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%M se0, ), RENMHEEL (. £TH, BAN,0, A, B’
HEE_HFEE_FREFHESG, RERREPM ), TUHAR
2 7HhEH.

D=X-.

e,

G

R’-00C

29

b

3 %
(CH,),; n =1,2,3,4

X =CR", R ;
7 e
R" =4p B CH [R5

RREFRFM4 , 904 ,757 WA P MR TERERPEH
$744% 28 ( RS, Re = C(CHas) ) BB T &, 4855 —#
XtawExE, THER 2 8t e,

A —RBRET &, HREER S FXRPTEY
33. 24 ( K6 == DH,—CquHy) HiIENFE, P EE X
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— X _MEE, TLUWRAew2 8.

R MR 3
BzO COOH TEA,OP(OPh) N, Bz0O NH-BOC H,/Pt0,, 60°C
lﬁ t,~BuOH 80-971\ UN 5d, quant. ~
Bz ¥0, /" BzO 0, 7
30 31
Bz -BOC
TFA 67-89&\
BzO NH, 4
32

ZoFENEY 3 3EHNGY, CHATERAGLR L.

Adedmittedrl 7, HFER3 a1La% ( Xy Re w]
XHRE) ER2 9 ( AP x Mo XRE ) KA, L
WEn=18%kathl 8,

7
A o-r®
\
N’ ~— o-r®
34

a3 5AE—_FTRE S nan, K, o UK A4 3 4,



C,N_ N O-R
S g6

02H ~~0~R
35

£EHEM4 ,904 ,775 2HTREAERPOGTES IS5
( R&/R6 =C(CHa)asld #AAM(KHCL " 80CI)RERTR
X, REAR—MERBR4AX -_RNAEPERP 4, 5 ——HEHE=
B, didh, T EHAEXMEPERBRE TERPE BR, &7
UEUERENM RS EP , WTHK AR 4 TR EFHTHAHRT ER
¥, o, Ay Ak re EEyE

R B 4
H3CIH X | o\c s
t-Bu-00C "~ = N o CH,
g

asc\iNﬁou

.

HOOC ~~ N OH
&”
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B3c fﬂm O-Bzl
> P
Bz1-00C N O~Bxl
38
H.C N : 0-Bzl
B
o .
BOOC N ‘ 0-Bzl
J/ 39

~ —
R700C” N7 ~0-Bzl

40

o

WAL KA 2 0 RS W REF € ETRNRF:

XHP 200> 208> 21—>3-De—Do>
20H—> 201.

AL NEHSHES L ADFiEdG, 80 R ELR X s R
F(Ep -ABREARN3 —0L), FLAUAFZAHXCRBIE p —
AR X Nad, X, 8 —~ VB 3 FEFR QR k¥
HEXRAAEE(m: FELC ) 6URETHMHBAERE, FHb5
ARILFWE (o LWEEC ) 7 URETFHHRMEE,

ﬁlk%%ﬁﬁﬁﬁmﬁéwﬁ~,®%,Huuﬁiﬁﬁﬁ#

N

B3|



Mk, BRAERNERG WO A FE. RSB RNET YR T £
RS, R, X 1A%l AN E— NN E

TR 3 MR A R A oy 5 M R
Xt 1
2, 3S—ZATRETH

##MBH Dahn ,H, Cowal #H, P 3chlunke #H< Helv,
Chim,k Acta,53 , 1598 (1970) >frikysg, W2 —f5& —3—
ATERHRTHAL(8.0.), WET LRk eM. M P, 62—66Ca
% HeHl 2
2, 2, T—=ZW&£—1, 3 _RFEMKHEH(4, 5—g 1%
Ewk—6 BB, 1 -—FELE

