI EZ2-7H-1,4-CIOtH E - ) T2 B-1- |-
5-E/0t-1,8b- EIO}IPOFHIL}&%@—Af II2EA0I0IE 4250 mg (9.29 mM) 2 SHOl 12N-Z 4 3.8 ml (46.4
mM)S &EIiot, EEE2S A20M 1 AlZSeh WEAIRICH. MAE XSS ool odh 3l=6tn, &
2o OIEt2 2 OHZ22 BIASIH ENSEES =SotAC. =8 4020 mg (92.8%).

N

"H-NWR (200 MHz, DMSO-ds) &: 1.82-2.06 (m, 2H), 2.09-2.31  (m, 2H), 3.02-3.42 (m, 6H), 3.46-3.82
(m, 6H), 6.65 (d, 1H, J=7.4 Hz), 7.02 (d, 1H, J=9.2 Hz), 7.28 (s, 1H), 7.32 (dd, 1H, J=9.2, 7.4

Hz), 7.70 (s, 1H), 9.07 (t, 1H, J=5.6 Hz).

3) N-[3-(4-#I&-2,3,5,6-HIECISI E2-7H1,4-CIOL M B1-1-2 ) Z 2 Bt-1-2 | -5-E| Ot-1,8b—CI Ot Kt Ot M LI Z &
gdl-4-2t2=A0t01E2 &4

HEZ 10 ml S0l N-[3-(&ASIE2-1,4-CIOtHI B -1-2 ) Z 2 B-1-2 | -5-E| Ot-1,8-CI O KHOLMI LI Z & &l -4~
IIEEA00IE EcIGIEE222/E 606.9 mg (1.3 mM) L HIA S=20|E 342.1 mg (2.0 MM)E S EAID
=, ECINE0IR! 0.91 ml (6.5 MM)S ’“J}oﬂ &= BIEESE =SS 5% S

éggg M SFARCH. 4D
GLIEE U222 34otl), OIE OHMIEHIOIEZ t
N&EotL, NaS0, &0IA AXAIZCH. 0=, & s = ,
OtEeHTl (OlE OLMIEIOIE/BIES = 2/3) 2 HMSHH HMSeE=S e MM AX U2 =S5
Ct (320.0 mg, 55.0%).

"H-NWR (200 MHz, COCl) &: 1.60-1.75 (2H, m), 1.75-1.95 (2H, m), 2.60-2.85 (10H, m), 3.37-3.45
(2H, m), 3.63 (2H, s), 5.71 (1H, dd, J=1.7, 6.1 Hz), 6.54-6.66 (3H, m), 6.96 (1H, s), 7.20-7.35
(5H, m), 8.40 (1H, br s).
IR (neat): 3286, 3059, 2933, 2818, 1618, 1547, 1508, 1481, 1452, 1348, 1281, 1213, 1155, 1120,
773, 733, 700, 650 cm |

4) N-[3-(4-#1E-2 3,5 6-HIE 25| S 2-7H-1,4-C| OFHI BI-1-2 ) T 2 B—1-2 | -5-E] Ot—1,80-C| OF REOFAI LF
SRl-4-3122A0(0/C E2l5|C2222/C0 A

olgts (10 ml) % N—[S—(4tﬂ§—2,3,5,6—H|EB}8IE§—7H—1,4—[IOW|E‘—1—°')“§E1 2 ]-5-ElOt-1,8b-Cl
A0HOIE 320.0 mg (0.71 mM) 2 2401 4N-HC1/O0IE OAIEIOIE 2 ml (8.0

ObAIOHAILIZE ell-4-Jt=
mM)E FOtst D, %@%% JHEot0il 2 AlZESe WEHAIZILH. &) 2dE =ote OE= S0 olgl
EE &ototl, Z2F =g== 0l o =&otl, HE= % CIUE 01|E|I§§ EIAGIH ENMSESS

22 QUM BH HEHE =SOHRACH (390.9 mg, 94%).
"H-NMR (200 MHz, CDs0D) &: 1.90-2.20 (2H, m), 2.20-2.50 (2H, m), 3.15-4.10 (12H, m), 4.40-4.60
(2H, m), 6.50-6.70 (1H, m), 6.90-7.10 (2H, m), 7.30-7.70 (7H, m).

IR (KBr): 3425, 3064, 2949, 2603, 1633, 1566, 1535, 1500, 1454, 1389, 1296, 1215, 785, 700, 631,
599, 525 cn 1.

CosHaNsOSCls - 1.5H0 Off CHEH D=2 =24

1

HA&X © C, 51.42; H, 6.04; N, 11.99

=Xl : C, 51.20; H, 5.96; N, 11.75

A A0 65

N-[3-(4-HIUIE-2,3,5,6-HE2SI E2-7H-1,4-CIOt M T -1-L ) T = Et-1-2 | -5-E| Ot-1,8b—C| Ot Xt Ot Al LEZZ
gal-4-3t2=2A001E ECISIEZRESZ2EY &4

1) LBtdoz A0 64-3) of LYES =5t N-[3-(4-HUIE-2,3,5,6-H Ectol=2-7H-1,4-CI Ot M El-
1-) 2 E-1-2 ]-5-E|0t-1,80-CIOt X OLAI LI ZE @l -4-Jt2 S A 00| EE A& MM NEE EH=z =55t
AUCH
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"H-NWR (200 MHz, CDCls) &: 1.60-1.75 (2H, m), 1.80-1.95 (2H, m), 2.60-2.90,(14H, m), 3.35-3.50
(2H, m), 5.71 (1H, d, J=6.6 Hz), 6.50-6.70 (3H, m), 6.97 (iH,s), 7.10-7.35 (5H, m), 8.25-8.35 (1H,
m).

IR (KBr): 3269, 3055, 2933, 2806, 1643, 1620, 1556, 1514, 1481, 1454, 1369, 1282, 1225, 1151,
1117, 777, 750, 700, 669 cm

2) YBHOR WAIG) b4 4) o WS A5
1-2) Z 28-1-2 |-5-E[ 0}—1,80~C| OF Xt Ob Al |
N HE 2 ~S6tACH

0 N-[3-(4-HIUIE-2,3,5,6-E Ectdl = 2-7H-1,4-CI O Ml -
= Ol0IE EZIIE2Z2 22|52 Q@XM &

"H-NVR (200 MHz, CD;0D) &: 1.95-2.20 (2H, m), 2.30-2.50 (2H, m), 3.10-3.25 (2H, m), 3.25-4.10
(14H, m), 6.62 (1H, d, J=7.6 Hz), 6.97-7.03 (2H, m), 7.20-7.45(6H, m), 7.54 (1H, s).

IR (KBr): 3425, 3062, 2945, 2659, 2727, 1632, 1564, 1537, 1502, 1456, 1392, 1296, 1215, 1107, 785,
-1
702 cm

C26H34N5OSC|3 2. OHZO ol iet D=4
HAX] @ C, 51.44; H, 6.31; N, 11.54

a=Xl : C, 51.48; H, 6.24; N, 11.62

2 A0 66

N-[3-(4-(3-HEZ=2T-1-2)-2,3,5,6-H EISIE2-7H-1,4-CI Ot M Bl -1- ) T 2 T-1-2 | -5-E| Ot-1,8b-Cl

OtXIOLMILIZEEE-4-JI 2= A0t01E ECIGIEZEZ2EQ &4

1) Lot oz AAI0 64-3) 2 2SS —’.‘—?:5}04 N-[3-(4-(3-HEZ=2E-1-2)-2,3,5,6-H Ecto| E2-7TH-
1,4-CIOtMI BI-1- ) Z 2 B-1-2 ]-5-E|Ot-1,80-CIOt Xt OLMI LI ZE BlI-4-9 2SS A 00| EE XIE HMAU §

"H-NWR (200 MHz, COCl3) &: 1.60-1.95 (6H, m), 2.45-2.80 (14H, m), 3.37-3.45 (2H, m), 5.72 (1H, dd,
J=1.4, 6.4 Hz), 6.52-6.66 (3H, m), 6.98 (1H, s), 7.10-7.35(5H, m), 8.36 (1H, br s).

IR (neat): 3280, 3059, 3024, 2937, 2818, 1616, 1545, 1481, 1342, 1281, 1215, 1155, 1120, 1034,
966, 868, 752, 700, 652, 606, 503, 473 om

2) PR O=Z AAIM 64-4) o LHS OO N-[3-(4-(F-HEZ=E-1-2)-2,3,5,
1,4-CIOtHI B -1-2 ) Z 2 #-1-2 | -5-E| Ot-1,8b~C| Ot Kt OF Al LE & &l -4~

= tolE2-7H-
2] 0
£ g2 2dXM 28 g2 +=Sotjil.

IBIEZE2C|E

rug
[m
ru

"H-\WR (200 MHz, CD;0D) &: 1.95-2.55 (6H, m), 2.65-2.90 (2H, m), 3.20-4.20 (14H, m), 6.50-6.70
(HH, m), 6.90-7.15 (2H, m), 7.15-7.45 (6H, m), 7.50-7.60 (1H, m).

IR (KBr): 3394, 3061, 2947, 2659, 1633, 1564, 1537, 1502, 1456, 1392, 1296, 1215, 1107, 787, 756,
-1
702 cm

CorHaeNs0SClg - 1.0H0 Off CHEH JI=2&EA

_L

HA&X + C, 52.98; H, 6.42; N, 11.44

AZ=X : C, 52.79; H, 6.61; N, 11.37

AAIOI 67

N-[1-(3-(-22 2 H Y ) T 2 B-1-2 )-TI H 2| €l-4-2L 0 2 ]-5-E| 0}-1,80-CI O Rt OFHI LI Z Bl -4- 2= A

Ol0IE CIBIE22R2IE9 &4

1) N-[1-(3-(2-22 2 HY ) T2 8-1-2 )-T/ Hl 2 E1-4-2 0l 2 ]-5-E/ 0F-1,80-Cl OFXF OLMI LI Z & Bll-4-9 2 =
A0t0IE 9| & A

HAJIMGINA, HESEZY 222/ 0.38 ml (4.90 M) S ASIHEL (6 ml) >-ZRZHLTZES
499 mg (3.24 mM) & Eal(nlﬁ'owl 0.90 ml (6.47 mM) o SU0 0C MM HIlotn, EB2S BERE
OlA 20 2SOt WEIAIZACH ZSEHMUIES T3t +2U2 HII6I0 8122 IXAIZL. 0%, pesEs

=2 OH
== U0 oez=2 —.—goﬁal} =52 2 ¥ %iPLPE
o} =2

AXAIZCH. 0%, EBUHE ZEotll SFAIA 2-2 .

+SotACH.  HIE23 N-(LIH 2l e -4-2 U E)-5-El0t-1,8b-CIOtRIOtMILIZE &l-4-II 2S5 A 00| E CISIE
22222 0.58 g (1.5 mM) & E2IE0te 1.0 ml (7.2 mM) 2o SN 2-EFL2HZZZZ KA Ol
E 0.60 g (2.69 mM) S A20IM HItotn, ES2E ZAGHHAM 16 AlZtSe BRAIRUCH. 01%F, S0H
E Zgotll SJ[AI2ILL, dF=S =2 g4old, S 2TEELZ FEOUL. RIISS SIUEE &
3t +8HO2 NZEGHD, MgSO, &UAM AXZAIZCH. MEE ZMEssS 2 AZ20IEDNHI (HES/
g OLMIHIOIE 20-50%) 2 HHotol EMsEEs +Sotlt

S|

A LEE S2E. =8 347 mg (54%)
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'H-NWR (200 MHz, COCly) &: 1.21-2.05 (m, 9H), 2.38 (t, J=7.7 Hz, 2H), 2.65 (t, J=7.5 Hz, 2H), 2.94
(br d, J=11.8 Hz, 2H), 3.20 (t, J=6.1 Hz, 2H), 5.78 (dd, J=1.8, 6.0 Hz, 1H), 5.89-6.03 (m, 1H),
6.57-6.69 (m, 3H), 6.92-7.21 (m, 5H).

2) N-[1-(3-(2-Z QEIHI‘—')E B—1{-2) | H 2| ©1-4-2 0| € ]-5-E] Ot-1,80-CI Ot XI O M LI E El Bll-4-3t 2 =
AOLDIE ClslEz=2=22|E9 &4

HES (4 ml) S N-[1-(3-(2-ERLZHE ) T2 T-1-2 ) I H 2| & -4-L 0 € ]-5-E| 0-1,8b-CI Ot X OF Al LI =

2el-4-5t2=A0I01E 347 mg (0.8 mM) 2 SHOil AN-HCT/BIES 1.0 ml (4.0 mM) S EDIISHRULE.

SHE 2ol SFAMZ =, &F=20 = & CUWE OHHESE ototl, dd= 23S o0l 2
, g & CIoE oezEz Eﬁo}(ﬁ HHNtEEE +=SotULt.

= £ 360 mg (86%)

"H-NVR (200 MHz, DMSO-dg) &: 1.36-2.09 (m, 7H), 2.66 (t, J=7.9 Hz, 2H), 2.72-3.48 (m, 8H), 6.57
(d, J=7.4 Hz, 1H), 6.95 (d, J=8.8 Hz, 1H), 7.11-7.39 (m, 6H), 7.61 (s, 1H), 8.83-8.90 (m, 1H).

IR (KBr): 3462, 3057, 29,51, 2696, 1643, 1535, 1497, 1443, 1290, 1221, 800 om

CosHaoNsOSCIoF - 1.0H0 Ol CHEH D=2 =24

HA&X © C, 55.45; H, 5.77; N, 10.35

& =Xl : C, 55.60; H, 5.80; N, 10.13

A A0 68

N-[1-(2-E222HUIE ) TIH 2l & -4-L U E ]-5-El0-1,8b-CIOLXIOtMI LI ZE &l -4-It 22 A 00| E CISIEZ

Jial [:Ol o|-/\‘|

-[1-(2-E222HUIE) I H el E4-L 0l € |-5-El Ot

1) Ler™o=z MdAIM 67-1) 2 HHS 3&!8}04 N
c AN NHE HEHE =SotALH.

1,80—-CIOFAHOtAI LI Z & &l-4-3t 2 = A 0t0]

=
=

"H-NWR (200 MHz, COCls) &: 1.20-1.45 (2H, m), 1.45-1.80 (3H, m), 1.95-2.15 (2H, m), 2.50-2.65 (2H,
3

m), 2.82-2.90 (2H, m), 3.04 (2H, br d, J=11.8 Hz), 3.22 (2H, t, J=6.0 Hz), 5.79 (1H, dd, J=1.8,
6.2 Hz), 5.85-5.95 (1H, m), 6.59-6.71 (3H, m), 6.96-7.24 (5H, m).

IR (KBr): 3250, 3086, 2927, 1639, 1618, 1558, 1485, 1286, 1153, 760 om 1.
2) LBtEOo=Z MAIM 67-2) 2 ZHS &Moo N-[1-(2-SRL2HIUIE )T H2l E4-2 M E ]-5-
1,80-CIOXIOtMI LI Z & EI-4-Jt 2= A001E CISIEZEZ22EE 22 M 2F 2 +=Sotd

"H-NVR (200 MHz, CD,0D) &: 1.45-1.70 (2H, m), 1.80-2.10 (3H, m), 2.95-3.50 (8H, m), 3.71 (2H, br

d, J=12.4 Hz), 6.60 (1H, d, J=7.6 Hz), 6.99 (1H, d, J=7.8 Hz), 7.01 (1H, s), 7.07-7.20 (2H, m),
7.27-7.43 (3H, m), 7.52 (1H, s).

IR (KBr): 3427, 3250, 2933, 2688, 1635, 1566, 1539, 1497, 1439, 1390, 1284, 1209, 779, 761 om
CoaHaNOSFC I, - 0.5H0 Off CHEH D22 A

HLEX] €, 55.60; H, 5.44; N, 10.81

&=X ¢ C, 55.42; H, 5.40; N, 10.73

A A0 69

N-[1-(3-ER2ZHUIE ) IIH 2 -4-L 0 E ]-5-EI0t-1,8b-CI Ot Xt OtMILI ZE lI-4-It2= A 00| E ClolE=Z

2=z 59 g4

I

[1-(3-EF22HUIE ) I H2I4-L 0 ]-5-El0F-

1) ooz MAIN 67-1) 2 YWEsS 85to N-
c W D= EHE +=Sotb.

1,80-CIOtXIOtAILI EE &l -4-Jt 2 = A 010

H-NR (200 MHz, COCl3) &: 1.20-1.45 (2H, m), 1.45-1.80 (3H, m), 1.90-2.10 (2H, m), 2.55-2.63 (2H,

m), 2.77-2.85 (2H, m), 3.01 (2H, br d, J=11.4 Hz), 3.21 (24, t, J=6.0 Hz), 5.78 (1H, dd, J=2.2,
5.5 Hz), 6.20 (1H, br t, J=5.5 Hz), 6.57-6.69 (3H, m), 6.85-7.02 (4H,m), 7.18-7.25 (1H, m).

IR (KBr): 3315, 2924, 1618, 1547, 1483, 1281, 1148, 775, 733, 692 om

2) LEtEo2 MAN 67-2) o #YsS &G N-[1-( —EEQEIHIHIE')LLILHIEICM A0 ]-5-El0t-
1,80-CIOFAOLMI Lt ZE gl -4-Jt 2= A0I0|E CISlIE22 28 2d XM 28 2 =50t

H-NR (200 MHz, CD;00) &: 1.45-1.70 (2H, m), 1.75-2.10 (3H, m), 2.90-3.50 (8H, m), 3.60-3.75 (2H,
m), 6.62 (HH, d, J=7.6 Hz), 6.95-7.20 (5H, m), 7.30-7.43 (24, m), 7.53 (M, s).

IR (KBr): 1633, 1566, 1539, 1292, 785 om
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CQ4H27N4OSFC|2 : 15H20 0“ EHS\_" j'E‘i‘&\‘
|

x

>

PRI 1 C, 53.73; H, 5.64; N, 10.44
X :C, 53.54; H, 5.91; N, 10.36

o 70

-[1-(4-22 Q2 H UL ) I H 2| S-4-2 01 € ]-5-E1 0k-1,80-Cl OFKFOFAILE T2 BI-4-It 2 =2 A OL0I S CISIER
222129 g4

i

W= nx >
>

1) germoz MdAI 67-1) 2 2HsS =85t N-[1-(4-ERLZ2HUIE ) IIH 2 4-L H E ]-5-El 0t
1,80-CIOXIOAI LI Z 2 AI-4-Jt 2 S A0I0IEE 2 QX 2 =2 g2 +=SotRl.

"H-NWR (200 MHz, COCls) &: 1.20-1.45 (2H, m), 1.45-1.80 (3H, m), 1.90-2.10 (2H, m), 2.50-2.59 (2H,

m), 2.74-2.82 (2H, m), 3.01 (2H, br d, J=11.8 Hz), 3.21 (2H, t, J=6.0 Hz), 5.78 (1H, dd, J=2.0,
5.6 Hz), 6.09 (1H, br t, J=5.6 Hz), 6.58-6.69 (3H, m), 6.91-7.03 (3H, m), 7.11-7.27 (24, m).

IR (KBr): 3352, 2927, 1618, 15456, 1510, 1481, 1282, 1219, 1153, 827, 773, 731 om .

2) LBIEO=Z MAIG 67-2) o ZH¥s E6t0 N-[1-(4-E2LZ2HUIE)IIH2IE4-2 H E ]-5-El0t-
1,80-CIOtAIOtAILIE & -4t 2S5 A 001 E ColE222elEE Qe 28 EHZE =SotULt.

"H-NWR (200 MHz, CDs0D) &: 1.45-1.75 (2H, m), 1.75-2.10 (3H, m), 2.90-3.45 (84, m), 3.60-3.75 (2H,
m), 6.61 (HH, d, J=7.8 Hz), 6.97-7.11 (4H, m), 7.29-7.42 (3H, m), 7.52 (HH, s).

|R1(KBr)I 3431, 3246, 3061, 2935, 2690, 1632, 1566, 1541, 1510, 1439, 1389, 1288, 1215, 831, 783

cm
CosHorN4OSFCI, - 0.5H,0 Off CHEH D=2 =24

H&X €, 55.60; H, 5.44; N, 10.81

&=Xl : C, 55.83; H, 5.27; N, 11.02

A AN 71

N-[1-(2-2E2Z2HUIE )T H 2| H-4-L 0l € ]-5-El0t-1,8b-CI Ot Xt OtMILI ZE Bll-4-9t 2= A 00| & ClolEZ22
= | | ol-/\'l

1) LERoz MAIM 67-1) 2 es =36t0l N-[1-(2-222HUIE) I/ H 2l E4-2 KIS ]-5-El Ot
1,80-CIOFAOLMILI ZE 8 -4-JI2SA00EE F2 2d XM R =22 82 =Sotdl.

"H-NWR (200 MHz, COClg) &: 1.25-1.47 (2H, m), 1.47-1.80 (3H, m), 2.00-2.20 (2H, m), 2.56-2.64 (2H,

m), 2.90-3.09 (4H, m), 3.23 (2H, t, J=5.8 Hz), 5.79 (1H, dd, J=1.8, 6.0 Hz), 5.94 (1H, br t, J=5.5
Hz), 6.59-6.71 (3H,, m), 7.05 (1H, s), 7.10-7.40 (4H, m).

R (KBr): 3309, 2924, 1618, 1543, 1510, 1479, 1282, 1155, 771, 754, 732 om .

2) LerRo=Z AAM 67-2) o EHES S#ot0 N-[1-(2-22Z2HUIE) I H el H4-L U E]-5-El0F-
1,8b-CIOtXIOtAMILIZE &l-4-2t 2= A 001 & EISIEEZEEIEE QXM Z2H HEHZ2 +=SotRUb.

"H-NWR (200 MHz, CDs00) &: 1.45-1.75 (2H, m), 1.80-2.10 (3H, m), 2.95-3.45 (84, m), 3.65-3.80 (2H,
m), 6.61 (1H, d, J=7.8 Hz), 6.99 (1H, d, J=7.8 Hz), 7.01 (1H, s), 7.25-7.50 (5H, m), 7.53 (1H, s).

R (KBr): 3429, 2945, 2710, 1653, 1635, 1564, 1537, 1502, 1282, 773, 754 cn
C24H27N4OSC|3 : O5H20 0‘“ I:H@' jl%ik\'

HAEX] €, 53.89; H, 5.28; N, 10.47
| + C, 53.74; H, 5.09; N, 10.52

1-(3-2 22 HUIE) T2l e-4-2L-0 & ]-5-El0F-1,80-CI O X Ot M LI Z S Bl -4-9t 2 S A 0H0| = CISIE2

(3-S22HUIE) Il H 2l e-4-L N E ]-5-EI0t-1,8b-
=2 HEZ =SotAL

"H-NWR (200 MHz, COCls) &: 1.20-1.45 (2H, m), 1.45-1.80 (3H, m), 1.90-2.15 (2H, m), 2.53-2.60 (2H,

m), 2.74-2.82 (2H, m), 3.00 (2H, br d, J=11.8 Hz), 3.21 (2H, t, J=6.0 Hz), 5.78 (1H, dd, J=1.8,
6.0 Hz),5.95-6.05 (1H, m), 6.58-6.69 (3H, m), 7.03-7.09 (24, m), 7.10-7.20 (3H, m).

IR (KBr): 3327, 2926, 1618, 1545, 1481, 1282, 1153, 687 om
2) LEHOZ AAIM 67-2) 2 ZES =50 N-[1-(3-S2Z2HUIE )T H 2 -4-L H E |-5-EI0t-1,8b-

170-108



1019980707319

CIOtXOLMILIEE el-4-Jt2 S A0t0l= CSIE222CIEE d XM 2E EHE =SS0t

H-NR (200 MHz, CD;00) &: 1.45-1.75 (2H, m), 1.75-2.10 (3H, m), 2.90-3.50 (8H, m), 3.60-3.75 (2H,
m), 6.62 (HH, d, J=7.6 Hz), 6.97-7.02 (2H, m), 7.20-7.45 (5H, m), 7.53 (M, s).

IR (KBr): 1633, 1566, 1537, 1504, 1292, 1215, 785 om .
CoaHzNOSCls - 1.5H0 Off CHEE D=2 =24

HA&X + C, 52.13; H, 5.47; N, 10.13

=Xl @ C, 52.47; H, 5.53; N, 10.23
AAIG 73

N-[1-(4-S 22 HUIE) I H 2l g -4-2-HE ]-5-EI0t-1,8b-CIOt K OtMILIZE &I-4-5t == A 00l E CISIER
% a|r:o| o|-/\‘|
1) Letdoz MA0 67-1) of LES +GtH N-[1-(4-2 22 HUIE ) T Tl =-4-2 0 & ]-5-ElOt-1,8b-
CIOFXIOtMILIZEE-4-JI 2SS A00IEE §2 QXM RHE =2 U2 =SotAUl.

"H-NWR (200 MHz, COCls) &: 1.20-1.45 (2H, m), 1.45-1.80 (3H, m), 1.90-2.10 (24, m), 2.50-2.60 (2H,

m), 2.70-2.85 (2H, m), 3.00 (2H, br d, J=11.4 Hz), 3.22 (2H, t, J=6.1 Hz), 5.79 (1H, dd, J=1.9,
6.1 Hz), 5.94 (H, br t, J=5.9 Hz), 6.59-6.72 (3H, m), 7.05-7.14 (3H, m), 7.22-7.27 (2H, m).

IR (KBr): 3282, 3055, 2924, 2806, 1616, 1549, 1485, 1282, 1153, 1119, 1092, 970, 773, 731 om .
2) utdoz MAIN 67-2) 2 LHS +5IH N-[1-(4-S2Z2HUE )T H2IH-4-2 N E |-5-EI0t-1,8b-
CIOtXIOLMILIEE 8l-4-9t 2= A0L0|E ColEZ2RC|EE XM BE SHZ +=SotRlt.

"H-NWR (200 MHz, CDs00) &: 1.40-1.75 (2H, m), 1.75-2.10 (3H, m), 2.90-3.50 (84, m), 3.60-3.75 (2H,
m), 6.61 (IH, d, J=7.4 Hz), 6.99 (1H, d, J=8.8 Hz), 7.00 (1H, s), 7.25-7.45 (5H, m), 7.53 (1H, s).

IR (KBr): 3425, 3061, 2935, 2731, 1633, 1566, 1537, 1498, 1292, 1215, 785 om .
CoaHaNOSCl5 - 1.5H20 Ol CHEE D224

HEEX] 2 C, 52.13; H, 5.47; N, 10.13

&Z=X ¢ C, 51.90; H, 5.54; N, 10.10

A 74

N-[1-(3-(3-ERZHYE ) Z2T-1- ) I H 2l & -4-L H £ ]-5-E/0t-1,8b-Cl O XFOF Al LE & &ll4-3} Ot

0lE CslEZ2E22EY 4

1) LetHoZ AMAN 67-1) 2f HHS =50 N-[1-(3-(3-2F2MH L) T2 T-1-2 ) I H 2| = -4-2 0
& ]-5-E|0t-1,80-CIOtXIOLHILIZE BI-4-5IES A 00| S8 HAM REE 22 FEHZ >Sotlt

"H-NWR (200 MHz, CDCls) &: 1.30-1.97 (m, 9H), 2.31-2.38 (m, 2H), 2.62 (t, J=7.5 Hz, 2H), 2.93 (br
d, J=11.8 Hz, 2H), 3.21 (t, J=6.0 Hz, 2H), 5.79 (dd, J=1.7, 6.1 Hz, 1H), 5.77-5.85 (m, 1H), 6.58-
6.70 (m, 3H), 6.81-6.96 (m, 3H), 7.05 (s, 1H), 7.117.25 (m, 1H).

2) Lo MAIN 67-2) o HES FGI0 N-[1-(3-(-ERL2MHE )T 2 E-1-2 ) I Hic| E-4-2 0
g |-5-El0t-1,80-CIOtXIOtAILIZE &ll-4-Jt 2SS A0t0lE CISIEZSZ2CIEE QXM 2E HEHZE =506t

1H—NMR (200 MHz, DMSO-ds) &: 1.45-2.13 (m, 7H), 2.66 (t, J=7.6 Hz, 2H), 2.70-3.28 (m, 8H), 6.62
(d, J=7.2 Hz, 1H), 6.93-7.40 (m, 7H), 7.66 (s, 1H). 8.86-8.97 (m, 1H).

IR (KBr): 3417, 3064, 2941, 1635, 1574, 1535, 1294, 787 om

AAG 75

N-[1-(3-(4-ERZHLE)Z2T-1-2) I H el H-4-LHE ]-5-El0t-1,8b-CI Ot XIOtMI LI Z R @l -4-St=2 = A
OIS CISIEZE222E9 &4
1) EtEo=2 MAI0 67-1) 2 LS

&l ]-5-E/0t-1,80-CI Ot Xt OF Ml LEEZ & 8l -4-3} Ot

O

"H-NVR (200 MHz, CDCl3) &: 1.30-2.47 (m, 11H), 2.61 (t, J=7.7 Hz, 2H), 3.02 (br d, J=12 Hz, 2H),
3.21 (t, J=5.9 Hz, 2H), 5.76-5.80 (m, 1H), 6.04-6.20 (m, 1H), 6.57-6.68 (m, 2H), 6.74 (s, 1H),
6.92-7.17 (m, 5H).

2) dEtMo=z AAN 67-2) o YHS =E5tH
g]-5-El0t-1,8b-CI Ot Xt OtMILI EE &l -4-t 2 0

—

N-[1-(3~( —EEEELHI'-')MEEF—P )OI H el &l -4~
0l

C|
E ColEZ2Z2CEE QEXM Z2H =2 =

Jlﬂ ﬂ19

o=

=
ULk,



1019980707319

"H-NVR (200 MHz, OMSO-ds) &: 1.40-2.04 (m, 6H), 2.53-3.10 (m, 11H), 6.55 (d, J=7.6 Hz, 1H), 6.94
(d, J=9.2 Hz, 1H), 7.08-7.31 (m, 6H), 7.57 (d, J=1.2 Hz, 1H), 8.78-8.88 (m, 1H).

R (KBr): 1639, 1508, 1294, 1221 om

CasHegNsOSC1oF - 0.5H0 Ol CHEH D= =4

HAEX] €. 56.39; H, 5.68; N, 10.52

| : C, 56.47; H, 5.85; N, 10.61

|
-1-(3-(2,4-dI B2 22 HY ) T2 B-1-2 )-T H 2] €l -4-2 B 2 ]-5-E/ O-1,80-C| OF K OF M| L T 2 1-4-3} 2
OIS tslcz22eco s
1) LBNOZ MAI0 67-1) O YYD 250 N-[1-(3-(2,4-CIB222H L) T2 8-1-2) I H2l ¢
4~ 0| =]-5-E) 0-1,80~CI OF XFOL M| L L El2ll—4-3t 2 =

'H-NR (200 MHz, COCls) &: 1.16-2.05 (m, 8H), 2.34 (t, J=7.7 Hz, 2H), 2.60 (t, J=7.7 Hz, 2H), 2.69

(m, M), 2.91 (br d, J=12 Hz, 2H), 3.18 (t, J=6.1 Hz, 2H), 5.76 (dd, J=2.8, 5.0 Hz, 1H), 6.39 (m,
1H), 6.56-6.82 (m, 5H), 6.98 (s, 1H), 7.07-7.18 (m, 1H).

IE
SIO2 MA0 67-2) o wes
] Ely

2) & +8StH N-[1-(3-(2,4-CIERL2H Y ) Z 2 B-1- ) I H 2l -
4-2 0 E]-5-EIOF-1,8b-CIOIAIOtAILIZ & -4-JI 2= A0I0|E LISIEZEZ22ESE e M 2F SHH=2
+=S0otALEH.

"H-NVR (200 MHz, DMSO-ds) &: 1.35-2.06 (m, 7H), 2.60-3.49 (m, 10H), 6.56 (d, J=7.6 Hz, 1H), 6.95
(d, J=8.8 Hz, 1H), 7.00-7.46 (m, 5H), 7.60 (s, 1H), 8.82-8.90 (m, 1H).

IR (KBr): 3415, 3056, 2943, 2700, 1635, 1504, 1288 om
CosHagNOSCloF, - 1.0H0 Off CHE D224

H X C, 53.67; H, 5.40; N, 10.01

& =Xl ¢ C, 53.97; H, 5.28; N, 10.11

AW 77

N-[1-(3-(2-222H ) =2 8-1-2)-TI H 2l -4-2L K 2 ]-5-El0t-1,8b-CI Ot Xt O Ml Lt Z E &l -4-It 2 S A Of
ol CslEzE2=22Et 9 g4

1) getxo=z AAlM 67-1) 2 %’E% =850 N-[1-(3-(2-222HE)Z=22-1-g) Il H el |
g )-5-ElO0t-1,8b-CIOIXIOLMILIZERI-4-II2ESA00|EE HIM RS 22 SEHHE =SotACH

H-NUR (200 MHz, COCl3) &: 1.17-2.05 (m, 9H), 2.39 (t, J=7.6 Hz, 2H), 2.74 (t, J=7.7 Hz, 2H), 2.94

(br d, J= 11 4 Hz, 2H), 3.20 (t, J=6.1 Hz, 2H), 5.78 (dd, J=1.8, 6.0 Hz, 1H), 5.97 (m, 1H), 6.57-
6.70 (m, 3H), 7.03 (s, 1H), 7.06-7.37 (m, 4H).
ol

2) LEHHOo E A0 67-2) o 2EHES ot N-[1-(3-(2-222HE)Z=2T-1- ) IIH 2l -4-2 0
g ]-5-El0t-1,80-CIOIXIOLMILIZE &I-4-JI2SA0L0lE CISIEZZ2Z2IEE HXM HE SEHZE =S6t
QL.

"H-NVR (200 MHz, OMSO-ds) &: 1.40-2.23 (m, 7H), 2.65-3.70 (m, 10H), 6.49-6.53 (d, J=7.4 Hz, 1H),
6.92 (d, J=9.4 Hz, 1H), 7.08-7.46 (m, 6H), 7.55 (s, 1H), 8.75-8.80 (m, 1H).

IR (KBr): 3452, 3375, 3055, 2951, 2690, 1641, 1531, 1439, 1288, 1217, 800 om
CosHegN4OSCl3 - 0.6H0 Ol CHEH JI=EA

H&X © C, 54.51; H, 5.52; N, 10.17

A=Xl : C, 54-70; H, 5.71; N, 9.90

AAI0I 78

N-[1-(3-(3-222HE )T 28-1- ) I H 2| & -4-2L 0| € ] -5-E| Ot-1,80-CI Ot X} Ot NI LE Z E &l -4-9} 2 S A O
0l ColEz2=22&9 &4

1) LetRoZ AAM 67-1) 2 LS SEMGIH N-[1-(3-(3-222HE)Z=2&-1-2 ) I H | & -4-L 0
&l ]-5-E10t-1,80-CIOtKIOLMILIZE BlI-4-9 2S5 A 0101 EE XM RHE SZ HEHE +SotALH.

'H-NIR (200 MHz, COCls) &: 1.18-2.00 (m, 9H), 2.29-2.37 (m, 2H), 2.59 (t, J=7.5 Hz, 2H), 2.91 (br

d, J=11.4 Hz, 2H), 3.18 (t, J=6.1 Hz, 2H), 5.76 (dd, J=2.4, 5.4 Hz, 1H), 6.29 (br t, J=5.9 Hz,
1H), 6.59-6.66 (m, 3H), 7.00 (s, 1H), 7.03-7.07 (m, 1H), 7.12-7.24 (m, 3H).

7.
2) LEARO=Z MAIM 67-2) o LEHES 8GIH N-[1-(3-(3-222H L) Z28-1-2) I H 2| & -4-L 0l
170-110
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& ]-5-E/0t-1,80-CIOtXIOLHILIZE 8l-4-9t2E=A0I0IE CISIES22SR2IEE QE XM 2E HEz2 »S56t
UL

"H-NR (200 MHz, OMSO-ds) &: 1.40-2.12 (m, 7H), 2.65 (t, J=7.7 Ht, 2H), 2.72-3.26 (m, 6H), 3.38-
3.50 (m, 24), 6.61 (d, J=7.4 Hz, 1H), 6.97 (d, J=9.2 Hz, 1H), 7.21-7.39 (m, 6H), 7.65 (s, 1H),

8.89-8.99 (m, 1H).
IR (KBr): 3442, 1637, 1292, 1213, 793 om .
CosHoNsOSCl5 - 1.0H0 Off CHEE D=2 =24

HA&EXl €, 53.82; H, 5.60; N, 10.04
& =Xl : C, 54.07; H, 5.80; N, 9.79

N-[1- [3 (4—:§E1H|‘—')EEEF - O H el &l -4-2 0l € ]-5-El 0F-1,8b-CI Ot Xt OtAI LI Z E &ll4-It 2 S A 010|
kA

1) OIH}I*OE /\IA'O;” 67
Of

2u-1- Il M2l &-4-2 ol
& ]-5-EJ0t-1,80-CI Ot Xt .

"H-NWR (200 MHz, COCls) &: 1.45-1.83 (5H, m), 1.85-2.03 (2H, m), 2.15-2.30 (2H, m), 2.53-2.67 (4H,
m), 3.10-3.24 (4H, m), 5.754 (1H, dd, J=2.4, 5.3 Hz), 6.50-6.70 (3H, m), 6.822 (1H, s), 7.05-7.15
(8H, m), 7.22-7.30 (2H, m).

2) LerRo=z MAIM 67-2) 2 WS 360 N-[1-[3-(4-S22HE )2 T-1-2 Il H 2l & -4-2 0
&l ]-5-El0t-1,8b~C| O} X} OF All Lt & &l EA00IE CISIEZSZCIEE e XM Déjg SHE +==ot
AUCtH.

"H-NUR (200 MHz, DMSO-ds) &: 1.45-1.95 (4H, m), 1.90-2.15 (2H, m), 2.58-2.70 (24, m), 2.70-3.30
(5H, m), 3.40-3.55 (2H, m), 6.685 (1H, d, J=7.6 Hz), 7.017 (1H, d, J=7.6 Hz), 7.017 (1H, d, J=9.2
Hz), 7.24-7.39 (5H, m), 7.720 (1H, s), 8.90-9.10 (1H, m), 10.588 (1H, br s).

IR (KBr): 3420, 3250, 3050, 2950, 2850, 2720, 2670, 2600, 2550, 1650, 1630, 1560, 1530, 1500,
1440, 1280, 1220, 1090, 780 om

C25H29N4OSC|3 : 15H20 0‘“ I:H@' jl%‘i‘&\'

H AR €, 52.96; H, 5.69; N, 9.88

& =Xl : C, 53.43; H, 5.71; N, 9.59

2 A0l 8

N-[1-(3-(2- EHIE/\ILHI“')E T-1-20) Ol H 2| el -4-L HI 2 ]-5-El Ot-1,80-CI Ot Xt O M LI Z E &l 4-It 2 S A 0L 0|
c OUolE22E=2CEe &4

1) getEoz AAM 67-1) 2 2HS 86t N-[1-(3-(2-HSAHE ) Z2B-1- %)HILHIEI‘:|—4—°'D1I
& ]-5-EI0t-1,80-CIOtXIOLMILIZE BlI-4-9t 2= A0I0IEE AN 2EE S2 HHE S0t

"H-NWR (200 MHz, CODCls) &: 1.20-2.00 (m, 9H), 2.35-2.43 (m, 2H), 2.61 (t, J=7.7 Hz, 2H), 2.96 (br

d, J=11.4 Hz, 2H), 3.18 (t, J=5.9 Hz, 2H), 3.81 (s, 3H), 5.74-5.78 (m, 1H), 6.16-6.30 (m, 1H),
6.55-6.67 (m, 3H), 6.78-6.89 (m, 2H), 6.99-7.20 (m, 3H).

2) detAoz MAIM 67-2) o YES Moo N-[1-(3-(2-HISAHE)Z28-1- ) I H 2| 2 -4-2 0
& ]-5-EI0t-1,80-CIOtXIOLAILIZE ll-4-2t 2= A0I0|E CSIE2222IEE QE XM 2E ez =S5t
ULk,

H-NMR (200 MHz, OMSO-ds) &: 1.35-2.00 (m, 7H), 2.53-3.26 (m, 8H), 3.38-3.47 (m, 2H), 3.79 (s,

3H), 6.56 (d, J=7.2 Hz, 1H), 6.83-6.98 (m, 3H), 7.13-7.27 (m, 4H), 7.60 (s, 1H), 8.80-8.92 (m,
H).

IR (KBr): 3463, 3390, 2948, 2702, 1638, 1533, 1498, 1441, 1290, 802, 764 om .
CosHaNOSCl, - 1.0H0 Off CHEE D224

HEEX] 2 C, 56.41; H, 6.19; N, 10.12

=X 1 C, 56.69; H, 6.24; N, 10.07

A A0 81

N-[1-[3-(4-BISAH L) =2 8-1-2 ]-T H 2l & -4-2L K 2 ]-5-El0t-1,8b-CI Ot KO Ml Lt Z E &l -4-It 2 S A Of
0lE CslEZ2E22ES 4

detdo2 AA0 67-1) 2 LHES &G N-[1-[3-(4-HSAIHE) =2 &-1-2 | T H 2| = -4-2 0

—
~

170-111
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g ]-5-E/0t-1,8b-CIOF X OMI LI Z R BlI-4-9t 2 S A0L0|1 E

i

MM HE|2 +SHHAL.

H-NR (200 MHz, COCl3) &: 1.25-1.95 (SH, m), 2.29-2.36 (2H, m), 2.52-2.60 (2H, m), 2.86-2.96 (2H,
m), 3.204 (2H, t, J=6.2 Hz), 3.786 (3H, s), 5.791 (1H, dd, J=1.8, 6.2 Hz), 5.70-5.82 (1H, m),
6.632-6.692 (3H, m), 6.818 (24, d, J=8.6 Hz), 7.054 (1H, s), 7.093 (2H, d, J=8.8 Hz).

2) RO AAM 67-2) 2 ZHS G N-[1-[3-(4-HSAHE)Z 2 B-1-2 ]I H 2l & -4-2 0
& ]-5-E/0t-1,80-CIOtXIOLHILIZE @ll-4-9t2=A0I0|E CloIE2222IEE QH XM 2E ez =46t
UL

"H-NUR (200 MHz, DMSO-ds) &: 1.45-2.10 (7H, m), 2.50-2.60 (2H, m), 2.70-3.30 (6H, m), 3.37-3.51

(2H, m), 3.728 (3H, s), 6.604 (1H, d, J=7.4 Hz), 6.867 (24, d, J=8.0 Hz), 6.973 (1H, d, J=9.2 Hz),
7.13-7.32 (4H, m), 7.643 (1H, s), 8.90-8.96 (1H, m).

IR (KBr): 3420, 3280, 2980, 2930, 2670, 1635, 1560, 1530, 1510, 1460, 1280, 1260, 1240, 1220,
1030, 780 cm |

CogHa2N402SCl2 - 1HO0 Ol CHEH D224

i

HA&X €, 56.41; H, 6.19; N, 10.12
| = C, 56.09; H, 6.36; N, 10.00

A

~[1-(3-(2,3-CIH SAIH Y ) T2 E-1-2) I H2| €l-4-2 0 2 ]-5-E1 0 1,80-CI O Kt OL M LI Z 2 &l-4-9t 2 =2
Ot0l1E ClalEeE2=z2 &9 &

1) ABHOZ MAIM 67-1) O WS G0 N-[1-(3-(2,3-CIHSAIHL) T2 B-1-2) I 2| El-4-2
0= ]-5-E10k-1,80-CIOI KOt MILIZE M-4-3 22 A00IEE MM 2FS 2V SEH2 2S00
'H-NIR (200 MHz, CDCl3) &: 1.15-1.98 (m, 9H), 2.34-2.42 (m, 2H), 2.54-2.69 (m, 2H), 2.85-2.99 (m,
2H), 3.17 (t, J=6.0 Hz, 2H), 3.81 (s, 3H), 3.85 (s, 3H), 5.73-5.78 (m, 1H), 6.52-6.65 (m, 4H),
6.75-6.79 (m, 2H), 6.92-6.99 (m, 2H).

2) YUNOZ N0 67-2) O WHE SUE0] N-[1-(3-(2,-CINSAHE) T2 E-1-2) T HRIE-4-
|2 ]-5-El0t-1,80-CI ORI OLAILIZE Bll-4-3t2E S A 00| & EI8|E§3§EI E XM 2E SHHZ ==

=

ol

g
ULk,

t

"H-NR (200 MHz, OMSO-ds) &: 1.35-2.03 (m, 7H), 2.55-3.07  (m, 8H), 3.38-3.49 (m, 2H), 3.73 (s,

3H), 3.80 (s, 3H), 6.58,(d, J=7.8 Hz, 1H), 6.78-7.03 (m, 4H), 7.14-7.29 (m, 2H), 7.61 (s, H),
8.81-8.90 (m, 1H).

CorHaaNa03SCl2 - 2.0H20 Off CHEH Jl=2=24

H&X © C, 53.91; H, 6.37; N, 9.31

&=Xl : C, 53.98; H, 6.66; N, 9.06

A A0 83

N-[1-(3-(2,4-CISAIH Y ) Z 2 E-1-2 ) I H 2l €l -4-L 0l € ] -5-EI Ot-1,8b-CI Ot A OMI LI Z 2 &l -4-3t 2 =
AODIE ClalE2222E9 &4

1) Leroz AAN 67-1) 2 2EsS 305}04 -[1-(3-(2,4CIBI SAIHE ) Z 2 B-1-2 ) T H| 2| & -4- 0l
g ]-5-E/0t-1,8b-CIOLXIOtMILIZERI-4-JI2ESA0I0IEE M RFE 22 SR +=S0IAC.

'H-NR (200 MHz, COCls) &: 1.20-1.97 (m, 9H), 2.33-2.41 (m, 2H), 2.53 (t, J=7.6 Hz, 2H), 2.95 (br
d, J=11.4 Hz, 2H), 3.18 (t, J=6.0 Hz, 2H), 3.78 (s, 3H), 3.79 (s, 3H), 5.76 (dd, J=2.4, 5.6 Hz,
H), 6.26-6.43 (m, 3H), 6.60-6.68 (m, 3H), 6.99-7.03 (m, 2H).

2) Lutxoz AMAl0 67-2) 2 HHES &S0l N-[1-(3-(2,4CIHSAIHYE ) Z22-1-2 ) I/ H 2| & -4-L i
g!]-5-El0t-1,8b-ClI Ot X+ Ot MI LI Z € &l -4~ JFEE otolE CIolEZ2Z2=2eEE QXM 24

g\,
o
a2
Hu
5

=)
QUL

A

"H-NMR (200 MHz, DMSO-ds) &: 1.39-1.95 (m, 7H), 2.65-3.25 (m, 8H), 3.37-3.45 (m, 2H), 3.74 (s,

3H), 3.78 (s, 3H), 6.43-6.55 (m, 3H), 6.92 (d, J=9.0 Hz, 1H), 7.04-7.24 (m, 3H), 7.57 (s, 1H),
8.77-8.84 (m, 1H).

