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OL-4,6-CIE2ZEEEE
CH a: 4,6-CIZZ222=
Fl=el(25m)0ll 4,6-CI222-21=-2-It5 4 4H(1.0g, 4.35mmol)S EoiAl2ICH. 2l 22 (100mg)E &It
Gt 3AIZE SO 220C=E JtESHCH. MAE EM s H2rE XS FAH(30m) =1 oIE
Olel2(500me)2 F=&&HCh. o kol =

HBot0IA EHE SLAIA 24
OIE/ENBO2ZM HAGHH &Za 22(0.660,

o4 AH(2 x 200M!

'H NMR(CDCI:/TUS): 6.56-6.59ppm(1H. w), 7.10-7.13ppm(2H. m), 7.16-7.18ppm(1H.
@). “C MMR(CDCI:). ppm: 101.43. 110.16. 120.24, 125.77. 125.94. 126.54.

122.79. 106.54.

3 b: OIE 2-(GIOIESAI0101)-3-(4,6-CI222-3-USL)ZZ2M-00IE
A

4,6-CIB22QIS(5.9g, 31.72mmol). EHAHZB(1.81g, 47.6mmol) L RLHILR S22H0/S(200m)E =
giaict, WA EEl 22240/ (75m2) Z 0 e
3-222-2-510|S=Al0/01 - T2 It 00| £(7.00g 33.3mmol)©] M JIEICE. =4 HIIH0IA 48A12¢
Sob MUISICH 0| BUS MY 222H0IS(100m0) BHAIHN S(300m). Eat EHISEALES(200
me) L HZ(100m)2 MIEBHCH 2% (MgS0.)AITI D BOHS ZZSI0IH SLAIH 24 DHE S8
Me3l 2 ARVEIHW(2RIEES 9 1 WX % OKME)Z M0 HH sE2s 24
DA(7.009, ABIE S SES J|2O2 50 9B A =SECH HEHEHCINLY OIEIZ/SA)AIH
DR SIE2S WA A (4.0g, 56%)O2H £SBCH B 175 UK 176T

W NMR(DMSO-ds/TMS): 1.19ppm(3H. t). 4.15ppm(2H, q). 4.15ppm(2H, s).
6.95ppm(1H. s). 7.10ppm(1H. d). 7.40ppm(1H. d). 11.2ppm(1H, bs), 12.35(1H,
s).

CisHiCloNalol] P YAEH:

AN C.49.54; H.3.84: N.8.89:

A2a3): (.49.30: H.3.78: N.8.62

S ¢ ' DL-4,6-CI2ZZEEHET HE oAHZ

e 2-(ctOIS=AI0I01=)-3-(4,6-CI222-3-2/S2 )20t 0 0IE(1.10g, 3.65mmol)S OLAIE&H200
me)oll BaHAIZID B4 Ot S2(1.25g 19.2mmol)S JtEICH. A20IA 72A12F S WBHSHCEH. OLMIE L
2 XICHHA SEAIHAM B 245 =50, WA @s o2 OtAIHI0IE(200m4) 0l EoHAIZID =
3 SA=ALIEE(500m) 22 XMeletth. MAE MM FHMES HBAIDIAN ]I &2 2elstth. Z&
B AUES(100m) L F==(100m)2 MIFSHCH A X (MgS0) Al S0HE A 3SHUAM SLAIZH EH
SIEE2 N 2N 22(1.02g, 98%)S +=SEIC.

'H NMR(CDC1:/TMS): 1.25ppm(3H. t). 1.9ppm(2H, bs). 3.05ppm(1H, m). 3.55ppa(1H.
®), 3.%pu(1H. w). 4.15(2H, q). 7.05ppm(1H. s). 7.05ppm(1H. d), 7.19ppa(1H.
d). 8.70ppm(1H. bs).

SH d: OL-4,6-CI2Z22ESEET

DL-4,6-CI22ZEJET N OAHZ(
ZHO0IE(2.89g, 16.98mmol)S Jtotd
x200me) L AL (2x200mL) 2 A