#s5, 6 —-—BX—-2, 2 -"HE-1, 3-FHFF_ELHF
B (2EBEHFR4 ,904 ,775 , LB 3D) (6, 88,
0.02 mmol) AMAE25 nl AN 10 ni HERWHWESHT,
A28 NaOHY¥ZBEMBEDPH 5 5 o WASEREA 1446
(3 88; 0.02 mol ), REWNZBCHEE 2/ e, RERE
BEaIENEERw, KREHLHZLERR, 4FFNE, AEA
g, THR(Ne,S0.), REREEL, MT—wik#h, 5
AT g R, M P 104~ 105C, W5 28(82%),
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C,,H,oN,0, %C H A 64.54%, LIHMM 64.40%
%8 it {8 6.37%, LM 6.41%
oN it HAE 8.85%, LIl 8.86%

IR(KBr): 1710 cm™*; lH-NMR (DMSO-dg): & = 1.65 (s,

9H); 1.81 (s, 6H); 2.73 (s, 3H) 7.34 (s, 1H); 7.42
(s, 1H) ppm; “>C-NMR (DMSO-d.): & = 21.95 (q);
25.28 (q); 27.46 (q); 82.22 (s); 102.94 (d); 103.50
(d); 120.43 (s); 137.24 (s); 140.28 (s); 142.50
(s); 147.94 (s); 150.16 (s); 151.43 (s), 164.61 (s)

5E M5l 3
7T-BFE-2, 2-—_WE—-1, 3-[E_RALHRREH(4,
5—g JBBEH—-6-FBB1, 1 -_FHIE

¥y —RRIFHABEIEK( 4.38¢, 24.6 mmol) PEMBA
ZBRTH(ALBY ) W BEHEEM 246H( 7.8, 24.6
mmol ) #7150 ml BAWRAMABAE RSP, HEZEEKER 3 Duts
EZEBHE, B NbBEHEMAT C A1BN ), 2805, REBR
WIRHEBE IR ( 2 1g ), REARKEHA, RGO HRD AR L3
TEM, AZBCE /"FEX(1: 6 ) %M. ZERXREXWRE, B2
AHMBEWELB TR BT EM (0.8, THR). FTEHZTHE
B ( 6.58, 6 7% ) URE|WRIEFEH(1.88;, 23%),
BepittahREFAHELRIEN EH®( b.p.60—-80C)HE
5, BAFANAMNESERER, n.p.130,5°C— 131.5°C;
BE: 4.858(50%),
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IR(KBr): 1728 cm™t; lm-nmm (DMSO-dg): & = 1.63 (s,

9H); 1.81 (8, 6H); 4.97 (s, 2H) 7.41 (s, 1H); 7.48

(s, 1H) ppm; 13C-MMR (DMsO-d,): 6 = 24.16 (q);

27.43 (q); 31.82 (t); 82.91 (s); 103.14 (4):
103.63 (d); 121.18 (s); 138.62 (s); 140.13 (s):
141.53 (s); 146.98 (s):; 151.59 (s); 152.24 (s).
163.53 (s) ppm

5L M 4
N —¥AXBFTEHHNTE

BT, ¥2r NaOHBRBNEBEHO —F XL (16.0 g,
0.13 mol ) BB _RTHEEE(28.4¢8; 0,13 mol) MK
( 150 m1) fpEekw ( 150 m1) BRady, ¥ ra HES —
9, RE, Mt w28 NaoH ¥X— pH B #E 2/ ut, 24 8
LERR)E, a#ANE, AhAwEk, TB(Mgso, ), REX
2, M TR A2EMit— P oodt, AT F—2He, 5.
298(100%),
EH#Hl 6
(FHEE)TPA-HKBE_-(1, 1 ——_¥XZX)HE

PET, WEA_HB _KTEE(39.78; 0.18 mol )
%20 ml LAWMERHERBNEBEFLEEF 4L ( 29 8,
0.13 mol ). =4 27.9 m1; 0.2 mol ) fud ——WFEH
FEoapey (HE ) WEAWE % ( 200 ml) ¥, HvEENEDE
I#HEt40C, EZEE(40C) THREEH B3I 0L, REE
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FRTHHEIK. HiIZBRGMERLEZRY, A pH =4 HEABEHR
(H#Eh ) Mt Ak, T8 ( MgS04), MEXR, AR HE
0°C, ANREZEEW (HEA/LEAZER ) F £/ HiRAMLS Y,
m,p.77.5—78.5Cs WHE: 70.4%; AAmE#( b_p.40—
6 0 C)ELRBE I E; mn.p . 77.5—-78.5Co