IR (KBr): 3429, 1633, 1508, 1292, 1209, 787 om
CoHaN40sSCl, - 2.5H0 Ol CHEH D=2 =24

HA&X + C, 53.11; H, 6.44; N, 9.18
& =Xl : C, 53.30; H, 6.65; N, 9.18

170-112
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A A0 84
N-[1-[3-(4-0IEH L ) Z 2 8-1-2 | I HI 2| &l -4-2 0| € ]-5-E| Ot-1,8b-CI Ot X Ot NI LE ZE &l -4-It 25 A 00| E

Oslc2222=9 gy
o I:il»l:él

1) det=oz AA0 67-1) =
5-EI0t-1,8b—-CI Ot XIOtAI LI € &l-4-Jt = =

o

N-[1-[3-(4-0I 2 H L) T2 8-1-2 | T K2l 2 -4-2 HIE |-
S MM HEIR £S3HAUCH

"H-NUR (200 MHz, COCls) &: 1.220 (3H, t, J=7.6 Hz), 1.25-1.38 (1H, m), 1.40-2.05 (8H, m), 2.32-

t
95 (2H, m), 3.196 (2H, t, J=6.1 Hz), 5.778 (1H, dd, J=1.8,

2.39 (2H, m), 2.54-2.67 (4H, m), 2.88-2.

6.1 Hz), 5.85-5.93 (1H, m), 6.573-6.695 (3H, m), 7.034 (1H, s), 7.097 (4H, s).

2) UBHOZ AMAIN 67-2) O WHES GO N-[1-[3-(4-0IEHY) T2 B-1-2 | I H 2|2 -4-L 0 E]-
5-El0t-1,8b-CIOtXtOtMILIZE el-4-2t 2= A0L0|E LIGIEZE2ZCIEE Qe ZE U2
>S50

"H-NWR (200 MHz, DMSO-ds) &: 1.159 (3H, t, J=7.5 Hz), 1.43-1.85 (5H, m), 1.90-2.10 (24, m), 2.45-

2.65 (4H, m), 2.75-3.25 (5H, m), 3.35-3.55 (3H, m), 6.603 (1H, d, J=7.4 Hz), 6.970 (1H, d, J=9.2
Hz), 7.14-7.31 (5H, m), 7.643 (1H, s), 8.85-9.00 (1H, m), 10.47 (1H, br s).

IR (KBr): 3400, 3250, 3050, 2950, 2920, 2730, 1630, 1560, 1530, 1500, 1440, 1390, 1290, 1110,
1045, 945, 780 cm .

CoHaN02SCl2 - 1H0 Ol THEH D= =24

H&X + C, 58.79; H, 6.58; N, 10.16
: C, 58.64; H, 6.62; N, 9.62

N-[1-(3-(2-ECIER2HEH YY) T2 8-1-2 ) I H 2| 2 -4-L H £ ] -5-EI0t-1,80-CI Ot Xt Ob A LE = £ &l -4~

JII2ZSA00IE LSIE2222E9 &4

) LEt"oZ AAI0 67-1) 2 LHS =835
il

1 FO4 N
4-2 0 € ]-5-EIO0t-1,8b-CIOtRIOtMILI Z E 8l -4-3t=2 =5

-(-(CECIZRZNHENE )2 H-1- )T M2l -
t e}

-[1
A0H0IEE HM 283E =2 2 +=SotAlt.

"H-NWR (200 MHz, COCls) &: 1.18-2.05 (m, 9H), 2.30-2.38 (m, 2H), 2.68 (t, J=7.5 Hz, 2H), 2.85-3.01

(m, 2H), 3.21 (t, J=6.2 Hz, 2H), 5.79 (dd, J=1.8, 6.0 Hz, 1H), 5.65-5.90 (m, 1H), 6.59-6.71 (m,
3H), 7.05 (s, 1H), 7.28 (d, J=8.0 Hz, 2H), 7.53 (d, J=8.0 Hz, 2H).

2) dBtRo=z MAM 67-2) 9o HHEHE > ”8}04 N-[1-(3-(2ECIZERZHEHY ) Z2 &~ cl
4-2 M€ ]-5-E0t-1,80~CI Ot KFOF A LI Z € 28 d-4-JI2E2A00/E CloIEZ22cIEE 2 NM BEH FH=2
=S0otRUCH

1H—NMR (200 MHz, OMSO-ds) &: 1.30-2.10 (m, 7H), 2.68-3.52 (m, 10H), 6.51 (d, J=7.4 Hz, 1H), 6.91
(d, J=8.8 Hz, H), 7.08 (s, 1H), 7.14-7.22 (m, 1H), 7.41-7.73 (m, 5H), 8.72-8.86 (m, 1H).

R (KBr): 3425, 3250, 3059, 2947, 2710, 1637, 1308, 1115, 779 cm

026H29N4OSC12F3 . 15H20 O“ [:H?_F jléiﬁ

H&X @ C, 52.00; H, 5.37; N, 9.33

: G, 51.77; H, 5.28; N, 9.10

N-[1-(3-(3-ECIZERLZ2HEH Y ) T2 8-1-2 ) I H 2| 2 -4-L H 2 ]-5-EIOt-1,80-CI Ot Xt Ob A LE Z £l &l -4
JIIE=EA00IE ColE22 2= &4

1) detdoz MAN 67-1) of LEHS +GHH N-[1-(3-(3ECISR2MEH Y )22 8-1-2 ) | H 2| -
4-2 M E ]-5-EI0t-1,8b-CI Ot KtOFAMILIZE & I2E=SA00IEE A4 2HE =22 gHi2 =SotRUC.

"H-NWR (200 MHz, COCl3) &: 1.18-2.03 (m, 9H), 2.30-2.37 (m, 2H), 2.68 (t, J=7.6 Hz, 2H), 2.88-2.94

(m, 2H), 3.20 (t, J=6.0 Hz, 2H), 5.78 (dd, J=1.9, 5.9 Hz, 1H), 6.07 (br t, J=5.9 Hz, IH), 6.62-
6.68 (m, 3H), 7.02 (s, 1H), 7.35-7.48 (m, 4H).

POz AAIM 67-2) o LYHS 8 8}04 N-[1-(3-(3ECIZE22NEH L) =2 8-1-2 ) Il T2l E-
4-2 0 E ]-5-El0t-1,8b—-CI Ot Xt OF Al LEEE ' gl-4-Jt2=A0t0l= CISIEZ222CIEE QXM 28 dH=2

d|
A0
+=SOotRACH

"H-NVR (200 MHz, DMSO-ds) &: 1.19-2.08 (m, 7H), 2.68-3.52 (m, 10H), 6.60 (d, J=7.2 Hz, 1H), 6.96
(d, J=8.6 Hz, H), 7.17-7.31 (m, 2H), 7.58-7.64 (m, 5H), 8.86-8.97 (m, 1H).

IR (KBr): 3423, 3060, 2942, 1637, 1329, 1120, 791 om
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CosHaoNs0SC1oF5 - 2.0H0 Off CHEt D=2 =24

H X+ C, 51.23; H, 5.46; N, 9.19
© C, 51.25; H, 5.45; N, 9.17

N-[1-(3-(4-ECIZRL2HEHY ) T2 E-1-2 ) I Hl 2| £l -4-2L M € ]-5-E| 0F-1,80-CI OF Xt OF Al LE Z & 8l -4~
J2EA00IE Cl5IE2222122 &4

) detoz MAIM 67-1) o 2¥EsS =™5tH N-[1-
d 25

(-(4ECIZER2ZHEH L) =2 8-1- ) Il H 2l E-
UM E]-5-El0t-1,8b-CIOLXHOtMILI Z E Ot

DIEE NI LHY SE SHE +SotACH

&=

"H-NWR (200 MHz, COCls) &: 1.18-2.05 (m, 9H), 2.30-2.38 (m, 2H), 2.68 (t, J=7.5 Hz, 2H), 2.85-3.01

(m, 2H), 3.21 (t, J=6.2 Hz, 2H), 5.79 (d d J=1.8, 6.0 Hz, IH), 5.65-5.90 (m, 1H), 6.59-6.71 (m,
3H), 7.05 (s, 1H), 7.28 (d, J=8.0 Hz, 2H), 7.53 (d, J=B.0 Hz, 2H).

2) Loz MAIM 67-2) o HHES =#GH N-(1-(3-4ECSZR22HEH L) Z2 B-1-
4—%'D1|'=é']—5—E|OP—1,8b—EIOPX}OHd|LP£E' d-4-3t2=SA00I1E CoIEZ2222EE QXM BE HEZE
+=S0otALH.

"H-NVR (200 MHz, OMSO-ds) &: 1.36-2-18 (m, 7H), 2.74 (t, J=7.6 Hz, 2H), 2.70-3.23 (m, 6H), 3.41-

3.53 (m, 2H), 6.64 (d, a=7.0 Hz, 1H), 6.99 (d, J=8.4 Hz, 1H), 7.16-7.23 (m, 1H), 7.30 (dd, J=7.0,
8.4 Hz, 1H). 7.49 (d, J=8.0 Hz, 2H), 7.677 (s, 1H), 2.782 (d. J=8.0 Hz, 2H). 8.87-9.00 (m, 1H).

IR (KBr): 3398, 3057, 2941, 2673, 1635, 1327, 1119, 785 om
CosHaoNs0SC1oF5 - 1.5H0 Off CHE D224
|

Al=
=

X

B

Xl @ C, 52.00; H, 5.37; N, 9.33
Xl :C, 51.87; H, 5.16; N, 9.47

Oil 8

1-(3-(-EEXZHSAHE ) Z2T1- ) IIH 2l & -4-L N € ]-5-EI0t-1,80-CI Ot Xt Ob Al LI Z £ &l -
25201012 ColE222elE2 &4

1) getMoz MAIM 67-1) o YHsS 850 N—[1—(3-(3§BI% REHSEANHLY ) ZZ2 B
El-4-2 0l € ]-5-El0t-1,80b-Cl| Ob Xt OF M LI & &l -4~ CE MMy =2 *%8}9"1[]

=
A

AlA
N-[
4-3
) Il ml el

'H-NWR (200 MHz, CDCls) &: 1.20-1.38 (2H, m), 1.42-1.60 (1H, m), 1.62-2.00 (6H, m), 2.335 (2H, t,

J=7.5 Hz), 2.645 (2H, t, J=7.7 Hz), 2.915 (2H, d, J=11.8 Hz), 3.207 (24, t, J=6.1 Hz), 5.790 (IH,
dd, J=1.8, 6.2 Hz), 5.78-5.85 (1H, m), 6.58-6.71 (3H, m), 7.00-7.13 (4H, m), 7.23-7.339 (1H, m).

2) LEHOZ AMAIM 67-2) 2 HHS =G N-[1-(3-(-ECEZLZNSAIHE ) T2 E-1- ) T T 2|
&']-5-El0t-1,8b-CIOtA+O PHILPE gel-4-3I2=A0101E CSIEZSZ2LEE XM 2F S

"H-NWR (200 MHz, DMSO-ds) &: 1.42-1.95 (5H, m), 1.95-2.15 (2H, m), 2.61-3.23 (8H, m), 3.451 (2H, d

like, J=11.4 Hz), 6.685 (1H, d, J=7.6 Hz), 7.020 (1H, d, J=9.2 Hz), 7.15-7.50 (6H, m), 7.719 (1H,
s), 9.065 (1H, t like, J=5.5 Hz), 10.5 (1H, br s).

IR (KBr): 3420, 2950, 2720, 2550, 1635, 1565, 1535, 1500, 1440, 1395, 1280, 1220, 1150, 790, 740,
700, 630, 600 cm

CosHaoN402SC12F5 - 1.5H:0 Ol THEr Jl=2=24
H&EX €, 50.65; H, 5.23; N, 9.09

=Xl : C, 50.32; H, 5.63; N, 8.81

A A0 89

N-[1-(3-(4-ECIER2Z2HSAHE ) Z281-2 ) I/ H 2| & -4-2 K 2 ]-5-E/ 0t-1,8b-CI Ot KO Al LI Z &l &l -
4-Jt2=A0H01E CdlEz22elE9 &4

1) Letdoz AN 67-1) o LES =350 N-[1-(3-(4ERISZ2Z2HSAIH YY) =2 H-1-2 ) 1| H 2|
Cl-4-2A 0 € ]-5-El0t-1,80-CIORIOtHILIZE 8I-4-II 2= A0I0IEE M RIS 2Z SHzZ =S5t

'H-NWR (200 MHz, COCls) &: 1.32-2.21 (m, OH), 2.44-2.52 (m, 2H), 2.64 (t, J=7.6 Hz, 2H), 3.03-3.09
(m, 2H), 3.19 (t, J=5.5 Hz, 2H), 5.75 (dd, J=2.6, 5.4 Hz, 1H), 6.41-6.69 (m, 3H), 6.77 (s, 1H),
7.01-7.22 (m, 5H).

2) YUNOZ AMAM 67-2) O &S L8O N-[1-(3-(4ECIEZR2ZHSAHY)Z2E-1-2) I H 2|
Cl-4-2U 0 € ]-5-E|0F-1,8b-CIOLKIOLMILIZ E @l-4-I2 2 A0L0|E CI5IER222/EE QXM 22X HEY
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g F

Jn

ot ATt

"H-NWR (200 MHz, OMSO-ds) & : 1.38-2.16 (m, 7H), 2.67 (t, J=7.6 Hz, 2H), 2.70-3.26 (m, 6H), 3.38-

3.52 (m, 2H), 6.62 (d, J=7.4 Hz, 1H), 6.98 (d, J=9.0 Hz, 1H), 7.19-7.41 (m, 6H), 7.65 (s, 1H),
8.90-8.96 (m, 1H).

IR (KBr): 3375, 3062, 2942, 2710, 1637, 1506, 1269, 1217, 1161, 787 cm
CostooNs0:SC 155 - 1.5H,0 Of CHEH D=2 A

HAX : C, 50.65; H, 5.23: N, 9.09

M=% : C, 50.38; H, 5.20: N, 8.87

ALAIOfl 90

N-[1-(3-(4-CIESAHE ) Z2T-1-L [T H el Z-4-L U E ]-5-El0t-1,8b-CI Ot XIOtMI LI Z 2 @l -4-Jt= = A
OlDIE ClsIEZ2EZ22EY g4

1) geroz AAM6E7-1) 2 ZEES =#GIH N-[1-(3-(4-t-RECIHEASAIHE ) Z2 8-
El-4-LHE]-5-EI0t-1,8b-CIOtKIOHI LI Z R AI-4-3 22 A 001 EE MM SEH2 4‘—58}‘2111}.

"H-NUR (200 MHz, CDCl;) &: 0.178 (6H, s), 0.978 (9H, s), 1.20-1.42 (2H, m), 1.42-2.05 (7H, m),

2.28-2.90 (2H, m), 2.544 (2H, t like, J=7.5 Hz), 2.88-3.00 (2H, m), 3.202 (2H, t like, J=6.0 Hz),
5.785 (1H, d, J=6.6 Hz), 5.80-5.95 (1H, m), 6.59-6.76 (5H, m), 6.90-7.05 (3H, m).

2) YPrNO=Z MAIG| 67-2) © WHS 2GH0| N-[1-[3-(4-5| SSAIHY) T2 B-1- | I|H 2] € -4-2L
£1]-5-€0t-1,80-CIOFRIObHILI T ERI-4-9t 2 = A 0L0| S CISIS22R2ICS Q@XM 2 ez +S3t

"H-NUR (200 MHz, DMSO-ds) &: 1.40-2.10 (7H, m), 2.65-3.20 (7H, m), 3.33-3.53 (3H, m), 6.61-6.78
(8H, m), 6.90-7.05 (3H, m), 7.15-7.35 (2H, m), 7.671 (1H, s), 8.85-9.03 (1H, m), 10.4 (1H, br s).

R (KBr): 3420, 3250, 2950, 2930, 1650, 1635, 1610, 1560, 1540, 1520, 1500, 1290, 1220, 800 Cm_I.
C25H30N4028C|2 : 1OH20 0“ EHS\_" j'EE&\‘
H&X @ C, 55.66; H, 5.98; N, 10.38

AZX ¢ C, 55.81; H, 5.91: N, 10.07

A0 91

N-[1-(3-(4-HIH Y ) T 2 B-1-2 ) 0| 1l 2| €14~ 0| € ]-5-E1 0}-1,8b-CI OFKFOF Ml LE T € Bl -4-3t 2 =2 A 00| = L
slcz=2zelco 8y

1) geroz MAIM 67-1)
1 |

2B N-(1-(3-(4-HIHYEY ) Z2E-1-2)1I
5-El0t-1,8b—CI Ot Kt OHAILEEE cE 4 ¢}

I:
MM 2FY 2H HH2 S5
'H-NWR (200 MHz, COCla) & 1.33-2.16 (m, OH), 2.49-2.56 (m, 2H), 2.68 (t, J=7.7 Hz, 2H), 3.08 (br
d, J=11.8 Hz, 2H), 3.19 (t, J=5.9 Hz, 2H), 5.73 (dd, J=2.2, 5.6 Hz, 1H). 6.53-6.72 (m, 3H), 6.77

(s, 1), 7.01 (s, 1H), 7.23-7.60 (m, OH).

2) GUHSE SNl 672) o WHS LUSC NI-((HIHE)EEL -2 IHEE-4- U E)-
5-E|0}-1,80-CIOtKOLHILIZE@-4-)t 2= A0I0| = CGIEE222ISE @XM 2 oz
£SOHULH.

"H-NVR (200 MHz, DMSO-dg) &: 1.35-2.17 (m, 7H), 2.60-3.52 (m, 10H), 6.52 (d, J=7.4 Hz, 1H), 6.92
(d, J=8.2 Hz, H), 7.10-7.66 (m, 12H), 8.72-8.84 (m, 1H).

IR (KBr): 3425, 1635, 1292, 1213, 775 om
CsiHaNOSCl, - 2.0H0 Off CHEE D224

H LX) C, 60.28; H, 6.20; N, 9.07

& =Xl : C, 60.10; H, 6.28; N, 8.79

AN 9

N-[1-(1-UHZE N E) I H 2l S -4-2 0l € ]-5-E]0t-1,80-CI Ot Xt Ot M LI Z E Bll-4-9t 2= A 00| E CISIEE2Z
clE9o g4

1) detHoz MAN 67-1) of LES =5 N-[1-(1-UHZE N )T H 2l = -4-2 0l € ]-5-El 0t-1,8b-Cl
OLXIOLMILIZE -4t 2= A0I0| =8 &gt A RESE =22 g2 +=Sotjb.

"H-NR (200 MHz, CDCls) &: 1.15-1.40 (2H, m), 1.45-1.80 (3H, m), 1.50-2.10 (2H, m), 2.96 (2H, br
d, J=11.0 Hz), 3.19 (2H, t, J=6.1 Hz), 3.88 (2H, s), 5.77 (1H, dd, J=1.5, 6.3 Hz), 5.75-5.90 (1H,
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m), 6.57-6.70 (3H, m), 7.04 (1H, s), 7.35-7.65 (4H, m), 7.70-7.90 (2H, m), 8.20-8.350 (1H, m).

IR (KBr): 3319, 3049, 2022, 2806, 2764, 1618, 1541, 1510, 1481, 1367, 1281, 1151, 1113, 970, 773,
733, 652 cn .

2) gutMoz MAl0 67-2) o gEHE 3G
OLRIOLMILIZE |ll-4-Jt2=A001E O35S

GHOd N-[1-(1-UtZ 20l € ) Il H 2l €l -4-2 K € ]-5-El Ot-1,8b-Cl
SZcEE €2 QXM 28 2 =SotALt.

"H-NWR (200 MHz, CDs00) &: 1.35-1.65 (2H, m), 1.80-2.05 (3H, m), 3.10-3.40 (4H, m), 3.50-3.65 (2H,

m), 4.83 (2H, s), 6.60 (1H, d, J=7.6 Hz), 6.95-7.00 (2H, m), 7.34-7.81 (6H, m), 7.98-8.08 (2H, m),
8.26 (1H, d, J=8.0 Hz).

R (KBr): 3427, 3062, 2935, 2729, 1633, 1564, 1537, 1504, 1394, 1296, 1217, 779, 602 o
CorHeeNsOSCl2 - 4.0H0 Ol THEr D224

H X C, 54.09; H, 6.05; N, 9.34
| = C, 54.15; H, 5.79; N, 9.38

N-[1-(2-UZE N E) I H 2l S -4-2 0l € ]-5-E]0t-1,80-CIOt Xt Ot M LI Z E ll-4-9t 2= A 00| E CISIE22 2
A

|
) LEtRo=z AAIN 67-1) 2o 2
t

& Ole) I H el & -4-2L ol € ]-5-El 0t-1,8b-Cl
NOLMILEZE el -4-2t 2= A0I01EE .

i ulo

"H-NUR (COC) &: 1.20-1.45 (2H, m), 1.45-1.75 (3H, m), 1.80-2.15 (2H, m), 2.95 (2H, br d, J=11.4
Hz), 3.20 (2H, t, J=5.9 Hz), 3.66 (2H, s), 5.77 (WH, d, J=6.2 Hz), 5.80-5.95 (1H, m), 6.57-6.70
(8H, m), 7.03 (1H, s), 7.40-7.55 (3H, m), 7.70-7.90 (4H, m).

IR (KBr): 3292, 3257, 3051, 2912, 2800, 1630, 1545, 1512, 1481, 1365, 1335, 1279, 1146, 771, 730

Cm_1
2) Yuxo=z M0 67-2) © &

a = N-[1-(2-LIZE M ) I H 2l & -4-2 ol € ]-5-El 0F-1,8b-LCl
OLXtOMILIZE ll-4-Jt2 = A 0101 E Clol

= 04 —4-
ZEZCIEE QEHXM ZF HEHHZ =SotUALt.

"H-NWR (200 MHz, CDs00) &: 1.40-1.70 (2H, m), 1.80-2.05 (3H, m), 2.95-3.30 (4H, m), 3.45-2.65 (2H,

m), 4.48 (2H, s), 6.59 (1H, d, J=7.0 Hz), 6.96 (1H, s), 6.97 (1H, d, J=8.4 Hz), 7.33-7.41 (H, m),
7.50 (1H, s), 7.50-7.65 (3H. m), 7.90-8.05 (3H, m), 8.07 (1H, s).

IR (KBr): 3427, 3228, 3055, 2033, 2669, 2530, 1632, 1566, 1537, 1502, 1433, 1389, 1290, 1213, 781,
598, 478 cm

C27H28N4OSC|2 1. OHZO ol iet =24
HALX] :© C, 59.45; H, 5.54; N, 10.27

a=Xl ¢ C, 59.52; H, 5.54; N, 10.27

AAIG 94

N-[1-(3-(2-LtZE ) Z 2 2-1-2) I H 2l H4-2 0l € )-5-E Ot-1,80-CI Ot Xt Ot M LI Z E Bll-4-3t 2 S A 001 & CJ
o]

rn

4-2AHE -

8ot N-[1-(3-(2-LtZE ) Z2E-1-Y)
= H

RN 28E 22 gl ==

oI =l

=
!

[l 2l
FALCH
"H-NIR (200 MHz, CDCls) &: 1.35-1.81 (m, 5H), 1.97-2.21 (m, 4H), 2.55-2.64 (m, 2H), 3.03-3.22 (m,
6H), 5.73 (dd, J=2.0, 6.0 Hz, 1H), 6. 1 63 (m, 3H), 6.79(s, 1H), 7.01 (s, 1H), 7.27-7.54 (m,
4H), 7.71 (br d, J=8.0 Hz, 1H), 7.82- 1H), 7.97-8.04 (m, 1H).

(m,
2) %F'_“—‘*.OE ’\'/\I()ill 67-2) 2 ZHs @50 N-[1-(3-(2- LPEE')EEE*—F%‘)HIEIEIE'—4—°E'D1I%']—
,8b-CIOAIOtMILIZ 2 8I-4-Jt 2= A0I0|E CIolE222elEE QXM 2F dH=2
b,

52 1
(_\

"H-NUR (200 MHz, DMSO-ds) &: 1.39-1.71 (m, 5H)i 2.03-2.23 (m, 2H), 2.70-3.28 (m, 8H), 3.37-3.50

(m, 2H), 6.60 (d, J=7.2 Hz, 1H), 6.97 (d, J=8.8 Hz, 1H), 7.20-7.31 (m, 2H), 7.40-7.58 (m, 4H),
7.65 (s, 1H), 7.78-7.83 (m, 1H), 7.91-7.96 (m, 1H), 8.09-8.13 (m, 1H), 8.90-9.01 (m, 1H).

IR (KBr): 3489, 3394, 3253, 2951, 2698, 1637, 1535, 1292, 1211, 793 om
CogHaNOSCl, - 1.5H0 Off CHEE D224

HLEX €, 59.79; H, 6.06; N, 9.62
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A=Xl : C, 59.65; H, 6.06; N, 9.46

AAI0O 95

N-[1-[2-(EI 2 E-2-2 ) Of| &t -1-2 | T Tl 2| € -4-L Ol € ] -5-E| Ot—1,8b-C| O} Xt OL M Lt ZE &l -4-9t 2 S A 0101 =
ClalEz2=z2&2 &4

1) LetRoz AAlM 7-1) o 2EsS 3ot N-[1-(2-(ElQE-2-2) 0 E-1-L ]I Helg-4-2HE |-
5-E10t-1,8b-CIOt X OtMILIZE ell-4-JI 2= A0I0|1EE HMIE =S SEHZ =SotALH

'H-NIR (200 MHz, CDCls) &: 1.23-1.41 (2H, m), 1.45-1.8 (3H, m), 1.95-2.13 (2H, m), 2.58-2.68 (2H,
m), 2.96-3.08 (4H, m), 3.212 (2H, t, J=6.1 Hz), 5.789 (1H, dd, J=1.9, 5.9 Hz), 5.95-6.09 (IH, m),
6.58-6.71  (3H, m), 6.81-6.94 (1H, m), 7.035 (1H, s), 7.129 (1H, dd, J=1.0, 5.0 Hz).

2) dBtHOZ MAI0 67-2) o LES &G N-[1-(2-(EIQH-2-2) 0l &-1- | T H | = -4-2 0 E ]-5-
EIOP 1,80-CIOtAIOtAILIZEE &ll-4-Jt 2= A 00l E CIOIEZ2EZ2CIEE QM Z2H FHZ =SotRC.

]H—NMR (200 MHz, DMSO-ds) & : 1.40-1.95 (5H, m), 2.80-3.10 (4H, m), 3.15-3.40 (4H, m), 3.549 (2H, d

like, J=12.2 Hz), 6.633 (1H, d, J=7.4 Hz), 6.96-7.03 (3H, m), 7.227 (1H, s), 7.22-7.34 (1H, m),

7.420 (HH, d, J=4.8 Hz), 7.672 (1H, S), 8.95-9.00 (1H, m), 10.83 (1H, br s).

IR (KBr): 3430, 3250, 3050, 2930, 2700, 1635, 1585, 1540, 1500, 1440, 1390, 1290, 1280, 1210, 780,
-1

700 cm

CooHaN0S:Clz - 0.5H0 Ol CHEH D=2 =24

HA&X €, 52.17; H, 5.37; N, 11.06
: C, 52.05; H, 5.56; N, 10.88

N-[1-[2-(EIQBI-3-2 ) 0l E-1- | I H 2| & -4-L 0 € 1-5-E| OF-1,8b-CI Ot Kt OtMI LI E E &8l -4-2t 22 A 00| E
ClolEz2E2=22E9 &4

1) detEoz MAM 67-1) o HHES 1-(2-(El - Il H el e-4-LHE]-5-
ElOH-1,8b-CIOLRIOLMILIZE &ll-4-II 2= A0I0|EE HMDES .

"H-NWR (200 MHz, COClg) &: 1.21-1.45 (2H, m), 1.45-1.68 (1H, m), 1.68-1.88 (24, m), 1.93-2.08 (2H,

1
m), 2.56-2.68 (2H, m), 2.80-2.88 (2H, m), 3.011 (24, d like, J=11.6 Hz), 3.224 (2H, t like, J=6.0
Hz), 5.800 (1H, dd, J=1.8, 6.2 Hz), 5.75-6.85 (1H, m), 6.59-6.72 (3H, m), 6.94-7.00 (2H, m), 7.064
(1H, s), 7.23-7.26 (1H m).

2) detRo=z MAM 67-2) o
ElOt-1,8b-Cl OtXtOFAI LI Z E &ll-4-3¢

Ol
—

A
e

H=
0=
22 A0H0
2E=A

—-—0||

S04 N-[1-[2-(EIQEI-3-2 )l Et-1-L | T H el & -4-2L I E |-5-
0l LISIEZ2=22EE QXM Z2F HEilz SOt

" H-NIR (200 MHz, DMSO-ds) &: 1.40-1.90 (5H, m), 2.782.95 (2H, m), 3.00-3.18 (4H, m), 3.18-3.35

(2H, m), 3.48-3.60 (2H, m), 6.576 (1H, d, J=7.4 Hz), 6.953 (1H, d, J=8.4 Hz), 7.056 (1H, dd,
J=1.2, 5.0 Hz), 7.17-7.32 (3H, m), 7.52-7.56 (1H, m), 7.621 (1H, s), 8.87-8.93 (1H, m), 10.53 (1H,
br s).

IR (KBr): 3430, 3250, 3050, 2930, 2680, 1635, 1565, 1540, 1500, 1440, 1390, 1290, 1280, 1220, 780
-1
cm

C22H26N4082C|2 : O5H20 0“ EHS\_" j'E‘i‘&\‘

H X C, 52.17; H, 5.37; N, 11.06
Xl C, 52.52; H, 5.16; N, 10.98

2—( ZE-3-2 )0l E-1-L I H 2 2 4-L H 2 ]-5-EI0k-1,80-CI OL RO LIZ 2 &l -4-5t 2 S A 00| E C

|
1) Qs
(s Cl

£ YA 67-1) o BYS +HGI0 N-[1-(2-(F&-3-2 )OI E-1-L ]I H 2| & -4-L T € ]-5-El
1,80-CIOtXIOtAILIEE l-4-JI2SA0I0|EE MM HEHZ +==0tRAULH.

"H-NWR (200 MHz, CDCls) &: 1.23-1.40 (2H, m), 1.43-1.60 (1H, m), 1.62-1.78 (2H, m), 1.985 (2H,

J=1.6, 11.6 Hz), 2.48-2.66 (4H, m), 2.991 (2H, d like, J=11.4 Hz), 3.216 (2H, t, J=6.1 Hz), 5.792
(1H, dd, J=1.7, 6.1 Hz), 5.78-5.90 (1H, m), 6.284 (1H, s), 6.58-6.72 (3H, m), 7.052 (1H, s), 7.255
(1H, s), 7.347 (1H, t, J=1.6 Hz

).
=13 =3

2) LBtHo2 AN 67-2) of YHS =otH N-[1-(2-(Fet-3-2) 0l E-1- | T H 2| E1-4-L 0| € | -5-E
Ot-1,80-CIOLXtOLMILIZE &l-4-II 2= A0I0/E CISIEZ 22 CIEE e XM BE FHZ +=SotRC.

"H-NUR (200 MHz, DMSO-ds) &: 1.45-1.90 (5H, m), 2.80-2.95 (4H, m), 3.00-3.10 (2H, m), 3.15-3.30
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(2H, m), 3.43-3.60 (2H, m), 6.42-6.45 (1H, m), 6.590 (1H, d, J=7.2 Hz), 6.964 (1H, d, J=8.8 Hz),
7.19-7.31 (2H, m), 7.56-7.64 (3H, m), 8.85-9.00 (1H, m), 10.6 (1H, br s).

IR (KBr): 3420, 3250, 3070, 3000, 2940, 2680, 2640, 1635, 1585, 1540, 1500, 1470, 1440, 1395,
1310, 1300, 1280, 1220, 1160, 1020, 940, 875, 800, 780, 630, 600 o

CooHpsNa02SC12 - 1.0H0 Ol CHEr JI=2=24A

H X C, 52.91; H, 5.65; N, 11.22
=Xl : C, 53.27; H, 5.38; N, 11.22
A Al

x

ol 98
-[1-[(EIOtEZ-4-2)0E | M H 2l Z-4-2L 0l € ]-5-El 0t-1,8b-CI Ot Xt Ot M LI ZE &lI-4-It 2= A 00| = E2I3F]
EE:EBlEOl ol—/\ﬂ

1) N-[1-[(EIOIE4-2)HE ]I H 2 E-4-2 H E ]-5-EI0t-1,80-CIOt Rt OLMILIZ E &ll-4-5t 2= A 0101 =2 &

=

HEZS (10 ml) & 4-2=Z=2MHEEIOLE 255 mg (1.5 mM), N-(IlHI2IE-4-20IE)-5-El0t-1,80-Cl Ot X+ OF
MLUZEe-4-5I2=S 20101 ColE232el= 387 mg (1 mM), & ECIMEO0H2 697 ml (5 mM) 2 SN
ol A5 22 225 mg (1.5 mM) 2 A20M Hototll, &8 %Z 0T 2 LYEZAUA SM SFAIA
Ch. &) etSEE=0 == Zotolll, g8 dd== UlE OtAHIOIEZ FEoIRL. =RIISS =2 &
GSUHESE Z3 =2Ho=z MEFSHLD, NaS0, &AM AXZAIZCH. 01F, E0HE 25l SF A2

& 2y JRO0EDHIIGHZICH.  OlE OLMIHIOIE/HES/ECINE0R! (20/20/1) 9@
FEXSEE2S MY SElE S0t (150 mg).

"H-NVR (200 MHz, CDCl3) &: 1.25-1.45 (2H, m), 1.45-1.60 (1H, m), 1.60-1.72 (2H, m), 2.049 (2H, t

like, J=11.4 Hz), 2.966 (2H, d like, J=11.8 Hz), 3.206 (2H, t like, J=6.0 Hz), 3.722 (2H, s),
5.791 (1H, dd, J=1.8, 6.2 Hz), 5.75-5.90 (1H, m), 6.59-6.71 (3H, m), 7.050 (1H, s), 7.184 (MH, d,
J=2.2 Hz), 8.786 (1H, d, J=2.0 Hz).

2) N-[1-[(EIOIE4-L)HE ]I H E-4-2 H E ]-5-EI0t-1,80-CI Ot ROt MILIZE Bll-4-9t 25 A 0101 E E2)
SIEEEZCES 4

NEt=ES N-[1-[(EIOIS-4-2 )0 2 | T H 2| & -4-2L 0l € | -5-E| Ot-1,8b-C| OF Xt Ob Ml Lt ZE &l -4-9t 2 S A 010
E2o SHl 4N HC1/OIE OLAIEIOIE 2 ml (8.0 mM)S EIIGHALCE. SOHE ZGHH SFRAIIID, RS
= OHZZ siMdotRtt. Sd& 23S 0l 2ol =&8otll, s & CUE oe==2 elA6t &

Hstetss Qe 2 Sz S0t (150 mg, 28%).

"H-NUR (200 MHz, OMSO-ds) & : 1.35-1.90 (5H, m), 2.80-3.25 (4H, m), 3.30-3.45 (24, m), 4.431 (2H,

d, J=4.6 Hz), 6.674 (1H, d, J=6.8 Hz), 7.010 (1H, d, J=9.2 Hz), 7.21-7.38 (24, m), 7.707 (M, s),
8.052 (1H, d, J=1.8 Hz), 8.90-9.10 (1H, m), 9.232 (1H, d, J=2.0 Hz), 10.6,(1H, br s).

IR (KBr): 3400, 2950, 1635, 1560, 1540, 1500, 1290, 1220, 1110, 940, 890, 820, 780 om
CooH2sNs0S:Cls - 0.5H0 Ol CHEH D=2 =24

H&X © C, 45.33; H, 4.75; N, 13.22
=Xl : C, 45.31; H, 5.07; N, 13.09
A A0 99

N-[1-(3-AI2 2R A T2 g-1-2 ) T Il 2| & -4-L 0| € ] -5-EI Ot—1,8b-CI Ob A Ot A L Z & il -4-It 2 5 A 00| =
ClolEz2E2=22E9 &4

1) Letoz AAM 67-1) 2 ZEHsS =350
——1

HS 122
5-El0t-1,8b-CI Ot At OLMI LI E E &l-4-It = = A 0t0]

NEELW
°x8 22

” fio
E

T2 -
=1
=}

|HelE-4-L e ]-
HE S0t} LH

N-[1-(3-

PO

'H-NVR (200 MHz, COCls) &: 0.75-1.87 (m, 20H), 2.30 (t, J=11.0 Hz, 2H), 2.53-2.62 (m, 2H), 3.13

3.25 (m, 4H), 5.75 (dd, J=2.6, 5.4 Hz, 1H), 6.52-6.64 (m, 2H), 6.90 (s, 1H), 7.02 (m, 2H).

2) UBHHOZ MAI0| 67-2) © WHS +GI0 N-[1-(3-ABEHMT28-1-2) I H2lH-4-LHE]-

5-EI01-1,80-CIOIXOIMILIZ E-4-9l2 = A0I0IS CI5ICR222ICE Q@M 28 sz
&S5RI

JT o

'H-NVR (200 MHz, DMSO-D ) &: 0.75-1.82 (m, 20H), 2.63-3.48 (m, 8H), 6.60 (d, J=7.2 Hz, 1H), 6.97
(d, J=8.6 Hz, 1H), 7.19-7.31 (m, 2H), 7.64 (s, 1H), 8.85-8.94 (m, 1H).

IR (KBr): 3438, 2924, 1635, 1535, 1298, 788 om .
CosHasNsOSCl2 - 2. 1H0 Off CHEH JI=2EA

HA&EX €, 54.65; H, 7.38: N, 10.20
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AZEX| 1 C, 54.41; H, 7.37; N, 10.11

N-[1-[(Rsel-2-2)HE ]I Hel e -4-L H E ]-5-E0-1,80-CIOLAIOLMILIZE 8l -4-5t E= A 00| E E2IS

r [(FzRl-2-2
Moo HEjR £S5t

JHE Il H 2l e -4-2 Ml g ]-5-El Ot
Ct.
"H-NWR (200 MHz, CDCls) &: 1.23-1.44 (2H, m), 1.45-1.72 (3H, m), 2.128 (2H, t like J=11.5 Hz),

2.940 (2H, d like, J=11.6 Hz), 3.222 (2H, t like, J=6.0 Hz), 3.823 (2H, s), 5.781 (1H, dd, J=1.8,
6.2 Hz), 5.78-5.90 (1H, m), 6.57-6.70 (3H, m), 7.037 (1H, s), 7.47-7.82 (4H, m), 8.05-8.14 (2H,
m).

2) UPHOZ AAI0 98-2) O YHS +¥5
1,80-CIOtXIOtMILIEZE &ll-4-9t 2 5 A 0101 E |

FOI N-[1-[(FI=el-2-2 )0 2 | Tl H 2l 2 -4-2 Bl € | -5-E O~
EcIlE2S2elEE XM 2F g +=SotRUlt.
H-NUR (200 MHz, OMSO-ds) &: 1.45-1.90 (5H, m), 3.00-3.25 (4H, m), 3.45-3.60 (2H, m), 4.654 (2H,

br s), 6.672 (1H, d, J=6.8 Hz), 7.008 (1H, d, J=9.0 Hz), 7.245 (1H, s), 7.336 (1H, dd, J=7.6, 9.1
Hz), 7.16-7.22 (2H, m), 7.80-7.88 (2H, m), 8.02-8.12 (2H, m), 8.523 (1H, d, J=8.4 Hz), 8.98-9.05
(1H M), 10.6 (1H, br s).

IR (KBr): 3420, 2620, 1630, 1550, 1530, 1500, 1390, 1300, 1210, 940, 790 on
CosHasNsOSCl3 - 2.0H0 Off CHEH D=2 =24

HA&X €, 51.96; H, 5.37; N, 11.65

=Xl : C, 52.12; H, 5.47; N, 11.81

A A0 101

N-[1-[3-(4-LIc|E) =2 B-1-L O Hic| & -4-2 Bl € ] -5-E| OF-1,8b-CI O Xt OLMI LI ZE Bl -4-9t 2 = A 0101 &
EclolEZZ2Z22E9 &4

1) geroz AAM 98-1) 2 S =85t0 N-[1-[3-(4-T2IE) 2 8-1- ]I Hel E-4-2HE]-
5-EI0t-1,8b-CIOt X OtMILIZE el-4-Jt 2 A 001 EE HMRY SHHZ +=SotRUC.

"H-NWR (200 MHz, COCls) &: 1.23-1.38 (2H, m), 1.42-1.60 (1H, m), 1.60-1.78,(2H, m), 1.80-1.98 (3H,

m), 2.05-2.13 (1H, m), 2.341 (2H, t like J=7.5 Hz), 2.627 (2H, t, J=7.7 Hz), 2.911 (2H, d like,
J=11.8 Hz), 3.200 (2H, t, J=6.2 Hz), 5.783 (1H, dd, J=2.0, 6.2 Hz), 5.92-6.05 (1H, m), 6.58-6.69
(8H, m), 7.030 (1H, s), 7.114 (2H, dd, J=1.4, 4.8 Hz), 8.481 (2H, dd, J=1.4, 4.4 Hz).

=}

7
2) LurRoz AAIM 98-2) o YRS =3otol N-[1-[3-(4-LiclE)Z22-1-d ]Il H el e-4-2HE]-
5-EI0t-1,8b-CIOIAIOtMILIZE &l-4-2I 2= A0I0|E ECISIEZEZCIESE QUM ZH SHZ =S50t
Ct.

"H-NWR (200 MHz, DMSO-ds) &: 1.45-1.90 (5H, m), 2.08-2.20 (2H, m), 2.70-3.28 (84, m), 3.471 (2H, d

like), 6.530 (1H, d, J=7.2 Hz), 6.928 (1H, d, J=9.0 Hz), 7.12-7.25 (2H, m), 7.575 (1H, s), 7.944
(2H, d, J=5.8 Hz), 8.851 (2H, d, J=5.4 Hz), 8.80-8.91 (1H, m), 10.6 (1H, br s).

R (KBr): 3420, 2920, 2700, 1635, 1500, 1295, 1220, 790, 780 cn
C24H30N5OSC|3 : 15H20 0‘“ I:H@' jl%‘i‘&\'

H X C, 50.57; H, 5.84; N, 12.29
Xl C, 50.59; H, 5.89; N, 12.10

N-[1-(2-(3-2/ =S )0l E-1-2 ) Il H 2| &l -4-L 0l £ ] -5-E| Ot-1,8b-CI Ot KL OLHI LI ZE &l 4-It 2= A 00| E )

1) LeEo2 MAN 67-1) of ZES +0H0 N-[1-(2-(3-2/SE )0l E-1-2 ) Tl H 2l e -4-2 0 & ]-5-El
Ot-1,8b-CIOFXIOAI LI 2 E el-4-JI 2 S A0I0|EE &Et HAM RHE =& I =SotALH

"H-NWR (200 MHz, COCls) &: 1.20-1.45 (2H, m), 1.45-1.90 (3H, m), 1.95-2.15 (2H, m), 2.60-2.80 (2H,

m), 2.90-3.15 (4H, m), 3.23 (2H, t, J=6.0 Hz), 5.79 (1H, dd, J=1.7, 6.1 Hz), 5.91 (1H, br t, J=6.1
Hz), 6.58-6.75 (3H, m), 7.00-7.25 (4H, m), 7.36 (1H, d, J=7.2 Hz), 7.62 (1H, d, J=7.2 Hz), 8.14
(1H, br s).

IR (KBr): 3334, 2922, 1618, 1541, 1510, 1481, 1456, 1342, 1281, 1153, 744 cm

2) LEIEOZ MAIM 67-2) o LHS 850 N-[1-(2-(3-2LSE)0E-1- °')H|1T|IEIC| -4-2 0l € ]-5-E
Ot-1,8b-CIOHXOtAI LI EE @l-4-JI2SA0t0lE CISIEZSZ2EE QXM 2 HEHHE +==0tRUCH
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"H-NWR (200 MHz, CDs00) &: 1.40-1.70 (2H, m), 1.70-2.10 (3H, m), 2.90-3.15 (24, m), 3.15-3.50 (6H,

m), 3.60-3.80 (2H, m), 6.59 (1H, d, J=7.8 Hz), 6.95-7.23 (5H, m), 7.34-7.41 (2H, m), 7.51 (1H, s),
7.61 (1H, d, J=7.0 Hz).

R (KBr): 3392, 3062, 2935, 2727, 1633, 1564, 1539, 1504, 1456, 1292, 1216, 1105, 748 om .
CosHaoNsOSC1, - 2.0H0 Off CHEH D224

HLEX] 2 C, 55.12; H, 5.87; N, 12.36

& =Xl : C, 55.16; H, 6.03; N, 12.01

2 A0 103

N-(1-HE T H 2l e -4-2 I € )-5-EI0t-1,8b-CIOt Kt OtMI LI ZE &-4-9t2 = A0l0|E  CISIEZ2222/E9 &
A

1) N-(1-H1 2 T Bl 2| ©-4-2 0| 2 )-5-E] 01, 80-CI O XHOFHI LF T2 @-4-5t 2 = A 010 S 9| & &

HES2ES  N-(HHe2l E-4-L0lE)-5-El0t-1,80-CIOIRIOLMILIZE @l-4-II2SA0I0|E  ClISIEEE=22lE
5mM) & E2IE0te 1.0 ml (7.5 mM) o S #ZE E=20/E 0.19 ml (1.6 mM) & & 200
N Zototl, Eg=ES X'f_oPOHH Al2tS ot EFEM?”EP Ol=, E0HE Z ot xE/\I?I , MRE

0IAM AXZAIZUCH. HHE 2&@.“@%% Zzg EED}E]EHHI (de=s/0E o i
HilztsgtES +=S0otALt.

=8 479 mg (79%)

'H-NWR (200 MHz, COClg) &: 1.17-1.69 (m, 5H), 1.94 (t, J=11.0 Hz, 2H), 2.88 (br d, J=11.6 Hz, 2H),

3.17 (t, J=5.9 Hz, 2H), 3.48 (s, 2H), 5.72-5.76 (m, 1H), 6.35-6.50 (m, 1H), 6.59-6.64 (m, 3H),
6.96-6.97 (m, 1H), 7.18-7.38 (m, 5H).

2) N-(1-HEIOH E-4-2 0l € )-5-El0t-1,8b-CIOtXIOtMILIZE BlI-4-It2=SA0L0lE CISIE2222/E9
gd

b2 (4 ml) & N-(I-BIZOH2IE-4-LHE )-5-El0t-1,80-CIOt X OLHILIZE 8l-4-It 2= A0I0IE 479
mg (1.18 mmol) 2 X0 4N HC1/|31|'EF% 1.0ml (4 mM) S &DItotn %@%% A20AN =25 Wtk
AZLH Ol1=, SHHE Z&otH SF]AIIL, dF=S OHE=s & CIONE OEIZ22 51451210 AAS
23 ool 2ol «=&otd, OﬂE*2 2 C0E itz &ActH “HIEPE%% =

=
QUXM Z2H. =2 424 ng (73%)

I'K)#
Q\U

H-NR (200 MHz, DMSO-ds) &: 1.42-1.87 (m, 5H), 2.79-3.35 (m, 6H), 4.25 (br s, 2H), 6.59 (d, J=7.2

Hz, 1H), 6.96 (d, J=9.0 Hz, 1H), 7.17-7.30 (m, 2H), 7.44-7.47 (m, 3H), 7.59-7.65 (m, 3H), 8.83-
8.89 (m, 1H).