|
22(3.24g)S +=SECH. HZHSH(E &/

2.37g, 7.90mmol)2t T2l (100m)S &
2AI2H St wBtetCh, OlE OtAIBIOIE=Z , (2
b. 2= (MgS0)AIZILD Ol EB0HE ZISHUAM SLAIH M
e OIMIEIOIE)& 22 M HRMAIHA 0L-4,6-CI2ZEEET-H
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SE5505110-0237264
ESAIHEY HE OHAEHEZEESE M AAMNS(2.37g, 70%)EA =S6HCH: & 151 WXl 153C
"1 NMR(CDCI:/TNS): 1.20ppm{3H, t). 3.35ppm(1H. w). 3.60ppm(1H. dd).
4.15ppm(2K. q). 4.75ppm(1H. m). 5.00ppm(2H. s). 5.35ppm(1H. d). 7.00ppm(1H.
s). 7.13ppm(1H. d). 7.0ppm(6H. m). 8.10ppm(1H. bs).
CaHaCloNe0u0ll TS H2E4Y:
A4 C.57.94: H.4.83: N.6.44:
A& €.57.58: N.4.33: N.6.35.
HEeIctoIEZF2t/S(100m)  Z0AM DL—4,6—EI§§§§63' D-HIASADIEY HE

=
.10g, 4.88mmol)E Egtol] #=4tslels 2432 (615mg, 14.6mmol) S r@u A20 M 2AI
AI2ICH. 1M G AH(200me) 0l =10 OIE OFAIEIOIE (200me) SHCh. A ZX(MgS0,)AIZ1D &

N SBIHE SLAIA DL-4.6-CIZZELYET-HASAIIELS 24 D2(1.90mg, 100%) 2 A ==

>
g"

noy v e~
-
4
!

' NMR(CDCI1/TMS):  3.25ppm(1H. m), 3.65ppm(1H, dd), 4.75ppm(1H, m).
5.05ppm{2H. s). 5.45ppa(1H. s). 7.00ppm(1H. s). 7.13ppm(1H, d). 7.3ppm(6H,

m). 8.35ppm(1H. bs).

S222ZE(100M) 0l DL-4,6-CI 22 ES ET-HIX=2A|D
2 QPCI0IE(4.88g, 24.4mmol)S JHEHCH. AI20IA 0.
20E T250AM SLAIH et . DL-4,6-CIEIQEY0IES A2 o+°a+
= 0 AZZM=(200me) 0l SoHAIZICH MAE SatM goig T2 L2 S A0S (1.45g, 25mmo|) =
SEAIHA A DHI(1.15g, 86%)S ==SS&tCh.

2L (1.99g, 4.88mmol)E SdHAIZI 1D EEIEHI%'%'
SO WBHAIDILL, HIEES2 sS9AIZIL

FTIR(KBr)em™: 3418(NH). 3033(COOH), 1616(C=0). 1586-1479CZ#%¥%E C=C). W
MIR(CDCI3/TFA/TNS):  3.25ppa(1H, dd), 4.13ppm(1H. dd). 4.8ppm(1H, wm),
7.15ppm(1H. d). 7.2ppm(1H. s), 7.35ppm(IH. d). 8.5ppm(1H, bs). %
MMR(CDCI:/TFA) ppm: 27.2, 55.4, 106.5, 110.9, 121.7. 122.0. 125.5. 126.9.
129.5, 138.2. 170.25. MS(m/z): 273(M+. 100%). 255. 237. 227,

CubisClNQ: - 1/5H000 o @ QAFA:

#HAA): €.47.92: H.3.44: N.10.16:

A2x): C.47.96: H.3.84: N.9.97.

[&AI01 2]
OL-4.6-CIE2REYET
A a: 4,6-01E220S

Fsel(25m)0ll 5.7-C1EZ2-21s-2-It=4
5t1 BAIE SOF 200CZ JIEBILH MAE =M gus
OlEIZ2(500me) 2 F=EAI2ICH It A, 1

SHE USCHUA SLAIA EXM 3ESS
4

A b OlE 2-(3t0I==AI0I0]=)-3-(4,
El

4,6-CI1E2201=(2.09g, 7.58mmol), EHMZE(T. g 2=2201E(3m)E &
eretlt. WEHAIII 1] OIa S2ctol=(20me) S0l ol
-E22-2-Gl0IESA0I0I = Z 20001 E(1.59g, 7.58mmol )2l EHS JtetCt. A UIISHOIA 48Al
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2b S WEHAIZICH O SHsS OlE OtMEBIOIEN EoHAIDILD S(100me), E3t EtAr=ALIEE(100m4)
2 F==(100m2 ANIHECH AZE(MGS0)AIZID SUHE ASSHHN SEAIH Aeldt 2 AZ0tEDHIZ
Mot 2N =S +=Sett