C,,H,gNOg  %C j1HfH 63.14%, LI 63.14%
y - QA | ] 7.79%, SLHeME 7.82%

oN HEHE 4.33%, LHME 4.35%

IR(KBr): 1755 1730cm™ *:

lg_NMR (DMSO-d6): &6 = 1.49 (s, 18H); 4.88 (s,
2H), 7.42 (s, S5H) ppm

3£ HEBl 6
FETPRE-HGB_(1, 1 -—HWELX)WE

E1ODW4E % 3.58 ) AT, ELEH stkew
( 8.09 g; 0,025 mol) fFZEE ( 150 m1) HHEHRK. 154
HEERBR(HEEERN WM ) , wiERFEAN, REEXRKE,
kAR R — R PEMA; n,p.88.56—-89.5°C, KE:
71 2% AamB( 60 —~70°C) Edh, TR 9NHMEE,
m.p.#&88.7C, 91—92%C,

C10H19M05  %C THAE  51.49%, SLIAE 51.48%
%2 1rEE 8.21%, SCibfH 8.21%

AN I E1E 6.00%, SCEAH 6.02%
IR(KBr): 1775 1752, 1685cm™ Yt

lH-NMR (DMSO-d6): & = 1.48 (s, 18H); 9.95 (s,
1H)
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LA 7
(2ZR—MR)—-3-(((2—-(HBREE) —4 gk X ] -4
RZHREIRAE) -2 -FE-4-ER- 1 -A2HATHEHB N,
N, N—=TX—-1-T%#

KA 16 ARHREN(2R-MRA) -3 -(((2—-(W¥
BEAE ) —4 X IARHEEIAX) -2 -FE£ -4 44
— 1 — RN THFEREFH (10 08; 0,025 mol) &3F XK
(260 ml) ¥, REWMARBEAN T#( 9.338; 0,027 mol),
WA 2N KOH ¥ pH #Z5.5-6.0, ARAGHZESHIZE 3
% (100 m1 , 60 ml , 60 m1 ), &#FHE, HLEA KK
%, TH(Mgsoy), REZER, MT-HANEKRIR, BF5
LB (b . p.60—-80°C ) —mRHHEML FHEKkERK, BE
FTH P,05s ¥ m.p,=82—-88.5C(4#); F&: 11.6
g (7T7T%)o CaHasNs07S, DCitEMS51.72% , FLHHE
50,96 %

%8 1T HAH 7.51%, LHAE 7.61%

%N TEM  11.60%, SCI4fH 11.30%
oN THME  10.62% sCEb{E L0.40%
IR(KBr): 1760 cm 1;
'H-NMR (DMsO-d,): 6 = 0.89 (t, 12H); 1.22
(&, 3H; J = 7Hz); 1.15 - 1.75 (m, 16H); 3.00 -
3.25 (m, 8H); 4.02 (quin(ps), 1H, J' = 6Hz);
5.05 (d,d, 1H, J' = 6Hz, J" = 8.5 Hz); 8.41
(s, 1H); 8.54 (s, 1H); 9.60 (d, 1H, J" = 8.5 Hz);
12.68 (s, 1H)
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5 #P 8
7—00(=C1, 1——HWHEZEE )KEIRER|AEXIFE ) -

2, 2—Z—WE-1, 3-F_RALHREHF( 4, 5g IdBEHK—
6 BB, 1 —_HFXLEER

Voimamm k(2. 718, 19.6 mmol)., N, N——BOC
- £ CEEp o WrEftem) ( 1.43 g5 6.13 mmol ) ffy
BB nB | E T 3eHm( 1.94 8, 4.9 mmol) HERHK
B, TRETHESENH I Mit. RETREEN, REWETLE
L, ApH =30 &F K (TR B ) AWK, TR (NazS04)
BETEBRERN, B2 —wRw (4.4 8), EHEBHEKREN4,
RTBTE/FX(1: 3) %M. aHARXNEE, REXR, &
BwmRirAAE, ZURAZH - FHEUNATT-FPRE. FE:
2,.216(92%); m,p.=91—94C(HERKELZHE).