CogHesN4OSCl2 - 1.0H0 Ol CHEH JI=2EA

H&X €, 55.76; H, 5.70; N, 11.31
| = C, 85.71; H, 5.70; N, 11.57

N-(1-HUIE Il H el & -4-2 M € )-5-EIOt-1,8b-CI Ot Kt Ot M LI E € &l -4-9t2 S A 0t0| & ClolE2E22EY
_‘

=
=
Jnne

Il Hl el el -4-2 0l € )-5-El Ot-1,8b-Cl OF Xt OF
ot ALk,

"H-NR (200 MHz, COCls) &: 1.23-2.10 (m, 5H), 2.01 (t, J=11.3 Hz, 2H), 2.54-2.62 (m, 2H), 2.77-

2.85 (m, 2H), 3.02 (br d, J=11.2 Hz, 2H) 3.22 (t, J=5.3 Hz, 2H), 5.76-5.81 (m, 1H), 5.92-6.13 (m,
H), 6.56-6.69 (m, 3H), 7.02-7.05 (s, 1H), 7.16-7.32 (m, 5H).

2) RO AAI0 103-2) o LHES @50 N-(1-HUIE I H 2l E-4-2 0l E )-5-El0t-1,8b-Cl Ot X} OF
HLIZERI-4-9I2=SA0101E CISIE22SZRIEE QXM 2E HEHE +=SotRUALH.

"H-NVR (200 MHz, DMSO-ds) &: 1.40-1.87 (m, 7H), 2.79-3.59 (m, 8H), 6.55 (d, J=7.0 Hz, 1H), 6.94
(d, J=9.2 Hz, IH), 7.15-7.39 (m, 7H), 7.60 (s, 1H), 8.80-8-91 (m, 1H).

IR (KBr): 3415, 3057, 2941, 2702, 1637, 1535, 1294, 1215, 789 om
CoaHoNOSCl, - 0.5H0 Off CHEH D224

H&X €, 57.60; H, 5.84; N, 11.19
=Xl @ C, 57.52; H, 5.75; N, 11.00
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A A0 105
N-[1-(4-HE R E-1-L) T H 2l & -4-L U E ]-5-EI0k-1,80-CIOL ROt M LIZE 8l -4-5t 2= A 00| E CloIER

2229 g4

1) LetRoZ AAIM 103-1) 2 ZHsS 2#otod N-[1-(4-HERE-1-2) I H 2l -4-2 0 2 ]-5-El Ot
1,80-CIOFAOLMILI ZE &l -4-JI2SA001E8 AN R =2 B2 +=SotRUb

"H-NUR (200 MHz, COCls) &: 1.18-1.94 (m, 11H), 2.32 (t, J=7.4 Hz, 2H), 2.62 (t, J=7.2 Hz, 2H),

2.91 (br d, J=11.2 Hz, 2H), 3.20 (t, J=6.2 Hz, 2H), 5.79 (dd, J=1.6, 6.2 Hz, 1H), 5.75-5.90 (m,
H), 6.56-6.70 (m, 3H), 7.04-7.30 (m, 6H).

2) LEtHo2 MAIG 103-2) 2 YHES G0 N-[1-(4-HEPE-1-2) I H 2| E-4-2 0| € ]-5-El0F-
1,8b-CIOtAOLMILIZE el-4-Jt 2= A00IE CSIE22S 2258 XM 2F Sz =S50t

"H-NR (200 MHz, DMSO-ds) &: 1.30-1.85 (m, 9H), 2.53-3.20 (m, 10H), 6.53 (d, J=7.6 Hz, 1H), 6.93
(d,J=9.2 Hz, 1H), 7.11-7.32 (m, 7H), 7.57 (s, ), 8.75-8.86 (m, 1H).
IR (KBr): 1635, 1566, 1533, 1502, 1294, 1217, 787 om
CosHaNOSCl, - 2.1H0 Off CHEE D=2 =24
H&X €, 56.03; H, 6.55; N, 10.05
=Xl : C, 55.78; H, 6.55; N, 10.05
2 A0 106
N-[1-(5-HI LB E-1-2) T H 2| H-4-2L H E ]-5-EI0t-1,8b-CIOt K OtAMILIZE &I-4-5t 2= A 00l E CISIER

JEElEOl o|-/\‘|

1) Ler™oz MAIM 103-1) o ZEsS =85t
1,80-CIOXIOMI LI Z & EI-4-JI 22 A0I01EE MM SHE =2 SHH

"H-NVR (200 MHz, CDCl3) &: 1.25-1.90 (m, 10H), 2.34-3.31 (m, 11H), 5.74 (dd, J=2.2, 5.8 Hz, 1H),
6.51-6.63 (m, 2H), 6.90-7.31 (m, 7H).

(KBr): 3440, 1628, 1551, 1281, 1151 om
2) LBEO=Z MAIG 103-2) o ZEHS SO N-[1-(5-HESE-1-2) I H2IE4-2 H E |-5-ElOt-
1,80-CIO ROt LI Z & AI-4-0I 2= A 00| E CISIEZE2Z22/EE QUM ZH SHHHZ +=SotALH.

"H-NWR (200 MHz, DMSO-ds) &: 1.25-1.85 (m, 11H), 2.65-3.20 (m, 10H), 2.59 (t, J=7.5 Hz, 2H), 6.55
(d, J=8.0 Hz, 1H), 6.95 (d, J=8.8 Hz, 1H), 7.13-7.32 (m, 7H), 7.60 (s, 1H), 8.75-8.86 (m, 1H).

IR(KBr): 1635, 1566, 1535, 1500, 1444, 1294, 1217 om
CoHaNOSCl, - 1.8H0 Off CHEE D224

H4EX] €, 57.30; H, 6.70; N, 9.90

&Z=X : C, 57.51; H, 9.96; N, 9.96

A A0 107

N-[1-(3-HE-2-Z 2 E-1-2) T H 2| & -4-2 K € | -5-E| Ot-1,80~-CI Ot Kt Ot I LI Z E 8ll-4-9t 2= A 00| = CI 3l
E2E2Ee g4

1) N-[1-(3-HE-2-==2 8-1-2 ) I H 2| & -4-2L 0 € ] -5-El Ot-1,8b-CI O} Xt Ot MI LI ZE &l -4-9t 2= A 00| E 2
gd

HE=S (6 ml) & N-(LH2IE4-2 0 E)-5-EI0t-1,80-CIOtXIOLMILI Z E &l -4-3t 2 Ol0IE ClslEz2=2
2= 0.58 g (1.5 mM) ¥ EcI0E0te 1.0 ml (7.2 mM) o EHol ALt t‘EDIE 0.355 g (1.8 mM) 2
H20AM EHototll, ES== ZACHA 24 AlZtSH SFAZCH. 2] BtSEE=0 AMUE EZ201E
0.29 g (1.47 mM)° O Eototll, Eg=s 2 Aldset SJAIZC. 0=, S0HE 2ot SFAIII1D

S4FE=S gi Sidotll, E2ZEELZ FEOUU. RIISS SHHUEE HL +=EUN2=2 Ao,
MgS0, A0 HAZAIZCH MAE ZMHESsS 22 AZ0EDHI (HES-222ES = 1:19-1:10-1:5)
Z Mot HEMaegES +=SotALt.

MM 2EE 28, =8 379 mg (59%)

"H-NIR (200 MHz, COCl3) &: 1.27-1.80 (m, 5H), 2.03 (br t, J=10.9 Hz, 2H), 2.90-3.25 (m, 6H), 5.75

(dd, J=2.5, 5.3 Hz, IH), 6.28 (dt, J=6.7, 15.8 Hz, 1H), 6.49-6.65 (m, 4H), 6.69 (s, IH), 6.99 (s,
H), 7.23-7.41 (m, 5H).

2) N-[1-(3-HE-2-Z2T-1-2 ) I H 2| & -4-L 0 € ] -5-E| 0k-1,8b-CI Ot KO M LL ZE @l -4-9t 2 S A 001 E

ClolEz=2=2elEe &4
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HES (4 ml) S N-[1-(3-HE-2-Z2 B-1-2 ) I H 2l & -4-2L I & |-5-EI Ot-1,80—Cl Ot Xt O Al Lt Z & &l -4-3t
22A0t01E 0.3919 g (0.84 mM) 2 EH0 AN-HCT/MIEFS 1.0 ml (4 mM) S FOIGIJCH. S0HE 2
Stoll ESJ]AIZI1D, &F=ES HES & CUE =22 sMdoiRUt. Mdd"m 2E S 640l 2ol =&t
D, dEs € 0ug =22 A6t EMSEEs =SotA

QEXM 2F. =2 330.2 mg (77%)

"H-NVR (200 MHz, DMSO-ds) &: 1.38-1.91 (m, 5H), 2.81-3.10  (m, 4H), 3.41-3.53 (m, 2H), 3.84 (br

),
d, J=6.8 Hz, 2H), 6.32-6.49 (m, 1H), 6.57 (d, J=7.2 Hz, 1H), 6.82 (d, J=16 Hz, 1H), 6.95 (d, J=8.8
Hz, 1H), 7.15-7.53 (m, 7H), 7.61 (s, 1H), 8.80-8.93 (m, 1H).

-1

R (KBr): 3452, 1639, 1292, 1215 cm
CasHeeNsOSCl2 - 0.5H0 Ol THEr D=2 =24
[&tXI : C, 58.59; H, 5.70; N, 10.93
=Xl : C, 58.37; H, 5.84; N, 10.66
2 A0 108

N-[1-(2-H = Al Ol E--1-L ) T H 2| € -4-L H 2 ]-5-E| OF-1,80-CI OL R OLMI LI Z R &l -4-5t 2= A 001 E CIBIE
EEZCES 4

1) N-[1-(2-HI= A0l E-1-2 ) DI H 2| & -4-L 0 € | -5-El OF-1,8b-CI OL K OF I L E &l -4

x

>

Q
i
It
>
o
=
n
10
Qﬂ

IADIMGHHIA, SStHEe (6 ml) & H=sANES 0. 44 g (3.18 mM) ¥ EcI0E0tR! 0.89 ml (6.39
) B=xyd 0.37 ml (4.78 mM) £ 0C OIA EHOtotl, Eg8=2 BEE2T0UAM 35
= SEHMUEE XEot =S oot gt5= EXNAIIL, 85 Eg== COE O
= SIUHES E3 +8BHCZ HEMOZ NEGHLL, MgSO, &f0M A
=, SHE ZYotll SRAIA 0.6989 g (<3.18 mM) 2 HI=AIHE HIAYOEE *=Sotd
6.0ml) = —(EIHIEIE%—%‘WI%)—&EIOP ,8b-CIOFAIOtMI LI EE 8l -4-Jt =2 S A0t0l = T3
(1. | 2 mM) °| SN0 &I H=AOE HA0IE
0 6989 g (<3 18 ) = AS0A =S P é StOILA 17 Al2tSOH &S AIZCH 0l=, SOH
£ 2ol sF[AIILL, &RESS =2 340t =2 —’_F—
st *%%*9@ N&ESED, MgS0, &f0IAM AXZAIZCH HdMEd=E ZME=2
g OLAMIEIOIE 3040%) 2 A MG EMSESS

MM 2EE 28, =2 414 ng (63%)

L]

Z0I/ACH. R|IISE2 QSIUEE X
S 2y 320120241l (HIES/0

HAIR (200 MHz, COCIs) &: 1.21-2.18 (m, 7H), 2.80 (t, J=5.9 Hz, 2H), 3.02 (br d, J=11.6 Hz, 2H),
3.20 (1, J6.1 Hz, ), 4.10 (1 5.0tz ), 578 (dd, 420, 6.0 He, (), 6.01 (br t, J5.8
Hz, 1H), 6.57-6.70 (n. 3H), 6.86-6.98 (m, 3H). 7.03 (s, 1H), 7.24-7.32 (m, 2H).

2) N-[1-(2-H= Al Ol E-1-2 ) I B 2| E1-4-2 | 2 ]-5-E1 Ot-1,80-CI O K OF K LI Z 2 -4-9t 2 2 A 00| = €15
cz2ze2lco B4

MEE (9 mi) 5 N-[1-(2-H A0 E-1-2 ) T H|2 Bl -4-2 B € |-5-E101-1,80-CI O K OL N LT Elai-4-51 =
SAOHDIE 414 mg (0.95 mM) ©f BIELO| AN-HCI/MIEIS 1.0 ml (4 mM) S EJfotn, EZES A0
0 2SO DUARD. MEE ZBE GB0 oA A, 0SS L HHSZ AAG0 BMSESE
LSS50

QUM BH. 4B 363 mg (70%)

'HNUR (200 MHz, DMSO-d5) &: 1.41-1.90 (m, 5H), 2.933.60 (m, 8H), 4.36-4.45 (m, 2H), 6.60 (d,
J=6.8 Hz, 1H), 6.94-7.02 (m, 4H), 7.21-7.37 (m, 4H), 7.64 (s, 1H), 8.91-8.97 (m, 1H).

IR (KBr): 3388, 3238, 3057, 2638, 2514, 1639, 1294, 1230, 797, 764 cm

CosHsNi02SC 2 - 0.5H,0 Off CHEH D=2

H &Rl : C, 55.81; H, 5.66; N, 10.85

Xl : C, 55.84; H, 5.69; N, 10.69

ol 109

~[1-(4-HI = Al S E-1-2 ) I Tl 2] §1-4-2 0 2 ]-5-E1 OF-1,80-Cl OF XHOFM LEZ E @ll-4-t 2 = A 00| € CI3I1E
22229 B4

1) N-[1-(4-Hl = Al R E-1-2 ) I Bl 2| €l-4-2 B 2 ]-5-E1 0F-1,8b-CI OFRIOL A LE Z L ll-4-9 2 =2 A 0L E 9| &t

4

HE=S (6 ml) S N- (HIL_HIEI’Zl—Af—O'DH':é') —-5-E/0t-1,8b-CIOt A OLMILI ZE &l-4-2t 2 S A 00l & CISIE22
22/E 0.58 g (1.5 mM) & EzloEotel 1.0 ml (27 5mM) 2 SN 4-H=ARE B201E 0.45 ¢
(1.96 M) 2 A201AM EOIotL), EESS ZAGHHA 14 AZLSS SRAZULCE. &) BSEF S0 4-

170-122



1019980707319

H=ASE 220/ 0.23 g (1.0 M)S O &HJI5tD, SHESES 6 AIRS BEAAC. 012, SHE
2ASHH SSAIID, XRSS 2T 5lAotL, ZREESOE FE0YG. RIISS FSAUES Bt
#BHOR AIHEID, MgSO. A0A AZAIACH M88 THs2s 2 IR0ETHT (HES/222
ZE = 1/15-1/10-1/5) 2 A0 BEMBESS +S51ACH

HUM 2EE 2. +3 324 ng (47%)

"H-NIR (200 MHz, CDCl5) &: 1.40-1.92 (m, 9H), 2.15-2.28 (m, 2H), 2.53-2.67 (m, 2H), 3.12-3.22 (m,

4H), 3.97 (br t, J=5.3 Hz, 2H), 5.74 (dd, J=2.4, 5.6 Hz, 1H), 6.58-6.61 (m, 2H), 6.65-6.76 (m,
H), 6.81-6.97 (m, 3H), 7.02 (s, 1H), 7.23-7.31 (m, 3H).
2) N-[1-(4-H=AI2E-1-L) I H 2l -4-2 0l € |-5-El0t-1,80-CI Ot Kt Ot ML ZE 8ll-4-9t 2= A 00| & Cl 3l
CER2E2eE9 &4
HEZ (4 ml) S N-[1-(4-H=sASE-1-) I H 2| H-4-2 0| € ]-5-EI Ot-1,8b-C| Ot Xt OF Al LI
SA0t0IE 0.3241 g (0.70 mM) 2 EH0ll 4N-HCI/DIEFS 1.0 ml (4 nM) S EDIiotJUCH. SOHE 2
of S|AZIL, 8522 HES L NHZ2Z sA6HACH. Hd=E 23S 40 2o =8otd, GIES
2 CoE OHlz=z eA56l0 ZMEE=SS =50t

A

=
QUM Z2H. £ 270 mg (70%)

o

" H-NR (200 MHz, OMSO-ds) &: 1.35-1.93 (m, 9H), 2.653.21 (m, 6H), 3.43-3.49 (m, 2H), 3.99 (t,
J=5.6 Hz, 2H), 6.58 (d, J=7.4 Hz, 1H), 6.89-6.98 (m, 4H), 7.19-7.33 (m, 4H), 7.63 (s, 1H), 8.89-

8.94 (m, 1H).
IR (KBr): 3435, 3051, 2943, 1635, 1294, 1241, 764 cm
C26H32N4028C|2 : 1OH20 0“ EHS\_" j'E‘i‘&\‘

H X C, 56.41; H, 6.19; N, 10.12
=Xl : C, 56.57; H, 6.07; N, 10.19

N-[1-(3-HI=AIZ2E-1-2) I H 2l g -4-L H 2 ]-5-E/0k-1,80-CIOL KOt M LIZ 2 &l -4-9t 2= A 00| E  CI 3l
E22=2cEY g4
1) etRoz AAI0 109-1) o HHES 35t N-[1-(3-H
1,8b-CIOFXIOtAI LI Z & &l-4-0t 2 S A 001 =

"H-NWR (200 MHz, COCl3) &: 1.20-1.73 (m, 5H), 1.90-2.08 4H), 2.50-2.57 (m, 2H), 2.98 (br d, J=11.2

Hz, 2H), 3.18 (t, J=6.1 Hz, 2H), 3.99 (t, J=6.2 Hz, 2H), 5.74 (dd, J=3.0, 5.0 Hz, 1H), 6.52-6.68
(m, 4H), 6.82-6.97 (m, 4H), 7.17-7.32 (m, 2H).

2) EtHo2 AMAI0 109-2) 2| YHE G0 N-[1-(3-HSAIZ28-1-2) I 12| e -4-2L 0l € ]-5-El OF
-1,8b-CIOtXIOLMILIEE 8I-4-2t2EA0L0IE CoIEZES2|IEE XM 2F 2 +=SotRUlt.

"H-NUR (200 MHz, DMSO-ds) &: 1.42-1.95 (m, 5H), 2.10-2.28 (m, 2H), 2.81-3.29 (m, 6H), 3.43-3.56

(m, 2H), 4.05 (t, J=6.0 Hz, 2H), 6.61 (d, J=7.4 Hz, 1H), 6.91-6.9 (m, 4H), 7.21-7.34 (m, 4H), 7.65
(s, 1H), 8.87-9.00 (m, 1H).

IR (KBr): 3421, 3236, 3049, 2941, 2642, 2532, 1635, 1295, 1294, 1240, 762 om
CzsHaoN402SC1> - 0.5H0 Ol CHEH JI2=2A

H X C, 56.60; H, 5.89; N, 10.56

&=X : C, 56.38; H, 5.79; N, 10.56

AN 111

N-[1-(3-(2-ERLZ2H = A ) Z2&-1-2 )-THc| & -4-L U E |-5-EI0t-1,8b-CI O KOt LI Z R Bll-4-Dt 2 =
AOHOIE CBlEZE=RIE9 &4

1) N-[1-(3-(2-ERZRH=sA ) Z2E-1-2)-T|H 2l & -4-L H £ ]-5-E/ 0t-1,80-CI Ot Kt Ot Al L Z € &l -4-3t =
SA00IES &4

HE2 = N-(OH2IE-4-2HE)-5-EI0t-1,8b-CIOtRIOtMILI ZE &l-4-It2SA00|E ClIsIEE2222|E
0.58 g (1.5 mM) ¥ E2/IE0te 1.0 ml (7.5 mM) 2 SHUN 3-(2-ERLEMH=A)-Z2E 2=22E
0.37 g (2.0mM) ¥ A5 225 0.28 g (1.9 M) S A20A EHOtctD, EE=SS ZAGHHA 20 Al2tS
ot AL, 0lF, EME 2s6tHl SFAIILD, &F=SS 2 5|4otll, E2IELELZ FEotW
Ch. RIIES SHUHESE Z3ot =Z2H2Z MESD, MgS0, &0IA HEAIUCH MHE ZME=SE ZE
A20tEDHT (HEFS/UE OLAIHIOIE 30-50%) 2 A MGHH HHMSEES +=SotALt
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'H-NR (200 MHz, COCl3) &: 1.16-2.06 (m, 9H), 2.48-2.55 (m, 2H), 2.94 (br d, J=11.6 Hz, 2H), 3.19

(t, J=6.2 Hz, 2H), 4.07 (t, J=6.4 Hz, 2H), 5.77 (dd, J=2.5, 5.3 Hz, 1H), 6.25 (br t, J=5.8 Hz,
H), 6.61-6.67 (m, 3H), 6.84-7.14 (m, 5H).

2) N-[1-(3~( —EEQELHIi}\I)EEEF 1-) I Hl 2l 1 -4-L B € ]-5-E] Ok-1,80-CI OF KO M LE & Bll-4-3t 2
EA0I01E UBIEZRZ2R22E9 &M

E (4 ml) & N-[1-(3-(2ERLZH=sA)EZZ2H-1-2) I H 22 -4-2 H E ]-5-E
DE-4-9I2=2A00lE 244 mg (0.52 mM) o M0l 4N-HC1/HIE*E 1.0 ml (4.0 mM) % & ILot UL,
= 2Aolil SFAIILL, AF22 MZ2ZI0 2ol Mot ZXSIEEE +

QAUXM AN, =2 218 mg (75%)

"H-NWR (200 MHz, DMSO-ds) &: 1.35-1.90 (m, 5H), 2.13-2.30 (m, 2H), 2.80-3.60 (m, 8H), 4.14 (t,

J=5.8 Hz, 2H), 6.57 (d, J=7.4 Hz, 1H), 6.93-7.02 (m, 2H), 7.10-7.28 (m, 5H), 7.61 (s, 1H), 8.87
(m, 1H).

IR (KBr): 3429, 1635, 1506, 1290 on
CosHaoN402SC1oF - 1.0H0 Off TS D= =24
H&X €, 53.86; H, 5.60; N, 10.05
| = C, 53.91; H, 5.46; N, 10.00

N-[1-(3-(3-2EF L2 H=Al) TH-1-2J ) Il H 2| el -4-L HI E ] -5-El Ot-1,80-CI Ot X OLMI LI Z E BlI4-JtE S A

=2

otolE dislEz2=22lE9 &4
9

Lt

1) etRoz AAN 111-1) o SHE =50 N-[1-(3-(3-ERQZ2MUSA) 22 B-1-2 ) I Il 2| & -4-&
2 ]-5-EI0t-1,80-CIOtXIOLAILIZE ll-4-It 2 S A001EE XM RTE 22 H=Z 58}0”3.

"H-NUR (200 MHz, CDCls) &: 1.20-2.13 (m, 9H), 2.56 (br t, J=6.8 Hz, 2H), 3.00 (br d, J=11.0 Hz,
2H), 3.19 (t, J=5.7 Hz, 2H), 3.98 (t, J=6.0 Hz, 2H), 5.60-5.71 (m, 1H), 6.35-6.83 (m, 7H), 6.98-

7.05 (m, 1H), 7.13-7.29 (m, 1H).
2) GUHOZ AN 1112) o YUS SO NII1-(3-(>BRORH=A)BRE -2 NN S+ 2
HE1-5-EI0t-1,8b-CIOLRHOLMILIEZE 8l-4-II 2= A0I0|E CSIEZESZCIEE el XM é”éi Sz =+
Bkt CH

"H-NWR (200 MHz, DMSO-ds) &: 1.36-1.87 (m, 5H), 2.10-2.25 (m, 2H), 2.78-3.80 (m, 8H), 4.07 (t,

J=5.9 Hz, 2H), 6.57 (d, J=6.8 Hz, 1H), 6.72-6.85 (m, 3H), 6.95 (d, J=9.0 Hz, 1H), 7.14-7.37 (m,
3H), 7.61 (s, 1H), 8.80-8.90 (m, 1H).

R (KBr): 3413, 2948, 2648, 1635, 1491, 1288, 1136, 779 cn
CZ5H29N4028C12F . 15H20 O“ [:H?_F jléiﬁ

JH&HE| : C, 53.00; H, 5.69; N, 9.89
M=3 :C, 53.01; H, 5.72; N, 9.65

AAG 113

N-[1-(3-(4-B2 22 H=Al) T2 B-1-2 ) T Hiel E-4-2 0 2 ]-5-E1 0-1,80-Cl Ot R OLAI LI Z 2L R-4-3} 2.2
AOtOIE CsIEZEZ2ES &4

1) YBHOZ MG 111-1) O HHES SGH0 N-[1-(3-(4-BRLZH = A) T2 8-1-2 ) I H2| E-4-2
DI ]-5-E10t-1,80-CIOI KOt MILIZEIRI4-I1 22 A0H0ISS8 MR 2 23 HEHR +SotUTH

"H-NWR (200 MHz, COCl3) &: 1.25-2.13 (m, 7H), 2.55-2.62 (m, 2H), 3.00-3.06 (m, 4H), 3.19 (t, J=5.9

Hz, 2H), 3.96 (t, J=6.2 Hz, 2H), 5.75 (dd, J=3.0, 5.0 Hz, 1H), 6.58-6.65 (m, 3H), 6.72 (s, 1H),
6.77-7.00 (m, 5H)

2) QUHOZ WA 1112) o Hug +5A ¥[1-(3(EEZ2EH=AIT -2)NH2E-4Y
BIZ ]-5-EI0F-1,80-CIOIKHOLAILIZEL #-4-51 2 2 A0t0|E CIGIS2222SE QUM 2H HEH2 =
SHACH.

"H-NUR (200 MHz, DMSO-ds) &: 1.40-2.22 (m, 7H), 2.77-3.54 (m, 8H), 4.03 (1, J=6.1 Hz, 2H), 6.54
(d. J=7.8 Hz, 1H), 6.89-7.24 (m, 7H), 7.58 (s, 1H), 8.78-8.86 (m, H).

IR (KBr): 3461, 3400, 2711, 1637, 1504, 1294, 1211, 835, 790 o’
CosHaoN402SC1oF - 1.0H0 Off CHE D22 A
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H&EX €, 53.86; H, 5.60; N, 10.05
| © C, 53.65; H, 5.57; N, 9.81

ALOH
-[1-(2-(2-2R 22 H = Al) O -1-2 ) T Hl 2| £ -4-2L Bl € ] -5-EI OF-1,8b-CI Ot Rt OL Ml LI Z & @l -4-J 2 5 A
0lE CslE228221E9 g4

t
) detEoz MAIM 108-1) 2 2SS =+
| |, é

= ) Il H 2l € -4-2 O
—1,80-CIOFAFOLAILE Z & il -4-D}

(2—EEQ§1HIiA|)0ﬂE 1-
Mool HElZ +S6IQULE
"HAWR (200 MHz, COCls) &: 1.25-2.21 (7H, m), 2.847 (2H, t like, J=6.0 Hz), 3.00-3.10 (2H, d
like), 3.217 (2H, t, J=6.0 Hz), 4.10-4.20 (2H, m), 5.799 (1H, dd, J=1.8, 6.2 Hz), 5.75-5.88 (1H,
m), 6.60-6.73 (2H, m), 6.85-7.15 (6H, m).

2) UBIMOZ AIAIG 108-2) O ZHES G N-
&]1-5-E/0t-1,8b-CI Ot XHOLMILI Z €l @l -4-3t 2 0
L.

(2 ( —EEQELHIi/\I)OiIEF 1-2) I/ | 2] £1-4-2 0

"H-NMR (200 MHz, DMSO-ds) &: 1.40-1.95 (4H, m), 2.90-3.35 (5H, m), 3.40-3.65 (4H, m), 4.45-4.55
(2H, m), 6.645 (1H, d, J=7.6 Hz), 6.95-7.08 (2H, m), 7.13-7.35 (5H, m), 7.678 (1H, s), 8.85-8.98

(1H, m), 10.70 (1H, br s).
IR (KBr): 3420, 3050, 2950, 1635, 1560, 1535, 1280, 1260, 1220, 1150, 780, 760 Cm_1
CoaHo7N40,SC1oF - 2.5H,0 Ol CHEH DI=2&A

HA&EX €, 50.53; H, 5.65; N, 9.82
| © C, 50.81; H, 5.68; N, 9.65

N-[1-(2-(3-ZERLZH=Al) NI E-1-2) T H el H-4-L U E ]-5-El0t-1,8b-CI Ot Xt OtMI LI Z 2 @l -4-St= = A
0lE dolEz=2=22E9 &4

gatd oz AAIM 108-1) o &HE &6t N-[1-(2-(3-2F EELHIiAI)Oilé 1-2) Ol H 2l &l -4-2 Ol
& ]-5-E|0t-1,80-CI Ot KFOLMI LI EZ E 8l -4-3t 2 HEHE +=S0olRULCt.
R (200 MHz, CDCl3) &: 1.25-1.4

798 (2H, t, J=6.0 Hz), 3.017 (2H, d like, J=11.8 Hz), 3.212 (2H, t, J=6.0 Hz), 4.080 (2H, t,
H) 5.800 (1H, dd, J=1.8, 6.1 Hz), 5.75-5.90 (1H, m), 6,58-6.73 (6H, m), 7.054 (1iH, s),
.27 (1H, m).

Bt o=z AIAG 108-2) o gHs %
—-E|0t=1,80-C| Ot XtOFMILIEZE 2ll-4-It=

5 (24, m), 1.45-1.63 (1H, m), 1.63-1.78 (2H, m), 2.05-2.18 (2H,

CDCTIN
\‘\1

-(2-(3-ZRQ2MIS Al) Ol E--1-2 ) T H 2| el -4- 0]
Calca222elcs QM 22X SHHZE >S5

e N2 I
(_ﬂﬂJQ

D_.

"H-NUR (200 MHz, DMSO-ds) &: 1.45-1.95 (4H, m), 2.92-3.15 (4H, m), 3.18-3.35 (1H, m), 3.42-3.65

(4H, m), 4.38-4.52 (2H, m), 6.603 (1H, d, J=7.2 Hz), 6.78-6.99 (4H, m), 7.20-7.42 (3H, m), 7.647
(1H, s), 8.90-9.00 (1H, m), 10.70 (1H, br s).

IR (KBr): 3420, 3250, 3050, 2950, 1635, 1610, 1590, 1560, 1540, 1500, 1490, 1290, 1260, 1220,
1170, 1140, 780 cm

C24H27N4028C | 2F . 1 OH20 O“ [:H 3._|' jl E‘i‘&

H&EX] €, 53.04; H, 5.38; N, 10.31

=Xl : C, 53.32; H, 5.59; N, 10.32

AAI0 116

N-[1-(2-(4-ERLLZH = AN E-1-2) T H el H-4-2HE ]-5-El0t-1,8b-CI Ot XIOtMI LI Z R @l -4-St=2 S A
Ot0lE CIsIEZZEZCES &4

) I Hi2l & -4- ol

t
) utEo=z AAN 108-1) o gEs =+
| =

1 Stol N-[1-(2-(4-ER2Z2H=Al)0
g )-5-El0t-1,8b—Cl Ot Xt OF Al LI Z E &ll-4-3} 0 A &

[&-1-
Y EHZE =SotALt.

"H-NWR (200 MHz, COCls) &: 1.20-1.42 (2H, m), 1.45-1.65 (1H, m), 1.63-1.77 (2H, m), 2.03-2.16 (2H,

(
m), 2.783 (2H, t, J=5.9 Hz), 3.015 (2H, d like, J=11.8 Hz), 3.214 (2H, t, J=6.2 Hz), 4.055 (2H, t,
J=5.9 Hz), 5.798 (1H, dd, J=1.6, 6.2 Hz), 5.75-5.85 (1H, m), 6.59-6.72 (3H, m), 6.80-6.88 (2H, m),
6.89-7.01(2H, m), 7.058 (1H, s).

2) LEHAOZ MAIM 108-2) 2 LHS =850
g]-5- | t=1,8b—-CIOFXtOFAILE ZE 8ll-4-5t 2 0

n

N-[1-(2-(4-2EF 22 H = Al ) 0l Et-1-2 ) Tl Hl 2| & -4- 0l
0E CBER222|CZ QXM 2N HHR A=5
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UL,

"H-NUR (200 MHz, OMSO-ds) & : 1.40-1.90 (5H, m), 2.90-3.15 (3H, m), 3.15-3.30 (1H, m), 3.40-3.60

(4H, m), 4.33-4.42 (2H, m), 6.599 (1H, d, J=7.4 Hz), 6.94-7.06 (3H, m), 7.13-7.31(4H, m), 7.644
(HH, s), 8.85-8.95 (1H, m), 10.56 (1H, br s).

IR (KBr): 3420, 3250, 3050, 2950, 1635, 1560, 1540, 1500, 1290, 1250, 1210, 830, 780, 760 on
CoaHorN402SC1oF - 1.5H:0 Off CHEH D224

HA&X + C, 52.17; H, 5.47; N, 10.14

=Xl : C, 52.28; H, 5.53; N, 10.06

AAIN 117

N-[1-(3-(2,4-dI ERL2LZHSA) T2 E-1-2)-TIH 2l & -4-L 0l € |-5-E| 0-1,8b—Cl Ot Xt Ot Ml Lt Z & &l -4-3}
E=2A0t01E ClolEz2E222E9 &4

1) etRo2 AAN 111-1) 2 SHE &G0 N-[1-(3-(2,4-CIERZ2H=A)Z2H-1-2) I H 2|
4-L 02 ]-5-EIO-1,80-CIORIOLMILIZE El-4-5t 2= A0I0IEE MM LTS S22 SEHZ =SotUALH

"H-NR (200 MHz, COCl3) &: 1.21-1.73 (m, 4H), 1.90-2.08 (m, 5H), 2.54 (t, J=7.4 Hz, 2H), 2.96 (br

d, J=12.2 Hz, 24), 3.21 (t, J=6.2 Hz, 2H) 4.04 (t, J=6.3 Hz, 2H), 5.79 (dd, J=1.8, 6.2 Hz, 1H),

5.82-5.89 (m, 1H), 6.58-6.93 (m, 6H), 7.05 (s, 1H).

2) LEEoz AAN 111-2) 2 HHES 8510 N-[1-(3-(2,4-CIERQ2H=Al)Z2&H-1-2) I H 2| -
5-EI0t-1,8b-CIOIAIOtAI LI ZE &ll-4-2I 2= A0I0|E Lol EZEZCEE 2E M 2

0z
ogr
&
tu

"H-NUR (200 MHz, DMSO-ds) &: 1.42-1.95 (m, 5H), 2.14-2.29 (m, 2H), 2.80-3.26 (m, 6H), 3.46-3.55

(m, 2H), 4.12 (t, J=5.9 Hz, 2H), 6.60 (d, J=7.2 Hz, 1H), 6.96 (d, J=8.8 Hz, 1H), 6.96-7.05 (m,
H), 7.15-7.42 (m, 4H), 7.64 (s, 1H), 8.86-8.97 (m, 1H).

R (KBr): 3460, 3381, 3246, 2951, 2702, 1639, 1510, 1294, 1215, 798 Cm_1
C25H28N4028C12F2 N 1OH20 0“ EH@ j|§f/£|‘

HLEX 2 C, 52.18; H, 5.25; N, 9.74
| C, 52.31; H, 5.29; N, 9.67

|:]Z
—
_A.
A

~(3-(4-BEZHI=AI)Z 2 8-1-2) I H 2| €1-4-2 0l 2 ]-5-E1 01-1,8b-CI O KO Al LH Z £ 2l14-3} 2 = A 0F
€ Uslczz==2elcol &4

| o
) LEtRoZ AAIN 111-1) o gHs =
| =

1) & =] 1-(3-(4-222H=AHZ28-1-2)I
&l )-5-EI0t-1,80-CI Ot Xt OF Ml LEE & 8l -4-3} <

M -
=1
SA00IEE EM 2 =22 EH2 =5

"H-NWR (200 MHz, COCls) &: 1.19-2.01 (m, 9H), 2.50 (t, J=7.5 Hz, 2H), 2.95 (br d, J=11.4 Hz, 2H),
3.20 (t, J=6.2 Hz, 2H), 3.97 (t, J=6.4 Hz, 2H), 5.78 (dd J=2.2, 5.8 Hz, 1H), 6.07 (br t, J=5.9
7.02 (s, 1H), 7.20-7.26 (m, 2H).

Hz, 1H), 6.63-6.68 (m, 3H). 6.80-6.85 (m, 2H),
t

2) YUBIHOZ AAIM 111-2) O YHES 25
£1]-5-E/0t-1,80b-Cl OFXFOF M| LE L & @iI-4-34 2
ALt

3(4-222H=A)E2E-1-) I H 2l -4~
| IEZE2=2C|EE e IM Z2F EH=z2 =

(—\A
Jnne

] [==]

|
t

"H-NIR (200 MHz, DMSO-dg), &: 1.39-1.90 (m, 5H), 2.10-2.26 (m, 2H), 2.76-3.31 (m, 6H), 3.43-3.58

(m, 2H), 4.05 (t, J=6.0 Hz, 2H), 6.57 (d, J=7.4 Hz, 1H), 6.92-7.01 (m, 3H), 7.16-7.37 (m, 4H),
7.61 (s, M), 8.87 (m, 1H).

IR (KBr): 3404, 1635, 1495, 1292, 1242 om
CosHaoN402SC 15 - 0.5H0 Ol CHEE D22 A

MRl : C, 53.15; H, 5.35; N, 9.92
A3 : C, 53.40; H, 5.23; N, 9.92

AAIO 119

N-[1-(3-(2-I S AIHI = Al) & 2 B-1-2 ) I Bl 2| £1-4-2 0 £ ]-5-E| Ob—1,80-C| OF Kt ORI LE L & 2l14-9F 2 = A O
DIE Uslcz2Re2/co &4

1) YBHHOZ MG 111-1) O HHES SGH0] N-[1-(3-(2-H SAIHISAl) T2 B-1-2 ) I| H 2] € -4~
=1 ]-5-E/0t-1,80-CIOFR OFMILIZ 2L BI-4-3t 2= AOIDIEE HMQY HEHR £SoHAC



1019980707319

"H-NUR (200 MHz, COCls) &: 1.26-2.15 (9H, m), 2.630 (2H, t, J=7.3 Hz), 3.02-3.08 (2H, m), 3.218
(2H, t, J=6.1 Hz), 3.861 (3H, s), 4.079 (2H, t, J=6.4 Hz), 5.786 (MH, dd, J=1.8, 6.2 Hz), 5.90-
.05 (1H, m), 6.60-6.75 (3H, m), 6.907 (4H, s), 7.056 (1H, s).

) LErEOZ MAIN 111-2) o LES =G N-[1-(3-(2-HISAIHI =S Al) Z 2 Z-1-2 ) I H| 2| €1 -4-
& ]-5-El0t-1,80-CIOIXIOtMILIZE Bl-4-JI2SA0H0|E CISIEEE2Z2EE QHXM HE SEHE +

o)==}

|
t

Jin e

"H-NMR (200 MHz, OMSO-ds) &: 1.40-1.85 (5H, m), 2.102.30 (2H, m), 2.80-3.30 (6H, m), 3.45-3.60

(2H, m), 3.762 (3H, s), 4.00-4.06 (2H, m), 6.571 (1H, d, J=6.6 Hz), 6.86-7.01 (5H, m), 7.16-7.28
(2H, m), 7.611 (1H, s), 8.82-8.90 (1H, m).

IR (KBr): 3420, 2920, 1630, 1500, 1285, 1250, 1220, 1120, 780, 740 om
CosHaN40sSCl, - 1.5H0 Ol CHEH D=2 =24

N-[1-(3-(4-DII S AIH = Al)
0 ClslEzE2=22E9Y

2T-1-) I H 2l e -4-L HE ]-5-El0t-1,80-CI Ot K OLMI LI ZE &l 4-It = 2 A OF
| bad

) LEt"oZ AAIG 111-1) o LHS =850 N-[1-(3-(4-0f
| 2 H

Qg

1 H SANHSA)ZZ2E-1-2) I H 2l e -4-2 0
& ]-5-El0t-1,80-CIOtXIOLMILIZE &l-4-5t=ESA0I0IEE M RS =& H=Z »>SotRUC.

"H-NWR (200 MHz, COCls) &: 1.38-2.25 (m, 9H), 2.63-2.71 (m, 2H), 3.11 (br d, J= 11 4 Hz, 2H), 3.17-
3.26 (m, 2H), 3.77 (s, 3H), 3.97 (t, J=6.1 Hz, 2H), 5.77 (dd, J=2.0, 5.8 Hz, 1H), 6.15-6.27 (m,
1H), 6.60-6.67 (m, 2H), 6.77-6.83 (m, 5H), 7.05 (s, MH).

2) gutMoz MAIG 111-2) o YRS S3ot0 N-[1-(3-(4-HSAIH=A ) Z2 &~ 1 ) OlH el e-4-20
& ]-5-El0t-1,80-CIOIXIOtMILIZE BlI-4-JI2ESA0I0|E CISIEZRE2R2EE QXM A

ULt

"H-NMR (200 MHz, DMSO-ds) &: 1.40-1.95 (m, 5H), 2.11-2.24 (m, 2H), 2.78-3.30 (m, 6H), 3.43-3.53
(m, 2H), 3.70 (s, 3H), 3.98 (t, J=5.9 Hz, 2H), 6.56 (d, J=7.3 Hz, 1H), 6.87-6.97 (m, 5H), 7.15-

7.28 (m, 2H), 7.61 (s, 1H), 8.80-8.92 (m, 1H).
R (KBr): 3425, 3051, 2947, 2708, 2507, 1635, 1506, 1227 om .
AA0 121

N-[1-(3-(4-t-REH=A)Z2T-1-2 ) I H 2| & -4-2 0l € ] -5-EIOt-1,8b-CIOt KL OLM Lt ZE Bl -4-5t 2= A
ot0lE ClsleEz2zel=e &

1) geroz AA0 111-1)
& ]-5-El0t-1,8b—C| OF Xt OF Al Lt

IF
HU
=
R
[
e

_|
o

=
=g

'H-NIR (200 MHz, CDCls) &: 1.29 (s, 9H), 1.40-2.36 (m, 9H), 2.62-2.70 (m, 2H), 3.04-3.13 (m, 2H),

)
3.21 (t, J=6.2 Hz, 2H), 3.99 (t, J=6.0 Hz, 2H), 5.74 (dd, J=2.2, 5.8 Hz, 1H), 6.36-6.67 (m, 3H),
6.79-6.84 (m, 2H), 6.90 (s, 1H), 7.05 (s, 1H), 7.26-7.31 (m, 2H).

(
) LEtRoz AMAIN 111-2) o Y$Hs =
=

2 50 N-[1-(3-(4-t-2EH=Al) Z2Z-1-2) I H 2| & -4-2 0l
& ]-5-E/0t-1,80-CIOt X OLHILIZE ll-4-It2E=A0I01E CISIE22R2IEE QHXM NEE HEZE =S
ot ACH

"H-NMR (200 MHz, OMSO-ds) &: 1.25 (s, 9H), 1.35-1.92 (m, 5H), 2.06-2.23 (m, 2H), 2.80-3.56 (m,

8H), 4.02 (t, J=6.0 Hz, 2H), 6.56 (d, J=7.4 Hz, 1H), 6.83-6.89 (m, 2H), 6.94 (d, J=9.0 Hz, 1H),
7.10 (s, 1H), 7.19-7.32 (m, 3H), 7.60 (s, 1H), 8.728.82 (m, 1H).

IR (KBr): 3429, 2954, 1635, 1510, 1294, 1244, 831, 785 om

A0 122

N-[1-(3-(2,4,6-E 2| M 2 H = Al) T 2 8H-1-2 ) I 2| €1 -4- 2 0f| £ ]-5-E] 041, 8b-C| OF XF OF Al Lk T & 21l -4-3}
EEAO} |I: EIO'CEEEBIC gl St

D RO BN i) of gus s
= 4-3

2 Ml € ]-5-El Ot-1,8b~Cl Ok X+ Ot Ml Lt

]H—NMR (200 MHz, COCls) &: 1.37-1.86 (m, 4H), 2.00-2.30 (m, 5H), 2.21 (s, 9H), 2.75-2.83 (m, 2H),

3.12-3.19 (m, 4H), 3.76 (t, J=5.8 Hz, 2H), 5.69-5.73 (m, 1H), 6.56-6.58 (m, 2H), 6.80 (s, 2H),
6.89 (s, 1H), 6.99 (s, 1H), 7.14-7.29 (m, 1H).

170-127
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2) LetEoz AAN 111-2) 2 SHS =85t0f N-[1-(3-(2,4,6-ECIHEH=Al) Z2 H-1-2) Tl H 2| -
4-U0E]-5-EI0t-1,80-CIORIOLMILIZE 8I-4-5t 2= A0t0IE CIGIEZ22S22IEE QXM DNE S HEN

"H-NVR (200 MHz, DMSO-ds) &: 1.40-1.95 (m, 4H), 2.05-2.40 (m, 3H), 2.17 (s, 9H), 2.80-3.36 (m,

6H), 3.52  (br d, J=12.4 Hz, 2H), 3.74 (t, J=5.7 Hz, 2H), 6.60 (d, J=7.0 Hz, 1H), 6.82 (s, 2H),
6.97 (d, J=9.2 Hz, 1H), 7.20-7.31 (m, 2H), 7.65 (s, 1H), 8.87-8.95 (m, 1H).

R (KBr): 3392, 2947, 2715, 1635, 1492, 1294, 1215 om

AAI0N 123
N-[1-[2-(HIZEI2) M E-1-L T H 2l & -4-L H E ]-5-EI0t-1,80-CIOL R OLMILIZ E 8l -4-5t 2= A 00| & T

(HEEIQ)ME-1-L ]I H el -4-2H E |-5-E

-(2- 1
£ HAMDNEE EHZ S0t

"H-NWR (200 MHz, COCl3) &: 1.20-1.40 (2H, m), 1.4

0-1.60 (1H, m), 1.60-1.75 (2H, m), 1.92-2.08 (2H,
m), 2.58-2.66 (2H, m), 2.945 (2H, d like, J=11.2 Hz
7.
[

3.02-3.10 (2H, m), 3.201 (2H, t, J=6.1 Hz),

),
5.791 (HH, dd, J=1.7, 6.2 Hz), 6.58-6.71 (3H, m), 7.053 (1H, s), 7.10-7.37 (5H, m).

m
2) Lutxoz AAI0) 108-2) o 2EES 3560 N
Ot-1,80-CI Ot RtOLAILIZ € BlI-4-Jt= = A 0101 &

-[1-[2-(HEEI2) 0 E-1- °')H|1_HIBIC| -4-2 02 ]-5-El
CISIE2Z22clEE XM 28 gt +=SofALt.