Sl ¢ : DL4,6-CIEZI2EYET WY HlAHE

Ol 2-(StOI==AI0I01)-3-(4,6-CIE22-3-01S & ) Z2 U= 001 E(1.47g, 3.65mmol)S OFAIE&H200
me)oll oAl 24 Oret 22 (1.25g, 19.2mmol)S JIStCh. A 20IA 72AI12F SOF WEHSICH. OtMIE
&S ASCHHM SEAISID OIE OLAIEIOIE(200me) 0l EoHAIZICH. E3t BHat=AUEF(500m) 22 X
CIEICH. MAE A FMES HIUSIH BRI &2 SISt E3t EHAALES(100m) 2 22=(100
me)2 NIEECH 24X (MgS0,)AIZI D XBGI0IA S0HE SLAZB2ZM EX eSS S8ttt

SH : d-OL-4,6-CIEZ2ZREEET

OL-4,6-CIEZZ2ESET 0lE HAHZ(1.20g, 3.07mmol), ECINIE02!(341mg, 3.38mmol) % OIEd
22210/=(500m)E S&ettt. BHAE 222 E2001E(692mg, 4.06mmol)E Jtotl 12A12H SQt LB
Ct. Y S222H01E2 3AAIDID, M SAH(100me) & S=4=(100me) 2 AI=SHCH 24 (MgS0,)AIF1 ) & B
SHOIA O 20HE SEAIHAM &3t 2 AZ0tEHTIZ MoK 0L-4,6-CIEZ2EZET-HAE S A

2 OlE GIAHIZE +=Sstlt.

L-4,6-CIEZ2ESHEB-HEZAIZIEY 0

o W

BI2 (440mg, 0.84mmol)E 1 : 1 EIERIGI0IE R F Rt/
g, 2.52m0l)S EIIEICH AR0A 2AI2H SO mgk
| 22 0l OLKIEIOIE (200me) 2 =ZEHCH X (MgS0)AIFID ARSH0IA BOHS
Al DL-4,6-CIER2DELET-HESAINSLS +585

.82mmol )2 222 ES(50m) 0 EoiAIZID ECINE
A1 St, 29| DL-CIEI2 EdIO0l
= 2ot s =0, ZZ2EH SAMOIEZ SSHAIAM H
sH(200me) Ol EaHAIZILD, SEICE HelotH HER Z=zetol
Ol DHME OIEFS(50me)0ll oHAIZID Z2EA SAH0IE

ot =

ne o
=
02
pa
o
o
2
=2

LFN
P
a

T
o
0
m
u
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e
=
A
o
- >

g on
kJ 0% FO
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S=50110-0237264

CZ SZZLSY 22 HEgs RI SUHSHAM ESA2C. BHESES SHRCI A20IM 1 WAl 5Al
2h S WEHSHCH LBHAI(13)2 4,6-0IXIEE-IFYHS BE dACZ22H gdil 20N SXE F
£ 2Yo=Z 348t

Lok, OIS =S ASHAM TFAZ E2SAIH Boc 1ES MIGHLD, NaOH S0ilA ClOIAHIZ=tok1
MSIZ CBZ &S MAHEHCH

BIES Al Bl AFSSH)] st =2 SE S ol 20F =eItS0l A 2L = UL HE =Y,
(S)-3-(HEZSAIIEY)-5-S4-4-SAMS2IHONE S=2201E(11)= 28 [&EX: J. Org. Chem. 53
6138-39 1988]01 JI=S O UCH

Che AAlNSE2 BE2EA Bl JI=E Hio 22 dEA S MAISCH 01 #AlNIS2S ©X &
gob| flet A 20IH 0= ERE = 23 E9S Metotels X2 oLt

[&Al0I 3]

L-4,6-CI222I|=dld

SHH a: 2-22&-3,5-CIZ220tL el

S-CI2220tel(10g, 61.5mmol)E 1 : 1 OtAIEA/BIEd 222t01=(200me) 0l ScHAIZICH. N-
=410I01=(16.9g, 61.5mmol)E DHMZAM EOI6tD A20AM X&GHH 8AIZE SQF wEHEHTE.
Zab B ALIES(200m)0 =10 HEE 222t01=S(100m) 2 FS8HCt.
S22 NHot, jdZE(MgSOdﬁPO# Z0HE XSSHUA SLAIZICH A
AN EXN SHEES(8.1g 45%)S +=SetCh: & 61 WAl 63C.

i MMR(CDC12) 4.4ppm(2H. bs). 6.70ppm(1H, d). 6.88ppm(1H, d), “C NMR(CDCI:)
ppm: 85.77, 111.75. 118.47, 135.21. 139.78, 149.43.

CHCLING| St QA284:

AL : €.25.03: H.1.40: N.4.87:

AEA: C,25.33: H.1.36: N.4.87.
SH b @ N-(t-2SAIIBY)-3,5-LI2EZ2E-2-2250td el

-2 3 5-CIS2 =20t el(11.67g, 40.5mmol). CI-3S-FEICIFILUIOIE (44g, 203mmol) & CIGIE O
Ol-Telgl SHesS S8t A20M 4412 S Wetstn, olE OtAIEI0IE(200m) 0l EdHAIDI L,
™ %&(ZOOW), 23t FSLIES(100m) 2 AI=5tD 242X (MgS0,) &tCh. S0HE MB350l A Et”/\IBII’_ &
et & 3AZ0tEDdIm=zZ F 1|8f01 N (HIA-t-2SAIEY)-3,5-LISEE2-2-2L2T0tHE S WM
DHI(17.4g, 87%)2 M =S&CH: & 131 WXl 1327C.

' NMR(CDCI:/TNS) 1.45ppm(13H. s). 7.1lppm(1H, d), 7.4Ippm(1H, d),
NMR(CDC13) ppm: 27.87. 83.22. 103.18, 127.31, 128.07, 134.66. 140.08, 144.80.
149.63.

CitlaoCl2INOsO] R fAa§4:

HAH: C,39.37: H.4.13: N.2.87:

Az C.29.37: H.4.20: N.3.12.

N-(HIA-t-2SAIPIEY)-3,5-LI222-2-Q2 & 0tL &l (17.39g, 35.64mmol). EH&ZE(6.4g, 46mmol) &
HEF=(200m) S S EICH. 5AI2F St JDtZAIP1 1, D(ZOOW)OH x4, HE HdIEHOIE( 50m) 2 ==
SHOI 2= (MgS0,) AIZICEH. EO0HE EBGHHM SZAIZID Algi3t 2 AZ0LEHTII(10 : 1 &/ 0E Of
NEHIOIE)Z HHMGIH EX ststSsS M4 Z2FH DHI(12.56g9, I%)ZM =S8HCH & 64 WXl 65
T.

4 NMR(CDCI2/TMS) 1.60ppm(OH, s). 7.lppm(ifi. bs). 7.19ppm(1H. d). 8.12ppm(1H.

d}.

EH ¢ N-(t-2SAIIIEE)-3,5-LI222-2-(ECIHEAEL)0tL &

18-9



S=50110-0237264

| [[0||
o
Q

IES(ZS = 60% SIEHY 413mg, 10.32mmol) & 1-0E-2-LIE EICIi(5mﬂ)§ =
| 0CcZ W2AIZICH 1-HE-2-LIZ2ICl=(5m) S0l N-(t-2SAI2IEY)-3,5
| , 8.60mmol )2l EHES JIstCh. 0CHIA 158 Sot EU\I9| Ct2, &=
H2EAID| D SMAIMECIEI(6.7g, 21mmol)S I8t CHE Pd(CN).Cl,(223mg
MHE H2M4 gHs CIHE olE2(100me)
HsS LFAEF PEE(2X1OOW) 2 D(100

_T’_ ’é 1

_LﬂllU
S

b 219 QAT Hy
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'H NMR(CDC12/TMS) 0.50ppm(SH, s), 1.51ppm(SH, s), 6.75ppm(1H. bs). 7.05ppa(1H,

d). 7.70ppm(1H. d).

SH d 0 N-(t-FSAHEL)-2-[1-SL-2-[(S)-3-(HEZAISIEL)-5-Sa-4-2AS2H-2-2 0 E ]-

(S)-3-(dE= =)-
H(4g) & %—.—Oi 50me)

—SA-4-SAIECIHOtME 2 2201 =(1,859, 6.21mmol ).
( =
SAI9t2d)-3,5-CI2

)

EESSCH. Ot=2= HOIGHUIA TAIZE SQF wEHEHCEH, SR (50me) S0l N-
=2
|

t-

2-2-(EcilgAed)otdel(2.20g, 5.18mmol) 2l dHs  HOE O3

Pd(CN).Cl,(134mg)S DJSICH. 1.5A12F S9OF 80CZ Jtgotn, H=256H0 &2t 2 AZ0tEDNII(3 : 1
SA/OIE OLMIEIOIE)Z XE FHMGHH HH SEES8 PMHRYU(1.429, 53%) 2 M =SEHC.

I NMR(CDCls/TMS) 1.50ppm(SH, s), 3.50ppm(1H, dd), 3.8-4.1ppn{1H, m),
4.5ppm(1H. bs). 5.25ppm(ZH. dd), 5.35ppe(1H, dd), 5.5-5.7ppm(1H. bs).