"H-NUR (200 MHz, OMSO-ds) & : 1.30-1.90 (5H, m), 2.75-3.30 (7H, m), 3.38-3.60 (3H, m), 6.600 (1H,
),

d, J=6.8 Hz), 6.966 (1H, d, J=9.2 Hz), 7.17-7.46 (7H, m), 7.641 (1H, s), 8.83-8.93 (1H, m), 10-84
(1H, br s).

IR (KBr): 3420, 3250, 3050, 2680, 1650, 1635, 1565, 1540, 1500, 1440, 1,390, 1290, 1220, 750 om
CoaHoeN0S;Clz - 0.5H0 Ol CHEH D=2 =24

HA&X © C, 54.13; H, 5.49; N, 10.52

&l =Xl @ C, 53.68; H, 5.83; N, 10.22

AAI0 124

N-[1-(HEO00I=ItEE LU E )T H 2l -4-2 U E ]-5-EI0t-1,80-C| Ot Kt OFMILIZ E &l -4-9t ES A 010| & Cl
6|EEJEE|EO| ol—/\“

1) N-[1-(HLO0I =22 2L M E ) T T2l & -4-2 0l € | -5-EI Ot-1,8b-CI Ot Xt O AILI EZ E &l -4-Jt 2 5 A 00| =

of Bt

HEFZS (30 ml) = N-(TH2IE-4-2LHE)-5-EI0t-1,80-CIOtKIOLAILIZE &I-4-5t 2= A 0101 E CIoIEZS
22/ 581 mg (1.5 mM) ¥ Ec/ME0R! 759 mg (7.5 mM) 2 EU0 SZ2=ZO0LAMIE0E @ 254 mg (1.5
mM) & A20AM Eototn, EE2S 18 AlAse SRAIZLCH. 0lF, %—DH% 2ot SF/AIID, EF
=2 =2 Y4Hotn, ez F==oUb. RKRIISS O“QH. E3 +=EMWCZ ANZFHotL,
Na,S0, &0l HZAIZCH MAE ZMHss 28 A20tE0HT (0 %/Oﬂg OLMIEIOIE = 1/2) =2
Mot ZME=ES AN SHE +=SotRUL.

H-NR (200 MHz, COCl3) &: 1.25-1.45 (2H, m), 1.45-2.68 (1H, m), 1.70-1.80 (2H, m), 2.246 (2H, dt,
. 8

J=2.2 11.65 Hz), 2.936 (2H, br d, J=11 z), 3.109 (2H, s), 3.248 (2H, t, J=6.4 Hz), 5.791 (1H,
dd, J=1.6, 6.0 Hz), 5.88-5.95 (1H, m), 6.59-6.71 (3H, m), 7.05-7.15 (2H, m), 7.29-7.38 (2H, m),
7.52-7.58 (2H, m), 9.117 (1H, br s).

2) N-[1-(HZOoI0I =22 L0 E ) I I 2l E-4-2 B 2 ]-5-EI0t-1,80-Cl Ot Kt Ob A LE ZE &l-4-35t 25 A 0101 &
ClolEE2E2=2clE9 g4

S22EE-HE=2 (1:1) & N-[1-(HEO00IH=EL U E ) IIH 2l &-4-2 0l € ]-5-EI Ot-1,8b—Cl Ot Xt OF Al
LIZE3-4-ot2 2 A0t01E2 SHO 4N-HC1/0IE OHHIHIOIE 2 ml (8.0 mM) 2 EIIGIRULH. SOHE 2
gotol SRAIIL, FFSE AESS/0HZ2 (1/10) 2 SAGIAC. HHE 2FS ool 2o =&t
D, 0e=s 2 OOE MHZ=Z 2AGHH EXSESS QXM 2F 2 =SotACH (506 mg, 60%).

"H-NVR (200 MHz, OMSO-ds) &: 1.40-1.80 (5H, m), 3.00-3.30 (4H, m), 3.45-3.60 (2H, m), 4.152 (2H,

s), 6.618,(1H, d, J=7.2 Hz), 6.977 (1H, d, J=8.8 Hz), 7.114 (1H, t, J=7.5 Hz), 7.24-7.39 (4H, m),
7.627 (HH, s), 7.666 (2H, s), 8.95-9.10 (1H, m), 10.00 (1H, br s), 11.016 (1H, s).

IR (KBr): 3400, 3250, 3050, 2950, 1690, 1630, 1600, 1560, 1540, 1500, 1440, 1390, 1300, 1210,
1110, 940, 780, 760 cm |

CoaHzNs02SC 1, - 2.5H0 Ol CHEH D2 =4
H&X €, 50.97; H, 5.70; N, 12.38

170-128
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| = C, 51.17; H, 5.68; N, 12.13

|
-[[3,5-HIA(ECIER2HE)HE |00 - = 2L 0 E [T H 2l & -4- 0l € ]-5-E| Ot-1,8b—Cl OF X}t OF
AOOIE COdlEz2=zelE9 &4

=]
A(ECIZER2ZME)HEZ]-00IL 22 HE]IIH 2l E-4-L 0l € )-5-E|0F-1,8b-CI O Xt
2

1) N-[1-[[3,5-HI
OtMILIZ S ell-4-3t= =S A0t01=2| &4
CEZZ0E (20 ml) | 455 mg (4.5

orl

) )2 AAGlI 2HGtol &otot, %é‘%; A20 A
30 E%EP DL'&F/\|94E+ é,*DI tﬁ%i@:% 5% SEHAMLIES =29 IS8 NaS0, A0
AN AXZAIZBCH. 0=, EiDH% 2250l =SZAIH Z2H (830 mg)S al#=olUCt. &I 2=22lEE HEs
(30 ml) S0l Z2aolAl2l =, ECIHEO2 759 mg (7.5 mM) & N- &l )-5-El0t-1,8b-Cl Ot
KO UEEE-4-9I22A010|E ClolE2222/E 581 mg (1.5 mM) EItotl, S22 0TUHA &
M EFAIZICH  SHEAH _’Patol OEtE22 =J| 20l EtXl Xﬂji S, 8222 2 ( ) 2 3l
oll, CIZZZ2NEHCZ ==L, KRIIESSE 22 MEoILD, HAXZA2I12, 204
2 Aot = HEDPEJEHHI (HE=Z/01E OLMIEIOIE = 1/2) 2 ’SHI*}O#
570 mg, 0.98 mM) EEHZ +=SoIRUCtH.

m
Ct. &F=2
g MM

"H-NWR (200 MHz, COCls) &: 1.33-1.49 (2H, m), 1.50-1.70 (1H, m), 1.73-1.85 (2H, m), 2.22-2.38 (2H,
m), 2.85-3.00 (2H, m), 3.161 (2H, s), 3.282 (2H, t, J=6.4 Hz), 5.75-5.85 (2H, m), 6.60-6.73 (3H,
m), 7.081 (1H, s), 7.616 (1H, s), 8.081 (2H, s), 9.458 (1H, br s).

2) N-[1-[(3,5-HIA(ECIZR2ZHE)HE]O0I=EELHE | T H 2l & -4-L 0l € ]-5-El Ot-1,8b-CI Ok Xt
OtMILIEE 8l-4-Jt2EA0H0IE ColEZ2E22E2 &4

2Z22EE-HE=2 (1:1) = N-[1-[[3,5-HIA(ECIE EEDHE'NHI‘"]O}DILJ SEYNE ] He g-4-
M )-5-EI0F-1,8b-CIOFAIOLMI LI ZE gI-4-9I 22 A 00| =2] M0 4N-HC1/0IE OH\IEII [E 2 ml (8.0
mM)S EOIGIRLCH. S0HE 26t SRAI211L, FR=2S HHE=RZ _I/\*oo“l} MYE Z2H

oo +ZotL, HE=E ¥ CIHE HHZ2Z A5 EXMISESS QXM ZH HEHZ £Sot Ul
(404 mg, 41%).

1H—NMR (200 MHz, DMSO-dg) &: 1.45-1.95 (5H, m), 3.00-3.40 (4H, m), 3.50-3.68 (2H, m), 4.268 (2H,

s), 6.647 (HH, d, J=7.4, Hz), 6.996 (1H, d, J=9.2 Hz), 7.24-7.35 (2H, m), 7.698 (1H, s), 7.854
(1H, s), 8.392 (2H, s), 9.017 (H, br s), 10.179 (1H, br s), 12.225 (1H, s).

IR (KBr): 3420, 3230, 3050, 2950, 1700, 1635, 1560, 1540, 1500, 1470, 1440, 1380, 1280, 1215,
1180, 1130, 940, 890, 840, 780, 700, 680 o

CosHasNs02SC1oFg - 0.2H0 Ol CHEH D224
H X C, 47.31; H, 3.88; N, 10.61
&Z=X 1 C, 47.59; H, 4.19; N, 10.45

2 A0 126

N-[1-[(2,6-HIA(ECIZR 22N E) HE]00IH= 2L 0 E I H 2l -4-2 0l 2 ]-5-EI0t-1,80-Cl Ot Xt OF
AUZEa-4-Jl=2=A0t0/= ColE222elE2 &4

1) gerxoz ’é‘/\IO:II 125-1) 9 &S 3ot N-[1-[[2,6-HIA(ECESR22HE)HE |00l IEL
S0 Hel E-4-2 0 € ]-5-E/0t-1,8b-CIOLXOMILIZE BI-4-JI 2 S A 00| EE HMDE S HUH=Z =5
ot TH

H-NR (200 MHz, COCl3) &: 1.25-1-45 (2H, m), 1.55-1.85 (3H, m), 2.26-2.40 (2H, m), 2.88-2.90 (2H,

5
m), 3.172 (2H, s), 3.266 (2H, t, J=6.1 Hz), 5.75-5.80 (1H, m), 5.809 (1H, dd, J=6.3, 1.8 Hz),
6.61-6.75 (3H, m), 7.075 (1H, s), 7.452 (1H, d like), 7.744 (1H, d like), 8.896 (1H, s), 10.20
(1H, br s).

2) LBIEOZ MAIG 125-2) 9 ZHS =#GIH N-[1-[[2,6-HIA(ERSR22HE)HE|0t0ILIt2L
L—LIL_HIEIE -2 ]-5-EI0t-1,80-CIOt KOt LI Z R &I-4-3 22 A0I01E CISIEZ2Z2EE M

"H-NUR (200 MHz, DMSO-ds) &: 1.40-1.70 (3H, m), 1.70-1.95 (3H, m), 3.00-3.20 (24, m), 3.50-3.65

(2H, m), 4.15-4.40 (3H, m), 6.564 (1H, d, J=7.6 Hz), 6.950 (1H, d, J=9.2 Hz), 7.18-7.28 (2H, m),
7.616 (1H, s), 7.928 (1H, d-like), 8.85-9.00 (1H, m), 10.04 (1H, br s), 10.80 (1H, br s).

IR (KBr): 3400, 3230, 3050, 2950, 1700, 1630, 1580, 1560, 1540, 1500, 1430, 1390, 1330, 1315,
1600, 1210, 1180, 1130, 1080, 1040, 940, 840, 780, 740, 630 om .

CosHasNs02SC1aFg - 1.0H:0 Ol THEr JI=2=24
H&EX €, 46.30; H, 4.03; N, 10.38
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>

A=X| G, 46.16; H, 3.91; N, 10.40

AAIO 127

N-[1-[(4-E222H )00l IHESLHE [TIH 2 S -4-2 HE |5-E/0-1,8b-CIOLXFOLMI LI Z E 8l -4-3t 2
SA0H01E

ColEz22=2clE9 g4
g

AAIO 125-1) &

1 oz =l [1-[(
U0 ]-5-EI0k-1,80-Cl O XFOF A LI E il

N- SYME]THea -4~
A0t01&

ot t=
Sot UL

5H
-2t2

o &l

o4 |
= |

4=
=
=

Ja -IﬂJ

PZH
A D

=
0@@,

0l%3
A
e

Of
Bz

Il

"H-NWR (200 MHz, COClg) &: 1.20-1.45 (2H, m), 1.50-1.70 (1H, m), 1.70-1.95 (2H, m), 2.18-2.35 (2H,

m), 2.85-3.00 (2H, m), 3.107 (24, s), 3.20-3.35 (24, m), 5.797 (1H, dd, J=2.2, 5.5 Hz), 5.98-6.15
(HH, M), 6.59-6.77 (3H, m), 6.98-7.15 (3H, m), 7.45-7.65 (2H, m), 9.123 (1H, br s).

2) LUHOZ MAI0 125-2) 2 LS &S0 N-[1-[( —%?—Qifﬂl'é')OPDIL.—EFEEE‘HI%‘]HIEIEIE‘—
02 ]-5-EI0t-1,8b-CIOIXIOLHILIZE &l-4-Jt2E=A0I0|E CIGIEERE2ZCIEE QXM ZE HEHZE
ot ACH

Jlﬂ mg

]H—NMR (200 MHz, OMSO-ds) &: 1.40-1.95 (6H, m), 2.98-3.30 (3H, m), 3.48-3.60 (2H, m), 4.157 (2H,

s), 6.639 (1H, d, J=6.8 Hz), 6.990 (1H, d, J=9.2 Hz), 7.15-7.35 (3H, m), 7.63-7.75 (3H, m), 8.96-
9.08 (1H, m), 10.026 (1H, br s), 11.162 (1H, s).

IR (KBr): 3400, 3230, 3050, 2950, 1695, 1630, 1560, 1535, 1500, 1300, 1210, 840, 780, 700, 620 om
CoaHaeNs02SC1oF - 2.2H:0 Off TS D= =24
HA&X €, 49.86; H, 5.30; N, 12.11
| = C, 50.29; H, 5.31; N, 11.65

-(-(Bl o0l =322 2 HE ) T H 2l & -4-2 HE ]-5-El0-1,8b-CI OLXIOtMI LI Z € &l -4-It 2 S A 00| = T
EZERCE9 4
BEo=z AAM 125-1) o 2SS #oIH
-1,80-CIOt X OLMI LI ZE 8l -4-Jt 2S5 A 0101 &

=

Vit
= u

E0HE)IHel e-4-LoE]-

t=
56} Ct.

Q_HJE

Ot0l =2
dEz =+

ﬂJIﬂI

"H-NWR (200 MHz, COCls) &: 1.05-1.30 (2H, m), 1.40-1.60 (1H, m), 1.655 (2H, br d like, J=12.8 Hz),

2.127 (2H, t like, J=10.7 Hz), 2.828 (2H, br d, J=11.4 Hz), 3.020 (2H, s), 3.152 (2H, t, J=6.4
Hz), 4.468 (2H, d, J=5.8 Hz), 5.741 (1H, dd, J=3.0, 5.2 Hz) 6.490 (1H, t, J=5.9 Hz), 6.59-6.65
(3H, m), 6.949 (1H, s), 7.239-7.385 (5H, m), 7.526-7.58 (1H, t, J=5.9 Hz).
N-

),
tMoz AAlG 125-2) o ZEs =8

2) gy St N-[1-(BIZOI0I =22 L IE ) T2 H-4-LHE]-
5-EI0t-1,8b-CIOtXIOtMILIZE &l-4-9t2 =S A0I01E CISIEE2=2IEE Qd XM Z2H HE=z
S0t ALk,

"H-NWR (200 MHz, DMSO-ds) &: 1.40-1.90 (4H, m), 2.95-3.51 (7H, m), 3.983 (2H, br s), 4.352 (2H, d,

J=5.8 Hz), 6.649 (1H, d, J=7.4 Hz), 7.003 (1H, d, J=9.2 Hz), 7.20-7.39 (6H, m), 7.693 (1H, s),
9.05-9.15 (1H, m), 9.316 (1H, t, J=5.9 Hz), 10.00 (1H, br s).

IR (KBr): 3420, 3220, 3050, 2930, 1680, 1630, 1560, 1540, 1500, 1450, 1430, 1390, 1285, 1210,
1110, 950, 780, 740, 700 cm

C25H29N5028C|2 : O5H20 0“ EHS\_" j'E‘i‘&\‘

HLEX]  C, 55.25; H, 5.56; N, 12.89

=Xl : C, 55.02; ,H, 6.29; N, 12.22

A0 129

N-[1-(N-BI E-N-HI L O0t0l =II2 2 S H E ) I H 2l e -4-2 0l € ] -5-EI Ot-1,8b-CI OL A Ot LI ZE &l -4-3t =2 =
AOtOIE CsIEZE222ES &4

1) detEoz AAIM 125-1) 2 2SS =86t N-[1-(N-OIE-N-HZ0t0l =22 L H E )T H 2l g -4-L
HE ]-5-EI0H-1,80-CIOL O MILIZE &l -4-Jt 2= A0I0I1EE HMQY EHHE =SotALt.

"H-NWR (200 MHz, COCls) &: 1.18-1.53 (3H, m), 1.55-1.68 (2H, m), 1.88-2.05 (2H, m), 2.78-2.95 (2H,

m), 2.912 (24, s), 3.150 (2H, t like, J=5.9 Hz), 3.266 (3H, s), 5.763 (1H, dd, J=2.8, 5.4 Hz),
6.433 (1H, br s), 6.60-6.63 (2H, m), 6.700 (1H, s), 6.991 (1H, s), 7.16-7.22 (2H, m), 7.29-7.48
(3H, m).

2) LEHAOZ MAIG 125-2) o YRS EGH0 N-[1-(N-0I 2 -N-H < ot ILBPE‘:"-' | ) Il I‘:|—4—°a'
Ol € ]-5-ElOF-1,8b-CIOLRIOLMILIZE @l-4-II2SA0I0|E CISIE2222IEE Qe XM 2E Sl
ot ACH.
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"H-NVR (200 MHz, OMSO-ds) &: 1.40-1.95 (4H, m), 2.82-3.10 (3H, m), 3.10-3.55 (4H, m), 3.243 (3H,

s), 3.80-3.91 (2H, m), 6.651 (1H, d, J=7.6 Hz), 7.003 (1H, d, J=9.2 Hz), 7.25-7.60 (6H, m), 7.694
(H, s), 9.00-9.15 (1H, m), 9.632 (1H, br s).

IR (KBr): 3400, 3230, 3050, 2950, 1650, 1630, 1590, 1560, 1535, 1500, 1455, 1435, 1360, 1290,
1210, 1130, 1110, 1040, 950, 780, 700, 620 om

A A0 130

N-[1-(3,3-CIHE Z2-1- ) I H 2l & -4-L H E ]-5-EI0t-1,80-CIOL R OLMILIZ E 8l -4-5t 2= A0H0I & T
_|E§:§3|EOI ol‘/\‘|

1) Letdoz A0 38-1) o S 350! N-[1-(3,3-CIH L Z2&-1-2) I H 2| El-4-L 0| € | -5-E]
Ot-1,80-CIOLXIOLAILIZE &-4-JI 22 A0I0|EE &let HM HE EHZ =50t

"H-NUR (CDCl3) &: 1.30-1.75 (5H, m), 1.90-2.05 (2H, m), 2.20-2.60 (4H, m), 2.98 (2H, br d, 11.4

Hz), 3.19 (2H, t, J=5.9 Hz), 3.95 (1H, br t, 6.6 Hz), 5.78 (1H, dd, 1.8, 5.8 Hz), 5.95-6.05 (1H,
m), 6.57-6.70 (2H, m), 6.72 (1H, s), 7.04 (1H, s), 7.10-7.35 (10H, m).

IR (KBr): 3359, 3059, 3026, 2927, 2810, 1618, 1543, 1510, 1481, 1452, 1282, 1155, 970, 771, 752,
735, 702 cn .

HYZZE-1-2) I HelH-4-2H € ]-5-El0t-1,8b-Cl Ot Kt OtMI LI Z E 3l -4-9t 2S5 A 010l &
A

fe=)
D, gprMoz MAN 1-6) o ZEEs G ZHSESS QEXM 1 E

0a
o

'H-NWR (CD:00) & : 1.40-1.70 (2H, m), 1.80-2.00 (3H, m), 2.50-2.65 (2H, m), 2.80-3.10 (4H, m), 3.19
(2H, d, 5.8 Hz), 3.50-3.65 (2H, m), 4.02 (1H, t, 7.7 Hz), 6.60(1H, d, 7.6 Hz), 6.96-7.01 (2H, m),
7.15-7.45 (11H, m), 7.51 (1H, s).

IR (KBr): 3388, 3061, 2933, 2694, 1635, 1564, 1535, 1498, 1454, 1394, 1290, 1215, 1103, 781, 704
-1
cm

C31H34N4OSC|2 1. 5H20 ol iet =24
HAX] @ C, 61.18; H, 6.13; N, 9.21

a=Xl : C, 61.15; H, 6.21; N, 9.32

AAI0 131

N-[1-(3-HEZ2-1-2) I H 2| &1 -4-2 ] -5-E| 0t-1,8b-C| Ot Xt OtMI LI ZE &l -4-5tES A 00l E ClsIEZ-2
E ||:O| ol-/\‘|

1) N-[(1-0ISAIIZ2E L) I H 2l -4-2 ]-5-E0t-1,8b-CI Ot XtOtMI LI ZE RISt 2 =S A 0101 =2 &4

OLHIELIEE (30 ml) & 5-EIO-1,8b-CIOXIOtMILIZEAISIZES A A 2.02 g (9.26 mM) SHu N-3IES
A=40101E 2.13 g (18.51 mM) = N-OIE-N'-3-(N.N-CIHE0t0I =) = HEELO0I0IE =22 2L
€ 3.55 g (18.52 )2 & 3}851_, SEES A20AM 2 Al2tSet wgt . , 2
EJAIILD, &FES 22 SA&GtL, SI22EELZ FEOIUL. FESS ZSIUEE =
Z NZEotLd, MgS0, &t0lA HZAIDILD, EHE ZEotU SFAIAUL. OMEUE )
SN0 OLNELIEE (5 ml) & OE 4-0l0I=IIHEIHSIZSLH0IE 1.9 ml (11.08 m
ol 2.5 ml (17.9 mM) 2 ESESS &Ilot), SE2SS A20AM 2 AlZtS WEFAIRACE.
2ol SJFAIIL, &F=ES =2 S4otl, HNEd 2z =E6IUC. RIIBS
F=EMOZ MEGID, MgS0, &AM AXAIDID, SIHE 2ol SFAUL. RS2

I

AZ0tEDHT (HES/ME OLMIEHIOIE 20%) 2 FE RS N- |
-1,8b-CIOIXIOtMILIZERISIZ S A0I0IE 3.12 g (91%) 2 HMRFE 22 2 +=SotALC.

"H-NWR (COCls) &: 1.16-1.46 (m, 2H), 1.26 (t, J=7.0 Hz, 3H), 1.93-2.02 (m, 2H), 2.84-2.97 (m, 2H),

3.87-4.21 (m, 2H), 4.13 (a, J=7.0 Hz, 2H), 5.67 (br d, J=8.0 Hz, 1H), 5.80 (dd, J=1.8, 6.2 Hz,
1H), 6.59-6.71 (m, 3H), 7.05 (s, 1H).

2) N-(1-t-2SAIJIEEL I H 2l & -4-2 )-5-El0t-1,8b-CI Ot Xt OtMI LI ZE ISt 2 S A 0101 =9 &4

or2= JIMIGHHA, OtMIELIEE (35 ml) N-[(N-OISAIZI2 2 ) I H 2l & -4-2 )-5-EI 0t-1,80-C| Ot X} OF Al
LIZEEII 22 A001E 1.58 g (4.24 mM) 2 EEAUN ECIHEAE 225 1.8 ml (12.65 nM) S & =20
N Eolotl, =SS 16 A= WEAIZICH. D%, ECNHEAE 22E 1.2 ml (8.43 mM)S ¢ &
Jiotd, SeS2 A20A 2 LSt WEAIZICH. HESS oot Bt8S EXADIL, BtSEgES
oF WEFAIZICH. &D] ES0 ECINE0 4 ml (28.7 mM) & Cl-t- EENSETIT
mM) 2 A=20M #OI5 g2 10 2s¢ DLHH\|9:‘|:|' ol=, ODHE Z 2 otoll
SJFAIILD, &FRES 22 §|ﬂ6¥2, dotHgoz =oAL, RIISS SIHUEE E3 >83HO
2 NIEotD, MgSOs &0IM AXAIDID, SBOHE 2ol SFAIZLC. HFES 2ot 28 IA20IE
Jdefml (HES/0E OtMHIOIE 10%) i HHMSIA N-(1-t-2S A2 2L I H el el-4-2)-5-E/ 0t-1,8b-Cl

_,_
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OFXIOLMILIZEEIDIZSA0I0lE 2.12 g £ H2MREE =2 EHE =SotRl.

H-NR (CoCls) &: 1. 13—1 99 (m, 2H), 1.46 (s, 9H), 1.73-1.98 (m, 2H), 2.74-2.95 (m, 2H), 3.84-4.18
(m, 3H), 5.70-5.85 (m, 1H), 5.79 (dd, J=1.9, 5.7 Hz, 1H), 6.58-6.72 (m, 3H), 7.04 (s, 2H).
)-5

5
3) N-(Tmlmelg-4- -1,80-CIOtXIOtAILIZE DI ZSA0I0IE CISIEZSZ2IES &4
[=]

| OF
N-(1-t-2SAIIIEEL O H 2l &l -4-2 )-5-E|0t-1,8b-CIOt Kt OtAILIZE RISt ZSA0t01E 2.12 g Ol 55 &
& 10 ml = EJlotll, ES=S 2=20M 2 AlZSe WBAIZC. NE=S odtotd, G0 HE=S=S
EDtotRCt. Z=0E ZYotll SFAZ =, TUAl HESS Eototd, E8=S sFEAMAC. &I HE
= 32 gt=otl, 44 = O30l 2ol +=&otACt. 2« 28 === 0= E LOE obl
22 2AGHH N-(Tmmel 2 )-5-El0t-1,80-CIOLXHOLAILIZ E &IDI == A 001 = EIoIEE:‘EEIE 0.95
g (60%) 2 Qe XM NS HEHZ +=SotAL.

"H-NIR (020) &: 1.64-1.87 (m, 2H), 2.0
4.02 (m, 1), 5.98 (d, J=7.0 Hz, 1H)
Hz, 1H), 6.98 (s, MH).

4) N-[1-(3-HEZ=2T-1-) I H 2l & -4-L]-5-E|0-1,80-CIOLRIOLMILIZE &l -4-9t 2= A 001 E CIGIERZ

Szl g4

3-2.19 (m, 2H), 3.03-3.21 (m, 2H), 3.42-3.58 (m, 2H), 3.82-
6.60 (d, J=9.2 Hz, 1H), 6.67 (s, 1H), 6.78 (dd, J=7.2, 9.2

HE=Z (40 ml) = N-(mH2I-4-2)-5-El0t-1,80-CIOXOLAILIZE &St = otglE CslEzZE=z22E
3.0 g (8.84 mM) & ECIHEO0LZ 4.1 ml (29.4 mM) 2 X 3-HLE-1-E=2 EEEF 1.6 ml (10.53 mM)
€ 4204 #)i50, SRS ZL00IA 16 ARSO SR AL 0, OIS Bes ERA
D, NEES £ sHo0, 222EE0Z FE0UL. RIISS 2SUES Ha +8UOZ HHo
D) NGSO, AOIA AEAIID, BHE UG SRANG. IEes M2 2y I=0iEaHm (o
EtZ2/0E OLMIEHIOIE 20-40%) 2 EAMGHH N-[1-(3-HEZ =& 1—%)_ITH|E|‘:| -4~ ]-5-E|0t-1,8b~CI Ot Xt

[1
NILIZEE-4-t 22 A0101E 2.91 g (86%) S BN RFE & SEH=Z =SotRULH

o

"H-NWR (COCl3) &: 1.41-1.64 (m, 2H), 1.75-2.21 (m, 6H), 2.31-2.47 (m, 2H), 2.63 (t, J=7.7 Hz, 2H),

7.79-2.96 (m, 2H), 3.72-3.92 (m, 1H), 5.75-5.80 (m, 2H), 6.57-6.69 (m, 1H), 7.03 (s, 1H), 7.16-
7.32 (m, 5H).

5) N-[1-(3-HgZ22-1-2) Il H 2| = -4-2 ]-5-E|0t-1,8b-CI Ot Xt OtMILI ZE Bll-4-I 2= A 00| = CloIE=Z

§§3|EO| ol/\-i

HEtS (10 ml) = N-[1-(3-HE =2 8-1-2 ) I H 2l €/ -4-2 ]-5-E| 0}-1,8b-CI OL Xt OL M LEZ E 8l -
Ot0lE 2.91 g (6.95 mM) 2 M0l AN-HC1/OIEtS 10 ml (40 mM) S A20IM EOiotn, &
OlAl =20t WEAIZICH. E0HE Zottl SJ[AIZ =, &F20 =S £ C0E ol
AL, MAE Z2FHsS ofntol 2o +Zstn, He2 L CHE dd22 glActod N-[1-(3-T
1-2) I Hiel el-4-2 |-5-ElO0t-1,80-CIOt Xt OLMILI Z € &l -4-It2 =2 A 00l E ClsIEE2222E 3
S QuXM NEs €82 =Sotlt.

ox re

ﬂHﬂ o

"H-NUR (OMSO-dg) & : 1.80-2.14 (m, 6H), 2.63 (t, J=7.5 Hz, 2H), 2.82-3.11 (m, 4H), 3.38-3.56 (m,

2H), 3.72-3.93 (m, 1H), 6.64 (d, J=6.6 Hz, 1H), 6.99 (d, J=9.2 Hz, 1H), 7.15-7.38 (m, 7H), 7.67
(s, 1H), 8.80-8.90 (m, 1H).

CoaHaeNOSCl, - 2.5H0 Off CHEH D=2 =4

H&EX €, 53.73; H, 6.20; N, 10.44
& =Xl @ C, 53.84; H, 6.06; N, 10.28
AAIGN 132

N-[1-(3-Tl 2 = 2 Bh-1-2 ) I Bl 2] €1-4-2 ]5-E1 0-1,8b-CI OF K OP M LE Z Rl Bl -4-3} 2 = A 00| S 9| 814
1) t-22 4-010l - IEH2IE-1-I2 24 0IE 1/2 ZEIE 44 ZHOIE Ho| &4

HIEtE 500 ml & 4-0t0l=—1-HIATIHIE 50 g (262.8 mM) 2 X0l 5% Zc
£ &ototld, =add 5 kg /sz, 35C OlA 15 AlZtsSO =0d S3EtSsS =
Pd/EtAE HUIGILD, HUS 2200 SSAIHA 4-0t0ITIH2IHS —4‘—%8}%[}. =
Jl 4-Ot0lcTlimel e SHl “JEO*HIOI‘: 27.89 g (262.8 mM) & &J =
dd=2e 28 U-AE3 Z MAStEAN, SFAIZC. &2

OlE 63.08 g (289 mM) S <& 1 /\IDFOH EH /H/\-Iol MOtotn, =g

[IH§ 2ot SF]AIZI =, &FS0 ZEs =4 =MHO0E -2 290 ml
S22 2 AM2tsQt WBAIRLH *”/\*9 ’“‘* =222 W0l 2ok =
H=22 28ASHH t-2E€ 4-0l0I B2 E-1-3t=2=S A 0E 1/2 ZEt

dHZ +=SotAT (49 02 g, 71%).

Im

@

| 0
o
[l
o
=2
x
0
Z0
S
EA
L >
avd
Q_
0o

A=0A ’“J}o , B2
Oiets, & CoE o

HOIE &2 M4 ZF

o

"H-NWR (200 MHz, CD;C020) &: 1.47 (s, 9H), 1.52-1.73 (m, 2H), 2.01-2.18 (m, 2H), 2.75-2.98 (m,
2H), 3.41-3.59 (m, 1), 4.10-4.32 (m, 2H).

IR (KBr): 1689, 1621, 1543, 1429, 1369, 1252, 1151, 1065, 862, 766, 617 om
2) N-(1-t-2SAIIEEL IIH 2| E-4-2 )-5-El0t-1,8b-CI Ot Kt OtAMILIZE ISt ZESE A 00| E ClolE22 22l
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o gd

OLHIELIE™ (27 ml) & 5-El0t-1,80-CI0tX

.JI
=]

% in=

T

OtMILIZE el t=S A4 12.88 g (53.8 mM) o S &
SISEAI=AI0I0IE 12.38 g (107.6 mM) 2 N-OIE-N'-3-(N,N-CIBIE0t0I =) =2 “'JFE‘:‘EIOIDIE
22¢2/E 20.63 g (107.6 mM) 2 &HItotn, E&E2s =20

ol OtNIELIEZ (80 ml) & t-2E 4-0l0l<T/H 2 E-1-3
17.3 g (64.5 mM), 1,8-CIOIXIHIAIZZ[5.4.0]-7-204l 1
(53.8 mM) o X2 HII6tL], EE2S 64 A
S0 A2 = £ e OtMEHICIEE FD
EXHOZF NEHGHY MQSO4 0N AXZADILD, ZB0HE
ZOtEDHI (HES/0HE OHMHIOIE 10%) = FA
1,80-CIORIOtAILIZE D2 S A0I01E 22.48 ¢ =

ol

2 N2tseh WEHAIZCH & et
S40IE 1/2 BT =2 %lﬂl
W, 2 EcIHEord

mM)

ZHE 2ol SEA2 =,
~ >
o

;rmgﬂ"
e 4U = g Mo H

0% HU .y ¢

|
A

ﬁ _
$8 O
)

90

o 3y o

|
o
o
-
flo
T
|
m
=
|

"H-NWR (COCl3) &: 1.16-1.46 (m, 2H), 1.26 (t, J=7.0 Hz, 3H), 1.93-2.02 (m, 2H), 2.84-2.97 (m, 2H),

3.87-4.21 (m, 2H), 4.13 (a, J=7.0 Hz, 2H), 5.67 (br d, J=8.0 Hz, 1H), 5.80 (dd, J=1.8, 6.2 Hz,
H), 6.59-6.71 (m, 3H), 7.05 (s, 1H).

3) N—(HIEIEIE—4—%)—5—EIOP—1 8b-CIOtXIOLMILIZE ISt 2SS A00IE ClolEZ22 22 E2 &

N-(1-t-2 A2 2L |)-5-EI0k-1,80-CIOFRIOFMILIZ I RITI2 = A0L0IS 22,48 g O] =5
S 40 ml 2 BIbata, 2014 2 IS0 DUAZICH  AD| BISEE 20 HESS &t
o, B8 23S o1 GHACH  &D| Z2F 4322 HEES ¥ CHE HE22 21250

N-(II| 2] €1-4-2 ) -5 OF- LML ZZBISIZ=A00IE SI=222elS 14.68 g (73%) 2
QWUNM BH HEHZ £S5

o
o
|
O

2 iy
@ |o [
Mo

o %

ru> mo

o

ol
ala
> A

—_

t

’

R

"H-NWR (020) &: 1.64-1.87 (m, 2H), 2.03-2.19 (m, 2H), 3.03-3.21 (m, 2H), 3.42-3.58 (m, 2H), 3.82-
4.02 (m, IH), 5.98 (d, J=7.0 Hz, 1H), 6.60 (d, J=9.2 Hz, 1H), 6 .67 (s, 1H), 6.78 (dd, J=7.2, 9.2
Hz, 1H), 6.98 (s, 1H).

4) N-[1-(3-HEZ2EH-1-2) Il H 2| & -4-2 ] -5-El0t-1,8b-CI Ot Xt OtAMI LI ZE &I -4-Jt 22 A 00l E9 &4

N-(IIH 2| €l-4-2 )-5-ElOt-1,80-CIOt X OLMI LI ZE BIDI2 S A0I0|E ClslE22=22lE 12.0 g (32.1 mM)
2 EC/NE0te 22.4 ml (160.7 MM) 2 S0 3-HEL-1-E22Z2E 5.9 nl (38 g mM) S A20M F
Jtotil, 2g=s A0l 20 AlESSH BFAIRAC. 01, SMHE ZYotll SJTAIIL, TS =
Z 34otl, OlE OHMIEIOIEZ F==oAU. RIISS SHUEE Z3 =& ﬁoi M= 5t b0, MgSO, &f
UM AEAIDID, SIHE 22060 SJRAICH. NRESS o2 2y IAZO0IEDHID (HES/0E
OLMIEHIOIE 20-40%) 2 FERAotACt, =S ZES NS (100 nl)-222XEE (100 ml) S0l ScHAIDI
i, DiJIotol JHEot0l SEEXSS SFTAIAU. 2 80 nl 2 sFA2 =, &FSS Ad20M S
6#2, MAE ZES ol 2o =&StAH N-[1- T2 E-1-2) I H 2l 2-4-2 ]-5-E| 0t-1,8b-Cl Ot Xt

(3-
OFHILIZE l-4-2I2 2 A0I01E 7.04 g (52%) 8 HAMHAEH
m.p. 187-188C

o
e
Hu
1
an
ol
38
[w)

H-NR (COClg) &: 1.41-1.64 (m, 2H), 1.75-2.21 (m, 6H), 2.31-2.47 (m, 2H), 2.63 (t, J=7.7 Hz, 2H),

7. 79-2.96 (m, 2H), 3.72-3.92 (m, 1H), 5.75-5.80 (m, 2H), 6.57-6.69 (m, 1H), 7.03 (s, 1H), 7.16-
7.32 (m, 5H).

CodHoN,0S Ol CHE D2 =4

H&X €, 68.87; H, 6.26; N, 13.39

& =Xl : C, 68.62; H, 6.25; N, 13.42

A A0 133

N-[1-[2-(6-GIE=Al-2,5,7,8-HIECIHE A2 2-2-2 )0 € | T H 2l & -4-2 Kl & ] -5-EI OF-1,8b-LCI| OF Xt Ot Al
LIZEd-4-3t=2=A001E CdlEzS=zelE9 &4

1) N-[1-[2-(6-t-RECIHEASA-2,5,7,8-HECIHE A2 2H-2- )0l £ ] T Hl 2| &l -4-L HI € ] -5-E| Ot~
1,80-CIOFAHOLMI Lt ZE &l -4-Jt2 =S A 001 =29 &4

ZAIIHSHOIA, CIOIE OIEI2 (8 ml) = 6-t-2 LN A= A-2-(2-5|SZA0E)-2,5,7,8-EI E2t 0
320 1.46 g (4.00 M) 2 E2(OI0FY 1.11 ml (7.96 mM) o BN HEFEEY 222|S 0.46 nl
(5.94 i) S 0C OIA EOloin, EEL8E BE2EUM 30 2Sor WHAACG. SHNUES Hd 4
B8 250 SS FYAIID, MSEESS WS HHSE 23U, IS8 = 2 aay
ES 5t £8U02 HAZNOZ HFGHL, MgS0, MMM AXAIZICH 0%, SHE LASHH SBAIH
X HAHOIE (1.76 g) S SEM U HEYZ +S5IACH. NES (7 ml) 5 N-(THIL-4-L0E)-
5-E]0}-1,80-CIOFKIONAI LI T B-4-3 22 A010|S CI31S2 222/ 0.77 g (1.99 M) ¥ E2/0ote!
1.4 ml (10.0 M) © 2ol &I = HAHOIE (1.76 g, 3.98 M) E =JisiD, 2822 HAs00A
18 AIESOH SR AIZCH. AD| Br2sges 22 5450, Y OMH0ER =250 SIIES
ASILIES Hat 2BMO2 AHGIL, MgS0, A0IA AXAIZICH SEAZ 2, TMH22 28 J=20f
ST (HES/0E OLMEIOIE 20-40%) 2 HASIH EMSIESS MMRNs 28 HElz £S5

=8 1.00 g (76%)
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'H-NWR (COClg) &: 0.11 (s, 6H), 1.04 (s, 9H), 1.24 (s, 3H), 1.42-2.01 (m, 11H), 2.04 (s, 3H), 2.06
(s, 3H), 2.09 (s, 3H), 2.45-2-61 (m, 4H), 2.84-3.00 (m, 2H), 3 .17-3.23 (m, 2H), 5.72-5.84 (m,
1H), 5.80 (dd, J&1.6, 6.2 Hz, 1H), 6.59-6.74 (m, 3H), 7.06 (s, 1H).
IR (KBr): 3442, 2929, 1622, 1545, 1468, 1257, 1153, 1092, 837, 773 om

2) N-[1-[2-(6-Bl == Al-2,5,7,8-HIECIHE-T22r-2-L ) € | T H 2| = -4-L Bl € ]-5-E| Ot-1,80-C| OF K}t OF
NUZEd-4-Jl2=2A0t0/1E ClolE2222lE2 &4

OIEt= 4 m) S
N-[1-[2-(6t-RECIHEA=EAI-2,5,7,8-HEUNE IR 2-2-2 )N E | T H 2| & -4-L Bl € ] -5-EI Ok-1,8b-Cl
OlXtOLMILIZE@-4-tESA0L0IE 1.00 g (1.51 mM) 2 EH0| AN-HC1/DIEFS 4.0 ml (16 mM) S &It
o, 2= A=20A 63 Al2ZtSot WEAIZICH. Z0HE Z&olol SF[AIZ =, (S Zototd, &
S22 A20A 1 AIZSe WEAIRT. dde Z2E =222 o0l 2o =&otll, de=S £ Ool
g Oez2 a6t ENEEsE el 28 gl =SotjAt

=8 789.4 mg (84%)

"H-NR (DMSO-ds) 8: 1.19 (s, 3H), 1.36-2.08 (m, 11H), 1.99 (s, 3H), 2.02 (s, 3H), 2.05 (s, 3H),

2.76-3.55 (m, 8H), 6.58 (d, J=7.0 Hz, 1), 6.96 (d, J=8.4 Hz, 1H), 7.17-7.30 (m, 2H), 7.63 (s,
1H), 8.84-8.96 (m, 1H), 10.07-10.32 (m, 1H).

IR (KBr): 3392, 1635, 1564, 1450, 1294, 1253, 1161, 1088, 995, 789 om
Cs1HaoN40sSCl, - 2.0H0 Ol CHEE D224
HLEX 2 C, 56.79; H, 6.76; N, 8.54
| + C, 56.93; H, 6.79; N, 8.35

N-[1-[2-(6-GIEEAI-2,5,7,8-HIECINE 32 &+-2-2 ) 0 € ] T Hl 2| &l -4-2 | -5-E| O-1,8b—-CI OF X+ OF Al LEZX
ga-4-3t25A0t01E CdlE2222E9 &4

) N-[1-[2-(6-t-RECINEASA-2,5,7, 8-HECHE A2 2-2- )0l 2 ] Il H 2| €l -4-2 ]-5-E] Ot-1,8b-Cl
OtXHOtAILIZEE l-4-JI2 S A 001 E29 &4

HSHHA, CIE OlEZ (8 ml) & 6-t-RECIHNEASA-2-(2-5IESANE)-2,5,7,8-HEUNE
1.46 g (4.00 mM) L Ec/NE0tR 1.11 ml (7.96 mM) 2 SHH HEt=EZY 2=22lE 0.46
M) = 0C OlA Eototll, SEE=S ES2T0AM 30 =5 WAL, SEHAMUEE X3t
Jlote gtEs XA, Bts&Ee=E= UUE sz st R]J
FEMNOCZ HASMOZF HMEHotd, MgS0s &0IA AX=AIZCH. Ol=, &0
IYIOIE (1.75 g) & &M 2 HHH2 +SotUCt. WES (10 nl) = N-(LIH2IE-4
b-CIOtXIOtMILIEZE 3-4-9t2SA0L0|E CISIE2222|E 0.93 g (2.4 0M) ¥ E

) o A0 &) HAHO0IE (1.75 g) £ A=20M HOiotn, Eg=22 A5t
FSAIZCH &) BtSEg=E =22 34otdl, OlE OtMHEIOIEZ
EE 23 +=EU2Z ANEFHotLD, MgSO, &0A HXZAIZLCH. sFAM2 =, =S& ZHUESS 2

= ] X

E0eHT (HEZ/-0E OLMEHIOIE 20-30%) 2 &Ko HEHMaEEs

>
o I b
=R

ml
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=
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"H-NVR (200 MHz, CDClz) &: 0.11 (s, 6H), 1.04 (s, 9H), 1.25 (s, 3H), 1.68-2.22 (m, 8H), 2.05 (s,

6H), 2.09 (s, 3H), 2.24-2.90 (m, 6H), 3.03-3.22 (m, 2H), 3.79-4.02 (m, 2H), 5.79 (dd, J=1.8, 5.8
Hz), 5.97-6.09 (m, 1H), 6.57-6.69 (m, 2H), 6.73 (s, 1H), 7.06 (s, 1H).

R (KBr): 3444, 2943, 1624, 1251, 1153, 1092, 837, 773 om

2) N-[1-(2-(6-0l=E5AI-2,5,7,8-HIECIHNEI=Z2-2-L )0l € | T H 2| & -4-2 ]-5-E| O0t-1,8b-C| O Xt OH Al Lt

gel-4-3t2=5A001E LolE22=22E9 &4

[Et2 (5 ml) = N-[1-[2-(6-t-RECIHEAEA-2,57,8-HECNEIAZ-2-2 )0 E | T H 2l & -4-L]-

EIOt-1,8b-CIOtKIOtMILIZE AI-4-5t2ESA0L0IE 1.17 g (1.78 mM) 2 X0 4N-HCI/HIES 5.0 ml
£ ZJlotl, Eg=S A20 A 90 Altset WEHAIZITH. Z0E 2ot SFAIZ =, e

I

b
mM) S22 2
2 CHE oHH=2E &Eototd, d8deE Z2F 2 30l 2ol =&8ot2, Het=2 & CuE fH=z=z A
o HHStEE2 QXM 28 e =S50t

£ 867.3 mg (80%)

0

WS T2

4>

"H-NR (200 MHz, DMSO-ds) &: 1.19 (s, 3H), 1.62-2.13 (m, 8H), 2.00 (s, 3H), 2.02 (s, 3H), 2.06 (s,

3H), 2.43-2.65 (m, 2H), 2.80-3.59 (m, 6H), 3.71-4.08 (m, 1H), 6.62 (d, J=7.8 Hz, 1H), 6.98 (d,
J=8.8 Hz, 1H), 7.22 (s, 1), 7.29 (dd, J=7.6, 8.8 Hz, 2H), 7.65 (s, 1H), 8.72-8.91 (m, 1H), 10.37-
10.79 (m, 1H).

IR (KBr): 3396, 1635, 1533, 1450, 1306, 1257, 1219 om
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A A0 135

N-[1-(3-HEZ2E-1-2 ) I H 2l H-4-L 0l 2 ]-3,4-CI5| =2-5-E/0-1,8b-CI Ot A OtMI LI E € 3l -4-Jt 25 A
otolE OislEzE2=22lEe &4

1) 0lg 3,4-CI5I==2-5-El0t-1,80-CIOLRIOIMILIZE BI-4-Jt 2SS A0 EQ &4

OtMIELIEY (250 ml) & OIE OIDICHE(1,2- a]uIEIC' -5- EIOFOHdIEﬂOIE g (50 mM) 2 SHM N,N-
CHENERER2E R2E 13.9 g (75 mM) 2 Fotot, EEES8E 2 Al %%Alﬁiﬂ. Aoz W
2ZtAI2I 2, S0HE 2260 SJRAIZILD, &F2S US2 20 E RﬁH/\I?iE}. )| BHE SEHMUE
g XH3 =8 F &3l P & X3 #=SHo=z MIotld, MgSO , &0AM AZADIL, 22060

sSEAZC. RSS2 28 JAZ20tE0HI (AH/0E OLMHIOIE 10-20%) 2 A GHH “HIQP@ =
X*IPA” g EHE =SotALt.

=2 5.13 g (41%)

"H-NWR (200 MHz, CODCls) &: 1.19 (t, 3H, J=7.2 Hz), 3.63-3.80 (m, 2H), 4.05-4.22 (m, 3H), 6.78 (d,
J=7.0 Hz, M), 7.09-7.17 (m, 1H), 7.48 (d, J=8.4 Hz, 1H), 7.53 (s, 1H).

2) N-[(1-t-2SAt22<-4-IlH el Z)-HE]-3,4-CI5| =2-5-E| 0t-1,8b-CI Ot Xt OtAI LI Z & &l -4-It =2 S A

oroleel &4d

HES (20 ml) = OE 3,4-CISIS=2-5-EI0t-1,80-CIOLRIOLMILIZE &l-4-It2=A20IE 5.13 g (20.7
mM) 2 U 2N-=MSFUES =SH 12 ml (24 mM) S 20N Eolotl, S22 1 AlZtseh gt
AZICH &) BISEE20 6N-G& 4 ml (24 nM) 2 EHII6tD, MEE Z2ES ol 2l #—Qo}%t}.
Al 2 =22 S & C0E HH=2 Aot 3,4-CI5I =25-E/0t-1,8b-CI OH At O}HIL} g
4-Jt2SAME %”a‘& 2% dHzZ =SolAt. &) 2442 ZHGHA @D af= OI gt
ol ArSotRLCH. EIQY 222/ 2.2 ml (30.0 mM) 0l &D| 3,4-Cl5I==2-5-E0t-1,8b-CIOtAt PHILPE
gl-4-3t=2 =44 661 mg (3.0 mM) S EOtotLd 222 60T OlA 1 Al2tser JtEstitt. =,
o EIQY 2=22E=S Z ot ov—r/\|9|7 220 =200 10 nl S EHIo UL+, S5 =2AlZ
=, SHE Zotol SFAIAH 3,4-Clol=2-5-EI0t-1,8b-CIOtAIOtAILIZE 8ll-4-Jt 244 2 22|E ol
CE22SRCEE 4‘—:6}9’&}. THFE 30 ml = &I & S22lEQ WU ECINHEOHR! 2.5 ml

L 1-(t-FSAIIE2LEE)4-0l0I=HELIHIE 1286 mg (6.0 mM) S 0T OIA &HIIGtLD, EF2E A2
OlAl 30 2= WEHAIZITH. 0Ol=, gtEEe=2 50 ml 2 =0 201, 100 ml o oI OFAIENO]
EZ FEoAUU. RIISS 100 ml 2 SIHUEE 23t SN2 NEotLL, MgS0, &0IA AXAIIID,
Z0E ?:,%'SHHI EFRARCH. HRES Aot 2 AZ0IE0HI (SEH: HlE OLMHIOIE/NES
10/1) 2 ZHMGIH 801 mg (=8 64.1%) 2 HHMSESS 2N RFE 22 EHIR +=SotACH.

=J

jﬂJ HOII

U

"H-NWR (200 MHz, CDCl3) &: 0.72-1.01 (m, 2H), 1.25-1.38 (m, 3H), 2.38-2.61 (m, 2H), 2.83-3.02 (m,
1H), 3.08-3.27 (m, 1H), 3.62 (dd, 1H, J=17.4 Hz, 7.0 Hz), 3.87-4.09 (m, 4H), 6.66 (t, 1H, NH,
J=5.8 Hz), 6.77 (d, 1H, J=7.2 Hz), 7.11 (dd, 1H, J=9.2, 7.2 Hz), 7.45 (d, 1H, J=9.2 Hz), 7.51 (s,
H).

IR (KBr): 1666, 1385, 1188 om
3) N-(4-TlH2IE)HE-3,4-Clol=E2-5-E|0t-1,8b-CI Ot KIOtMILIZE 3I-4-9IESA0L0|E ClsIEZ 222

-ZZ2EE 20 ml B N-[(1-
gEl-4-I12=A0t01< 480 g (1.15 M) o SN
I20lAM 1 AIFSOH WBFAIZICH. &) BISEE
&otl, A0 HHEZE=Z MAEGSHH 404 mg (

N
T
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> 1 [H

"H-NMR (200 MHz, DMSO-ds) &: 1.18-1.53 (m, 2H), 1.58-1.85 (m, 3H), 2.64-2.88 (m, 2H), 3.12-3.36

(m, 4H), 3.63-3.75 (m, 2H), 4.65 (t, 1H, J=5.8 Hz), 7.51 (dd, 1H, J=6.4, 2.2 Hz), 7.77-7.92 (m,
2H), 8.18 (s, 1H), 9.04 (t, 1H, NH, J=5.4 Hz), 9.20 (br S, 2H, NH).

IR (KBr): 1649, 1554, 1504 cm

4) N-[1-(3-HEZ2E-1-2) I H 2l Y-4-2 U E]-3,4-CI15| ==2-5-EI0t-1,80-CI O} IO MI LI Z El Bll-4-9t 25
ﬁOH]lEO| o'-/\"

e (5 ml) 2 —( -IlHe2lE)HE-3,4-CI5| E2-5- | f 1,8b-CIOFXIOtAI LI Z & &l-4-0t 2 S A 0101 &
ClolE22=22/E 746.4 mg (1.91 mM) X E2[0E 02! 1 | (10.0 mM) 2 SN 1-E22-3-HEZ2
B 0.35 ml (2.30 mM) % /é OlAM &otot, S8=s £ GH)H/H 64 AZISOH BFFRAIZICH. & BIS
SEgES 22 4oL, 2RREEL=Z —’T‘—%ﬁfﬂ, 7‘—?7|§% g3LEE H3l =Nz ANEotw
MgSO, &0IM HEAZCH TRS2S 2 JAZ0tEDHI (HEFS/ME OLMEHIOIE 20-30-50%) =& & HIat

Hetgtes HM2Ed 22 €82 +=Sotith.
3 (

"H-NIR (200 MHz, CDCl5) &: 1.06-1.38 (m, 4H), 1.70-1.92 (m, 3H), 1.96-2.25 (m, 2H), 2.33-2.41

(m,
2H), 2.56-2.64 (m, 2H), 2.79-3.00 (m, 3H), 3.08-3.26 (m, 1H), 3.57-3.72 (m, 1H), 3.97-4.10 (m,
2H), 6.53-6.69 (m, 1H), 6.78 (dd, J=7.0, 1.0 Hz, 1H), 7.03-7.34 (m, 6H), 7.45 (dd, J=9.2, 1.0 Hz,
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H), 7.53 (s, MH).

R (KBr): 3304, 2926, 1657, 1620, 1556, 1481, 1306, 1140 om .

5) N-[1-(3-HEZZ2E-1-2 ) Il H 2| H-4-L 0 € ]-3,4-Clol = 2-5-E|0t-1,80-CI Ot Kt Ot A LI Z E &l -4-It 2 5
AOOIE COdlEzE2=zelE9 &4

WES (5 ml) 5 N[1-(-HEZ28-1-2) I HelH-4-2HL]- A LBl 6 el
B4} 22 A00IC 583.9 ng (1.34 m) o S0 A-HCI/OIEE 10 nl (40 i) S &

SS NS0IM 2SO DEAIZL, SHE 2o SRA = 2-DRBES Aion, A4
NS OHoIC KU SEAD DHGEES S2M 2Ny

=1 )

%W_w

I

CHEZ +SoIR0

"H-NWR (200 MHz, DMSO-ds) &: 1.35-1.86 (m, 3H), 1.94-2.20 (m, 2H), 2.44-3.23 (m, 10H), 3.32-4.00

(m, 4H), 4.51-4.68 (m, 1H), 7.10-7.41 (m, 5H), 7.43-7.59 (m, 1), 7.72-7.92 (m, 2H), 8.16 (s, 1H),
8.87-9.08 (m, 1H), 10.53-10.82 (m, 1H).

R (KBr): 3421, 3064, 2933, 2721, 1662, 1551, 1502, 1441, 1365, 1215 cm |
A A0 136
N-[ERiA-4-(4-HIE T H I H-1-LHE)-1-Al
otolE OislEzE2=22ES &4

1) N-[EfAA-(4-HETIH 2 E-1-LHE)-1-AIE

AODIE2 &Y

Y
Ja

S AW E ]-5-El0t-1,8b-CIOtKIOtMILIZE 3l -4-Jt= = A

Ty

ZEAHE]-5-EI0t-1,80-CI Ot K OLHI LI ZE &I -4-It =2 5

OFNIELIEE (5 ml) = 5-EI0H-1,8b-CIOIXIOIAILIZE @l-4-J2=2A A 0.41 g (1.88 mM) & N-OlEZA|
=A0I0l= 0.37 g (3.21 mM) 2 M0l N-OIE-N'-3-(N, N CIHEONI)E2E32200/01E 0.62 ¢
(3.23 mM) S & 20N HII5t], ESE2S 1 AlI2tSOF WEHAIZCH. &) BISEEs0 22225 (10
m) & 1-(EHAA4-O0I0I=HE-1-AZ2AHE )4-HLL |1HIE|CI Clol=2222l= 0.70 g (1.95 mMm)
2 ECINEOL 1.0 ml (7.71 mM) o SEMS FHIIotD, ES=S2 2 A2SO O WEHAIRC. 0=,
Z0ME 2ot SZAIILD, HRES %E S|M&G5tD, A9 HES ¢ HE O}HIHIOIEE F=E0oIULCH.
RIIESE HIIUEE L £2H0=2 MHAEGHLD, MgS0, A0 A ?_45/\|94U SEANZ &, =5E M4
E2 Y JAZ0IEHI (HES/0HE OFMIEIOIE 30-50%) & HAMoll, OE OIMHOIEZ THZAESHA
H HEHSIE=ESS MM 2 HEl2 =St

%2 576.9 mg (63%)

"H-NMR (200 MHz, CDClz) &: 0.78-1.03 (m, 4H), 1.62-2.03 (m, 12H), 2.20 (d,,J=7.0 Hz, 2H), 2.39-

2.59 (m, 1H), 2.94-3.08 (m, 2H), 3.11-3.23 (m, 2H), 5.72-5.84 (m, 1H), 5.79 (dd, J=6.2, 1.6 Hz,
1H), 6.58-6.74 (m, 3H), 7.06 (s, 1H), 7.12-7.36 (m, 5H).

(KBr): 3336, 2922, 1618, 1533, 1277, 1161 om

2) N-[EdfAA-(4-HETIH2IE-1-2HE)-1-AIS2& 2 N E ]-5-E0t-1,80-CI Ot Xt Ot Ml LI E & &8l -4-3}
AOtOIE CsIEZE22ES &4

HES (5 ml) S N-(EfA4-(4-HE T H2IE-1- %IHIE')—1—AI§E@§D1|%)—5—EIO} 1,8b-ClI Ot X+OFAIL
ZEHH-4-JI2=SA0H01E 549.7 mg (1.13 mM) 2 XN 12N-F4&F 1.0 ml (12.0 m) £ Eototll, E&=
= A20AM =2 WAL, EBISEE=S ZEotll sEAMIILL, &F=0 CIHE oE= Fotot
, dddE BE S ool 2o +=&otd, EsS % EIOHE' o=z au\ otol HHMEES e XM
Z2E Stz +=SotALt.

=2 541.1 mg (86%)

]l
i

_,_
L

I-_I

"H-NUR (200 MHz, DMSO-ds) &: 0.80-1.12 (m, 4H), 1.29-2.09 (m, 8H), 2.14-2.41 (m, 2H), 2.65-3.17

(m, 7H), 3.44-3.62 (m, 2H), 6.63 (d, J=6.8 Hz, 1H), 6.99 (d, J=8.2 Hz, 1H), 7.19 (s, 1H), 7.21-
7.42 (m, 6H), 7.67 (s, 1H), 8.81 (t, J=5.6 Hz, 1H), 10.14-10.40 (m, 1H).

IR (KBr): 3417, 2924, 1635, 1564, 1535, 1500, 1441, 1292 om
CogHasN4OSCl2 - 1.5H0 Ol CHEH JI=2 &2 A

AZ3R : C, 59.10; H, 6.65; N, 9.55
AN 137
N-[1-(4-H 2 2 E-1-2 ) I Bl 2| €1-4-2 |-5-E1 Ob-1,80-CI OFR OF KILE T €2l -4 -3} 2 =2 A 00| CIBIS 222
2lc o & a

1) N-[1-(4-H'E S E-1-2 ) I H 2| &1 -4-2 ]-5-E| Ot-1,80-Cl O Xt OF A LEZZ -JI25A0I01ES g4

24
= N-( Il Hl 2| & -4-< )-5-E| OF-1,8b~C| OF Kt O Ml LE 2 El &l -4- JFEEAO}DIE EI6I 2222
S 725 mg (1.94 mM) L E2INEO02 1.4 ml (10.0 mM) 2 SHO 1-LLE=-4-HLEEE 0.61 g (2.33

ﬂJE

0
U
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IA AZEAIDILD, SSARALH
E Mo, OlE OtMEHIOIEZ HZEFE

=8 495.2 mg (59%)
m.p. 183-185C

"H-NWR (200 MHz, COCls) &: 1.47-1.68 (6H, m), 1.86-2.03 (2H, m), 2.12-2.29 (24, m), 2.39-2.51 (2H,
m), 2.57-2.72 (2H, m), 2.89-3.05 (2H, m), 3.74-3.97 (1H, m), 5.78 (1H, dd, J=6.2, 1.8 Hz), 5.81-

5.92 (1H, m), 6.58-6.70 (3H, m), 7.05 (1H, s), 7.11-7.35 (5H, m).
IR (KBr): 3298, 2941, 1612, 1535, 1277, 1159 om .

2) N-[1-(4-HERE-1-2) I HelH-4-2]-5-El0t-1,80-CIOLRIOMI LI ZE &l -4-It2 S A0I0|E CISIEZ2
£elE 9 g4

HEZ (10 ml) = N-[1-(4-HELRE-1-L) T H el -4-2]-5-EI0t-1,8b-CI OL Xt OtMI LI Z & &l -4-It 2 S A OF
= 1

01E 437.4 mg (1.01 mM) 2 SH0l 12N-Z4& 0.5 ml (6 mM) S &EIIGtD, ESSS AR20AM 16 AIZS
b WEHAIZICH &J| BtSEgES sEAIIL, &F=0 *ahol HEtES Eototn, ZFS ol o
of =&oty, S & CIOE OE=22 eAct ZMSegES QXM Z2H 82 +=Sotdtt

28 431.1 mg (84%)
m.p. 232-237°C (dec.)

"H-NUR (200 MHz, DMSO-ds) &: 1.48-2.02 (8H, m), 2.54-2.67 (2H, m), 2.77-3.15 (4H, m), 3.24-3.53

(2H, m), 3.70-4.08 (1H, m), 6.54 (1H, d, J=7.4 Hz), 6.93 (1H, d, J=9.2 Hz), 7.10-7.36 (7H, m),
7.58 (1H, s), 8.64-8.71 (0.2H, m), 8.78 (0.8H, d, J=7.2 Hz), 10.06-10.25 (0.2H, m), 10.38-10.60
(0.BH, m).

IR (KBr): 3415, 2939, 1632, 1566, 1535, 1500, 1304, 1213cm
CosHaoNOSCl, - 2.0H0 Off CHEE D224

HLEX] €, 55.45; H, 6.33; N, 10.35

=X 1 C, 55.46; H, 6.21; N, 10.56

A A0 138

N-[1-[3-(4-ER22HY ) Z2T-1-2]-T|H 2| &-4-2 | -5-E|0-1,8b-CI Ot Kt OtHI Lt Z € &l -4-9t 2 S A 0L 0|

E [:lollziaialC_J ol-/\
1) N-[1-[3-(4-ERZ2HYE )Z28-1-2 |-T| H 2| &l -4-2 ]-5-E| 0t-1,8b-CI Ot Xt Ot M L Z E &l -4-9t 2 S A OF
|

=)

HGHHA, CIHE olEZ2 (8 ml) & 3-(4-E2LZHE)Z2EHS 0.62 g (4.02 mM) & E2/0f

Il = g =]
1 1 ml (7.89 mM) o 20 OE=ZY 222/ 0.47 ml (6.07 mM) £ 0C OlN =HIIotD, S22
EST0AM | AIESQF WBAIZCH., ZERHUESR E5 £20s FHII5HH 822 HIXAIZ|1D, Bt2s
S22 00 oHZ2 =60, |IISS Y9FUES Z3 +=2M ©Z MAGD, MgS0, *OH/H Pl
AZ [OIEE 3403t CH. A }_*“M:’O HHMGHK &

L
A0 01F, ESMHE 2octll SJAIA = HAY .

) & N-(IlH2l&-4-2)-5-El0t-1,8b—Cl Ot Xt O Ml Lt

0

JUZ ol&2 erSol ArBotRUCH. olEt=2 (8
. (

HN HE W 0 A k) BA oo HT (2 ma

gdi4-9I25A0I01E ClalE2222lE 0.75 g (2 mM) & E2INEO02! 1.4 ml (10.0 mM) 2 SH
Jl = HIAYOIE 0.94 g (<4.02 mM) = ’é'%oﬂ/\-l EIlotd, EE22 ZA00HA 16 AlI2tSC &2 Al
Ct. Y2AIZ2l =, BISEEE22 22 34561, OHE' OlMIHIOIEZ FEolUC. RIISS SSLIES
3t >3Ho=Z MAEDBLD, MgSO, AUA HAZAIZILD, sSAZUCH. A =5& ZMHsS 28 220t
Jehml (oiers/oleg OWIEHOIE 20-30-40%) 2 AMStL2, OlE OIMHIOIE-UE =2 THRASIAIA E

Mategt2s HM 28 iz =S50t

28 405.2 mg (46%)

m.p. 117-119C

"H-NR (200 MHz, CDCl3) &: 1.35-1.65 (2H, m), 1.70-2.21 (6H, m), 2.31-2.42 (2H, m), 2.60 (2H, t,

J=7.6 Hz), 2.72-2.96 (24, m), 3.71-3.92 (1H, m), 5.66 (1H, br d, J=8.8 Hz), 5.78 (1H, dd, J=5.8,
1.6 Hz), 6.58-6.71 (3H, m), 6.91-7.16 (5H, m).

IR(KBr): 3284, 2941, 1614, 1535, 1508, 1281, 1160 om
2) N-[1-[3-(4-E22H YY) T2 2-1-2 I H 2| &l -4-2 )-5-E/ 0t-1,8b-CI Ot Xt Ot L ZE &l -4-3t 2 S A OF

OIS ClolEz2E222E9 &4
ErE 5 ml & N-[1-[(4-2ERQLLZHE)FE-1- ']EIIHIBIE—4—°E'
ESA0H0IE 378.4 mg (0.86 mM) o SHOl 12N-F &k 0 (6
& 2

2=A AL 0.5 m
=30 WBHAIZICH. Z0E 2oti SFAIZ § &= 20

)-5-El0
0 mMm
=

_,_

—1,80-CIOFAFOFAILEZ E &l
A20AM EItotd, %@%%
2 OE=2S FooRU. =

e~
o ﬂJIO

F

1<

170-137



1019980707319

Jlad, sEA2 =, UoE OHEIIE% SototRct. 4=
g OtzEZ elA6t0 EXstgEs Qe 28 ¢

=& 433.5 mg (65%)
m.p. 164-174°C (dec.)

"H-NMR (200 MHz, DMSO-ds) &: 1.75-2.13 (6H, m), 2.54-2.70 (2H, m), 2.82-3.10 (4H, m), 3.23-3.57

(2H, m), 3.71-4.06 (HH, m), 6.58 (1H, d, J=7.0 Hz), 6.96 (1H, d, J=9.2 Hz), 7.05-7.36 (6H, m),
7.62 (1H, s), 8.68-8.78 (0.14H, m), 8.81 (0.86H, d, J=7.8 Hz), 10.45-10.62 (0.14H, m), 10.68-10.94
(0.86H, m).

IR (KBr): 3412, 1633, 1506, 1217 on
CoaHorN4OSC1oF - 1.0H0 Off CHEH J =24

HA&X © C, 54.65; H, 5.54; N, 10.62

=Xl : C, 54.29; H, 5.83; N, 10.37

AAIGI 139

N-[4-(4-HEL Ol H e H-1-L U E ) HA |-5-E|0t-1,80-CI Ot K OLHILIZE &l-4-5t =S A 00l E CdlIEZ22el
co g4

1) N-[4-(4-HETHIH-1-LHE )HE]-5-EI0t-1,8b-ClOt KOt LI ZE A -4-II2ESA 00| E9 &4

OtMIELIEE (10 ml) & 5-EI0-1,8b-CIOHXLO} }\-IIL Tgd-4-St==44 1.0 g (4.58 mM) ¥ N-OI

EEAM
=4I0I01E 0.90 g (7.82 mM) 2 SHEHMO N-OIE-N'-3-(NN-CIHIEO0I0I ) E2EIH=2LCI0I01E FlER
22215 1.51 g (7.88 mM) S A20A EOI6tD, ESSS 1 AIZSQ WEAIZCH &) BHSEEE0
OIMIEUEE (20 ml) & 1-[4-(00I=OIE)E|-4-HEDHele CSIE2222IE 1.67 g (4.73 mM),
DBU 1.44 g (9.46 mM), & ECIME0tE 0.55 ml (3.95 mm) &I EBHUS HIIGtL, EESS 4 AZSS
O WBFAIRICE O|§—, S0E 2250 SFAIIL, HREE 2= OI/\*OP7 e OMIHIOIEZ FZ36t
AL (A2 OE=EES FI2 /\}%8}01[}). RIIES %FHJ 5 X3 =8U2Z AIEGHL, MgS0, &0l
N HEARCH &) ZHLES 28 AZ0tEDHI (HES/ME OLMEHIOIE 20-30%) 2 ARXGHH =
HNeztgt2s dM28E =2 @EHE =SS0t UL

=2 1.59 g (72%)

H-NMR (200 MHz, CDCls) &6: 1.68-1.89 (4H, m), 2.03-2.21 (2H, m), 2.39-2.60 (1H, m), 2.93-3.10 (2H,

m), 3.56 (2H, s), 4.47 (2H, d, J=6.0 Hz), 5.77 (WH, dd, J=6.2, 1.8 Hz), 5.95-6.08 (1H, m), 6.62-
6.70 (3H, m), 7.03 (MHH, s), 7.17-7.21 (%H, m).

R (KBr):
2) N-[4
ial OI
Oet=

3295, 1615, 1543, 1481, 1281, 1155 on
A-HE O Hel E-1-2HE)MA |-5-El0t-1,80-CIOt X OLMILIZE ll-4-5t2ESA0H0IE CIGIEZS

~(
aHA

-[4-(4-HE O H2 -1-L o) HE]-5- | t-1,8b-CIOtXOLMILEZE &l-4-2t 2 S A0H01E  1.59
of SN T2N-Zat 1 ml (12 M) S ASUAN FIIolD, SHSS FESO DEAIRL.
22 =SA0I0. OEE 9 CoY HHSS Hois = 2H LSS OBl oo +2

C

gtz & CIE OHEZ elAStH HMtgEs Qe 2

=S
=}

0>4
oar
o
Hu
1
Jn
_O'ﬂ
sQ

"H-NMR (200 MHz, DMSO-ds) &: 1.8
(2H, m), 3.30-3.46 (2H, m), 4.29
Hz), 6.96 (1H, d, J=8.8 Hz), 7.13
(HH, M.

3-2.00 (2H, m), 2.02-2.29 (2H, m), 2.69-2.87 (1H, m), 2.90-3.14

(2H, d, J=4.8 Hz), 4.37 (2H, d, J=6.0 Hz), 6.59 (1H, d, J=7.4
-7.22 (9H, m), 7.55-7.69 (3H, m), 9.35-9.47 (1H, m), 11.00-11.22

IR (KBr): 3391, 1642, 15001, 1298, 770 om
CogH3oNs0SC1z - 1.0H0 Off CHEE D=2 =4

H&EXI @ C, 60.94; H, 5.64; N, 9.80

=Xl 1 C, 60.84; H, 5.73; N, 9.71

AAI0I 140

N-[4-(4-HIZ T H 2 H-1-LHE ) Z |-5-E|0F-1,8b-CI Ot K OFAILIZ E 8l -4-9t 2= A010|1 = ClolE22 22|
c9o| &AM

1) N-[4-(4-BHE T H 2| -1-2H E ) A ]-5-E]0-1,80-CI Ot Kt OLMILIZ E 8l -4-9t 25 A 0101 =2 &4
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OLNIELIEE (10 ml) = |o+ 1,80-CIOIXIOLHILIZEl Bl-4-Jt22 A A 822 22|C g (4.58 mM)
2 N- 8|C§A|*AI0|D|C g (7 82 mM) o SEFMO| N-OlE-N'-3-(N,N |EH|E'0+D|L)£§%'9+§EE|
0I0IC slc2=22/C 1.51 (7 88 M) S AI20A HOIot, SEESS 2 AIZFSoH WEHAIZCH. A
BIESS 20 OLNELIEH ( 20 ml) & 1-[4-(OI0lcOE ) A |-4-BATH2IE CISIER2222IE 1.88 g
(5.12 mM) L E2INE0t2 0.55 ml (3.95 mM) O 2HS HII5tD, ESEE22 4 AI2tS0 [ WBHAIZCEH.
0lF, ME 250 ZS2A1911, & 22 22 _—I/\*OP HE OIMIHIOIEZ F==5HJCH (A= ol
Et=22 FIIE2 AIBOIRILH). RIIES QIUEESE 23 AEHO2 HN5tD , MgSO0, &0l A HAEAIZIC.
MAE ZMASES 2 HEDFEJEHHI (HEZ/0E OLNIEIOIE 20%) 2 ’Wloro# THslees MM
e 2 U2 £S5

28 1.73 g (77%)

"H-NWR (200 MHz, COClg) &: 1.20-2.03 (7H, m), 2.53 (2H, d, J=6.4 Hz), 2.79-2.93 (2H, m), 3.49 (2H,

s), 4.46 (2H, d, J=5.4 Hz), 5.77 (1H, dd, J=6.2, 1.8 Hz), 5.93-6.08 (1H, m), 6.56-6.71 (3H, m),
7.03 (HH, s), 7.07-7.37 (9H, m).

IR (KBr): 3204, 1643, 1615, 1537, 1481, 1281, 1155, 772, 700 om

2) N-[4-(4-HMIZTHIH-1-LHE)-HE]-5-EI0t-1,80-CIOtRIOLHILIZE &l -4-It2=SA0I0|E CISIEEZ2
FelE9 4

e (12 ml) = N—[4—(4—“JX'MI1HIBI':| -
OIS 1.73 g (3.50 mM) 2 A0l 12N-Z A& 1 m] (
AZCH (Z2E0l 2elg). &0l t&%éé*%% =
EOtolCt. Ol=, 28 =&== 10l 2ol =
== UM 2 HHZ +=SotUl.

22 1.48 g (75%)
m.p. 164-172C

A
’é‘%OﬂA—I XUP P , é@%% F==2S0 1l
Clol € =

"H-NUR (200 MHz, DMSO-ds) &: 1.42-1.87 (5H, m 68-2.95 (3H, m), 3.02-3.17 (1H, m), 3.18-3.33

), 2.
(2H, m), 4.12-4.25 (2H, m), 4.35 (2H, d, J=4.6 Hz), 6.57 (MH, d, J=7.4 Hz), 6.96 (1H, d, J=9.2
Hz), 7.11-7.39 (9H, m), 7.50-7.65 (3H, m), 9.31-9.43 (1H, m), 10.49-10.79 (1H, m).

IR (KBr): 3217, 1634, 1566, 1537, 1505, 1298, 1217, 774, 700 o
CaoHa2N4OSCl2 - 0.5CHs0H - 1.5H0 Off CHet D=2 4

H&EX €, 60.28; H, 6.20; N, 9.07
& =Xl : C, 60.27; H, 5.89; N, 9.08
AA0 141

N-[1-(3-HE=Z22-1-2) I H 2| & -4-2 |5~

1) 5-ElO-1,80-CIOIXIOtMILIZE 8l-4-St =S A AtO] &M

OiEtE 500 ml = OI0ICHE[1,2-a]lTl2IE-5-EI2 120.

mol) 2 EH0l HE EZ20tMIHIOIE 88.6 ml (0. , 28

N 2 AEsS0 WBHAIZICH. Ol=, E0HE ZEotil SJ[AIZI12, =20 OE OLMHEIOIEES

EOtotRIlh. M4 HEE2 (HWRE, EC/NEot
[m] o

=
=

ottt o & x[1,2 a]HIEI':| ~5-21E1Q) 0t
NIEHIOIEE £dd=E SHZ +=SotAlt. &) =Md=2 Motk €1 O 0l=2 B30l AtZdt
RULCH.

2 . =8 199.7 g

OLMIEAH 500 mI & = OIE OI0ICHE([1,2-a]Lle|E-5-LEIQOMIHIOIE 199.7 g ¥ SAIHIE EIHIEcte!
224 g (1.60 mol) 2 EHS 90T OAM 1 USOH MEFAIZICH. A ‘j*c’é@%% S0l FoE, GIE
O}HIE{IOIEE 29 = RIIES 2210, =2 MEotD, MgS0, &0IA 2XZADIL, EB0HE 2
St EFJ/ AIZICH. == 01|E1|E§ gl Aot & OHE' 5-El0}-1,8b- EIOPI}OPHILP“%@%—
JPEEA'HIOIE% = &) AME2E FMOHA 210 Ol 01=F9 BHE0l At=oHRUALCEH.

=

S
o W
39 £§J
Oy
ﬂH[]

Jn
Joll

o
=
Jz
K
(4
Mo
>
o
©
w
D
©

—El0t-1,80-CIOtAIOtAILIZE &l-4-Jt 2 S A l0lE 193.69 g 2 EHU =

.57 mol) o EHMES FHItotl, %3 St WEHA|

Sk oF 130 ml = ZItot pH E 1, dd= BEES O

FAIE, Sic' CIOIE OHZ =AZ E£8}04 HHMstgt=S +=SotRlt.
)

=2

u

ko

o

m

ol o

lon

1o oy

o2

x=2
-HMI(Q 0-1 «Q

o =
> -~

w ol ol

«Q
,
[®a)
2

"H-NVR (OMSO-dg, 200 MHz) &: 5.97 (1H, dd, J=6.6, 1.2 Hz), 6.57-6.73 (2H, m), 6.88 (1H, s), 7.12
(HH, 9).
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IR (KBr): 3413, 1632, 1338 om .
2) N-[1-(3-HEZ2 E-1-) I H 2| 2 -4-2 ]-5-El 0-1,8b-CI Ot Xt OtMI LI ZE &l -4-It 2 S A 00| £ 9

OLHIELIEE 500 ml =0 5-El0t-1,8b-CIOtXIOLMILIZE &ll-4-It== A& 39.11 g (0.1792 mol)
EEAN=A0I0IE 21.7 g (0.188 mol)S &M WEBAIIIBA, 1-0IE-3-(3-CIHE00I =2 L)}

]
0x

He
T
oo

U=t =
0lE 3lE22=2¢2lE 36.1 g (0.188 mol) S &IIGtD, EFSS A=20MH M wWEAIACH. 4D
EZ%OH EZ/ME0L2! 30.0 ml (0.215 mol) S ’SJ}SJ_ 0l%, OtMIELIEE (100 ml)-222 X
m) & 4-0t0l=-1-(-HEZ2E-1-2)IHaIe 39.1 g (0.179 mol) & SHS HIIGIACH. &
’é%oﬂ/\-l 1T AIZESeH WEtAIZ|1], MddE QeXM JHMES 60l 2o 2lsotll, OtMELIEE R

ACH (=8 55.75 g). &I ZMAHEs eIt 2y JAZ0tEDHII (HE OLAIHIOIE @ g
IOIE/HES @ 4/1-1/1) 2 HHMGtL, S22 LE-NES2 HBFSAA EHSSS +=SoEHACH

MM AN L8 49.5 g (66%)
m.p. 189.5-191.0C

E

n— H
I

IR
Mo~

~

[> o 0l

17
O
20

o
z

o on

" H-NIR (COCl5, 200 MHz) &: 1.350-1.568 (2H, m), 1.760-2.134 (6H, m), 2.359 (2H, t, J=7.7 Hz),

2.623 (2H, t, J=7.7 Hz), 2.804-2.865 (2H, m), 3.720-3.920 (1H, m), 5.584 (1H, d, J=8.4 Hz), 6.787
(1H, dd, J=1.6, 6.0 Hz), 6.578-6.702 (3H, m), 7.045 (1H, s), 7.156-7.325 (5H, m).

IR (KBr): 2995, 1622, 1545, 1479, 1282 cm .
CotHosN 0S O CHBH D22 A

© C, 68.87; H, 6.26: N, 13.39

© C, 68.83; H, 6.39; N, 13.39

N~ = > =
[Ba
palial

HUT/ >
’o?
=
ne

| T2 E-1-2 ) I Hi el €l -4-2 ] -3-(5-E| 0F-1,80-CI Ot X OF NI LI Z €l 8l -4-2 ) T 2 Hi-1-2 ]3|
A

—EI0t-1,80-CI Ot XtOLAILIZE Bll-4-TH &t 2 2.54
totl, Sg=S 20 M WEAIZCH

%OH]I‘ZE N&E ot L. o 9 NEME XEotll, EMHE
—-El0t-1,80-CIOLXtOLAI LI EE Bll-4-Jt 222Ul EE EMGHA

T
a
==
Jul
Hl
o
=
— w
Q O
=
Ot
e G
Zi_l
Q
o
~
=
3
=
10

ﬁ
- O
=

(o))

z 1
T
=

O
u
=
el
[w)
0z
o
1>
O
=
FA 0 10 ¢
il
50 0% 1o 0t
k12 o J2

= H
=)
o
lo
T
oo
=2
>
0F0
ol

=]
C

.

ot
| 50 ml F t-2E 4-[(CHSAZAZLY)OME]L
B0 %X TielEE A8 olCelc 6% HEtel 0.5
TOA 2.5 AIRIEO MEFAIKCH 4| B &8

T8 L0 O AL ZR e 4 2D o Ee Bate ua
o DUAZCH A) BSEESS 20l ROSL. WS OMEIOIE
JosD: HO0IA PENDID, BOIS 2ol BRAKD, MAE E ©)-
~4-2]-3-(5-E| OF-1,8b-C| OF Xt OF & |t

=

o
" w©

ﬁ’"‘ﬂIIO%

H~—

o

ommﬂn o=

nJg
o]
il
i 1o

m
o

0|0
ron
oo
THo
y 2
=
F
[wl
=2
um
e
i
o070

10
=2
x
o
_\,-'_
HU E o
HUI'
o
Mo ¢
1o
T
om
o
F o
HL 30 =2 &k~
Cu
[Pd
N
0o o
Far

~ Ol

Y
T
all
J
=
W
I
il
=
=
o
o

E 0
[l
um
!
"
0
E
H
=
L
|
fo
uo
0X H
=
[o]]
b
T
)
L
o
H
=)
A
10
ra
0l
E
=

) 0 Bl 2I €1-4-2 ]-3-(5-E] OF—1,80-C| OF K} OF Ml LE T & @il -4~ ) T2 Bl
E2S AR0M 10 2SO DUAZCH AJ| B2 0o

TS

B0l ) of 3l=5t1, Oigt2 & CIOE OHZZ A5

=) r}oh
b
=
for
o2
MHo

| D2, =8 2.5 g (54%)

"H-NVR (CD500-OMSO-ds, 200 MHz) &: 1.672-1.881 (2H, m), 2.050-2.123 (2H, m), 3.017-3.158 (3H, m),
3.422 (2H, t d, J=4.0, 13.2 Hz), 6.381 (1H, d, J=15.8 Hz), 6.787 (1H, d, J=7.4 Hz), 6.876 (1H, s),
7.133 (1H, d, J=8.8 Hz), 7.354 (1H, d, J=15.8 Hz), 7.494 (1H, dd, J=7.8, 9.2 Hz), 7.594 (H, s).

IR (Nujol): 3431, 2686, 1680, 1635, 1587, 1215, 1027, 785 om .
2) (B)-1-[1-(3-HEZ28-1-2) O/ Hi2| &l-4-2 |-3-(5-EI Ot-1,80—-Cl Ot Kt Ob I LI ZE @l -4-2 ) T 2 HI-1-2 2

1-(Il 2l &-4-2 )-3-(5-El Ot-1

8b
56 M), FE2RD3HEIRE 0.5 g 21001 0.
o BiRAC. )| peEEss LONUES ~go0l =0w D, O]
=250 SIIEZ 20 MgS0, AU AZAIDID, BHE 250l ZFA
2 =

|
ZO0tEDHI (ME OtMIHIOIE-OE OtMEHIOIE/HES 4/1) 2 HHMGH

-CIOIKIOtHI LI ZEl Rl 4-2 ) T 2 H-{-2
(2.63 mM), & E2I0EO

@®
>
ms 0

B

159 g (21%)

" H-NIR (COCls, 200 MHz) &: 1.619-2.110 (84, m), 2.339-2.526 (3H, m), 2.634 (2H, t, J=7.7 Hz),
2.962 (2H, t d, J=3.2, 11.3 Hz), 5.894 (1H, dd, J=1.8, 6.4 Hz), 6.050 (1H, d, J=15.0 Hz), 6.345
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(1H, s), 6.651-6.786 (2H, m), 7.028-7.325 (7H, m).

IR (neat): 2941, 1676, 1564, 1498, 1340, 1261, 1144, 1066, 773, 750, 700 om .

3) (E)-1-(1-(3-H L Z 2 8-1-2 ) I H 2| €l -4-2 | -3-(5-E| Ot-1,8b-C| O Kt OL I Lt ZE &l -4~ ) T2 HI-1-
ClslcEz2=ze2le9 &4

e 2 ml =0 0.159 g o (E)-1-(1-(3-HEZ2E-1-2 ) Il H 2| 2 -4-2 ]-3-(5-E| O-1,80-C| Ot X+ OL Al
LIZE4-2) T2 H-1-28 _E/\I?_l =, SISEEA W HEsS Ia BAS "%3}0}3 Eg=2
10 FS WEAIZILH. &) BEEESS sEAIID, HES-UINE HH=2=2 ZHSAIH BEMSES
= =SotALt.

QUM NHE. =8 0.151 ¢

" H-NR (CDs0D, 200 MHz) &: 1.722-1.921 (2H, m), 2.008-2.171 (4H, m), 2.726 (2H, t, J=7.5 Hz),

),
3.006-3.178 (5H, m), 3.449 (0.4H, br d, J= 12 Hz), 3.648 (1.6H, br d, J=11.4 Hz), 6.367 (0.8H,
d, J=15.4 Hz), 6.420 (0.2H, d, J=15.8 Hz), 6.794 (1H, d, J=7.4 Hz), 6.883 (IH, s), 7.134 (WH, d,
J=9.0 Hz), 7.199-7.418 (6H, m), 7.499 (1H, dd J =7.6, 9.2 Hz), 7.592 (1H, s).

R (Nujol): 2457, 1678, 1635, 1581, 1209, 1126, 1082, 972, 783, 754, 725 o
CosHasC12N0S - 1.28H0 Ol CHE D224

H X 0 C, 59.42; H, 6.05; N, 8.00
=Xl : C, 59.05; H, 5.65; N, 7.93
2 A0 143
(E)-5-[1-(3-HEZ=2T-1-2 ) I/ H 2| &l -4-2 |-1-(5-E| Ot-1,8b-C| Ot At Ot Al LI Z & &l -4-2) ) -1-BIEI-3-2 (]
||:§:1§E||:O| t::l.o
1) E)-5-(HlH2l&-4-2)-1-(5-EI0t-1,80-CI Ot KOt MI LI Z 2 &l -4-2 )-1-BIEI-3-2 CISIE2E2=22IE9 &
=
NN-CIHEXZS00IE 25 ml & 5-El0H-1,8b-CIOtXIOtMILIZE &I-4-DIEt= 2.234 g (10.938 mM) 2 SH
ol &4 ol 6 g = FItold, E8== A20AM ZM wWEAIZRC. o) BHSEYg=S
OiGtD, ZH AOIAE NN-CIHEEZSO00IEZ MASIRUCH. Y L NBUZS 20t %%/\I?# Z0E
MHotCH dMd= X 5-E[0-1,8b-CIOtAIOtMILIZE -4-JI2 22 H6I =5 FMotAl 1 iz 0l
o BrS 0l ALESHRILE.
E20 50 ml & t-2E€ 4-[4-(CHSAEZAZY)-3-2A2L]H2H-1-I=ZZ2L0E 4.77 g (13.1
mM) o U0 HH HmetE=E A8 ol=2lE 60% SEM 0.48 g (12.0 mM) 2 A=201A EIt6tD, é@%
S ES2T0AM 2 AIZSS WEHAIRICH.  &D| BrSESESS NN-CIHEZS00IE (30 ml)-S2 (50
m) & &I = 5-El0t-1,80-CIOtAOtAILIZEI-4-St2ELHSIE SHN LA HOtot=, E&=2
2S2T0A 3 AlZtSet E‘i*/\l?iﬂ. ) BtSEEES =0 F0HEL, O OLMHOIEZ 338 FZ0t
UL, RIISS 20t &0AM HEZAIIID MgSO, & EOHE 2ctill SJFARUCH. S&F=SS Aot ZE
IA20tEDHI (HE OM1|E1|O|E D Ol2 OtMIHIOIE/OIErE @ 9/1) 2 FHMGtH X (E)-5-[1-(t-2=Al
}E‘:'L')ﬂll_bllal'll—ﬁf—o'] -(5-EI0-1,8b-CIOtRIOFMILI ZE @l -4-2 ) -1-BIEHI-3-2 S =SGIACH. &I =

MHES HHMGHN 210 Oz 0lF2 BHS0ll ALS6HALE.

AJ1 E (E)-5-(1-(t-2SAII 2 2) T B2l E1-4-2 |-1-(5-E) 0f-1,80-C| OF X OF Al Lt & &4 2ll—4-21 )1~ Bl Bl
3-201 55 a5l 2 HIIGt], SHES AR0MN 15 2SO DHAIZCH. AD| BISES20 e
2SS HII 2, DUADID, MHE AFMSS o0l A S5, EE L CHE HEHZSR ASH

"H-NWR (CD;0D, 200 MHz) & 1294—1.479 (2H, m), 1.583-1.646 (3H, m), 1.967 (2H, d, J=13.6 Hz),
2.9

2.756 (2H, t, J=7.1 Hz), 1 (2H, t, J=13.1 Hz), 3.381 (2H, d, J=12.6 Hz), 6.270 (1H, d, J=15.8
Hz), 6.803 (1H, d, J=7.4 H) 6.848 (1H, s), 7.138 (1H, d, J=.2 Hz), 7.296 (1H, d, J=15.8 Hz),
7.507 (1H, dd, J=7.6, 9.0 Hz), 7.588 (1H s).

IR (Nujol): 3413, 2717, 1680, 1635, 1579, 1211, 1074, 972, 792 om
2) (E)-5-[1-(3-HEzZ22-1- )0l H 2l &-4-2 ]-1-(5-El Ot-1,8b-CI Ot K- OF Al Lt Z & il -4-2 ) - 1-BI EI-3-2

(
of g4

(E)-5 -)-1-HE-3-1 Cl5lE22
2 g (0.878 mM), 1—E§_‘?_—3—_I'é'E§EF 0.26 g ( .32 mM) Elé ECIHEO0L2! 0.43 ml (3.07
mM) o BHE 1 dS SRAZC. 0F, BHSEEFES %‘EML}EE =ZH0 ROED, OE OtAlH
= UL, RIISS 20t MgS0, &f0IA A £ 2 Yotll SFRARLCH. =S
AZ20tE0cHO (HE OLMIEHIOIE @ OIE PHIHIOIE/EH g2 : 9/1) 2 FHMaol ZH

=)
=
o
o
>
9
@
m
)
N
@
g
o
)
ﬁ
g
z
ri
_J>
ﬂJ

>
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" H-NUR (COCls, 200 MHz) &: 1.158-1.366 (2H, m), 1.524-1.987 (9H, m), 2.345 (2H, t, J=7.7 Hz),

2.561 (2H, t, J=7.7 Hz), 2.617 (2H, t, J=7.7 Hz), 2.913 (2H, d, J=11.0 Hz), 5.898 (1H, dd, J=1.8,
6.2 Hz), 5.948 (HH, d, J=15.,4 Hz), 6.334 (1H, s), 6.649-6.785 (2H, m), 7.003 (1H, d, J=15.4
Hz), 7.107 (1H, s), 7.127-7.319 (5H, m).

eat): 2923, 1570, 1500, 1342, 1261, 1144, 1076, 964, 773, 733, 700 om

IR (n
3)  (E)-5-[1-(3-HY X2 8-1-2) I H 2| €l-4-2 ]-1-(5-E| Ol~1,8b-CI Ot K Ob M LI Z &l 8l -4-24 ) -1 - Bl €l -3-&
talc2222/c9 &4
e 2 onl o
(E)-5-[1-(3-H Y T2 B-1-2 ) | Bl 2 ©l-4-2 ]~ 1-(5-E| Ot—1,8b~Cl OF Xt O Al Lt I &1 2ll-4-24 )~ 1~ Bl €l -3-2
. S s 1

.= ouw

‘==A90, NEe-C0E 22 =X
0.309 g

&l
SIStHEN W HEs & SHs Hototd, eg==
3l

"H-NUR (CD;0D, 200 MHz) &: 1.403-1.733 (5H, m), 1.952-2.148 (4H, m), 2.672-2.780 (4H, m), 2.910

(2H, t, J=12.1 Hz), 3.041-3.125 (24, m), 3.555 (2H, d, J=13.2 Hz), 6.254 (1H, d, J=16.2 Hz), 6.791
(1H d, J=7.6 Hz), 6.841 (1H, s), 7.130 (1H, d, J=9.2 Hz), 7.171-7.336 (6H, m), 7.496 (1H, dd,
J=7.5, 8.9 Hz), 7.579 (1H, s).