7.05ppa(1H. bs), 7.45ppm(SH, s). 7.85ppm(1H. d), 8.15ppm(1H, d)

SHH e : L4,6-CIZ227|5dIH

N-(t-2SAIIIEY )-2-[1-S4A-2-[(S)-3- (8l
S0t 21(700mg, 1.34mmol)S HIEd 222

A

SASHEY)-5-24-4-SAEE H-2-2]0L]-3,5-C0122

OIS (50m) 0l SHAIZID EcIBZ22 0N E4H(20m) 22

H2lBtCh 3AI2H SO WKt 3k BHMAALIES(100m)0 =1 HEY 222H0IS(l00m)2 =

Ch. ZSIELASALIES(100m) % 23 ASLES(100M)22 HH5tD X (MgS0,)AIRICH 0 8
(

ez}
ZIZSHOHA BSLAIDID &elot 2 2AZ0tEDHTI(3 : 1 L/ HEOMHIOIE)Z MOt 2-[1-SA-2-
[(S)—S—(“JQSAIBPE%)—&%A_ 4-SAECIE-2-2 ] E]-3,5-CI2Z220t2eS <&M  22(380mg,

Ml

i-

F>

=5t
E0E

(_

=

' MMR(CDCI:/TMS) 3.60ppm(1H. dd), 4.0-4.3ppn(1H. m). 4.45ppm(1H. bs)
4.9-5.3ppm(2H. bs). 5.25ppm(2H. dd). 5.45ppm(1H, dd). 5.6ppm(1H. bs).

6.55ppm(1H. d), 6.70ppm(1H, d), 7.45ppm(5H, s).

S5-SAh-4-SAEL-2-2]0IE]-3,5-CI22 20t &/ (380mg,
Ol ScAIZI2 IN =&SHULIESE(0.99 0.99mmol )22 Helstlt. 6AI2F S
| g0 = X

LAIENOIE (100m2) 2 =z80). A% (MgS0,)AIZ11) O E0HE

. et
| . 2 IZ2OEDHIN(Z2ZZ2ES 52 1 WX 5% HES)2 ZMEHH N-(HE
IDIE2E)-1-4,6-CIZ22 2| TS M 2(157mg, 43%) 2 A =S8tCt.

i

'H NMR(CDC1./TMS) 3.65ppm(2H. dd). 4.80ppm(1H. m). 5.15ppa(2H. dd). 5.9ppm(1H,

d). 6.0-6.2ppm(2H. bs). 6.50ppm(1H. d). 6.70ppm(1H. d). 7.35ppm(SH, s).

-L-4,6-CI22 23|+t (157mg, 0.43mmol)S S22 EE(30m) 0l aHAIZ12 Eclol
426mg, 2.13mmol)E JtEICH. Ot2= UDIGHUIAM 1AIZE S wEtstD, HE=SZ 24
SHOIM SZAIZICH MAE MM @2z DL-CIEIQREHOISS 01 &Rote 04X
AZICH MAE gEM gug o243 SAH0I=(122mg, 2.13mmol )2 XMelotd E
HM2AM =S8&Ch CIE Ooe=(500m)2 Mot 60CHA ImmHgohol 24 AIHA

o S 0 FO JK0
W 220 =
ﬂllﬂlﬂfﬂ
S
L
OHL”E];

o 2
= g
I'J%
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SE55110-0237264
HH 3ES(67mg, 57%)2 +=S&tCt.
' NMR(DMSO-de/TNS) 2.%0ppm(1H. dd). 3.20ppm(1H. dd), 4.85ppm(IH. dd),
6.6ppm(1H. d). 5.65ppm(1H. d). 6.7ppm(2H. s). 7.5-8.0ppm(3H. bs): MS(FAB) m/e

277(M+H. 100). 260(5). 188(15).

[&AI0I 4]
4-DZ2RLZ-6-EZ2Z2-I|FdU
HH a: 2-RLE-FEZE-5-EFL20t€E

-ERQRZ-2-LIE20tL ! (15.6g, 0.1mmol)S S(400m¢)0ll E& St 48% S&H(1kg)S JHEHCH wBHAID|
A ‘=‘§(16g 0.1mol)2 Jtotd 1AIZ2E St WBHSCH 2L2 SIAAI9 7CE2 H2ASCH 6stl, 82
A