R (Nujol): 3408, 3165, 2679, 1668, 1641, 1184, 972, 762, 723 cm
C28H33C|2N308 : 1OH20 0‘“ I:H@' jl%ik\'

=
[Ba
pal

© C, 61.31; H, 6.43; N, 7.66
© C, 61.01; H, 6.53; N, 7.58
144

“4-[2-(1-(3-HEZ22-1-2 )T H a2l H-4-LH E=Z Y [ < ]-5-EI0t-1,80-CIOt X OL I LIZE &l Clol &
§a||:o| ol-/\-|
E)

=

m
2

)

HU—~ > >

,-\HIU

-4-[2-(OlH 2l g -4-LHE=Z L )HI L ]-5-EI0t-1,8b-CIOLXIOtMILIZE Rl CISIEZR 22229 &4
N N-CIHEZE00IE 30 ml = 5-EI0t-1,80-CIOFXIOLAILIZ E &ll-4-HIEFS 0.904 g (4.426 mM) 2 SHl
= %

—_
~—

N 0lAetY2F 2 g (Aldrich) 2 EOiotd, S22 A20A 4 Al2tSet 7‘& | Ch. 2D g8t
== Oidtotd, EH AHOIZE NN-CIHNEEZSO00IEZ AEGIAT. HH L HMEFAS 20 ES0HE 2
otoll SFAIZUCH. &= X 5-E/0+-1,8b- IZIOPIPOPHIH&E'@—4—9}22%’[{@5% ZMGHA &0 Oz
Ol=2 Ers0ll AFSotAUTH

S20 30 1l B t-22 A(CNSATATIHESSTLHL)DHIL-1-F2Z4H0IE 2.01 g (4.87
o ot oF HRE 25 Sl2lS 604 H=ol 018 g (443 ) £ & +
J.I_

i) M20 N HIIED, 282
S BS2TOMN | AIZISr DEAIRCH NN-CIHZESOHIS (10 ml)-S29 (30 ml) 5 &I = 5-
011, 6-C O VO L T B 7| 2 S 51 20 modOl A0) BB EEZE ARUIN A1, B8 E
S SERC0M 0.5 AFSOH DUAIZICH 4D B28822 20 2020, Y OMEOER 33
ZS0IUCH RIIBZS 20 NgS0, A0IA AEAID, SHE 2o SRAAC. HRSS A2
22 I20HE0HD (MY OLMEIOIE-UIY OHMIEIOIE/HES = 9/1) 2 FREGHN X (E)-4-[2-[1-
(t-2SASI2EY)IIH 2 S-4-LH et T2 HI L ]-5-E|O-1,80-CIOLKOL M LIZE IS ~S5HACH 4D
ZMH22 FAGHN 2D 02 0129 B0l AHS5H2ICH

AI] E (E)-4-[2-(1-(t-F S A2 2 L) T Hel El-4- U 0 €= T 2 ol 2 ]-5-E/ O—1,80-Cl O XHOL M LEZ £
O 3l O =5 YMS HIIotD, SH2S A20M 10 SO WEAIRC. &I BSEE20 HES
S ®lolD, MEE AESS 0iBU oo S50, NEE ¥ CHE HHSE HENoR pIAGI
ENsEES +Sotoult

=
| DEE. =8 1.398 g (73%)

to
&
= lon

'H-NIR (CDs0D, 200 MHz) &: 1.520-1.734 (2H, m), 2.189 (2H, br d, J=15.4 Hz), 2.278-2.410 (1H, m),
3.068 (2H, t, J=12.6 Hz), 3.226 (2H, d, J=6.6 Hz), 3.398 (2H, d, J=12.4 Hz), 6.801 (MH, d, J=7.2
Hz), 6.805 (1H, d, J=15.4 Hz), 6.920 (1H, s), 7.149 (1H, d, J=8.8 Hz), 7.274 (1H, d, J=15.4 Hz),
7.514 (1H, dd, J=7.6, 9.0 Hz), 7.625 (1H, s).

IR (Nujol): 2715, 1633, 1597, 1308, 1201, 1134, 945, 854, 785, 737 om
)

(B)-4-[2-[1-(3-HEZ2&-1- )-T| H 2l e -4-L H Et=Z I ]| & ]-5-E| 0t-1,8b-C| Ot Xt Ot Ml LI Z E 8l O

Hl< ]-5-EI0t-1,80~ EIOPI}OPHILPE% I ClslEZ22
1—E§‘:' 3 MIL'“EE, 0.28 g (1.39 mM) 2 ECIOE0te 0.45 ml (3.24

OF S FAIZICH. &J| ptEEg=sS SEHAMUEE *BOHOH S0i€, e OtAlE]
EoIRUL. RIISS ZO0F MgS0, AUAM HEAIDILD, SOHE 250 EFAIZC. RS
JZ20tE0cHIl (HE OLMIHIOIE-UME OLMIHIOIE/MES : 9/1-1/1) 2 FHMGIH E

I

- —~

f
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Mt 2e +SaHACt,
XM R 28 0.373 g (94%)

"H-NWR (COCls, 200 MHz)
2.653 (2H, t, J=7.6 Hz),
Hz), 6.060 (1H, d, J=1
7.161-7.326 (6H, m).

1.681-1.822 (24, m), 1.887-2.311 (7H, m), 2.542 (2H, t, J=7.8 Hz),

8
2.977 (2H, d, J=6.2 Hz), 3.072-3.182 (24, m), 5.929 (1H, dd, J=1.8, 6.2
0

5.0 Hz), 6.396 (MH, s), 6.692-6.814 (2H, m), 7.023 (1H, d, J=15.0 Hz),

IR (neat): 2939, 1581, 1498, 1294, 1126, 837, 777, 731 om

3) (BE)-4-[2-[1-(3-HEZZ=2E-1-)IIH | H-4-LHEt= X L |8 L ]-5-EI0k-1,80-CIOLRIOLMILIZ E &l CJ
slEzE=2elE9 B4

JIIH el E-4-2L N et = Z Y HI Y ]-5-El0F-1,
3

l2rol BIEFS Z4ot BMES FIIoH, I

SEAZIL, GES-CIOE H=2 2E}AH ZEMF=SE +

ﬂJIO
el
m
>
N
00 7
Or tol ﬂl
o
=R
FHU
M _L
\—_| ﬂJ9

g = )
o U\I94E} )| BtSEEES

ot ALk,
QUM IHE. =5 0.373 ¢

"H-NMR (CDs0D, 200 MHz) &: 1.584-1.799 (2H, m), 2.000-2.258 (5H, m), 2.711 (2H, t, J=7.5 Hz),

2.962-3.141 (4H, m), 3.218 (2H, d, J=6.2 Hz), 3.550-3.619 (2H, m), 6.800 (1H, d, J=7.6 Hz), 6.802
(1H, d, J=15.0 Hz), 6.924 (1H, s), 7.125-7.307 (7H, m), 7.510 (1H, dd, J=7.4, 9.0 Hz), 7.627 (1H,
s).

IR (Nujol): 2638, 2360, 1633, 1591, 1306, 1269, 1122, 847, 816, 768 om
CosH3iC12N302S, - 3.0H0 Off CHEH D= =24

HA&X + C, 51.48; H, 6.15; N, 6.93
=Xl : C, 51.69; H, 6.20; N, 6.55

I

AAIOI 145
(E)-4-[2-(1-(3-HEZ2&-1-2 ) I Hcl Z-4-L I € El 2 |HI £ ]-5-EI Ot-1,8b-
CIOHXIOtMILIZE e CIsIE2 22259 &4

1) (E)-4-[2-(THe2lH-4-LHEEIR)HI L ]-5-EI0t-1,80-CI Ot KOt AILEZ & &l
CIsIEZ2E22EQ &4

S22HES 30 nl 3 5-E101-1,8-CI0IXO
51942+ (Aldrich) 3 g 2 ®Jlotn, =82S & oF 1
510, ZE HOI9E 2R2ES0=2 NMESIAC. 0N U A-AS
AJ| +S® E 5-E10-1,80-ClOFKI OFAI LI E &2 g
Ol AFSTHRALH.

NN-CIOIEZS0I0IE (10 ml)-S2A (50 ml) & t-FE 4-(CUNSAZAZHNEEQ0E ) TIH2IE-

2E 4-(
1-JI2=4dI0IE 2.20 g (5.78 mM) £ ADJ| & 5-EI0+-1,8b-CIOtXIOtMILIZE EI-4-It2EL{ 5 EQ &
MOl t-FSAIEZES O 59 g (5.25 mM) 2 EIIot, EEES A20AM 15 =3¢t DLHU\|9:‘|:|' &) gt
SEE=S =0l R0E22, HE OLMHIOIEZ 33 FEoIALH. FIIESS 20 MgS0, &0IA AZAIF|I 1D
SHE ot %E/\I?il} 220 == & 4ml 2 FII6HD, SEES A20M 10 2S¢t DLEF
AZICH &) 220 OEss  Ot8t =, WEAIZILD, M8 FHESS U0 2o sl+5t1,
OEt2 & ClHE =22 HEHoz BIAGIH HNSIEES SOt
g4 D82, =8 0.667 g (32%)

"H-NMR (CDs0D, 200 MHz) &: 1.409-1.612 (2H, m), 1.859-2.017 (1H, m), 2.098 (2H, d, J=13.6 Hz),

2.894 (2H, d, J=6.2 Hz), 3.004 (2H, t, J=12.4 Hz), 3.418 (2H, d, J=13.2 Hz), 6.318 (1H, d, J=15.4
Hz), 6.321 (1H, s), 6.644 (1H, d, J=15.4 Hz), 6.767 (1H, d, J=7.6 Hz), 7.119 (1H, d, J=9.2 Hz),
7.405 (IH, s), 7.473 (1H, dd, J=7.8, 8.8 Hz).

IR (Nujol): 2706, 1637, 1500, 1207, 937, 773 on
2) (E)-4-[2-[1-(3-HEZZ=2E-1-)IIH | -4-LHEEI2]8I L ]-5-EI0-1,80-CI Ot X OLMI LIZ 2 I O

4

i

UEE 20 0l B (E)4-(2-(DHAS -4 2HSEI)HL) SEOL1 8 LN HUASY [5S2a2
2l 0.314 g (0.780 mM), 1-EZ2Z-3-HELZZE 0 g (0.94 mM), & Ec/IE0t2 0.38 ml (2.73 m
J Bus @S0 geNnn. &0l wseaEs SEdlcs 80| 20D, OIE OHAIENO r

S, RIISS 20b MgS0, &0 A=A, SIHE 2Lotol SFAZCL. IS &
Z0tE0HI (HE OLMIHIOIE : HE OLMHIOIE/NES : 4/1) 2 EHGHH HHMEES

v

*LU

170-143



1019980707319

A OHR|. =8 0.233 g (67%)

" H-NUR (COCls, 200 MHz) 1.255-1.614 (34, m), 1.795-2.004 (6H, m), 2.381 (2H, t, J=7.7 Hz),

8
2.584-2.683 (4H, m), 2.956 (2H, d, 11.6 Hz), 5.862 (1H, dd, J=1.0, 6.8 Hz), 5.891 (1H, s),
5.986 (1H, d, J=15.4 Hz), 6.113 (1H, d, J=15.4 Hz), 6.625 (1H, dd, J=6.8, 9.4 Hz), 6.737 (1H, dd,
J=1.1, 9.1 Hz), 6.951 (1H, s), 7.134-7.317 (5H, m).

IR (neat): 2933, 1610, 1475, 1290, 1246, 1136, 916, 851, 771, 700 om

3) (E)-4-[2-[1-(3-HY T2 E-1-2)-I|H 2| 1-4-L K € €] 216l £ ]-5-E] OF-1,80-CI OL KHOFMILFZ 41l T
c2222|c9 g4

HEs 2 m S0l (E)-4-[2-[1-(3-HEZ2E-1-2) Il H el -4-2HEEI ]8I £ ]-5-E|0-1,80-CI Ot X+ OF Al
LIZEa 0.233 g 2 S5A2 =, SSHER Wl HES g4 8Hs Fototl, Eg=S 10 =5
WEAIZLH  &D| StSEgES SsFAIHA HNASSS +=SotALH

QXM HE. =8 0.253 ¢

" H-NIR (CDs0D, 200 MHz) &: 1.504-1.700 (2H, m), 1.840-2.167 (5H, m), 2.713 (2H, t, J=7.1 Hz),

2.882 (2H, d, J=6.6 Hz), 2.969-3.141 (4H, m), 3.552-3.654 (2H, m), 6.312 (1H, d, J=15.4 Hz), 6.321
(HH, s), 6.632 (1H, d, J=15.8 Hz), 6.765 (1H, d, J=7.4 Hz), 7.121 (1H, d, J=9.2 Hz), 7.167-7.340
(5H, m), 7.405 (1H, s), 7.470 (1H, dd, J=7.8, 9.2 Hz).

IR (neat): 2949, 2717, 2553, 1635, 1574, 1498, 1448, 1304, 1213, 783, 752, 702 cm_1
026H3|C|2N382 ° ZOHZO 0‘“ I:H@' jl%‘i‘&\'

H X 2 C, 56.10; H, 6.34; N, 7.55

=Xl : C, 55.99; H, 6.50; N, 7.57

A A0 146

(E)-N-[1-(3-HIE =2 B-1-2 ) I Hl 2| &1 -4- Ol € ] -2-(5-El Ot-1,8b—CI OF A} OL A LE Z &l &l -4-2 ) HI 2 -= Z Ot
0l CsIEZ2EZ2ES &4

1) (E)-N-(IlH 2l -4-2 0l € )-2-(5-EIO0t-1,80-CI Ot At OtAILIZ E 3l -4-2 ) HIZ = Z0I0|E LISIEZR2

FelE9 4

S22X5 30 ml = 5-EIOt-1,8b-CIOtAOtMILIZE &8l-4-0IEF= 0.800 g (3.917 mM) 2 SH0 & O0f4t
st 3 ¢ (Aldrich) = dllotll, ES=S A20AM 4 AlZtSeh WBAIZCH. &) BtSEgEs ot

22REECZ ME 6%9"1[}. O o NEHS 20t SOHE 2 Loto SFAIRULH
I 5-E[0F- 1 8b-CIOLAOLMILIEE el-4-JI2 282 HolEE HMotAl &0 JOWUZ 012 EHZ0l A

ol
0x K
1]
o
=2
L=
LU

Qﬂ
= ;9 -

Ct.
(20 ml)-HIEctSIE2Fe (20 ml) & t-FE€ 4-(CHSAZAZSHHESZLO00|=0E ) IIH2IE
SAZ0IE 2.16 g (4.11 M) 2 SHN XX OHetEES A8 ol=2lE 60% SEH 0.33 g (8.
al 0 S22 2S2T0AM 1 Al2tSe WEHAIZCH. NN-CIHEZS0H0IE (
S (50 ml) & &I X 5-EIOt-1,8b-CIOXIOMILIZE &I-4-It2 8 M| =2 SHN &I BISE
A=20A Ellotll, Eg=S 2S2T0AM 0.5 AIZSE _’“*/\Iaﬂﬂ o) grsEg==S =0
. UIE OtAIHIOIE FEoIUCH. RIIES 20t MgS0, &H0iIA 2 }_/\IHI , EHE Z ot
Pa“ 2y JZ0tEHT (2 OLMHIOIE OHE' NIEIOIE/DIE S
E)-N IBPE‘Z'L')Hllﬂlalcl—4—°'ﬂ1|5'] -2-(5-E/0k-1,8b- POFHILF&%@%—
ZO0I0IEE #%6%9‘1&. &) ZMHEEN 5= & 1nl S FOto D_, :.’%C’ A=0lAM 30
BEAIZICH. 4D BtSEE20 eSS ottt =, wetAI711, ¥ dd= 3d 201,
A
e

CIOE OlHee 95822 NEGH0 HHaE=SS
=2 0.384 g (22%)

vgémhn 010 0%
ﬂJ|0|m
Z
r
2
_>c
1
M-

ol
ka
= 831

aZ
= 2
> U0 jo Nim

;HEI:J

Q-

A

-|H

>
0||—v——'—

o

THo 0l
ﬂJIO
@

—Ev

~
T

HI e o gy 1T
mon =2
o rSZm
H'EFJHH)- ol

=2

ol
Iz
kJ
0ge
o

"H-NMR (CDs0D, 200 MHz) &: 1.339-1.631 (2H, m), 1.727-2.186 (3H, m), 2.910-3.063 (4H, m), 3.360-

3.452 (2H, m), 6.546 (1H, d, J=14.8 Hz), 6.809 (1H, d, J=7.6 Hz), 6.840 (1H, s), 7.119 (1, d,
J=14.6 Hz), 7.151 (1H, d, J=9.2 Hz), 7.516 (1H, dd, J=7.6, 9.2 Hz), 7.594 (1H, s).

(Nujol): 3064, 2727, 2505, 1637, 1601, 1138, 1061, 851, 787 om
2) (B)-N-[1-(3-HEZZ28-1-2) I H el -4-L 0 2 ]-2-(5-E|0t-1,80-CI OL Rt Ot Lt ZE &l -4-2 ) HIH = Z
|

otoleel &4

IEf2 20 ml & (E)-N-(LHele-4-L0olE)-2-(5-EI0t-1,8
SIE22=22|E 0.285 g (0.634 mM), 1-EE22-3-HEIZ=ZE (.15
0.31 ml (2.22 mM) 2 SHS 1 &
g, OIE OHMIHIOIEZ 23] F
2gotil SJAIZL &FRESS &ald E’

9/1) 2 Mot ENSESES +SotAct. M AHE. =

2

T Eal-4-2)H S Z010|E [
76 M), % Ecloorn o
2 IES sz =

g
0 MgSO, &OIA HXZAIDID, EHE &
! OLMIEIOIE-0IE OLMIEIOIE/TES -
74
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"H-NUR (COCls, 200 MHz) &: 1.230-1.623 (3H, m), 1.726-2.036 (6H, m), 2.333-2.496 (2H, m), 2.624

(2H, t, 7.7 Hz), 2.875-3.029 (4H, m), 5.130 (1H, br s), 5.895 (1H, dd, 1.4, 6.6 Hz), 6.003 (1H,
d, 15.0 Hz), 6.322 (1H, s), 6.638-6.800 (2H, m), 6.901 (1H, d, 15.0 Hz), 7.120-7.315 (6H, m).

IR (neat): 3030, 2931, 1585, 1329, 1140, 731 om .

3) (E)-N-[1-(3-HEZ2&-1-) LI H 2l -4-2L 0 Z ]-2-(5-E|Ot-1,8b-CI Ot Kt Ot M Lt ZE Bl -4-2 ) HIL = Z
Ol.l:]l [:l |C§J§a|:_4 ol—/\‘|

HEsS 2 ml S0 (E)N-[1-(3-HEZ28-1-2 ) I H 2| &l -4-L 0l € ]-2-(5-EI 0F-1,8b-CI OL K} OF Al LI Z E &ll-
4-A)HIEE=EZE0I0IE 0.217 g2 SEAZ =, StettEx w20 HEs s FHostn, E82s 10
232t WEHAIZCH &) BISEESE SHEAH ZHIEESS sSotil. M AHNZ. =2
0.247 g

"H-NR (CDs0D, 200 MHz) &: 1.434-1.628 (2H, m) , 1. 714-2.165 (5H, m), 2.709 (2H, t, J=7.5 Hz),

2.911 (2H, d, J=6.6 Hz), 3.008-3.141 (4H, m), 3.522-3.621 (2H, m), 6.536 (1H, d, J=15.4 Hz), 6.803
(HH, d, J=7.2 Hz), 6.838 (1H, s), 7.106 (1H, d, J=15.4 Hz), 7.150 (1H, d, J=9.2 Hz), 7.155-7.332
(5H, m), 7.506 (1H, dd, J=7.,8, 9.0 Hz), 7.590 (1H, s).

R (Nujol): 3351, 2667, 1632, 2331, 1144, 725 cn
C25H320|2N40282 . 1OH20 O“ [:H?_F jléiﬁ

-[1-(3-HE Z2E-1-2) I H el & -4-2]-5-E| 0t-1,8b-CI ORI OLMI LI ZE @l -4-It2 S A 0101 E9] &4
1) 5-ElO-1,8b-CIOtXIOtMILIZE @l-4-It2 S A &0 4

HEr=2 (6.6 ml) = OIE 5-EI0+-1,8b-CIOtXIOtMILIZE 8I-4-II2SAYH0IE 2.2 g 2 SEHU IN-
SHUES —’.‘—%—\” (13 ml) 2 Eolotn, SS=S A20M 2 Al2ZtSer WEHAIZICH. &) BHEEE
IN-GA22 YHSHN pH 5 2 ZFGIJCH. =, =SS 2420AM 1 /\IDJ%‘&F WHEAIR

’E”é* —’#—i*%g Ol tOll 2ol ==&otl, 2XAIH 5-El0-1,80-CIOXIOFAILIZ & &l-4-3

"H-NIR (300 MHz, OMSO-ds) &: 5.97 (1H, d, J=7.0 Hz), 6.60 (2H, d, J=9.1 Hz), 6.67 (1H, dd,
J=7.0, 9.1 Hz), 6.89 (H, s), 7.12 (1H, s).

2) N-[1-(3-HEZ2 E-1-) I H 2l &-4-2 ]-5-El0t-1,8b-CI Ot XIOtMI LI ZE &l -4-It 2 S A 00| £9) &4
(i) & (A)

NN-CIHEZEO00IE (15 ml) = 5-EI0t-1,80-CIOtXIOLAILIZE ll-4-3t=2 S A& (1.2 g), 4-0t0l=-1-
(-HgZz2E-1-2)IHcl Y ClslE2222lE (1.5 g), ECINE0ote (1.5 ml), 1-5IEEA-IH-#ZXE
elotE ZL3IEd0lE (0.8 g), ¥ 1-0E-3-(3-CIHEOo0I-Z2E)I2L00I0E dEZS=22E
1.0 g) 2 SEMS 50T MM 2 AlZtSeH WEAIZICH HMEZ YW2AI2l £, &) BtSEgss e
HIHIOIE/HIERIGIEZ ZE (4/1; 90 ml) 22 FHGIULL. RIIES IN-USUEE =N (10 ml)
2 (30 ml) 2 MAGLD, sSARUL. M= 2H =222 C0AZZE HHZ2 (20 ml) 2 SAGH
, AXZAA BMSESS +=SOtACH (2.0 g, 95%).

n

- UM'D (X
T
i
@

om
U0
ol

=

2%eb (100 ml) = 5-El0k-
ml) of &My LY 2
b WBFAIZCH. &DJ| BHS

NN
o

)

O 21m
-J>|n
=

s jo

|
o
[}

IC-1-(-HEZ2E)IHeld Csl=Ez222 & (13.4 g), 1,8-CIOXHIAIZZ[5.4.0]-7-204l
ml), EcIEote! (25.6 ml), & N,N—EIHI%&.?O}DI‘: (60 ml) o SHH &I LG HM=EE
A EOtotAL. 0l%, =22 A20A 1.5 AIZS
) 2 3A45t0, OE OtMHIOIE/HIERIGIEZ ZE& (4/1;
1 ES =8N (100 ml) & 2 (300 ml) 2 MAEGSHD, 55
ZZOHZ (20 ml) 2 BASID, HXZAHA EHNSESS +SOotJACH

>BrRMW s
Wy 12w
3 EJ ﬂJ|0 ~
e
> 10
29 HN
msy
S
0z O
=0
ra 0z
00 v
M o
% —
Ho >~
o
62 -
0 I
—~
P
>.
p'y iy

e
[w]

z

X

n

Y
0

0
o
oY
> Ol

-~
™
<o)

EQ.
(@]
32

H-NMR (300 MHz, COCl3) &: 1.45-1.53 (2H, m), 1.69-1.83 (2H, m), 1.85-1.92 (2H, m), 1.96-2.08 (2H,

m), 2.33-2.38 (2H, m), 2.60-2.65 (2H, m), 2.81-2.85 (2H, m), 3.79-3.82 (1H, m), 5.53 (1H, d, J=7.8
Hz), 5.78 (1H, d, J=6.6 Hz), 6.59-6.69 (3H, m), 7.05 (1H, s), 7.16-7.19 (3H, m), 7.25-7.30 (2H,
M.

AAI0N 148
N-[4-(3-HEZ2 E-1-2 ) I H 2t & -1-L 32 2 L 0l € ]-5-E/0t-1,8b-CI Ot X Ot MI LI ZE &l -4-It 25 A 00| =
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ClolEz22=22E9 &4y
1) N-[4-(3-HE=Z28-1-2) I H et -1-LIH =2 L0l € ]-5-E/0F-1,8b-CI OL X OM LI Z 2 gl -4-2t 2 S A 0L

0l=9 &4

OLHIELIEE (20 ml) = 5-El0t-1,80-CIOtAIOtAILIZE Bll-4-St =S A4 1,

Al=410I01E 1.05 g (9.12 mmol.) < SEHHQ N-OIE-N'-3-(N,N-CIBIE Ot

SIEZZ2=22/E 1.76 g (9.18 mmol.) S A20M FHIIGIACH. EEESS 1.5 Al .

2 AMAEN OtMELIEZ (15 ml) & 1-0t0I=O0tMIE-4-(3-HE 22 H-1-) I H2t& CsIEE2E222IE
|

1.68 g (5.03 mmol.), 1,8-CIOLXHIAIZ22[5.4.0]2CI-7-4! (DBU) 1.53 g (10.05 mmol.) % Ec|0E0tL!
0.7 ml (5.02 mmol.) o EUS HIIGIRUCH. EEF=SS 2 AZSe O WEHAIZICH. E0HE 2otol &
=2 0lE OIMIHIOIEZ FEoIACH (29 HEISS L&t

SFAMCL. SF=0 == olotRt. = |
AESILH) . RIIEES SHAUUES Z3 +3H 2 H5 Me(=3H0=2 NFGLD, 0tOUlE =HO0IE

A0M AXZAIZCH SOHE 2260 ERAIH ZMH2S G011, 28 AZ0tEDHI (HES/HE
OFMIEIOIE 30-50%) 2 HAMGIH =SHsegss MM RIE =2 Uz =SoiAt. =82 1.32 ¢
(62%) .

H-NR (CDClg, 200 MHz) &: 1.71-1.91 (2H, m), 2.31-2.51 (6H, m), 2.65 (2H, t, J=7.6 Hz), 3.36-3.45

(2H,m), 3.59-3.73 (2H, m), 4.06 (2H, d, J=3.8 Hz), 5.78 (HH, dd, J=6.0 & 1.8 Hz), 6.58-6.72
(8H, m), 6.90-7.00 (1H, m), 7.05 (1H, s), 7.13-7.35 (5H, m).

IR (KBr): 1637, 1622, 1481, 1282, 1238, 1155, 773, 731, 700 om .
2) N-[4-(3-HEZ= 8- JOIHHE-1-2 =2 E L U € ]-5-EI0t-1,8b-CI Ot ROt LI ZE &l -4-It2 S A 0}

o

—

01E ClelEZ2Z222lEQ &4

OIEtE (10 ml) = N-[4-(3-HLZ2E-1-2 )L H & -1-LII=2 2L W€ ]-5-E|0F-1,8b-Cl O} KFOFAI LI Z E!
gl-4-9I2=2A0101= 1.306 g (2.83 mmol.) 2 SHO| 12N S& 1.5 ml (18 mmol.) S A 20AM EIlotY
Ct. S&28 £2s0 WA, Zolil sSAIZHCH. MHd= ZH0 oes ¢ CE HHZES
HItotACEH., 22 ool 2o =&st, oHZ £ CHE dHZ=Z N6 SXHSE=22 Qe XM
ZA el £SoIgl. =282 1.26 g (83%)

m.p.189-196°C (decomp.)

"H-NR (DMSO-ds, 200 MHz) &: 1.93-2.17 (2H, m), 2.65 (2H, t, J=7.6 Hz), 2.80-3.29 (6H, m), 3.39-

3.68(2H, m), 3.91-4.48 (4H, m), 6.59 (MH, d, J=7.0 Hz), 6.96 (1H, d, J=8.4 Hz), 7.17 (1H, s),
7.19-7.36 (6H, m), 7.66 (1H, s), 8.81-8.91 (1H, m), 11.18-11.45 (1H, m).

IR (KBr): 3260, 1667, 1638, 1503 om .
CosHaoNs02SC 12 - 1.5H0 Ol CHEH D=2 =24
H&X © C, 53.47; H, 5.74; N, 12.47
Xl C, 53.47; H, 5.65; N, 12.46.
Ol 149
-[4-(2-HIUIE )T H et -1-L I 2 2L 0
22elE9 g4
)

1) N-[4-(2-HUE )T H X -1-2H=2 2L HE |-5-EI0t-1,80-CIOL KOt LI Z E Bll-4-It 2S5 A 0101 = 2 &

M
=

J

o>

=

m
7
m
=

|
o
T
O
=}
|
_O'_
=
.
1]

m
3
4:>
(N1
I
Jt
[>
f=}
=]
n
a
ol
n
Hu

i =

OLHELIEE (2 = 5-El0t-1,8b-CIOtXIOtMILIZE &ll-4-Jt=2 544 1.0 g
9.

(O]
(0¢]
3
3
<2
He
o7
ol
n
J

|
5 g (

A= 40I0IE 1. 12 mmol.) 2 SEHN N-OIE-N"-3-(N,N-CIHE Ll 0lE 3
E2222E 1.76 g (9.18 mmol.) & A 201M FHIIGIJUC. ESFSS 2 Al2tSQH WELAIRICH.  EHE Al
2H0 OHNELIEE (15 ml) S 1-0t0I=OtMIE-4-(2-HIUE ) LliHetd CslE222el= 1.76 g (5.50
mmol.), 1,8-CIOtXHHIAIZ2Z2([5.4.0]2CI-7-4 (0BU) 1.67 g (10.97 mmol.) % EcIGIE02! 0.64 ml
(4.59 mmol.) o EHS FHIICIAYCH. EEFESS 1 AlZSe O WEAIRC. S0HE 226H0

ERAZL. TREU S FIoIJC. EFSS ME OLMHOIEZ F=HGIAULCH (A2 HESE £
8 ALESHILH. RIISS SHOUUES Es 8% 2 Ho Mx+EH22 NFSL, 0iauls =M
OIEHUM AXAIHA ZHESE +SOIAC. ZMAUE2s 28 IAZ0IEDHD (HES/ME OHMEIOIE
30-40%) 2 HHME =, OlE OIMHIOIEZ ZEIAH SHYULSS =M 2FH U=z =Sott. =8

2 1.18 g (57%).
m.p.137-139C

"H-NWR (COCls, 200 MHz) &: 2.46-2.58 (4H, m), 2.58-2.71 (2H, m), 2.75-2.87 (2H, m), 3.38-3.49 (2H,

m), 3.63-3.75 (24, m), 4.07 (2H, d, J=4.0 Hz), 5.78 (1H, dd, J=6.0 & 1.8 Hz), 6.55-6.67 (24, m),
6.71 (H, s), 6.92-7.01 (1H, m), 7.05 (1H, s), 7.16-7.36 (5H, m).

IR (KBr): 3423, 3255, 1632, 1618, 1556, 1481, 12821 1246, 1157 om
2) N-[4-(2-HUE)IH&-1-LIH=EELHE ]-5-EI0t-1,80-CIOt K OLMILIZE &ll-4-It == A0t0| & CI3

EZE2eE9 4
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HlEr2 (10 ml) [4-(2-H]
SA0H0IE 1.18 ¢
S22 AZ2=0F bt

52 m
=22 T oo d [} E

=S FJtotACt. 2d8=

E~||I|/\H D:iK-I Q:lEH 58
)

m.p. 165-175°C (decomp.

E

t-1,80-CI Ot KtOFAILEZ E
) 2 AS0A =Itor
= ’a”éiOiI fes & C

J

0
2
gru

= N-
(2
Al

E
©
0|0v—_'7—

Hira:
s

1 (o flor 1o gm
o IO
2

10 ou [
ro
o
()
«Q
©
=

O
A

o

"H-NWR (OMSO-ds, 200 MHz) &: 2.84-3.42 (8H, m), 3.49-3.73 (2H, m), 3.92-4.52 (4H, m), 6.61 (1H, d,

J=7.2 Hz), 6.98 (1H, d, J=9.2 Hz), 7.19 (MH, s), 7.20-7.42 (6H, m), 7.68 (1H, s), 8.85-8.96 (1H,
m), 11.42-11.72 (1H, m).

R (KBr): 3260, 1669, 1634 Cm_w.
C24H27N5028C|2 2. OH20 of cist D224

x

[P

Xl C, 51.80; H, 5.61; N, 12.58
Xl C, 51.86; H, 5.34; N, 12.54.

Al 150

N-[4-(3-HE Z2E-1- 2-7H-1,4-CIOtH & -1-LI2 2L U € ]-5-El0t-1,8b-Cl OF

AOAILIZE 3-4-It = EIEIEE% cl=o g4

=

1) N-[4-(3-HEZ=28-1-2)-2,3,5,
OLXIOAILIZEE Bl -4-Jt=2 = |

OIMIELIE™ (20 ml) & 5-EIOH-1,8 EIOPI}OPHILP
ZAI=4I0I01E 1.05 ¢ (9.12 mmol . )
SlEZ2Z222lE 1.76 g (9.18 mmol.)
ANAEN OIMELIEE (20 ml) = =]
1,4-CIOtHIE Clal&E=22=22l& 1.91 ¢g (5.48 mmol.), 1,8—E|OFIPH|/\|§§[5.
(10.97 mmol.) ¥ Ec2IHEO0I2 0.7 ml (5.0 F.

BEAIZACE. %DH% 2250l SERAIZCH. HFR20 22 FIGIRC. =E§=2

OIRULE. RIIESS SEHAMUEE Z3 =8H U I3 MZHOZ NAHES F,
N AXAZCH 202 2Zdoto &8 A =10, 28 3201E10¢
HIOIE 30-50%) & A Mol =Xgiges 23

=282 1.00 g (46%).
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Zigo DEART. BE
-2,3,5,6-6| € 25| = 2-7H-
0] =2CI-7-4 (0BU) 1.67 g
eSS 1 NS O B
S 02 OIMEIOIER =&
Ul S0/ A0
I (HIES/0IE oAl
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E
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- =
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:|:|:‘

"H-NWR (COCls, 200 MHz) &: 1.68-1.97 (4H, m), 2.42-2.55 (2H, m), 2.55-2.75 (6H, m), 3.39-3.50 (2H,
m), 3.60-3.72 (2H, m), 4.03-4.08 (2H, m), 5.77 (1H, dd, J=6.2 & 1.8 Hz), 6.55-6.65 (2H, m), 6.70
(HH, s), 6.95-7.06 (1H, m), 7.04 (1H, s), 7.13-7.34 (5H, m).

IR (KBr): 3243, 1644, 1622, 1454, 1283, 1157, 772, 702 om

2) N-[4-(3-HEZ=2T-1-2)-2,3,5,6-H ECS| E2-7H-1,4-CIOt M E-1-L I EE L 0 € ]-5-El 0t-1,8b-Cl
OtXHOtAILIEE l-4-Jt 2S5 A0t0lE ClolE22=2elE2 g4

HErE (10 ml) 3 N-[4-(3-HEZ2E-1-2)-2,3,5,6-HE2SI EZ-7TH-1,4-CIOtHE1-LIH=22LHE |-
5-EI0t-1,8b-CIOtXHOLAI LI 2 E gll-4-Jt 2 S A 001 & 1.00 g (2.1 mmol.) 2 AW 12N & 1 ml (

-

0
mmol.) S AZ20A HIIGIACH. EEESS =22 WEAIZI £, 200 sSAC. d&E ZF0
CIOIE OIEHIZE Fototdt. Z23S 0l 2o +=&otd, Og=s & EIOHE' HH=Z=Z MEstH =X
MEES QXM 2E EHZ =Sotdt. =22 0.996 g (86%).

m.p.269-275C (decomp.)

"H-NUR (DMSO-ds, 200 MHz) &: 1.90-2.19 (4H, m), 2.54-2.70 (2H, m), 2.85-3.36 (4H, m), 3.38-3.65

(5H, m), 3.77-4.19 (3H, m), 6.63 (1H, d, J=7.4 Hz), 6.99 (1H, d, J=8.2 Hz), 7.15-7.38 (7H, m),
7.69 (1H, s), 8.83-8.96 (1H, m), 11.04-11.31 (1H, m).

IR (KBr): 3268, 1661, 1638, 1501 om
CogHaiNs02SCl2 - 1.0H:0 Off CHE JI=2E2A

H&X © C, 55.12; H, 5.87; N, 12.36

A&=Xl : C, 54.82; H, 5.59; N, 12.54.

A A0 151

N-[4-(2-HILIE)-2,3,5,6-H E2t6I =2-7H-1,4-CI Ot M E-1-L St =22 L 0| € ] -5-E/ OF-1,8b—C| Ot Kt OL I LE
Sel-4-9I2 = A0 Cslc22z2Ic0l &4

1) N-[4-(2-HIUIE)-2,3,5,6-HIEt5| E2-7H-1,4-CIOt M E-1-2 2 2 0l € ]-5-El 0t-1,8b-CI O Xt OL Ml L
ZEE-4-3I2=2A0101E9 &4
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MELIEY (20 ml) = 5-El0t-1,80-CIOIXIOLMILIZE @ll-4-3t2=2 a4 1.0 g (4.58 mmol.) & N-BIE=

A==4A10I01E 1.05 g (9.12 mmol.) 2 SEFH N-OIE-N'-3-(N,N-CIDIEO0I0I ) Z2EII2ZCI0|0IE 3l
CE2222|E 1.76 g (9.18 mmol.) S AL20 A HIIGIIUCH. =SS =SS 1 AI2tSOH WEHAIZCH. B2 Al
AEN OLMEULEZ (20 ml) =& 1-(0l0I=0tME)-4-(2-HU E)-2,3,5,6-H Ect5l =2-7H-1,4-C| Ot Ml &
C5IE2222/E 1.84 g (5.50 mmol.), 1,8-CIOIXIHIAIZ22([5.4.0]201-7-4 (DBU) 1.68 g (11.0 mmol . )
o Ea|01|E'o+DI 0.7 ml (5.0 mmol.) o BHS HIIGIUL. EE22S 1 AIZSQH O WBAIZACH. =204
£ 2ol SFAMFHCH. XAFR20 == FHIIoIYC. =828 e OIMHOIEZ ==oIUCH (A9
Et=E2 Efo* MEBIULH). K|IISS SERILUES E3 £2M & g M2[2=8Ho=2 MNAGtLD, OF
JUIE =HOIEANA AXAZ =, RUE SEAHA ZMEESES AL, ZMHAS2S 2 IA20IED
cHIl (HIEFS/UE OLMIEIOIE 20-50%) 2 H Mol Z2XHGS2E M LAY MAHS %EHE

+SoHACH. =82 0.91 g (43%).

"H-NWR (CDCl3, 200 MHz) &: 1.78-1.99 (2H, m), 2.64-2.85 (8H, m), 3.40-3.50 (2H, m), 3.61-3.76 (2H,

m), 4.01-4.09 (2H, m), 5.78 (1H, dd, J=5.8 & 1.8 Hz), 9.55-6.68 (2H, m), 6.72 (1H, s), 6.96-7.05
(MH, m), 7.05 (1H, s), 7.13-7.34 (5H, m).

),
N—[ -(2-HUlg)-2,

2) 3,5,6-HIE2+5| = 2-7H-1,4-CI OH Kl BI-1-2 3+ 2 = L 01| 2 ]-5-E] OF—1,80-CI OF K- OF Al Lt
ZLU-4-5t2=A010|E ClolE222elS2 84

WEE (10 mi) 2 N-(4-(2BIUIE)2.3.5.6 BIEASISRTH-1 4-LIOKIE -2 22 L 0IE] 5-El0}-
1,80-C| OFXFOFAILI D=1 BI—4-3t2 = A QLI 0.91 g (1.97 mmol.) O SM0| 12N 4+ 1 i (12 mmol.) S
AS0N EIISIAC. SESS 1 AIZSO WEIAIZICH MAE 2H0 CHE NEHSES &Iist, 2
2 ool 2Ash +EGHD, S ¥ OO OHSZ IS SHRSS Qe 2 HH2 &
SoHACH

'H-NVR (DMSO-ds, 200 MHz) &: 1.99-2.23 (2H, m), 2.96-4.21 (14H, m), 6.59 (1H, d, J=7.4 Hz), 6.96
(IH, d, J=9.0 Hz), 7.14-7.41 (7H, m), 7.65 (1H, s), 8.80-8.90 (1H, m), 10.99-11.23 (1H, m).

IR (KBr): 3425, 1633, 1566, 1500, 1458, 1296, 1121, 783 om

CasHooNs0:SC 1 - 1.5H:0 Off CHEt Dl ==

HAX : C, 53.47: H, 5.74; N, 12.47
Xl :C, 53.37; H, 5.65: N, 12.69.
ol 152
-[1-(3-HYZ2E-1-2) I H 2| S -4-LO0t0| = I 2 2 L K € | -5-EI O1-1,8b-CI OL R OFMI LI Z € 8l -4-31 2=
AOIDIE CIBIERE2221E9 &4

1) N-[1-(3-HEZ2E-1-2 ) I H 2l E-4-L 00| =22 L B € ]-5-E| 0k—1,8b—-C| Ot KtOF Al LE Z €L @l -4-3t 2

gﬁo D|EO| ol—/\-l

OtNIELIEE (10 ml) = 5-El0t-1,80-Cl Ot AtOFAILI Z & &ll—4~ 9}2%%‘& 0.5 g (2.29 mmol.) ¥ N-SIES
Al=410101E 0.53 g (4.61 mmol.) o| SEHO N-OIE-N"-3-( —EIIHIE'OH]IL)ME“'J}EE'EIOIDI‘:
( '

N,
2 2 AM2SS WEHAIRCH. BHE Al
[e]

SlEZ22=2¢2/E 0.88 g (4.59 mmol.) & &=201M &Eototl, E8 2!

AE0 OFNEUEZ (10 ml) & N-[1-(3-HEZZ2 8-1- Oa)EIEIIEIE|—4—a']OFDI_%_OHdIEO}D|E ClolEZ22
22/E 0.96 g (2.76 mmol.), 1,8-CIOLXHHIAIZ2Z[5.4.0]20-7-4 (DBU) 0.84 g (5.52 mmol.) ¥ EcI0i
2021 0.4 ml (2.87 mmol.) & WS HIIGIUL., EEF2S 1 A= O WEAICH. SHE 2
otoll ESJ[AIZCH. 720 22 :.DPo , és*%% SERZESCE FHoUL. KIISS Est 42
+EWUOZ NEHGHLD, 0tOUHE =HOIEANAM HXZAIZI =, EMHE 2ol SFAIH LSS 2
O, X=MH=2S 28 220040 (NES/0E OLAIEIOIE 1:3 - 1:1 - 3:1) 2 FAME =, g o
NHIOIEZ XH’E”éig AN SXEESS A= 2F HEH2 S=SotA0. =282 303.2 mg (28%)

m.p.202-205C

"H-NVR (COCl3, 200 MHz) &: 1.36-2.00 (6H, m), 2.00-2.17 (2H, m), 2.30-2.42 (2H, m), 2.63 (2H, t,
J=7.6 Hz), 2.76-2.92 (2H, m), 3.66-3.87 (1H, m), 3.91 (2H, d, J=4.8 Hz), 5.78 (1H, dd, J=6.0 &
1.8 Hz), 5.80-5.90 (1H,, m), 6.56-6.74 (4H, m), 7.05 (1H, s), 7.13-7.33 (5H, m).

IR (KBr): 3281, 3065, 2946, 1649, 1622, 1553, 1483, 1287, 1267, 1159, 775 om

2) N-[1-(3-HEZ2 E-1-2) I H el Z-4-20t0l =2 2L Ul € ]-5-EI0t-1,80-CIOt X OLAI LI EZE ll4-It 2 =
A0H0IE OolEz2E2=RES &4

et (5 ml) & N-[1-(3-HEYE=Z=2E-1-2 )T H 2 Z-4-20t0I =2 2L U € ]-5-EI0t-1,80-C| OF X+ OF Ml Lt
Ded-4-9I12=2A0l0/= 303.2 mg (0.64 mmol.) 2 M 12N A A 0.5 ml (6.0 mmol.) 2 A20 A =
JIoIQLEH. EE=2= 1 Al2ZtSOE WEHAIZCH. EE 22 226H0 sSAIZL. sS20 e & ol
g HHZE EIIoIACH., Md=E 232 ool 2ol #éém 01I 2 & C0og ogzz HI’S&O# =
Nl 22 QXM 2 HElZ =S5, =82 257.5 mg (73%)

m.p.178-183C (decomp.)
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"H-NWR (OMSO-ds, 200 MHz) &: 1.61-2.11 (6H, m), 2.54-2.71 (2H, m), 2.77-3.87 (9H, m), 6.54 (1H, d,

J=7.4 Hz), 6.93 (1H, d, J=8.8 Hz), 7.09 (MH, s), 7.10-7.36 (6H, m), 7.61 (1H, s), 8.16-8.25 (1H,
m), 8.80-8.95 (1H, m).

R (KBr): 3220, 3059, 1649, 1636, 1566, 1535, 1501, 1298 cn
C26H2|N5OQSC|2 : |5H20 0“ EHS\_" j'E‘i‘&\‘

x

[P

Al i C, 54.26; H, 5.95: N, 12.17
Al i C, 54.01; H, 5.74: N, 12.18.
ol 153

~[4-(4-1
2hce BE

1) N-[4-(4-HI =L O H A -1-2 ) R E-1-2 |-5-EI OF-1,8b-CI Ot KOt M LI ZE &lI-4-3t 2= A 0101 E9] &4
) 0

oz
i

= >
r
E
o
>
I
1o
i

-2 1-5-El0t-1,80-CIOLXIOFAI L ZE B-4-Jt =2 A 0101 = CloI=E2 2

OLMIELIEY (15 ml) & 5-EIOt-1,8b-CIOtXRIOtMILIZE &l-4-It 2544 1.0 g (4.58 mmol.) &L N-OIES
AlZ=410I01E 1.05 g (9.12 mmol.) o SEAHN N-OIE-N'-3-(N,N- IZIml%OPDI_‘.—_)EEEﬂEE‘_EIOIDIE o]
E2222/E 1.76 g (9.18 mmol.) & & 201AM FHIIGIKCH. ESFSS 2 A2tSQF WEHAIRICH. EHE Al
AE0 OLMIELIEE (10 ml) & 4-(4-0t0I R E-1-2)-1-BIXd O HetX Clsl=E=22=22lE 1.68 g (5.5
mmol.), 1,8-CIOFX HjI/\IJE[SAfO]—‘i—HI1 (0BU) 1.68 g (11.04 mmol.) ¥ EcIEO0LR! 1.5 ml (10.76
mmol.) o WS HIIGIACH. EEHESS 2 A4S WEAIRCH. EUHE 2 otil SFAC. RS
ol 22 EOI6t1, OEY OtNIHIOIEZ Z=ZotAUCH (A OESS L& AIEotALH. KIIES E3
dele=EHo=z }dlé*ﬁh_’_, OOUIE =HOIEMNAM AXAIZ =, SHE SRAZUCG. &F2S 28 3
SO0tEDeH D] EtZ2/0IE OMIEHIOIE 20 - 30%) 2 AHMGIH =SXgess NMRIE MHE EH=

(0f
+=SotACt. ¢§S125gw%y

"H-NWR (COCls, 200 MHz) &: 1.42-1.63 (4H, m), 2.24-2.56 (6H, m), 3.19-3.55 (4H, m), 3.63-3.88 (2H,
m), 5.76-5.80 (1H, m), 5.96-6.08 (1H, m), 6.55-6.69 (3H, m), 7.02 (1H, s), 7.34-7.45 (5H, m).
IR (KBr): 3309, 1616, 1547, 1437, 1281, 1155, 1012, 775, 733, 712 om

2)  N-[4-(4-ELTOHetR-1- )R E-1-2 |-5-E|0t-1,80-CI Ot Kt OLMILIZ E &ll-4-3t 2= A 001 = ClI5IE
EEZES 4

e & N-[4-(4-HZLTHCHE-1-L ) R E-1-2 ]-5-E| Ot-1,80~CI Ot Kt ObAI LI ZE &l -4-2t 25 A 001 =
1.16 g (2.51 mmol.) & U0l 12N F& 1 ml (12 mmol.) & A20M EIIGIACH. ESsS 20
wWEAIZICH. dd=l ZHE 60 2o =&otl, HE=E & CoE OEH=EZ HEo0 SHAF=S
QXM 2H HEH2 +SotACH. =82 0.918 g (69%)

m.p. 247-253°C (decomp.)