) 2
MAESID HAZANAHA 4-ZEFLE-2-EZ22-6-LIEZOILE S
EZ o

-ERQRZ2-2-B22-6-LIEZ0tE2l(15.59, 66.0mmol) ¥ 50% &&H(200mf)S &6t 0 WX 5C=2 ¢
2EAIRICH. S(50me)S2| O MUES EU(6.0g, 86.4mmol)S HIIEICH. 302 S wEGtD DM 22
S32&(29g, 173mmol)S JI&HCH. MAHSS OlE OHAIEIOIE(300m)0IA SoiAIDILD, Est ERAb=ALL

EE(ZXZOOM) I3t LHES HEHIZO0IE(2x200m) & =(200m8) 2 A= EHCH. 2428 (MgS0,) Al91 12,
Z0HE JB6tUA SZAIA 2eldt 2 AZ0EDHIZ ZBHMGIH 1-RLE-2-LIEZ-4-EF22-6-2

2oHds M BHY DH(17.81g, 76%)2M =S8EtCH: 88 75 WAl 76C.

()\OII ol

'H NMR(CDC12/TMS) 7.35ppm(1H. dd). 7.65ppm(1H. dd): “C NMR(CDCls)ppm: 111.23,
111.58. 122.98, 123.31. 133.82, 133.94.
CHBrFING.of R YAEAM:

A4 : C.20.83: B.0.58: K.4.05:

A2 C.21.02: B.0.74: N,4.24.

1-RLE-2-LIEZR-4-ER22-6-B2 2 (5.09, 14.46mmol)S SaIE=A(11) 0l%=3=(12g, 58mmol )2
2 HESS(150m)ZS0IA HelstCh. &35 4AI2F SO WEStD, OE OFMIEIOIE(200me) & L5}
EHASALIEE(500m) 2] EE20 =0, Odllol) HYS EF EFMSALIES(200m) & D(ZOOM)
2 MESICH, HE(MgSO)AIZID, 2IHE &T25H0A SEAIH A2191 2 IAR0IEIHIZ2 X*Iﬂo}O# =
M Stet=S Sl9A HI(3.459. 76%) 2 A1 =S SHC.

H NMR(CDC1-/TMS) 4.5ppm{2H. bs). 6.45ppm(1H, dd). 7.85ppm(1H. dd).

A b N-(t-RSAIIEEY)-IFEZR-5-E2RE2-2-Q25 0t
& @l(3.00g, 9.5mmol), CI-3=5-FECLIFI2UI0I=(4.159, 19mmol) & Cl

EHIE'OPDI‘—JLIEI ’f. %ﬁ% Sgett. 420N 4AI2-SQH Wetetd, Ol OLAIEIOIE 0 S3HAIZI D 1M

ga Y o} %ELPE%QE iliﬁfoi j*I(MQSO4)/\I9|[}. Ol OIS NZGHOIA SLAIZID A2I3F &

EEDPEJEHEIE Mot N-(HIA-t-2SASIEE)-3-E22-5-E2RE-2-Q25E0lHelg WM
DHI(4.360, 90%)Z M =SEHCE.

'H MMR(CDCi:/TMS) 1.45ppm(18H. s). 6.95ppm(1H, dd). 7.40ppm(1H. dd).

IIELY)-3-LIZR2-5-EFL2-2-222%0tL21(4.00g, 7.75mmol), EHAZZE(10mmol) ¥
E&stCh. 5A12F SOt Jtgotll, S(40m)o =21, HE OrMEIOIE (40me) 2 =&5H0
Ct. O] 2OHE NZ30M SLAIZID Aot & EEDPEJEHHIE Mo ZH 2

DXI(2.669, 83%) 2N =SBHCH.

N-(HIA-t-2SA
GIErS (50m8) S
218 (MgS0,) Al 2!

|

'{  NMR(CDCI-/T¥S) 1.55ppm(%H. s). 7.15ppm(1H. dd). 7.20ppm(IH. bs).

7.95ppm( IH, dd)
SH ¢ N-(t-BEAIIEY)-3-BE22-5-Z22-2-(EZHEAEY)0tL &
£ ASUEE(ZR =2 60% _4% 317mg, 7.9mmol) & 1-BIE-2-LIZcICl=(5m)E &6, o122
CHOIGHO S0 0C2 HZAIZICH 1-HIE-2-TECICI=(50m) =9 N-(t-BEEAIIELY)-3-E22-5-Z2
QLR-2-QLT0IL 2o 2M(2.5g, 6.10mmol)S JI&tCH. 0OTCTOHA 152 SQF WBHAI2I OIS, 308 S¢ot

18-11
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NH;
X 4
'~ OCHyCHy W
o]
H )

Nu«-@-—-o-cu, A 48y v

'~ OCHCHy 1 b
Y ]
(14)

H-g-o-cu;-© Yre

'_cmzm, ﬁ.}q (4

0
Y NH2

(15)

=~0OH
(13)

Sels, LBtAl(14)9 H&tst 4,6 -0IxIetE ETET -HZAEIBY 2 HAHZE ol 20 BX=
HIQLZ 0l RLELZ MSIEoHAIZ S2AIC N —(HESAIIIEY)3,5 -0IX&t&E -N -Z2d I|FY LS
=S5t Ol0 A, S2HHICN N ~(HESAIDIEY) -3,5 -0|X|&tE N -EZ=2Y -I|Fg el N -Z2d &
ZI1E & JI2H2 HHAIHA Leral(15)2 ASole N ~(HESAIPIEY) -3,5 -0IX &= I+
OE HAHZE 4£S8&tCt.
SHH cOll A, 2BHAI(15)o] HEtst N -(HESAIDIEY) -3,5 -0|X[&&E IS HE HAHEZS B
J8S HHGHH BrS A A, S dol 001 Jl&E LBHAI(13)2 AS6t= 3,5 -0IX&8tE IS
+SSHCt.
BIS T A CHA AIZEID| st SLE2E2 Dol 20t MROF & PLUE = AL WE =9, 4 -t
-28 goddiEe 28 [&ZX: J. Chem. Socl., Chem. Commun. 1887 -88]101 JI== 0 UCH.
Chs aAld=S2 BtsEA ol Jiss ME8H 482 LIETYHO. 018 AAldSS &K 8d2 {8 A
0l 0L BRE &2 LYo HAS HMetotde= A2 otut
[& A0 5]
[4,6-CI1EZ22I|%=dIL]
SH a: N-(HE=SAIIIEY )4, 6-LIES2EEET e HAHZ
DL-4,6-CIEZZ2EZET 0E AHZ(1.20g, 3.07mmol), ECINEZ0r2I(341mg, 3.38mmol) & HIE &l
2=22t0/=(50m)E E& el M S22 Z 20 01E(682mg, 4.06mmol)E Jtot] 12A12F SOt WBHEt
Ch. Diga 22201=2 sIAAI11D, M SAH100ml) & S4=(100ml)2 MI=SHCH. A X (MgS0,)at2 0l
Z0HE XZ2oI0A SEHAIZID Aot 2 AZ20IEDHIIZ HHMAIA EXM s&=SS =S6tHC.
SH b: N-(HE=SAIIIEY)-4,6-CIEZ22I|SFdL g HAHZS
N-(HIZ=Z2AIDIEE)-4,6-CIEZ22ESZHED WY HAHZ(1.059, 2mmol )S S22 IE(8ml )0l ZaH Al

s E XISotHM SEA

OLEJcHIIZ EMGIH EM StEES =S8
2=t

-4,6-CIEZ2 23| 5dlH U= Ol AHIZ(444g, 0.84mmol)E 11
= . AE20A 2

D 4-t-2E QRYHH(876g, 3mmol) 2 E&ECE. 4A12F S EFAII11D 0 S0H
o

BHIECIStOIE2F &/ S (50ml )0l E86tD +4tstelE d=+52(106mg, 2.52mmol)S JH&HCH
AZb S0oF WmBHEHCH M F&H(150mI )0l 210 HIE OLAIEIOIE(200ml )2 FEAIZICH. 242 (MgS0,) Al21 22
Ol BO0HE TIotUM SLAIA N-(HESAIIIELE)-4,6-CIEERR2I|FHHS =S5
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N-(HESAIDIEE)-4,6-CIEZ 2|58 (410mg, 0.82mmol)S SE2EES

g 99EP0|5(656mg 3.28mmol)E JtEHCH. A =201 15/\|9J S0t WEtstD

D [ZIEIQEEHOIE 0¢S gRots 0/AZZES(50m!)0 =0 Z2EH =S
. = 1M %&(ZOOmI)Oﬂ oH/\IBI_’ SHe

(=13

ZolAIIID ECIHE
A 2IAH ZoHS

=
MOIEZ %i}/\l% BH AR

Hll
ol
o
_O'ﬂ
K
==
m
i
iy
HU
]
o
n.
Hu J

[& A0 6]

[4.6-CIEZ2 2|l (AAl0 3 &=X)]

S b: N-(HESASIEY)4,6-CISE2I|5dH € HAHZ

DN 4,6-CIZZZEHEL-HESAIDIEY OE OAHZ(1.90g, 4.42mmol)E O &= (200ml) 0l 261 Al
D,-78CE H2AAIID HM0| 2EE (A 3 LA 52)MK LESZ HMelsttt, 24 JtAZ NEGHD