"H-NUR (DMSO-ds, 200 MHz) &: 1.40-1.58 (2H, m), 1.62-1.84 (2H, m), 2.96-3.24 (84, m), 3.31-3.64

(4H, m), 6.61 (1H, d, J=6.8 Hz), 6.97 (1H, d, J=8.6 Hz), 7.22 (MH, s), 7.28 (1H, dd, J=7.6 & 9.2
Hz), 7.42-7.55 (5H, m), 7.64 (1H, s), 8.85-8.97 (1H, M).

IR (KBr): 3398, 1632, 1568, 1533, 1500, 1429, 1288 om
CosHegNs025C 12 - 1.5H0 Off CHEH JI=2E2A

X

rz

Xl 1 C, 53.47: H, 5.74; N, 12.47
Xl 1 C, 53.28: H, 5.74: N, 12.73.
A0 154
N-[3-(4-t#l X U TI| | 2t B -1-2 ) T2 B-1-2 | -5-E/ 0}-1,80-CIO K O M LI Z LB -4-5t 2= A 010 = CISIER
2=2e/c9 g4

Al=
="
A

A
1) N-[3-(4-H =L T H & -1-2) T2 T-1-2 ] -5-E| 0t-1,8b-CIOL Kt OtMILI ZE 8l -4-9 ES A 0L0| E2| &4

=

OLHIELIEE (15 ml) = 5-El0t-1,8b-CIOtXIOtMILIZE 2l-4-ot== 44 0.8 g (3.67 mmol.) L N-GIES
A=410101E O 84 g (8.8 mmol.) 2 SELHN N-OIE-N'-3-(NN-CIHEOI0IL)Z2EII=EEC0I0IE 3l
E22=22E 1.41 g (7.36 mmol.) S A20AM EHIIGIJC. EEFSS 2 A2ZS WEAIZICH B8-S Al
AE0 OMELIER (15 ml) & 4-(3-0t0l-Z28-1-2)- -0 HAN ClSIEZ222IE 1.41 ¢
(4.4 mmol.), 1,8-CIOIXHIAIZ2Z[5.4 O]THI -7-4l (DBU) 1.34 g (8.8 mmol.) ¥ EcIOE0t 1.0 ml
(7.17 mmol.) o EEUE HIIoIALCI. EEFESS 2 AZSe O WEAIRCH. E0HE 26t

SFEAAC. RS0 =S Fototl, HE OFHIHIOIEE FECIACH (A2 HES

MEBIUCH. SIS 3 Mplago= Aﬂ 451D, DIOUS SHOIEAMWA 2ZEAI3
ZSSNC HRSS 22 A20E NI (HEFS/HEY OAIEIOIE 30-40%) 2 =X
2+of 5

22 _C‘C_é
|
s
Stoll ERAIH SXsEEes MM 2 M2 EHE +SotA0. =82 0.738 g (45%

"H-NMR (COCls, 200 MHz) &: 1.68-1.81(2H,m), 2.43-2.63 (6H, m), 3.37-3.49 (2H, m), 3.55-3.92 (4H,
m), 5.77 (HH, dd, J=1.8 & 6.6 Hz), 6.60-6.69 (1H, m), 6.73 (1H, s), 7.05 (HH, s), 7.25-7.35 (1H,
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m), 7.35-7.47 (5H, m).

R (KBr): 3319, 1612, 1545, 1444, 1273, 1153 om .
2) N-[3-(4-BIl =L H t&-1-2) T2 E-1-2 |-5-E|0t-1,8b-CI Ot Kt OFMI LI ZE 3l -4-9t 2= A 0101 & Clol &
_‘

= N-[3-(4-Bl Z LT H 2k &l -1- °')E§E -2 ]-5-E| 0}-1,8b-CI O} KFOLMILIZ E 2=
715 g (1.60 mmol.) & M0l 12N E4 10 ml (120 mmol .) S A20M "UPB}%E} Sg2
S 16 A2t=QeH WBHAI9|D, 2tetst —S—-’—\"-/\I%‘AEP.

SE=0 o= L CIOE HE=E ZototAt. dd= ZHS ool 2ol «=&otn, eSS & Clol
2 0HZ2 NIStD SHgeEs QUM Z2E U +SotUt. =22 0.715 g (86%)

"H-NWR (OMSO-ds, 200 MHz) &: 1.82-2.01 (2H, m), 2.96-3.28 (8H, m), 3.34-3.61 (4H, m), 6.55 (1H, d,

J=7.8 Hz), 6.93 (1H, d, J=9.2 Hz), 7.13 (IH, s), 7.18-7.26 (1H, m), 7.41-7.51 (5H, m), 7.60 (1H,
s), 8.84-8.96 (1H, p).

R (KBr): 3344, 1632, 1529, 1423, 1302, 800 Cm_1
C24H27N5028C|2 : |5H20 0“ EHS\_" j'E‘i‘&\‘

: C, 52.65; H, 5.52; N, 12.79
: C, 52.95; H, 5.30; N, 12.95.

x
[Ba
pal

>
=
Yall

3,5~ IZIIHIE'LLILHIEPI' -2 )2 E-1-2]-5-E|Ot-1,8b-CI Ot Xt OtMI LI Z E &l -4-3t 2 S A Ot

oF
n=
1
ot
In%
[
[UH

-[4-(1-HZE-2, 6-CIE I H 2t & -1-2 ) R E-1-2 ]-5-E0t-1,8b-CI Ot Kt OtHI LI ZE &l -4-9t 2 =2 A

OLMIELIEE (15 ml) = 5-EI0-1,8b-CIOIXIOIMILIZE gl-4-9I2=2AlAF 1.0 g (4.58 mmol.) ¥ N-BIE=
Al=AI0I0IE 1.05 g (9.12 mmol.) 2 SEMHN N-OIE-N'-3-(N,N-CIHEOI0IL)EZ2E IJI2E00l0l=
SIER2=22IE 1.76 g (9.18 mmol.) S %‘S—OHH HIIGIQAC. =828 2 AZ2t=0H WBHAIZICH. B2
AMAEN OIMELIEE (15 ml) & AMA-4-(1-HIE-2 6-CIHE T H 2R -1- )2 E-1-2 08! 1.64 g (5.95
mmol.) ¥ ECIHEO02! 1.5 ml (10.76 mmol.) 2 SHE FHIIoIYUCH., EESES 2 A2tSO O WA
Ch. S0E 22o6t0l SFAICH FE0 228 Fliotl, ERREECZ FEoIUL. KIIESS X
3} MZ|=2HOZ ANAHGID, DP]HI Z=HOIEANA AXAIZCH. S0HE 26 SRAIHA ZMAHS
2 0|10, 28 AZ0E0HT (HIES/HE OLMEIOIE 30%) 2 2E M SHSEE2S M 2F
o MEZ2 EHE =50t L. —’F—%S 1.55 g (91%).

"H-NWR (COCls, 200 MHz) &: 1.05 (6H, d, J=6.0 Hz), 1.47-1.63 (4H, m), 1.73-1.93 (2H, m), 2.24-2.36

(2H, m), 2.61-2.82 (4H, m), 3.23-3.36 (2H, m), 3.83 (2H, m), 5.74 (1H, dd, J=6.2 & 1.8 Hz), 6.56
(HH, s), 6.57-6.69 (3H, m), 6.97 (1H, s), 7.13-7.39 (5H, m).

IR (KBr): 3319, 1618, 1549, 1479, 1281, 1153, 773, 729 om

2) N-AIA-[4-(1-HIE-2 6-CI0E T H 2t & -1-2 ) P E-1-2 ]-5-EI 0t-1,8b-CI Ot Xt OL A LI Z E
otolE EclolEz2=2eE9 g4

OlEtE (10 ml) = N-AlA-[4-(1-81I&E-2,6-CIHE T H 2t&-1-2) & F—1—%]—5—EIO+—1,8b—EIO}I+OHH| Lt
E-4-3I2=2A0101= 1.55 g (3.21 mmol.) 2 SHON 12N S A& 3.0 ml (36 mmol.)S = IIoALH.
22 250 WHAZC. SHE Zotol SFTAIXAL. XNEB2H 2-Z2ES2 HILoUCH

2= ool 2ol +=&otll, 2-Z2E=s L COE HEHZ2 MEotH XSS Qe 2
B2 =SatAtt. =82 1.274 g (67%).

4I>
W
[
Jt
|>

0%
ox Mo &
0 0 @O |

0

"H-NIR (OMSO-ds, 200 MHz) &: 1.35-1.84 (10H, m), 3.00-3.45 (6H, m), 3.56-3.84 (4H, m), 4.42-4.64

(2H, m), 6.62 (1H, d, J=7.4 Hz), 6.98 (1H, d, J=9.2 Hz), 7.22 (MH, s), 7.29 (1H, dd, J=9.2 & 7.6
Hz), 7.38-7.62 (5H, m), 7.65 (1H, s), 8.82-8.95 (1H, M).

IR (KBr): 3423, 1635, 1537, 1498, 1448, 1296, 1215, 783, 746 om
CorHaeNs0SC13 - 1.0H0 Off CHEH JI=2&EA

H&X €, 53.78; H, 6.39; N, 11.61
=Xl : C, 53.54; H, 6.39; N, 11.48.

-3,5- [ZIIHIE'uIlHIEP I-1-) T2 2-1-2 ]-5-E|0t-1,8b-CI Ot XIOtMILI ZE Bll-4-St 2= A
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1) N-AIA-[3-(4-BIE-3 5-CIHE T H 2t & -1- ) T2 B-1-2]-5-E|0t-1,80-CI Ot Kt Ot HI LI ZE &l -4-It =2 5

A0l0lE 9 & A

8b—Cl OFXHOHAILE & 2l -
o SEA0 N-OIE-N-
20l HIoHALCEH.
-4-(3-0t0| =22 )-1-#I&-2,
= EEIOHE'O}E” 2.0ml (14.3 mmol.) o XS HOI5tACL. EE
D*OFOPOH FAZC. dF20 =2 Eototd, E2ZELELZE F
=2 D' Dol del=EHoz MIotll, OtOUIS =HOIEH

SHoll %%AI% THd=E o110, 28 EED}EJEHHI ([HIE*%/OH%' O}HIHIOIE 30%
SHalgtEs MM RdE dd= %EH SoRCH. =82 1.00 g (48%).

OIMIELIEZ (30 ml) = 5-E|0+-1,
A==410101E 1.05 g (9.12 mmol .)
2222/E 1.76 g (9.18 mmol.) S
ol OFMELIEE (15 ml) & AlA

[El >
o

[e0)

3

3

=l

%o
T
ol

In

5 001N

© >on

NE
0
0
El
T
>
favd
Q

uﬂiﬂlgo

QIO HIM_ >N

kOII

2

x OII

ry s

T2l

=

favd

_(_1'_
Y

oIg

"H-NWR (COCl3, 200 MHz) &: 1.03 (6H, d, J=6.2 Hz), 1.58-1.79 (2H, m), 1.83-1.94 (2H, m), 2.45-2.50

(2H, m), 2.62-2.93 (4H, m), 3.32-3.45 (2H, m), 3.77 (2H, s), 5.69 (1H, dd, J=6.2 & 1.8 Hz), 6.55-
6.67 (3H, m), 6.98 (1H, S), 7.13-7.42 (5H, m), 8.03-8.14 (1H, m).

R (KBr): 3283, 2960, 2810, 1618, 1543, 1479, 1279, 1151, 729 cm
2) N-AlA-[3-(4-HIZE-3,5-CIHE T H ct&l-1-2 ) T2 Z-1-2 ]-5-E| Ot-1,8b-CI Ot Kt OtM LI Z € Bl -4-Jt2 5

A0IDIE ER3IS22R2IS &4

OlEtE (10 ml) = N-AA-[3(4-HIE-3,5-CIHE T H & -1-L ) Z 2 Z-1-2 |-5-E| 0t-1,8b-C| OF XFOF Ml LE
E-4-2I122A0t01= 1.00 g (2.17 mmol.) o SHM 12N H4&k 2.0 ml (36 mmol.) % Eololt}lt. &
S22 1 A2So WEAIZCH. =208 DD’ 8}01| ZSZAZC. TER20 2-Z2E=2 2 CHE OHZE
HIIoIACH., MH=E ZH2 0 2ol =&otl, 2-Z2=2 2 g oHZE=z HI’SSM SX3IE2
2 QHUXMZEE FHEg +=SotULt. AOS 0.8489 g (69%).

"H-NUR (DMSO-ds, 200 MHz) &: 1.41-1.70 (6H, m), 1.78-1.98 @H, m), 2.97-3.43 (6H, m), 3.55-3.82

(4H, m), 4.42-4.62 (24, m), 6.61 (1H, d, J=7.4 Hz), 6.98 (1H, d, J=8.8 Hz), 7.19 (1H, s), 7.28
(1H, dd, J=9.2 & 7.2 Hz), 7.41-7.63 (5H, m), 7.66 (1H, s), 8.92-9.04 (1H, m).

R (KBr): 3435, 3390, 1633, 1566, 1535, 1500, 1452, 1390, 1298, 1213, 785 cm
C26H34N5OSC|3 : 15H20 0‘“ I:H@' jl%‘i‘&\'

HAEX] 2 C, 52.22; H, 6.24; N, 11.71
=Xl ¢ C, 52.41; H, 6.40; N, 11.59.
AAI0 157

N /\

[2 [4-(3- lHI““-L - 1 ) -3,5-CIHE Ll H et & -1- ] 0l E-1-2 ] -5-E| OF-1,8b—CI Ot X} OF All LF L &l
|:

Zelko g4

1) N-AlA-[2-[4-(3-HI'd T2 B-1-2)-3,5-C) 0l 2 T/ Bl 24 & - 1-2 ] O - 1-2 ]-5-E/ OF—1,80-C| OF R OFAI LI
Qel-4-3t2 =2 A0H0|S 9| B 4

===

OFMIELIEE (15 ml) & 5-EI0H-1,8b- EIO}IPOM‘IIL} gel-4-Jt2=4 1.0 g (4.58 mmol.) & N-3IE
A= A0I0IE 1.05 g (9.12 mmol.) S SIEFMH -0l & -N"'-3—-(N,N-CIH %OH]LA_)“E“'J}E‘:'EIOIDU:
SlEZZ222IE 1.76 g (9.18 mmol.) S &HJIo6 WEP sg=s 2 A
OIMIELIEYE (15 ml) = AlA-1-(2-0t0I 0l E)-4-(3-HEYE T2 T-1-2)-3,5- |Z|D1|E'MI1HIBP<I 1.89 g
(6.86 mmol.) & EclOE0t2l 2.0 ml (14.3 mmol. ) O| 2MS HIIGHUCH. g

ZALCt. %DHE 200l SFRAUCH. RS0 22 XUFOW_ 2z2T=

of ME|$S2MO2 HEGSHD, OIOUE =HOIEAMA AHAXZAIZC E 2ot

S Y10, 2 IAZ20IE0HT (HIES/0E OLMEIOIE 30%) 2 HAMGHH SXsg=2sS 2EM 2HY
MAHE HEH2 £SolUC. =82 1.33 g (61%).

"H-NR (CDCl5, 200 MHz) &: 1.03 (6H, d, J=5.8 Hz), 1.63-2.01 (4H, m), 2.44 (2H, t, J=5.6 Hz), 2.55
(2H, t, J=7.6 Hz), 2.61-2.88 (6H, m), 3.28-3.42 (2H, m), 5.74 (1H, dd, J=6.4 & 1.6 Hz), 6.40-6.49
(HH, m), 6.52-6.69 (3H, m), 7.03 (1H, s), 7.13-7.35 (5H, m).

IR (KBr): 3325, 2939, 2812, 1618, 1547, 1483, 1281, 1153, 773, 733, 700 om .

2) N-AIA-[2-[4-(3-HEZ2B-1-2)-3,5-CIH E Ol Hi 2t & -1-2 ] 0l Et-1-2 ] -5-EI Ot-1,8b—CI Ot Xt OF Al LE
S-4-3t25A0l01E ECISIEZESZ2EY &4

HE=2 (10 ml) S N-AlA-[2-(4-(3-HEZ 2 2-1-2)-3,5-CIH E T H 2t & -1-2 ] Ol Et-1-2 | -5-EI OF-1,8b-
CIOFXIOtMILIZE 3-4-9I2ESA00IE 1.32 g (2.78 mmol.) o SAHM 12N & 2.0 ml (24 mmol .)E &
Jetdtt. Eg== 1 /\IDJEOF WEAIZCH. dd=l BES U0l 2o =&sotl, HE=S E CoE
OEHIZZ HEGIH SXHIEgESE Qe 2E HE2 SHZ =SotJAL. =82 1.41 ¢ (87‘7)

"H-NVR (OMSO-ds, 200 MHz) &6: 1.32 (6H, d, J=5.8 Hz), 1.79-2.04 (2H, m), 2.64-2.76 (2H, ) 3.07-

3.39 (6H, m), 3.48-3.62 (2H, m), 3.72-4.06 (4H, m), 6.61 (1H, d, J=7.2 Hz), 6.96 (H, J=9.2
Hz), 7.17-7.40 (7H, m), 7.64 (1H, s), 9.02-9.15 (1H, M).
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IR (KBr): 2419, 2426, 2637, 1566, 1498, 1444, 1290, 1213 om .
CoHuNsOSCls Ol THEt D224

HLEX] €, 55.43; H, 6.20; N, 11.97
&=X ¢ C, 55.39; H, 6.23; N, 11.97.
A A0 158
N-ERHA-[4-(4-HA-2 5-CIHE DI H 2 -1- ) R E-1-2 | -5-E|0t-1,8b-CIOt Rt OtMI LI ZE Bll-4-5t 2= A
Ot0IE EclslEzE2=22 59 &4

1) N-EHA-[4-(4-BI1ZE-2 5-CIHE O H 2t & -1-2 ) S E-1-2 ]-5-E|0}-1,8b-CI O XHOLMI LI ZE Bll-4-5t 2 =
A0H01=9 &d
OLHIELIEE (15 ml) = 5-El0t-1,8b-CIOtXIOtMILIZE AI-4-St= A4 1.0 g (4.58 mmol.) L N-GIES
Al=410I101E 1.05 g (9.12 mmol.) 2 SEHM N-OIE-N"-3-(N,N-CIHIE0t0I = )“i“'?}at‘ 101 3l&
2222/ 1.76 g (9.18 mmol.)2 A 20N HIIGIALCE. EESES 2 AZS WEAIRT. B AlA
ol OLMELIEE (15 ml) & E#A-1-(4-0l01=RE€)-4-#E-2 5-CIHE-TH2X 1.64 g (5.9
mmol.) 2 EBIOHE'O}P_' 2.0 ml (14.3 mmol. ) of 2HE FHIIGIALH. EE=S 2 AMZS uwBHAIZCH
ZME %%‘ Ol SJ{AIZICH. =20 =2 FJiold, Sg=SS SETIES2E FEoiUU. ®RIISS
Z3t A<>“BI—+—-‘3°“O§ NZEGSHD, DtOUlEs =HOIEANAM HEAZ =, EHE SFRAH ZHULES 23U
Ct. XZd4dE22 2d JZ0tE0HIl (HES/0E OHMEHIOIE 30%) 2 ZAMSHH =Xsgss =M 2

. =
HY MH= "HZ Sott. =82 1.797 g (83%).

"H-NR (COCl3, 200 MHz) &: 0.97 (3H, d, J=6.2 Hz), 1.17 (3H, d, J=5.8,Hz), 1.47-1.63 (4H, m),

1.83-2.52 (4H, m), 2.61 (IH, dd J=11.0 & 2.8 Hz), 2.71-2.80 (1H, m), 2.84 (1H, dd, J=11.4 & 3.0
Hz), 3.05 (1H, d, J=13.2 Hz), 3.24-3.37 (24, m), 4.09 (1H, d, J=13.2 Hz), 5.77 (1H, dd, J=6.4 &
1.8 Hz), 6.21-6.33 (1H, m), 6.57-6.70 (3H, m), 7.03 (1H, s), 7.17-7.36 (5H, m).

IR (KBr): 3325, 3253, 2935, 2800, 1618, 1547, 1279, 1151, 734 om .

2) N-EdA-[4-(4-H1ZE-2 5-CIHE DI H 2t & -1-2 ) L E-1-2 ]-5-E|0t-1,8b-CI O XIOLMI LI ZE Bll-4-5t 2 =
AOHOIE EclSIEZ2E222E9 &4

01|'5Fg (10 ml) & N-EHA[4-(4-HZE-2 5-CIHE-THt&-1-2) 2 E-1-2]-5-E| 0t-1,8b-C| Ot X
II2ESA0I0IE 1.65 g (3.47 mmol.) S EEAHN 12N S 2.0 ml (24 mmol.) & FHIt
1T AIZSeH WBHAIZICH. E0HE 2otol SFARC. IR0 2-Z2o;=ss SOt
28 ZH=SS G0l ok 4‘—@0#2, -Zzots 2 UOE dezZZ2 ME0tH SXH3ste
1238 iz d8d=2 +=Sotilt. £2 1.844 g (91%).
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"H-NWR (DMSO—ds, 200 MHz) &: 1.30 (3H, d, J=5.6 Hz), 1.43-1.78 (7H, m), 2.93-3.90 (10H, m), 4.03-

4.28 (HH, m), 4.55-4.73 (1H, m), 6.60 (1H, d, J=7.4 Hz), 6.96 (1H, d, J=8.8 Hz), 7.13-7.32 (2H,
m), 7.39-7.50 (3H, m), 7.56-7.69 (3H, m), 8.77-8.92 (1H, m).

IR (KBr): 3453, 3223, 2611, 2463, 2353, 1633, 1497, 1443, 1298, 777, 746 om
CoHasNs0SCl Off CHEE D224
H&X © C, 55.43; H, 6.20; N, 11.97

MZ3| : C, 55.37; H, 6.23; N, 11.96
AAGI 159
V(226 LIS 440 HE SR 1 &) TIH2AE- -2 e 1-2]-5-EI0-1 8- IO KO L Z 8124
D e =a00s sl e heeice B

1) N-[2-(2,6-C1 S A-4-(3-H L T2 B-1-2 ) I Hl 2t &-1-2 ) Ol -1-2 |-5-E1 0t-1,80-C| OF Kt OF Ml L+ L 24 il
4-3t2=2A0HIE9 84

OLMIELIER (10 ml) & Ol 5-EI0k-1,80-CIOMKIOIMILIZZ@I-4-3t2 2 A 401 0.8 g (3.67 mmol.) L
N-5IS=AI=4I0I0/S 0.84 g (7.30 mmol .) oI SiEtoof o1|'=é'—N'—3—( N-CIHE 010 ) B 2832 0]

N- N,
Ol0IE 1.41 g (7.36 mmol.) & A20A EHOIGIGLH. S =S 2 A2ASQH WEAIZLCH. BF2 AlAH
of 222Z& (5 ml) & 1-(2-0I0l =0 EH-2)-2,6-CI=SA4-(3-HEZ2T-1-2)

I EZINEO0IR 2.7 ml (19.4 mmol.) O 2H=S HIIGIRUCH. =EE2= 1 Al

2lE 1.66 g (4.77 mmol.) & E

2HS0h O WBHAIZICH. Z0E 2ot SFIAACH. XAF 20 EE Hllotl, EEE2s 2E2LESL
2 =ZE0IUC. RIIESS Z3 M2 o=2 MFHoILD, 0FOUIE =HOIEANA AXRAZUCH. =52
2 28 JAZ0E2 Tl (HES/0E OHMIHIOIE 20%) 2 A MoK Ex*ﬁ}@%% MM XY M2
B2 +=Sot™C. =282 1.56 g (89%).

"H-NWR (COCls, 200 MHz) &: 1.72-1.92 (2H, m), 2.40-2.54 (2H, m), 2.60-2.73 (2H, m), 3.24-3.59 (6H,

m), 3.97-4.06 (2H, m), 5.73 (1H, dd, J=6.2 & 1.4 Hz), 6.23-6.35 (1H, m), 6.54-6.66 (3H, m), 7.01
(1H, s), 7.11-7.35 (5H, m).
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R (KBr): 3350, 2941, 1736, 1682, 1620, 1545, 1346, 1279, 1234, 1182, 1151, 748, 700, 644 om .

2) N-[2-(2,6-UISA-4-(3-HEZ2&-1-2 ) I Hict & -1-2 ) Ol &t -1-2 | -5-EI OF-1,8b—-CI O Xt OF Al LE L EL &ll-
4-Jt2=A0HOIE EIOICE:‘EEICOI gy

OIEtES (10 ml) & N-[2-(2,6-CISA4-(3-HL T2 T-1-2 ) IO H 2t & -1-L ) ol & -1-L ] -5-E| OF-1, 8b-LCI O}
KOLHILIZE 3I-4-9I 22 A0t01E 11, 56 g (3.28 mmol.) 2 M0 12N G4 2 ml (24 mmol.) S A 20
/\_I J‘:—Ijl.o O:IE é%l%% _/'&__"__o 3 jl:ll»/\|9|j I-OI-OI.O.” h: /\la;i D:lI-IO l_|-31|:|. Al-j| DﬂX‘i()-H 0-”E
£ I oW O +8}O4 288 +Solt. ZEsS OHE*% 2 Clolg OHZZ M3AEoIH =XH3s=
S0, =22 1.20 g (66%).

<=
=
=2
=

1H—NMR (OMSO-ds, 200 MHz) &: 1.87-2.08 (2H, m), 2.61-2.68 (2H, m), 2.96-3.13 (24, m), 3.20-3.36
(2H, m), 3.72-3.85 (2H, m), 4.13 (4H, br s), 6.64 (1H, d, J=7.2 Hz), 6.97 (H, d, J=9.2 Hz), 7.12
(1H, s), 7.14-7.37 (6H, m), 7.64 (1H, s), 8.81-8.92 (1H, m).

IR (KBr): 3260, 2952, 2590, 1745, 1697, 1633, 1562, 1529, 1500, 1438, 1345, 1293, 1212, 780, 630
-1
cm

CosHaNs0sSC 1, - 2.0H0 Ol CHEE D22 A
H4EX] 2 C, 51.37; H, 5.35; N, 11.98

aZ=X ¢ C, 51.69; H, 5.28; N, 12.05.

A A0 160

N-[1-(3-(4-OISAIIIZEE L H = Al) Z2 2-1- | T Hi 2| & -4-2 ]-5-E| Ot-1,8b-CI Ot Xt Ot M Lt Z E &l -4-3t 2
SA00E ClolE2222 =2 g4

1) N-[1-[3-(4-OISAIFI2ZE2 S H=Al) Z2 B-1- T H 2 &l -4-2 ]-5-E| Ot-1,8b-C| Ot Xt Ot Ml LE Z & &l -4-3}

EEAO}D| I:Ol ol—/\—|

[Et= (20 ml) = N-(IIH2le-4-2)-5-El0t-1,8b-CIOtXtOtMI LI Z E &l-4-9t2 =2 A0I0|1E CISIEE22 21
0 g (2.14 mmol.), E2IOE0t2 1.5 ml (10‘76 mmol.) ¥ A8 225 0.38 g o SH HE 4-
(-EZZ2-1-Z2ZA|)HUZNO0IE 0.62 g (2.55 mmol.) 2 ’é‘%oilkl iUFéPO*EP sEg=s 7ot 2
LSt HAUIIGHUHA JHEGRATH. EBtESSESS AR2E d2ZAI|L, =8 FIIE =, lE OtAIH0I
EZ FEGIL. RIIES E3 AHEI—’-‘—%ﬁQE NZESt], OIOUE =HOIEAUNAM AXAIDILD, 5=
ANZICH S=E=22 28 AZ0EDHT (HES/0E OHMEHIOIE 20-40%) 2= HHMGIH =XSEES
MM DE MHE HEHZ SOt (758.4 mg, 75%). MAESS HESZ MZESFAHA SHIEES
AN Z2E 2 +=Sotlt.

H-NR (COCls, 200 MHz) &: 1.38 (8H, t, J=7.2 Hz), 1.37-1.55 (2H, m), 1.87-2.03 (4H, m), 2.06-2.22

(2H, m), 2.49-2.56 (2H, m), 2.79-2.94 (2H, 3.74-3.94 (1H, m), 4.07 (2H, t, J=6.2 Hz), 4.35 (2H, q,
J=7.2 Hz), 5.47-5.58 (1H, m), 5.80 (1H, dd, J=6.2 & 1.6 Hz), 6.59-6.71 (3H, m), 6.91 (2H, d,
J=8.8 Hz), 7.07 (1H, s), 7.99 (2H, d, J=8.8 Hz).

IR (KBr): 3280, 2945, 1706, 1608, 1536, 1511, 1482f 1280, 1257, 1172, 1056, 954, 883, 844, 771 cm

N-[1-[3-(4-OISAIPIZEL H =S Al) = 2 Z-1-2 | T H 2| 21 -4-2 ]-5-E| 0}-1.80-C| OF Xt OF Al LT Z & 2ll-4-3}
2=2A0(0/C LEE2222129 84
B2 (5 ml) B N-[1-(3-(4-0SAIHELSLH=AI) ]I Hl
UZE-4-912=2A0101= 329.7 mg (0.65 mmol.) & 12N A 2 ml (24 mmol.) ‘é ARM &
JIotCH. EE22 1 AI2tSo WEAIZCH. Md=E 23 ZdM=2 oo 2ol +=&otl, oes &
CIOIE O 22 MESIH SXSE= (369.8 mg, 98%) 2 Qe XNMEY HEHZ =S5IRAL.

m.p.162-166°C.

2| €1-4-2]-5-E] 0f—1,80-Cl OF XFOF Al

J

"H-NVR (DMSO-ds, 200 MHzi &: 1.31 (6H, t, J=7.0 Hz), 1.83-2.10 (4H, m), 2.15-2.32 (2H, m), 2.89-
3.24 (4H, m), 3.44-3.60 (2H, m), 3.74-3.96 (MH, m), 4.08-4.21 (2H, m), 4.28 (2H, q, J=7.0 Hz),
6.58 (MH, d, J=7.4 Hz), 6.95 (1H, d, J=8.8 Hz), 7.05 (2H, d, J=9.2 Hz), 7.20-7.29 (2H, m), 7.62
(HH, s), 7.92 (2H, d, J=9.2 Hz), 8.79-8.87 (1H, m).

IR (KBr): 3265, 2945, 2636, 1697, 1633, 1605, 1534, 1511, 1255, 1216, 1170, 1128, 1112, 852, 771

-1
cm .

C27H32N404SC|2 ° 20H20 0“ EHS\_" j'E‘i‘&\‘

H X 0 C, 52.68; H, 5.89; N, 9.10
=Xl : C, 52.96; H, 5.68; N, 8.94.
A A0 161

[H

N-[1-(3-(3-OISAIZIZE S H=Al) Z2 B-1-2 | I HI 2| &1 -4-2 ]-5-E| Ot-1,8b-CI Ot Xt Ot M L Z R &l -4-3t 2
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=010/ C5lER222IS9 B4
N-[1-[3-(3-0I SAIZI 2 B Y HI = Al) 2 £-1-2 1| Bl 2| €1-4-2 ]-5-E/ OF-1,8b-CI OF KO Al LH Z & @ll-4-3}

—
~

222010129 84

OIEFE (20 ml) B N-(WH2IE-1-2)-5-E|0t-1,80-CIOFROLAILIZ E&I-4-9I 2 =2 A 00| CI5IE2 222
= 0.80 g (2.14 mmol.), E2IOIZOIR! 1.5 ml (10.76 mmol.) 2 A& 2R 0.38 g o SH0 0 4-
(33221 a2 ME00E 0.62 0 (2.5 mol) & SN EIisial. sg2s s=s0l 2
Asor WAIIGHIA JISTIACH BISEBSS AR02 WAAG. 0%, 8BS ALHY 25 &
JtotD, OIZ OIMIEIOIES FE0IALH. RIISS E3 Me|+8%o=z NFGtD, 0tIUls SHOIS
MM AZANID, SEAZC, =222 28 A0 141 (HES/HE OIMEIOIE 30-40%) =2 &
Stoi 2XEE2 (636.2 Mg, 5%) S MUY HEHR ~SoHACH

H-NR (COCls, 200 MHz) &: 1.40 (8H, t, J=7.2 Hz), 1.41-1.58 (2H. m), 1.88-2.04 (4H, m), 2.06-2.21

(2H, m), 2.49-2.56 (2H, m), 2.80-2.94 (2H, m), 3.73-3.94 (1H, m), 4.01 (2H, t, J=6.2 Hz), 4.38
(2H, a, J=7.2 Hz), 5.57 (1H, d, J=8.2 Hz), 5.80 (1H, dd, J=6.2 & 1.6 Hz), 6.59-6.71 (3H, m), 7.06
(HH, s), 7.04-7.12 (1H, m), 7.30-7.38 (1H, m), 7.53-7.67 (2H, m).

r): 3275, 2952, 1720, 1610, 1540, 1278, 1232, 1162, 873, 771 om
N-[1-[3-(3-OISAISI2EE L H = Al) T2 T-1-2 ] 1| B 2| & -4-2! ] -5-E| Ot-1, 80—Cl Ot Xt O Al LT Z E &l -4-3}
AOtOIE ClslEZE2Z2ES &4

Ol Er2 (5 m) = N-[1-[3-(3-0ISAIEEBLH=Al)
AODIE 473.3 mg (0.93 mmol.) 2

R (KB
2)
2=

T2 E-1-2 | I H 2l €l -4-2 ]-5-E[ 0t-1,8b~-Cl Ot X} OF Al
= A0

LZga-4-ot2=5 MOl 12N Zat 2 ml (24 mmol.) S A=20AM &
jfot&'l} SEg=S =232 WEAIRL. PSESES 2ol sSEAMACL. sS=HE=0 =SS 3
JtotRtt. dd=E 2SS {00l 2o =&otl, =S L CI0E OHzZ2z MIote SHagsEs 2

XM 2 Hel2 =SSOt (425.4 mg, 79%).
m.p.140-145C.

"H-NR (DMSO-ds, 200 MHz) &: 1.32 (3H, t, J=7.0 Hz), 1.84-2.08 (4H, m), 2.14-2.31 (2H, m), 2.94-
3.28 (4H, m), 3.47-3.61 (2H, M), 3.79-3.96 (IH, m), 4.08-4-20 (2H, m), 4.31 (2H, q, J=7.0 Hz),
6.59 (1H, d, J=7.4 Hz), 6.96 (1H, d, J=8.4 Hz), 7.18-7.30 (3H, m), 7.42-7.63 (4H, m), 8.85 (1H, d,
J=7.2 Hz).

IR (KBr): 3370, 3053, 2607, 1699, 1635, 1565, 1540, 1444, 1290, 1233, 1203, 1124, 813, 751 om .
CoHaN404SCl, - 2.0H0 Ol CHEE D=2 =24

HA&EX €, 52.68; H, 5.89; N, 9.10
=X @ C, 52.80;,H, 5.76; N, 9.17.
AAIC 162

N-[1-[3-(2-DISAIDIZELH=Al) Z2E1- | I H 2| 21 -4-2 | -5-El 0t-1,8b-CI Ot Xt OtMI LI E 2 &l -4-Dt 2 5
A0H0IE OolEz2E2=eES &4

1) N-[1-[3-(2-HIEAZI2ZE L H = Al) Z2 B-1-2 | T H 2| €1 -4-2 ]-5-E/ 0t-1,8b-C| Ot Xt Ob M LE = & &l -4-3}

E=A0t01E9 &4

>.

OLHIELIEE (20 ml) = N-(IIH 2l &l-4-2)-5-E|0t-1,80-CIOtXIOLAILIEZE &ll-4-3t2 S A0t0|1E C5IEZ
222/ 0.80 g (2.14 mmol.), EcIEO0tE 1.5 ml (10.76 mmol.) % 1,8-CIOtKtHIAIZZ2([5.4.0]=20-
7-dl (DBU) 0.65 g (4.27 mmol.) & BHUN L8 R2E 0.38 g L HE 2-(3-S2E2-1-EZZZA|) X0
OlE 0.59 g (2.58 mmol.) & A20AM &Otat OE'E S22 EFot0l 3 23 ZAUDIIGHNA JtE ot
ALt SHHE L otol SFARC. SRS == Foitotll, STREELE FEOIAL. RIISS
Zot Me|e+EdoZ2 MESt, DtOUls =HOIEAMA A XA

OEDeHIl (HEHS/UE OLMIHIOIE 30-50%) = &AMot, &0
g, 77%) £ M 2FHE MHZ SEHZ +=SoIRULH.

"H-NWR (COCls, 200 MHz) &: 1.37-1.61 (2H, m), 1.87-2.23 (4H, m), 2.57 (2H, t, J=7.4 Hz), 2.80-2.95

(2H, m), 3.89 (3H, s), 4.09 (2H, t, J=6.2 Hz), 5.51-5.62 (1H, m), 5.80 (MH, dd, J=6.2 & 1.8 Hz),
6.59-6.71 (3H, m), 6.94-7.02 (2H, m), 7.05 (IH, s), 7.40-7.49 (H, m), 7.76-7.80 (1H, m).

IR (KBr): 3230, 2949, 1727, 1617, 1540, 1482, 1454, 1286, 1249, 1151, 1085, 772, 757 om .

2) N-[1-[3-(2-HISAISIZEELH=Al) Z2 2-1-2 | | Hl 2| £ -4-2 | -5-EI Ot-1,8b—CI Ot Xt Ot Ml Lt Z & &ll-4-3}
E=2A0t01E ClolEzE222E9 &4

= N-[1-[3-(2-HISAIPIZEELH=SAl) Z2 H-1-2 | Il HI 2| €1 -4-2 ]5-E| Ot-1,80-C| Ot X} OF Al
ol.) &

SA ) o Mol 12N F& 1 ml (12 mmol.) S A20A SOt
SIGiCt. SE2S 4SS0 WHAZID. HSSE2S ==AIL, OHMELUE IS0, M8
238 JdSS ool sk =850, e R CHE o222 MESH SHESEE (809.1 mg, 87%)

£ XM ZF g2 +=SotALt.
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m.p. 164-168C.

"H-NUR (DMSO-ds, 200 MHz) &: 1.82-2.07 (4H. m), 2.15-2.32 (2H, m), 2.94-3.26 (4H. m), 3.43-3.58

(2H, m), 3.78-3.99 (1H, m), 3.83 (3H, s), 4.10-4.20 (2H, m), 6.60 (1H, d, J=7.4 Hz), 6.95-7.07
(2H, m), 7.14-7.32 (3H, m), 7.50-7.71 (3H, m), 8.87 (1Hf d, J=6.8 Hz).

R (KBr): 3159,, 2643, 1687, 1629, 1314, 1247, 764 cm_w.
C26H30N404SC12 : O5H20 0“ EHS\_" j'EE&\‘

x

[P

X+ C, 54.36; H, 5.44; N, 9.75
Xl : C, 54.30; H, 5.72; N, 9.80.

Ol 163

~[3-[4-(5-EIO0t-1,8b-CIOXIOtMILI ZE &l -4-It2EE Y 0t0| £ ) DI HI 2| §-1-YL | Z2 B -1-A K A|
EZ2=2cE

i

H

—

o 1oz
=

Pl
z
[w
ol

N—[1—[3—(2—D1|§/\|9P§_‘?'_ SHSsAl) -Z28-1-2]-5-E|0}-1,8b-CIOFKIOFAI LI Z E l-4-9} 22 A 010l = (400
mg) S 6N G4k (20 ml) D EEGIULI. EE=SS 2.5 AIZFSQ 80T OIA WEHAIZECH. =Z20ME 226t
of SRACH. MAH=E Z2HS 0 2o &80, 0IAZZ2E HEZZ MAESIH 2XHGE=S =S
ot P (379 mg, 97%).

m.p.180-183C.

"H-NWR (OMS0-dg, 200 MHz) &: 10.70-10.40 (1H, br s), 8.89  (1H, d, J=7.4 Hz), 7.75-7.60 (2H, m),

7.60-7.40 (HH, m), 7.40-7.20 (2H, m), 7.20-6.90 (3H, m), 6.64 (1H, d, J=7.4 Hz), 4.20-2.80 (SH,
m), 2.40-1.80 (6H, m).

IR (KBr) v: 3000, 1695, 1635, 1538, 1496, 1436, 1394, 1230, 1087, 1016, 753 om
CosHesN40sSC12 - 3.5H0 Ofl CHEH JI=2E2A

H&EX : C, 48.86; H, 5.74; N, 9.12

&=Xl @ C, 48.62; H, 5.51; N, 9.13.

A A0 164

3-[3-[4-(5-EI0t-1,80-CI Ot Kt OLMI LI ZE &l-4-2t 22 0t0| = ) T HI 2| H-1-L | T2 E-1-L S A| W Z 4 ]Sl
EZ2E2eE

N—[1 (3-(3-UISAINZEELH=A) -T2 E-1-2]-5-E|0-1,80-CI Ot Kt Ot I LIZE 8I-4-9 2S5 A 010l = (400
mg) £ 6N Z4tn EEGI/ACH. EEES 4 AZASS 80T A wWEAIZICH MHE 2FHS 0ol 26
+=Zotl, 82 MZESIH SHSEFES +=SotACH (255 mg). S 2Aot0l sSAIUCH. ML 2
2 ool Qo =&otL, 0AZZE HHZEZ MAG —’T‘—DP‘* S ESS +SotAt (122 mg)

377 mg, 87%), m.p.224-230C.

O

H-NMR (DMSO-ds, 200 MHz) &: 8.90-8.75 (1H, m), 7.64-7.36 (4H, m), 7.30-7.15 (2H, m), 6.95 (W, d,
J=9.2 Hz), 6.58 (1H, d, J=7.8 Hz), 4.29-3.00 (9H, m), 2.35-2.10 (2H, m), 2.10-1.80 (4H, m).

R (KBr) v: 3000, 1706, 1635, 1565, 1538, 1500, 1448, 1388, 1212, 1112, 952, 786, 763 cm_1
C25H28N404SC|2 : 45H20 0“ EHS\_" j'E‘i‘&\‘

H X C, 47.47; H, 5.90; N, 8.86
a=Xl : C, 47.39; H, 5.62; N, 9.10.

—[4-(5-EI0t-1,8b-CIOtXtOFAILIZE &l -4-5t 22 L 00| = ) T HI 2| El-1-L | T2 E-1-L S A| JH = 4&F TS

OF-1,8b-CIOFXIOLAILIZE &I-4-9t 2 S A0t0IE (400
m . EE== 5 Al2tse 80T OlA W /\I?iEP dd=l 23S O
ool ool =&GtD, E2 MESIH SHISES +=SotRACH (397 mg, 91%), m.p.277-280C

'H-NR (OMSO-dg, 200 MHz) &: 7.90 (2H, d, J=8.8 Hz), 7.58 (1H, s), 7.15-7.26 (2H, m), 7.03 (2H, d,

J=8.8 Hz), 6.92 (1H, d, J=9.6 Hz), 6.53 (1H, d, J=8.0 Hz), 4.05-4.20 (1H, m), 3.15-4.00 (8H, m),
2.10-2.30 (2H, m), 1.80-2-00 (4H, m).

IR (KBr) v: 3051, 1683, 1633, 1606, 1569, 1502, 1440, 1316, 1259, 1212, 1168, 773 om
CosHesN40sSCl2 - 4.0H:0 Off CHE JI=2E2A

HA&X + C, 48.16; H, 5.82; N, 8.99
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& =Xl : C, 48.18; H, 5.73; N, 9.08.

A A0 166

N-[1-[3-(2-AlOt = HI E S Al) =2 2-1-2 | I Bl 2| &l -4-2 ] -5-EI Ot-1,8b-CI Ot A O M LI Z & &l -4-3t 2 S A O
0l ColEzE2=22E

O}E)ICI\I—H—[S—(Z—AIO}&_EIE'E NEZZ2E-1-2 ]I H el el -4-2]-5-E0t-1,80-CI Ot Kt OLMI LI ZE &l -4-It 2 S A

N-(IlH el el -4-2)-5-E| Ot-1,8b-CIOt Xt OtMI LI ZE &l-4-9t 2S5 A 00| Clol=E22=2l= (800 mg), 1,8-
CIOIXIHIAIZ22[5.4.0]-7-20 4 (662 mg), ECIME0tR (1.09 g) & 45 RLE (285 mg) 2| OtMELI

Eg 8% (20 nl) O -(3-BRE2TEB-1-Y)SAMELIEY (503 ng) S AS0MN ZHIIoIACH. =8
SS SR6H0ll 7.5 AIFSOF RATDIGHIA I, BISESSS LA SHARUC. SS20
22 HII5tL, SRRLECE FEGIUL. FINUS U5 MASUOR HFSD, 24 01IUS
SHOIEAUNA AZAIID, 25t SSAZCL S22 229tz 2y AZ0HE0HI (0 OfAl
HOIS/BIErS=2/1) 2 HMG0l SHstat2 (816 ng, 83%) = MM Ay ME2 HEH2 +SoHACH
'H-NWR (CDCIs, 200 MHz) &: 7.55 (2H, d, J=8. 0 Hz), 7.06-6.95 (3H, m), 6.78 (1, s), 6.63 (1, d,
J=5.8 Hz), 6.10-5.80 (1H, m), 5.78 (1H, dd, J=1.8 & 5.8 Hz), 4.16 (2H, t, J=6.0 Hz) 4.00-3.80
(1H, m), 3.60-3.40 (2H, m), 3.10-2.90 (2H, m), 2.83-2.65 (2H, m), 2.20-1.90 (6H, m), 1.85-1.60
(2H, M).

2) N-[1-[3-(2-AlOFc Bl 2 S Al) E 2 B-1-2 | | Bl 2| €1-4-2 ]-5-E] OF-1,80-Cl OFXHObAI LE E R Bil-4-D 2 = A
OlDlE Cisl=E2222lc
N-[1-[3-(2-AlOF = HI L S A TR BH-1- %‘]ullﬂlal €1-4-21]-5-E) OF—1,8b-C| OF XF OF M| L L &4 Bll-4-5} 2 = A0}

ol IE

]_
01S (565 mg) 2 OIEtE 2 (8.0 ml) O]l == & (3.0 ml)S HIIGHRUCH. EE 15 AR
OlA wBHAIZCH. HdMdda 2ES 60 2ol =&8s6tl, HES=2 HEH SH}Eg=EssS +=SotAlt
(462 mg, 70%), m.p.234-240C.