EIEHIEE'QHPOIE( Oml) sdAIZICH. Ol E0HE d3ctolA SEAIZ11, COE 01|E1|EOH ZoHAlIII
S(2x150ml) %L E==(200m)= MIHSEHCH  HZEZ(MgSO0)AIZID 0 ZBUMHE IISHHAMN ZSLAIA
L

=1l (
N-(ZE2Y)-2-[HE-4-SL-2-(HESAIIIEL 00 L) R EIHIOIE—4—%]—3,5—CI§§§OPE_5 M Q
2(1.98g, 96%) =2 =

Il

Il
[

J
:

'H NMR(CDC1;/TMS) 1.25ppm(3H. t). 3.55ppm(2H. d). 4.25ppm(2H. q). 5.80ppm(1H.
m). 5.15ppm(2H, s). 5.80ppm(1H. bs). 7.19ppm(1H. d), 7.35ppm(5H. s),

8.30ppm(1H. d). 8.40ppm(1H. s). 8.75ppm(1H. bs).

N-(Z2d)-2-[HE-4-S4-2-(HEZSAIFIE L 00| ) REIH 0 E-4-2]-3,5-CI1TZ2 20t 'él( .94g,
4.15mmol)E MIE=(200ml )0l EoHAIDI LD 4N S&H/CI=4H(8.3mmol )22 HMel8tCh, 1Al S wEkstD,
I3t ERMRALIES(200m) 0 210 HIE OLMEIOIE(150mI )2 F=&5HCt. D*E(MQSOA/\IBI_’ Z0E &3
SHH BZAIH HXM stEESs &M 22(1.82g, 100%) 2 M =SEHC.

'H NMR(CDCI:/TMS) 1.35ppm(3H. t). 3.65ppm(2H, dd). 4.25ppm(2H, q). 4.70ppm(iE,

m}. 5.15ppm(4H. bs). 5.80ppm(1H. d). 6.55ppm(1H, d). 6.70ppm(1H, d).

,6-CIE2Z22I5dd
APHEE)-4,6-CIE223 =l OlE OIAHIZ(1.829, 4.14mmol)S HIECIGI0IE2 Fe&t/S2

i
=
> o

T
S

A

M ~

|
1:1 E2(100ml )0l EHAIRICH. =4&t5t2l§ L3512 (522mg, 12.4mmol )2 HMelctl) 70CUHM 4A12F &
oF DF2EHCH. M ZAH(100mI)0l =D OIE OMIEIOIE(150mI) 2 =S AI2ICH AZX(MgS0)AIZI D SIHE

[l
Ok
ol

ol ELAIA N-(HEZSASIEY)-4,6-LI222I| 2Ll s M 2L (1.52g, 89%) 2N =S5t

i1 NMR(CDC1-/TMS) 3.50-3.80ppm(2H. dd), 4.80ppm(1H. m). 5.15ppm(ZH. bs),

6.0ppm(1H. d). 6.55ppu(1H. d). 6.70ppm(1H. d), 7.00ppm(3H. bs). 7.35ppm(SH,

s).

N-(HIESAIIIIELY)4,6-CIBEZ22I|5d L (1.52g, 3.70mmol)2 222X E(1 OOmI)Oﬂ SoiAIZ12 E2I
galg QQCI0I=(3.7mg, 18.5mmol)ES JistCh. A 20IM OF22 HDIotol 1AI2F SQF WEHAII| D Bl E
22 SYAIIID Z0HE XBoH0 SLAIZICH MEE MM U= DL- ElElQEEHOl% LSS SRol=
OlAZZEZ(10ml )0l SAHAIZICH. MAE ASM g T4l SAI0=(1.0g, 18.5mmol )2 S3HAl
H EM DHE +SSCh CoE OEHEZE((00m )2 H=GtD 60CHAM 1mmHg SHOl 24 ZAIH EH
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3.85ppm(1H, dd),

n).

3.15-3.25ppm( 1H.

b

138(55): HRMS(FAB)

C

F

=2 (870mg, 85%)2 +=Sé&

S
=

t

6.60ppm(1H. d). 6.70ppm(1H. d). 6.75ppm(2H. s). 7.6-7.9ppm(3H, bs): MS(FAB)

M NMR(DMSO-d6/TMS) 2.90ppm(1H. dd).
AALR: Ml 277.01467.
A& M 277.0160,

m/e 2T7(N+H. 100), 260(15).
Ciolly CtNDO;o] gt ¢
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