H-NR (DMSO-ds, 200 MHz) &: 8.90-8.78 (1H, m), 7.80-7.58 (3H, m'), 7.34-7.06 (4H, m), 6.96 (1H,

d, J=8.8 Hz), 6.59 (1H, d, J=7.2 Hz), 4.40-4.20 (24, m), 4.00-2.80 (7H, m), 2.40-2.20 (2H, m),
2.20-1.80 (4H,m).

IR (KBr) wv: 3290, 3031, 2638, 2225, 1644, 1633, 1569, 1540, 1498, 1450, 1291, 1263, 1218, 1112,
-1
796 cm .

CosHzNs02SCl, - 2.0H0 Ol CHEE D=2 =24

HA&X : C, 52.82; H, 5.50; N, 12.32

=Xl ¢ C, 52.89; H, 5.24; N, 12.29

AAIG 167

N-[1-[3-(3-AlOt=HI L S Al) Z2 B-1- | I HI 2| &1 -4-2 | -5-E| Ot-1,8b-CI Ot Kt OtHI L E 2 &l -4-It 2 = A 0F
0lE ClslEzE2=22E

Of1[])| Cl\l—[1—[3—(3—/\|0}il_rll‘é'%/\l)EEEF—F%]HITHIEIE'%—%] —-5-ElO0t-1,8b-CIOtXIOLMILI ZE &l-4-It =2 = A

N-( I H 2] €l -4-2 )-5-E| Ot-1,80-CIOt X OLAI LI ZE @l -4-3t2 =S A0t01E CSIE22=22lE (800 mg), 1,8b-
CIOLXHHIAIZ22[5.4.0]-7-2014 (662 mg), ECINEO0IR! (1.09 g) ¥ A& R2E (285 mg) 2 OtMIEL
Eg EN% (20 ml) Ol 3-(3-S22E28-1- )SAIUEZLIEZ (503 mg) S A=20 A HIISIJALH. =&

—=

%% BFOH0 6.5 AlZtsSOF ZAMDIGHHA JIEotAL. BFSEE=S 2060 sSAIRUL. i’“%()ﬂ
= 3}07 EIZELSCIE FEOIRUL. FEHUS Eo Mo +SHUR=2 MEFStD, F=+ OHAUS

HOIEAWAM HEAZILD, & clotd I=Z0tEDNIl (olE OPHIHIOIE/

otoil sSEAIZC. sSHES &
S|
=

26 9
HEr2=2/1) 2 NI S=5E2 (565 mg, 57%) & HXM 2H HEl2 +=SoIRULCH

"H-NVR (COCl3, 200 MHz) &: 7.48-7.00 (4H, m), 6.80-6.58 (3H, m), 5.90-5.70 (2H, m), 4.04 (2H, t,
J=6.1 Hz), 3.95-3.70 (1H, m), 3.00-2.81 (2H, m), 2.55 (2H, t, J=7.0 Hz), 2.30-1.80 (6H, m), 1.70-
1.40 (2H, m).

2) N-[1-[3-(3-AlOt=HE S Al) Z2 E-1-2 | T|H 2| & -4-2 ]-5-E| Ot-1,8b-CI Ot At OtHI LI ZEE &l -4-Jt 2 S A
Ot0IE ClslEE2E222E

N-[1-[3-(3-AlOt=HE S Al) Z 2 8-1- °']ﬂllT:IIBIEl—4—%]—5—EIOP—1,8b CIOtKIOLMILIZEE el -4-dt 25 A OP
01E (565 mg) 2 OEFS S (8.0 ml) Ol ==g42 FHIIGIALH. EEFSS 15 24 A20AM
ANZC. dd= 23S W0l 2oH *éé}_’ HEetE= MZGHUCH (4622 mg, 70%), m.p.169-172C.

'H-NIR (OMSO-ds, 200 MHz) &: 8.90-8.80 (1H, m), 7.62-7.39  (4H, m), 7.38-7.18 (3H, m), 6.95 (1H,
d, J=8.6 Hz), 6.58 (1H, d, J=7.2 Hz), 4.20-4.10 (24, m), 4.00-2.90 (7H, m), 2.20-2.10 (2H, m),
2.10-1.80 (4H,m).

R (KBr) v: 3224, 3055, 2549, 2227, 1635, 1565, 1502, 1432, 1317, 1301, 1264, 1214, 784 om .
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C25H27N5OZSC|2 ° 20H20 0“ EHS\_" j'E‘i‘&\‘

HAEX]  C, 52.82; H, 5.50; N, 1
Xl.:C, 52.92; H, 5.34; N, 1
Ol 168

-[1-[3-(4-AlIOt=HE S A Z2T-1-2 | I H 2| € -4-2 |-5-E| 0t-1,8b-CI ObAHOLAI LI Z E &l -4-2t 2 2 A OF
|1E OsIEZ2E22E

-(IlH 2l el-4-2)-5-EI0t-1,80-CI Ot Xt OLHI LI ZE &l -4-5t 22 A0101E  CISIEE22=22/E (800 mg),
OFXHIAIZZ[5.4.0]-7-20I4! (662 mg), ECINE0t2! (1.09 g) L A8 R2E (285 mg) 2 OHAl
g9 (20 ml) Oﬂ 4 (3 ST Z - )SAHEILIEL ) & A20lMd FOototth.
= FEAUDIIOHIAM JtEotRALH. BHSEE= 2ot sEAMAL. sF
=0 =2 ’Sjko}j é@%% SEILELE FEoIUU. FE 3t MelsEU2Z NEHGHL,
S 0IOUlE =HOIENNAM AXZAIDID, Yol sHAUC. s=22S Aot I20tEJHI
(OIS OLMIHIOIE/DIEFES=2/1) 2 ZHMGIH SXSES (733 mg, 74%) = HIM 2H SEH=Z

2.32
2.28.

mjo pr 2 _._,\

rwn
]
Q'J
2
Zo‘

"H-NR (CDCls, 200 MHz) &: 7.58 (2H, d, J=8.8 Hz), 7.05 (1H, s), 6.94 (2H, d, J=8.8 Hz), 6.96-6.58

(3H,m), 5.88-5.74 (1H, m), 5.79 (1H, dd, J=1.8 & 6.2 Hz), 4.07 (2H,,t, J=5.8 Hz), 4.00-3.75 (1H,
m), 3.05-2.90 (2H, m), 2.61 (2H, t, J=7.0 Hz), 2.35-1.90 (6H, m), 1.80-1.50 (2H, m).

2) N-[1-[3-(4-AlOt=HIE S Al) 22 B-1- | Il Hl 2| & -4-2 ] -5-E| Ot-1,8b—CI Ot Xt Ot Ml Lt Z & &l -4~
Ol0IE ClslEZ2E22E

N-[1-[3-(2-AlOt=HE S Al ) ZE2 B -1-2 | I H 2| &1 -4-2 | -5-E| Ot-1,8b-C| O XK OL Al LE 2
01E (621 mg) 2 OIEtES &M (8.0 ml) Of == & (3.0 ml) S HIGHAL. B
20AM wWEHAIRCH. MdE ZES o0l 2ol =&sotd, HES2 MIESH =X

I
I
J
[>

m

| _4_
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] oW
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e
oz
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=
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s =]

(572 mg, 79%), m.p.268-272°C.

"H-NIR (OMSO-ds, 200 MHz) &: 8.86 (1H, d, J=7.8 Hz), 7.78 (2H, d, J=9.2 Hz), 7.68-7.58 (1H, m),

7.34-7.18 (2H, m), 7.11 (2H, d, J=9.2 Hz), 6.97 (1H, d, J=8.0 Hz), 6.60 (1H, d, J=7.6 Hz), 4.30-
4.10 (2H, m), 4.00-2.94 (7H, m), 2.40-2.15 (2H, m), 2.151.80 (4H, m).

IR (KBr) v: 3212, 3055, 2219, 1631, 1604, 1569, 1538, 1506, 1297, 1263, 1168, 1126, 834, 792 om .
CosHaNs02SC12 - 0.8H20 Off CHEt JIZ2=2A

X

[&tXI @ C, 54.90; H, 5.27; N, 12.81
Xl C, 54.91; H, 5.06; N, 12.96.

Ol 169

1-(3-HEZ=28-1-2) Il H 2l & -4-2 ] -5-E| Ot-1,8b-CIOt Rt OtMI Lt ZE &l -4-9t 2 S A 00| E9

-ElOt-1,8b-CIOtXIOFMI LI ZE @I-4-Jt 2 54 (5.00 g), HIERISIEZ2Fet (40 ml) ¥ CIOE
0.89 ml) o SEHN S Z22|E (4.00 ml) S LHSHH 10 S HIIGHRACH. 0
120M WEFAICH. B2 E sHAMAUL (5F52). 4-001--1-(-HEZZ )T H el
(7.34 g) & CIHEZESO0IE (20 ml) o SEHN Ec/EO0R! (19.8 ml) 2 =Itat
ERH %9“ S22 ool W1, 30 =t WEHAIZCH (O}P_| ). &I orgl
HEZSO00IE (20 ml) o SEAHN 1 AlIZSQ 50T (WS 2%) A =Jt6t, 0

bSOt 50T (e 2%) oA WBAIZCH. 2 (200 ml) Eic' IN-== LU E S (20
22 0lE OIMHIOIE HERISIEZFet = 4:1 (

(50 ml) ¥ 2 (150 ml) 2 38 NMESJCL. KIES sFAMH =S
NIEIOIE:OlAZ2Z HHZ = 1:1 (20 ml) S i\:ﬂfﬁfﬂ, SgES
wWEHAIZILD, Ol= CItotRULH. HF=S 2ot XAl [1-( =
ElIOH-1,80-CIOtRHOLMILIZE &ll-4-9t=2E=A00IEE —’.‘—56%9‘1& (7.45 g, 77.
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"H-NMR (COCls, 300MHz, 2H) &: 1.45-1.50 (m, 2H),

1 1
2H), 2.04-2.11 (t, J=9.62 Hz, 2H), 2.33-2.38 (t, J=7.89 Hz, 2H), 2.60-2.65 (t, J=7.79 Hz, 2H),
2.81-2.85 (d, J=11.94 Hz, 2H), 3.79-3.81 (m, 1H), 5.68-5.70 (d, J=7.73 Hz, 1H), 5.76-5.78 (m, 1H),
6.58-6.68 (m, 3H), 7.03 (s, 1H), 7.16-7.20 (m, 3H), 7.25-7.30 (m, 2H).

2 A0 170
N-[1-(3-HEZ 2 E-1- )T H 2| &1-4-2 ]-5-E|0-1,8b-CIOL Kt OtMI LI ZE &l -4-tES A 00| E9| &4

-1.85 (m, 2H), 1.91-1.95 (d, J=12.68 Hz,

4-0t0l=-1-(3-HEZ22)IHelY CsIEE222lE (7.01 g) ¥ CIHEZSO00IE (40 ml) o SENH
ol EclolEore! (6 7 ml) S HOLGIAULH. EF=ES 10 23 _’“PM;‘EP BrSEE =0l 5-El0t-1,8b-
CIOXIOtMILIZE &I-4-It2 =44 (5.00 g), 1-CIESA-IH-MIZECIOIE ZL0l=20E (0.710 g) ¥
-0l €-3-(3- IZIIHIE'OP |- Z=24)-Jt2LC0I0l1E (4.61 g) & &IIo }S?i[} 0l 2 Al2tset 68-70T
(LI 25) oM mBLAIZICH BtS S0 2 OtMEHIOIEHIEGIE2F 2 4:1 (380 ml), IN-==4t3t
LIES (50 ml) & % (80 m) £ EFIIoI/ACE. OlE OtMIHIOIE HIERISIEZ2F 2 =4:1 (120 ml x 2) &
+HES FEGUU. |IIES 2 (130 nl x 3) 2 MEStL, 0IF sFAIRULCL. WHE OLMHIOIE (15
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m) S FIE RSS2 ALSS A20lM wBHAIZICH. BISEEES 226t A ZAIH N-[1-(3-H
T2 E-1-2) I Hicl El-4-2 ]-5-E/0t-1,80-CI Ot Xt OLMILI Z E &l -4-3t 2 =2 A0t0lE (8.87 g, 92.5 %)E =
SotRALt.

"H-NMR (CDClg, 300 MHz) &: 1.45-
2.04-2.11 (t, J=9.62 Hz, 2H),
2.85 (d, J=11.94 Hz, 2H), 3.7
6.58-6.68 (m, 3H), 7.03 (s, 1H),

A A0 171
N-[1-(3-HEZ 2 E-1- )OI H 2| &1-4-2 ]-5-E|0-1,8b-CIOL Xt OtMI LI ZE &l -4-9tES A 00| E9| &4

4-0101=-1-(3-HE T2 W) MHIE CISIS2222IS (1.40 o) ¥ CIHE LTS0S (10 ml) ©f &Erod

Ol ECIIZOR! (1.34 ml) S ZOIGHYACH =82S 10 2SO WEFAIZIZ, 5-E10t-1,8b-ClOHXLOFAILL

DE-4-3 2= A (1.00 ) ¥ CIE AOH=EAZUOIE (0.81 ml) ACH. E222 1A

ASor AR0A, L 2 AIRISO 55T M WEFAIZICH SISEE20 2 OLMEIOIE HERGIERE
2 1

1.50 (m, 24), 1.77-1.85 (m, 2H), 1.91-1.95 (d, J=12.68 Hz, 2H),
.33-2.38 (t, J=7.89 Hz, 2H), 2.60-2.65 (t, J=7.79 Hz, 2H), 2.81-
-3.81 (m, 1H), 5.68-5.70 (d, J=7.73 Hz, 1H), 5.76-5.78 (m, 1H),
7.16-7.20 (m, 3H), 7.25-7.30 (m, 2H).

fun
1]
T 29
@

g 411 (1.75 ml) & IN-=4SHLEE (30 ml) & FHIIGID. RIIES SM4SUHES (30 ml x 3)
£ (30ml x 2) 2 MEGtD, sSAC. RS 2F0 HE (4nl) 2 ’SJP&E, 1 Al2tset é%oﬂ
Z G0 AEAIA N-[1-(3-HE Z2B-1-2) I H 2| €14-2 | -5-E| Ot-1,8b—Cl OF X}t OF

"H-NMR (COCls, 300 MHz) &: 1.45-1.50 (m, 2H), 1.77-1.85 (m, 2H), 1.91-1.95 (d, J=12.68 Hz, 2H),

2.04-2.11 (t, J=9.62 Hz, 2H), 2.33-2.38 (t, J=7.89 Hz, 2H), 2.60-2.65 (t, J=7.79 Hz, 2H), 2.81-
2.85 (d, J=11.94 Hz, 2H), 3.79-3.81 (m, 1H), 6.58-6.68 (m, 3H), 7.03 (s, 1H), 7.16-7.20 (m, 3H),
7.25-7.30 (m, 2H).

AAIN 172

N-[3-(4-HEHE-2-S AT H et 1-Y ) T2 B-1-
EIoICEDEEIEOI gy

1) N-[3-(4-t-RSAIIEEL-2-S A0 H 2 E-1-Y ) Z2 E-1-2 | -5-E|0t-1,8b-CI Ot Kt OtAILI ZE &ll-4-5t =

SA001EY 4

1-5-EI0t-1,80-CIOFKIOLMILIZE &ll-4-It2 2 A 00| E

ﬂ19

[m]

=

a ) N-5lE
2.0 mmol) o e SEEM) 1-0lE-3-(3-CIHEo0I=228)3t=E0l0/01E

OLNIEL-EY (30 m
SA=sA0101E (2.

= 5-El0H-1,8b-CIOtAtOtMILIZE &-4-5t= =2 A A (2.40 g, 11.0 mmol
2

o —

JSIEZRZE=22IE (4.22 g,, 22.0 mmol) & A20A Eoiotl, E&22 A20 K 1.5 /\IDJ%OJ
WEHAIZCH.  ADJ EE 20 O}HIEL E% (15 m) & 1-(3-0l0=ZZ2E-1-2)4-t-BESAIIEBL-2-=2
AL HeHE (3.67 14.3 mmol) & E2/0f 0 mmol)

0
[E0tRl (4.45 g, 44. o 8Hs Ej}aﬂﬂ.
grE2sgEs 5'4?.— FEHOILA sS=AZC. &F=2 S0 SoiAlIZl2
CZ MFEotn, MgSO4 AU 2ZAI0, ASAHEUAN =
Oilé' HdIEHOIE HE=2 (10:1) 2 AZ0tEDHTISHH N-
t-1-2 ]-5-E/0t-1,8b-CIOt Rt OtMILI ZE Bll-4-It 2= A
.53 g, 30%).

|

g
A20M 19 AIZ2ESQOH mEHAI2]
SEZLECZE F=HoIX
ZAAC. TR
[3-(4-t-2S At

2
OIS =N 2

HU

H-NR (200 MHz, COCl3) &: 7.45-7.30 (1H, m), 7.03 (1H, s), 6.70-6.55 (3H, m), 5.75 (1H, dd, J=6.0

2 1.8 Hz), 4.13 (2H, s), 3.75-3.60 (2H, m), 3.60-3.40 (2H, m), 3.40-3.30 (2H, m), 3.30-3.15 (2H,
m), 1.85-1.60 (2H, m), 1.48 (%H, s).

IR (KBr) @ 3269, 2977, 2931, 1695, 1644, 1482, 1419, 1284, 1164 om
2) N-[3-(2-SATHHE-1-2) T2 E-1-2]-5-E|0t-1,8b-CIOLXIOtMILIZE &l-4-IIESAOL0IE CIGIER

Szl g4

N-[3-(4-t-BEANIN2E2L-2-=2A0|H R -1-2 ) T2 8-1-2 |-5-E| O0}-1,8b-CI O} KOt LI Z E il -4-312 =2
AOMDIE (1.53 g, 3.34 mmol) Ol ==& Y4 (4.0ml) 8 &EIlot), E82S A20M 30 2 0._ MAIFN
O, CIESSEEs XSAMEUHA sSAIA N-[3-(2-=2LA 0/ H et -1-2 ) Z 2 5 -1-2 ]-5- EIO 1,8b-C| Ot
NOHMILIZE dl-4-9I22A010|1E ClolE2222|/E8 QHUXMIEE 22 dHZ $Soldt (I.53 g,
quant.).

"H-NUR (200 MHz, OMSO-ds) & : 10.00-9.60 (1H, m), 8.85-8.70 (1H, m), 7.68 (1H, s), 7.36-7.25 (1H,

m), 7.14 (1H, s), 6.99 (MH, d, J=8.6 Hz), 6.65 (1H, d, J=7.4 Hz), 4.00-2.80 (6H, m), 2.40-2.10
(2H, m), 1.80-1.55 (4H, m).

3) N-[3-(4-HEZHE-2-2 AT H2tR-1-2 ) T2 B-1-2 ]-5-E| 0t-1,8b-CI Ot Kt Ot Al L Z 2 &l -4-3t 2 2 A 010)

£o g4

OFHNIELIEE (20 ml) & N-[3-(2-=2ATlH & -1-L)Z 2 E-1-2 ]-5-E| OF-1,8b-CI Ot XFOFAI LI
S2A0101E Clol=E2222l= (518 mg, 1.20 mmol), ECIHEO0I2! (605 mg, 5.98 mmol), 2
(216 mg, 1.44 mmol) & 1,8-CIOIKIHIAIZ2Z[5.4.0]=2014 (366 mg, 2. 41 mmol) S mBrE MY
2l (187 mg, 1.48 mmol) £ A=20M EIoIROH. &40 = S2A2 =, 8

ZMEHUA sSEAIZLCH &wig 20 SollAlIZ2IL, 222EECE =
MAEGID, MgSO4 AN AXZAIDILD, EBSAEHA %EAI?&EL S22

é
x
(N
o~
0 -
o
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[3-(4-I L O £-2-S AT B 24 R -1-2 ) T 2 Tt-1-24 ]-5-

OLMIEIOIE-DIEt S (8:1) & AZ0LEIHWGHN N-[3-
IS8 K=

ElOt-1,80-Cl Ot RIOtHI LI Z & &l -4-It 2 5 A 010
56%) .

N-

H-NR (200 MHz, COCl3) &: 7.62-7.45 (1H, m), 7.40-7.20 (5H, m), 7.00 (1H, s), 6.65 (1H, s), 6.60-

6.50 (2H, m), 5.73 (1H, dd, J=5.6 ¥ 2.4 Hz), 3.58 (2H, s), 3.52-3.38 (2H, m), 3.38-3.10 (4H, m),
3.20 (2H, s), 2.70 (2H, t, J=5.2 Hz), 1.80-1.60 (2H, m).

IR (KBr) @ 3242, 2937, 1627, 1505, 1482, 1282, 1156, 913, 734 om .

4) N-[3-(4-HEHE-2-S AT Ht&-1-2 ) T = E-1-2 ]-5-E| 0t-1,80-CI Ot Xt Ok Ml LI Z E Bll-4-3t 2 = A 0t 0]
c bolEzE=2cEe &4

Olet2 (5.0 ml) = N-[3-(4-HEHE-2-=2 A1/ H
gl-4-9t=2=A0t01= (300 mg, 0.670 mmol) =l
/é'QOH/\-I T AZLSe uwitAl2l = | BSEg=ES A3
El-1-) T 2 E-1-2]-5-E| 0}-1,8b-Cl Ot Xt OL Ml LI Z & &l -4-3
Y 2L HEHE +SotACH (345 mg, 98%).

-1,8b-CI Ot XtOLAILIZ &
S a=20M EIIACH
“HE e 22 AT H )

2ICE QuxMe

Tu
J
>
O
g
n
jml
g
I_m-b
il
HU

"H-NVR (200 MHz, OMSO-ds) & : 8.80-8.60 (1H, m), 7.80-7.40 (6H, m), 7.40-7.15 (1H, m), 7.05 (1H,
),

s), 6.95 (IH, d, J=8.4 Hz), 6.56 (1H, d, J=6.6 Hz), 4.38 (2H, s), 4.00-3.20 (8H, m), 3.20-3.00
(2H, m), 1.80-1.50 (2H, m).

IR (KBr) : 3240, 3058, 2941, 1635, 1565, 1538, 1502f 1293, 1214, 759, 705 om .
CoaHzClaNs02S - 2.5H0 Ol CHEE D=2 =24
H&X €, 50.97; H, 5.70; N, 12.38.

& =Xl : C, 50.90; H, 5.71; N, 12.08.
AAIO 173
N-[3-[4-(2-HIE M E-1-2)-2-SA T H & -1-Y | Z2 B -1-2 ] -5-E| 0t-1,8b-CI OL Xt OtMI LI Z & &l -4-3t =
SA0I0IE CsIEZ2EZ2C2E ~| B

1) N-[3-[4-(2-HIL Ol &-1-2)-2-S AT Wit &l -1-2 | T2 Z-1-2 | -5-E| O-1,8b—CI Ot Xt Ok Al LI E & &l -4-3}
E=A0t01E9 &4
OFMELIEE (20 ml) S N-[3-(2-2ATH A -1-2) Z 2 E-1-2 |-5-E| Ot-1,8b—C| Ot Xt Ok Al Lt Z & &l -4-3t
E2A001E ColEz2E222E (610 mg, 1.42 mmol), EcIMEO0Il (722 mg, 7.13 mmol), A& RLE
(255 mg, 1.70 mmol) % 1,8-CIOXIHIAIZZ[5.4.0] 2014 (438 mg, 2.88 mmol) 2 wEHS M0 (2-E22
HE)#A (312 mg, 1.68 mmol) S A 20N EIIGHACH. ZAGHUHAM 2 LS BFAIRI =, BESEES
£ NUSHE0IA i%/\I;“E} &%%O S0l SoiAlZI, E2IEELZ FHoIUL. ==2S St
S22 MEGHD, MgS0s &0IA AXAIDILD, JSHHUM sSFAIUL. TRES A2iot2 (20 g) &0A

e

M2 OLMIEBIOIENES (8:1) 2 IROHEILHTIGHO N-[3-[4-(2-HIL O E-1-2)-2-S AT H2h&-1-
2-1-2]-5-E/0t-1,80-CIO IOt MILI T BI-4-3t 22 A0L0I S8 XIF4 SHE 22 HEHZ 255
(288 mg, 44%).

52
[w]

]H—NMR (200 MHz, CDCl3) &: 7.65-7.45 (1H, m), 7.40-7.15 (5H, m), 7.01 (1H, s), 6.60-6.50 (2H, m),
5.74 (1H, dd, J=6.0 & 2.2 Hz), 3.60-3.40 (2H, m), 3.40-3.00 (6H, m), 3.00-2.60 (6H, m), 1.80-1.60
(2H, m).

R (KBr) : 3286, 2935, 1714, 1635, 1506, 1482, 1282, 1156, 732 om

2) N=[3-[4-(2-HIL Ol EH-1-)-2-S A Ol H 2t & -1-L | T 2 B-1-2 | -5-E| Ot-1,8b~C| Ot Xt OF Al LI Z & &l -4-3}
gi }D|E E|O|C§5§3|COI ol-/x-i
Olet2 (5.0 ml) = N-[3-[4-(2-HILUE-1-2)2-= |1H|BP‘._|—1—%'] 2E-1-2]-5-E| 0t-1,8b—Cl OF X+ OF

NUEZEel-4-9t=2=A0t01E (369 mg, 0.799 mmol =
StALCE. ’\'901|/\-| 1T AIZESeH wBkAIZI =, ‘ﬂ%%é‘%% &=

-2)-2-=SATIH2t&-1- °']“§“F 1-2 ]-5-E/ Ot b-C IO}IPOHHIL}“E'@ -
Z2EE QEIIA“:"“G‘ =2 HEHHZ =SotACH 24 mg, 99%) .

1) 2 d20A 20t
( 2-HIE Ol & -

/-\ |

"H-NMR (200 MHz, DMSO-ds) &: 8.80-8.65 (1H, m), 7.62 (1H, s), 7.60-7.20 (6H, m), 7.08 (1H, s),
7.00-6.90 (1H, m), 6.62-6.50 (1H, m), 4.20-3.20 (10H, m), 3.20-3.00 (4H, m), 1.85-1.55 (2H, m).

IR (KBr) : 3242, 2935, 1652, 1635, 1565, 1538, 1500, 1455, 1361, 1293, 1214, 784, 703 om
CosHogClaNs02S - 0.7CHs0H - 2.0H:0 Ol CHEH JI=2&2 A

H&X €, 52.60; H, 6.22; N, 11.62.

=Xl : C, 52.74; H, 5.96; N, 11.68.

A A0 174
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[3-[4-(3-HEZz=E-1-)-2-SA 0| Hict & -1-2 | T2 -1-2 ] -5-E| 0t-1,8b-C| Ot Xt Ot Ml LI Z & &l -4-5¢
0 d

—_
~

N-[3-[4-(3-HEZ2&-1-2)-2-SA T H 2t & -1-2L | T2 E-1-2 | -5-E| Ot-1,8b-C| OF Xt OL Ml LI Z E &l -

4-JI2FA0t01E2 &4

OLMIELIEE (10 ml) & N-[3-(2-sA T Ht&-1-2)Z2 8
S2A0101E EISIEEZEEIE (389 mg, 0.904 mmol), &
(163 mg, 1.09 mmol) & 1,8-CIOtKIHIAIZZ[5.4.0]204 mg, 1.81 mmol) 2 LEIEHY -E22-
FHEZZ2E (210 mg, 1.05 mmol) S A 20 A ’Hj}okoﬂi éiér()il}\-l 2 LSOt SR AIZ =, BIEE
SES XNZAEHNAN SSAIZC. 2SS S0 2HAIID, STREECZ F==5I/UL. F=Fs=E28 =
ctoloZ NIAGHLD, MgS0, AU AXTA2ILD, MBAEHUAM oﬁAlﬁE}. SE2 A2t (15 g)

N OIE OMIHIOIE-HES (8:1) 2 AZMEDHIIGHNH N-[3-(4-(F-HLZR2E-1-2)-2-=2

AH

-211-5-E| 0t-1,8b-Cl Ot XFOF Ml LI Z E! &l -4-3}
% FOI (459 mg, 4.53 mmol), A& QL

_'_z—\

pE=
-2 25 -1-2 |-5-E|0F-1,8b-CI O KIOFAI LI EZE gl 4322 A 01018 IF%
Ct (285 mg, 66%).

"H-NWR (200 MHz, COCl3) &: 7.62-7.50 (1H, m), 7.40-7.15 (5H, m), 7.01 (1H, s), 6.66 (1H, s), 6.62-

6.50 (2H, m), 5.74 (1H, dd, J=6.0 ¥ 2.2 Hz), 3.54-3.40 (1H, m), 3.36-3.26 (2H, m), 3.26-3.12 (2H,
m), 3.18 (2H, s), 2.67 (4H, t, J=7.4 Hz), 1.95-1.40 (4H, m).

IR (KBr) : 3294, 2935, 1714, 1635, 1506, 1282, 1156, 732 om .

2) N-[3-[4-(-HEZZB-1-)-2-S A0 HctE-1- | Z2 E-1-2 | -5-E| 0t-1,8b-CI O XFOF Al LE Z E &ll-
4-Jt2=A0101E ColEZ22LES &4

HES (5.0 ml) S N-[3-(4-(FHEZZE-1-2)-2-2A0|HcHE-] -2 ] Z 2 E-1-2]-5-E|0t-1,80-CI O
AOHAILIZE @ -4-II2E S A00lE (261 mg, 0.549 mmol) o WELEHN == & (0.8 ml) S A20M
HOIGIACH., A20IM 1 AIZtSCH WBHAIZI £, BESEEES JBYHUAM sSAIHA N-[3-[4-(F-HEZ
2E-1-2)-2-2 A0 H et -1-2 | Z 2 B-1-2 |-5-E| Ot lgl-4-9t=2=A0101E C3lE
LESZCEE QUNMREE =22 iz +=Sott

F-E

,8b—CIOtXIOFAILIEZE
mg, 98 % ).

U‘IGD

"H-NWR (200 MHz, DMSO-ds) &: 8.82-8.70 (1H, m), 7.67 (1H, s), 7.40-7.15,(6H, m), 7.10 (H, s),

6.98 (1H, d, J=7.4 Hz), 6.63 (1H, d, J=7.4 Hz), 4.00-2.70 (8H, m), 2.64 (2H, t, J=7.2 Hz), 2.20-
1.85 (4H, m), 1.80-1.50 (4H, m).

IR (KBr) @ 3219, 2937, 1652, 1538, 1500, 1455, 1291, 1216, 786, 757 om
CosHaiCl2Ns02S - 2.5H0 Ol CHEH D2 =4
H&X €, 52.61; H, 6.11; N, 11.80.
| © C, 52.88; H, 6.18; N, 11.58.

o

Im=
= r._,ﬁ o

1-[3-(4-0t0I . H ) Z 2 E-1-2 | I Hl 2| & -4-2 | -5-EI Ot-1,8b-CI Ot Xt OLMI LI Z & &l -4-3t 2= A 00| E
|

SIEE2E=2CES 4

N-[1-[3-(4-t-2SAIIEEL 00l HE ) =2 B-1-2 | I H 2| €/ -4-2 ]-5-E| 0}-1,8b-CI Ob Xt OLMI LI E &l
-4-Il2=2A001£9 &4

OIMIELIEE (20 ml) & N—(HIHIEIE—4—%‘)—5—EIO+—1,8b—EIO}I+OM1IL}E 2l-
2=22lZ (400 mg, 1.07 mmol), EcIGIE 02! (539 mg, 5.33 mmol), 28 2% (192 mg, 1.28 mmol) ¥
,8-CIOIXIHIAI22[5.4.0] =244 (326 mg, 2.14 mmol) <2 _’UPBOHOH 3-(4-t- E/\IBF_‘:'L'OHJIHHI
JE2Z HEt=XUIOIE (423 mg, 1.28 mmol) 2 A 20A HIIGIHRCH. ZEASIHA 1 LSO R A2
BISEE=ESS JNSHHUA sHEAMIUCL. JVFSS 20 SdA2IL, E22EECZ F=EOIULH
H2lolo2 ANA™GD, MgS0, AUIA AZAIDILD, NZAMEHUHA sSESAIZC. BFSS A
g) AOIA OHE OLMEHIOIE-HEZ (3:1) 2 AZ0LEHIIGHAH N-[1-(3-(4-t-BEAII22L 00| =
JEZ2E-1-2) Il H 2| & -4-2 |-5-E| OF-1,8b-CI O XI O LI ZE Bl -4-JI 22 A0I01EE IFM 23 &
SOt LCH (350 mg, 61%).

-Jt2=A0t01E C3sIEZ

IﬂJ>

C—1
e

—_

~ 40|| I
TH0
o o

=]

HUpc < M-

m
=

"H-NWR (200 MHz, COCls) &: 7.40-7.00 (4H, m), 6.80-6.58 (3H, m), 6.45-6.38 (1H, m), 5.79 (1H, dd,

J=5.8 ¥ 1.4 Hz), 5.65-5.55 (1H, m), 3.90-3.70 (1H, m), 2.95-2.78 (2H, m), 2.70-2.50 (2H, m),
2.45-2.30 (2H, m), 2.20-1.58 (84, m), 1.43 (9H, s).

2) N-[1-[3-(4-0i0l - H Y ) =2 E-1-2 | Tl H 2| &1-4-L ]-5-E| OF-1,80-C| OF X OF Al LI Z € 8l -4-9} 2 = A 01 0]
[: aa:g:gacq ol-/\-i
N-[1-[3- (4 t-ESEAINZ2EY00I-HY ) Z 2 B-1-2 Il 1l 2| &1 -4-2 | -5-E| 0}-1 OFXIOFAMILEZ & 2l -
4-II22A0101= (350 mg, 0.656 mmol) Ol == Z&F (1.5 ml) & FHJIlotd, éi‘%o AM20AH 2 Al2t
SOt WBAIRCH., EE20 oetE22 &Ooto N-[1-[3-(40i0l S H Y ) T2 2-1-2 | I H 2| &1 -4-2 | -5~
Ot-1,80-CIOIXIOLMILIZE 4922 A0I0|= EZIGIEZ2E222IEE QXM AA EEl2  £5S6t1
(251 mg, 71%), Oitoll 2ol =&ot], HEt=S=2 N AGHECH.

" H-NIR (200 MHz, OMSO-d;) &: 8.80-8.70 (1H, m), 7.59 (1H, s), 7.40-7.15 (6H, m), 6.94 (1H, d,
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J=9.6 Hz), 6.54 (1H, d, J=7.8 Hz), 4.00-3.20 (3H, m), 3.20-2.80 (6H, m), 2.80-2.60 (2H, m), 2.20-
1.80 (6H, m).

R (KBr) : 3000, 2557, 1653, 1631, 1515, 1498, 1299, 1216, 1116, 823, 782 cm .
C24HaoC|3N5OS : |5H20 0‘“ I:H@' jl%ik\'

HAEX] : C, 50.57; H, 5.84; N, 12.29.
& =Xl : C, 50.60; H, 5.77; N, 12.33.
A A0 176

N-[1-[3-(3-0l0I = H &) Z 2 &-1-2 ) I| Hl 2| &1 -4-2 ]-5-E| OF-1,8b-CI Ot Kt OLMI LI ZE Bl -4-5t 2 = A 0101 &
5t

ECIGIEZEZCES
1) N-[1-[3-(3-t-2SAIIZEL 00 = HE ) Z 2 &-1-L | I H 2| €/ -4-2 |-5-E| OF-1,80-CI Ob KO LI Z & &

-4-II12=A0H01E9 g4
OFNIELIEE (20 ml) & N-(LlH 2l H-4-2)-5-E|0t-1,8b-CIOtXIOFAILIZE 8l-4-JI 22 A 010l = ClolE=2
22¢2lS (400 mg, 1.07 mmol), EclHE 02! (539 mg, 5.33 mmol), A& RLE (192 mg, 1.28 mmol) &
1,8-CIOIXIHIAI2Z2[5.4.0] 244 (326 mg, 2.14 mmol) o WEIEMY| 3-(3-t-BEAIIISEL 00| = H
S)Z2Z HE=ZUO0IE (423 mg, 1.28 mmol) S A20A HOlotHCH, EA 8P01|/\-i 16 AlZ2tS0ot 8=

A2 =, BtSEEES JASHHUA sFAAL. SFES S0 SHAIZIL, S EZ2ES2Z FE0IVU

Ch. =£E== 22022 MEsH, MgSO4 S0A AXZA210, ASHHUHA sFEARACH. SRS Al

It (15 g) &0A OIE OLMHIOIE-NES (3 1) 2 ZA20tEJeiTIorod N-[1-[3-(3-t /\ID}EE’_'@'

Ot I&_l_HIE')E E-1-2 ]I 2l gl-4-2 | 5-E| OF-1 8b—EIOFIPOPHILP&%‘@%—%E%AOFDIES A== S2F
m]

8 22 HEZ >SotUCH (413 mg, 72%).

"H-NWR (200 MHz, COClg) &: 7.23-7.00 (3H, m), 6.85 (1H, d, J=7.4 Hz), 6.70-6.50 (4H, m), 5.90-5.75

(HH, m), 5.78 (1H, dd, J=5.8 & 1.8 Hz), 4.00-3.75 (1H, m), 3.00-2.80 (2H, m), 2.62 (2H, t, J=7.2
Hz), 2.43 (2H, t, J=7.4 Hz), 2.30-1.55 (84, m), 1.51 (9H, s).

2) N-[1-[3-(3-0t0lH ) Z =2 B -1- T Il 2| &l -4-2 ]-5-E| Ot-1,8b-CI Ot Kt Ot Al LI Z € &l -4-3t 2 S A 010]
cE EcolEZEZCEY 4

N-[1-[3-(3-t-RSAIIZLL 00| c H L ) =2 &-1-2 | I Hl 2| €1 -4-2 ] -5-E| Ot-1,8b-C| Ot X} OF NI LE & &l -

4-It2=2A0I01E (392 mg, 0.735 mmol) Ol == Z& (1.5 ml) S 47#6}_’ %8*%% 20 1 Al
SOt WEHAIZCH. &) 53'%% HetES 3Itotod N-[1-[3-(3- I‘—lﬂll—')E E 1- %]MIMIEI5|—4—
& |-5-El0F-1,80-CIOL A OLAILI Z & el -4-Jt 2 SA0t0| = EZIdI=E2 %i& QEXM Z2E HEHE =

]
b0 (265 mg, 66%), CGIItOll 2cH +=&5tD, HES2 MESHACEH.

ol

'H-NMR (200 MHz, DMSO—ds)

8
6.96 (1H, d, J=9.2,Hz), 6.59
J=6.8 Hz), 2.20-1.80 (6H,m).

8.85-8.75(1H, m), 7.63 (1H, s), 7.50-7.36 (1H, m), 7.32-7.16 (5H, m),
(1H, d, J=7.4 Hz), 4.20-3.20 (4H, m), 3.20-2.80 (5H, m), 2.68 (2H, t,

IR (KBr) : 3050, 1633, 1567, 1540, 1498, 1307, 1220, 1112, 782 om
CoaH3oClaNs0S - 1.5H0 Off CHEH D=2 =4

H&X €, 50.57; H, 5.84; N, 12.29.
=Xl : C, 50.27; H, 5.92; N, 12.05.

ol 177

-[1-(3-(4-AlIOt=HI Y ) Z 2 8-1- | T Il 2 &/ -4-2 | -5-E| Ot-1,8b—CI Ot Kt OF I LE E E &l -4-t 25 A 0101 =
ClolEz2E2=22E9 &4

1) N-[1-(3-(4-AlOt - H ) Z2 B -1- | T H 2 €1 -4-2 ] -5-E| Ot-1,8b-CI Ot Xt Ot Ml L Z 2 &l -4-3t 2 2 A 010

co g4

>
I

o
=

=

OFNIELIEE (20 ml) & N—(EIEIEIE—4—%)—5—EIO+—1,8b—EIO}I+OM1IL}EE' -4-9I2=2A0101E Cale2
22¢2l= (400 mg, 1.07 mmol), E2IHE 02! (539 mg, 5.33 mmol), &8 RL2E (192 mg, 1.28 mmol)
1,8-CIOtXtHIAI22(5.4.0] 2414 (326 mg, 2.14 mmol) 9| DLE*%O”OH 3 (4-AIOI-HIY)EZZE HEt=s
UIOIE (307 mg, 1.28 mmol) & A20AM EIIotAUCH. ZEAGIHAM 14 Al2tSoH 82 AI21 &, BIEEES
2 NBAEIAM i%Alaﬂu &%%9 S0 2oHAIIID, 2RRELECR FEoIQUL. FTEE2s =
o2 NAESHLD, MgS0, MOUAM AXAIIILD, TSAEHUH A i’“/\laqu d2RES Aot (20 &t
0E OIMIHIOIE-BIEZE (2:1) = AZ0IEHIGIH
N-[1-[3-(4-AOt-HY ) Z 2 E-1-2 | T Hi 2l H-4-L ]-5-E| 0}-1,80-CI Ot K OFMI LI ZE 8l -4-JI 2= A 00| =&
=a @ HEYZ 4SolACH (298 mg, 63%).

=2

H-NUR (200 MHz, COCl3) &: 7.57 (2H, d, J=8.0 Hz), 7.28 (2H, d, J=8.0 Hz), 7.06 (1H, s), 6.75-6.55

(3H, m), 5.79 (1H, dd, J=6.0 & 1.6 Hz), 5.56 (1H, d, J=7.8 Hz), 3.92-3.70 (1H, m), 2.92-2.75 (2H,
m), 2.69 (2H, t, J=7.8,Hz), 2.36 (2H, t, J=7.4 Hz), 2.20-2.02 (2H, m), 2.02-1.88 (24, m), 1.88-
1.76 (2H, m), 1.60-1.40 (2H, m).
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R (neat) : 3209, 2943, 2227, 1615, 1540, 1508, 1482, 1286, 1156, 734 om

2) N-[1-[3-(4-AlOt-HY )T 2 2-1-2 | O H 2| £1-4-2 | -5-E| 0t-1,8b-Cl Ot Kt OL M LI Z E 8l -4-It = = A 0} 0|
C [slc2=222|=9 &4

e (4.0 ml) & N-[1-[3-(4-AlIOt=HE ) Z2 & 1- | Il H 2| & -4-2 ] -5-EI Ot-1,8b-CI Ot Kt Ot M LI Z E &l
4-It22A001E (298 mg, 0.672 mmol) 2 WEEHN == 4 (1.5 ml) S A=20M FototgATH, &
Ol 1 AlZSeH LWBHAIZI =, BISESSE USAEHNA sSFAIHA N-[1-(3-(4-AlOt-H L) T2 B-
| I H el & -4-2 ]-5-El0F-1,8b-CIOt X OtMILIZE El-4-3t2 S A 00l E CIGIEZ2222/EE QXM 2
g 22 Y2 =SotACH (324 mg, 93%).

[

1-
=

o

'H-NR (200 MHz, DMSO-ds) &: 8.85-8.75 (1H, m), 7.79 (2H, d, J=7.8 Hz), 7.62 (1H, s), 7.47 (2H, d,
J=7.8 Hz), 7.32-7.10 (24, m), 6.96 (1H, d, J=9.2 Hz), 6.59 (1H, d, J=7.6 Hz), 4.00-3.20 (3H, m),

3.15-2.90 (2H, m), 2.80-2.65 (2H, m), 2.20-1.90 (4H, m), 1.90-1.80 (24, m).

IR (KBr) : 3037, 2939, 2223, 1633, 1500, 1307, 1220, 1114, 776 om

2 A0 178

N-[3-[1-(3-HIE EZ2 &-1- )-2-S AT Hl 2t & -4-2 | T 2 Zt-1-2 | -5-E| Ot-1,8b-C| OL X} OF Al LI & &ll-4-3}
E2A00IE ColE2222E9 &

_‘
1) N-[3-[1-(-HEZ2B-1-2)-2-SA 0 Hict&-4- | T2 E-1-2 | -5-E| OF-1,8b-CI O X} OF Al LE L EL &ll-
4-Jt2EA0H0I1ES &4

OLMEL-EZE (10 ml) & 5-El0F-1,8b-CIOIXIOIMILIZE &4 2 =2 AL A (900 mg, 4.12 mmol) &L N-B|E
AN=4A0I01E (948 mg, 8.24 mmol) 2 WEHSEHN 1-0IE-3-(3-CIHEOI0I=Z2E)3I2E00|01=
EZ2EZ2|E (1.58 g, 8.24 mmol) & A20M &Jtot éé‘%% ’é'QOH/H 2 /\IDFEOF 7HFA|9
ADJ| ES20 OFNELIEEZ (20 ml) & 4-(3- OHJIL“EEF 1-2)-
(1.38 g, 5.01 mmol), EZINEO0F2 (459 mg, 4.54 mmol) & 11
8.24 mmol) o SHES HIIGIULCH. AS20A 1 LSS0t WEtA2I &, t&%éi‘%% HSAMEHUAN =5 |
O, MAR2ES 20 SdHAIIILD, ES2ELECZ =HOIRUL. =SS Helelez NAG6HD, Mg804 A
HA 22AZAIDILD, HISAEHUAN sSEAIZC. TFISS Aot (60 g) A0A OH%' OLMIEIOI E-DlIEHS
(5:1) 2 Z2AZ0IEDHISHH N-[3-[1-(3-HLZ2 8- )-2-= A 1| H 2t & -4-2 | =T 2 B-1-2 |-5-E] O}~
1,80-CIOIXIOFMILIZE 3l-4-JI 22 A0I0|E & XM RFE 2L HEHZ =So6tATH (978 mg, 50%).

=

"_Q“JHU

IPHI/\I% [5 4 O]OHW' (1.25 a,
x

"H-NWR (200 MHz, CDClg) &: 7.40-7.10 (5H, m), 7.02 (1H, s), 6.67 (1H, s), 6.66-6.50 (2H, m), 5.72

(HH, d, J=7.0 Hz), 3.60-3.20 (6H, m), 3.17 (2H, s), 2.75-2.60 (4H, m), 2.53 (2H, t, J=5.8 Hz),
2.00-1.78 (2H, m), 1.78-1.60 (24, m).

R (KBr) : 3248, 2941, 1639, 1544, 1504, 1482, 1282, 1155, 734 om

2) N-[3-[1-(3-HEEZ2E-1-)-2-SA T Hct & -4-2 ]| T2 1-1-2 | -5-E| 0t-1,8b-Cl| OL Xt Ot Ml L} T E &l -
4-JI2=A001E CSIEZEZ2ES &4

OIErS (12.0 ml) & N-[3-[1-(3-HL T2 B-1-2
OtKILIZE@l-4-It2 =2 A0H0IS (954 mg, 2.01 mm
GSACL, ABOIM 1 NS WA & wSEHSE
B-1-2)-2-S AN H 2t 8 -4-2 | 2 B-1-2 -5
S22CE QRINMIRFE 22 HHZ +SoIACH

ot&l-4- ] T 2 -1-2]-5-E| Ot-1,8b-C| OF &t
Ol == & (45 ml) S A20M &
AEHUIAM SEAIHA N-[3-[1-(-HEZZ=Z
OtMILtZE el-4-3t 2 S A0t Cl5
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