IR( & ): 1790, 1750 - 1710 cm *

lg_nvmr (DMSO-d,): & = 1.27 (s, 18H); 1.60 (s, 6H);
1.79 (s, 3H); 5.32 (s, 2H); 7.43 (s, 1H); 7.50 (s,

. 1H) ppm

EHB 9
S—((REEE)FXEI-6, T——BEX -2 -%ERRBRUR

i

Brwpistheds( 4.1 8; 7.5 mmol ) £ 60 ml RIEM
B EREES 0 —85°Chuiko 0%, i, LKEF 8RH
BEHEG, RATVREWINE,. 2HECCE, MEKEE, AL



EAREREE, BETH P,0s TH; Bf: 1.92 (88%).

C1089N305°1.6 HCl1l. 0.5 320

%C irHE  37.71%. SCEb{H 38.64%
%8 T 3.67%, L 3.48%
oN HHM  13.19%, LI 12.80%

%cl HWHHE 17.81% LM 17.70%

IR(KBr): 1720 cm™1;

lp-NMr (D,0): & = 5.32 (s 2H); 6.53 (s, 1H); 6.63

(s, 1H) ppm

10

[2R~(2a, 3a(z))11-3~—(((Ll1—-C2—-(HE&A
) 4 EI-—2-((2-FXx-4-4ER—-1-mAK-—3—
ALATHE)IAE) -2 ERKECEILZAXIAXIFE) -6,
T——RE-2-FEREB _MiL

C OB TEeMm (9.6 85 0.015 mol ) EMEK( 80

m1 ) v, ¥ZBEAEEARAEP mA2N HC1 fFpH BE2. 0,
RESMDPHERANEHE OB (1,44 g; 5 Onmol),
i\ 2N NaOH EEZAEAKMN pE FXREL2.0 , #HiZ PH

(2.0) THESH#E4. 5 A, REMALN veou WiZ&FH
o HES.5—6.0 , LTHEFAHERDR, AKRTHER, #Bx
B KkBEEMRAEACTS nl )P, BRE, HFExHE Dovwex

50 W x 8.20 —50 HEFRX#E(N,T &), HAXNRE
AETFH], BE 5. 6sBEB~H, BHELXAD2 WHEEA

( MpLC ), AA®EH, TEHREEK G 7 RGN AL

38



BEHEESWHER ( HPLCRHHLI €& >85%, WHEH
I 5% ) £ XxAD—-2 Wi LHREMN, AAEM, 2R%TRE,
—REEH K, HPLCEHZHHI=95.1 %-.

IR (KBr): 1755 cm™*

'H-NMR (DMSO-d,): & = 1.14 (d, 3H; J = 7 Hz), 4.00
(L& (ps), 1H; J = 7 Hz; J' = 6Hz); 5.15 (dd, 1H
J' = 6Hz; J" = 9Hz); 5.55 (&, 1H; J = 14 Hz); 5.70

(d, 1H; J = 14 Hz); 6.76 (s, 1H); 6.98 (s, 1H);
7.38 (s, 1H); 7.38 (s, 1H); 8.46 (s, 1H); 9.97 (4,
1H; J" = 9 Hz) ppm

SERF L1
(2R—-(2a, 3a(2)11—-3—-({LL1—-C2—8AX—4—
E ) —2—((2-FX~-4-8RKR-1-%HKR—-3 -RALHAT
WEIAX]) -2 SRV CXIAEIAEXIFEI -6, 7T—=
BE—2 —EREH

¥ 27 m1 WEKHWEEAE 228 meg (0.36 mmol ) L
#l 1 0fke&# ( HI =9 5%, HPLC ) 8990 ml K%, REMA
2 NHBWEZERYE BMEO0,.8— 1.0 EZEETHZBSHH
o o/bet, FHO 0BEMPI 1 O FHE ( HPLCIHEE ),
WEKERFHYRECREE TR AL, A, HHER
BAEMALIO ml A¥{FprHE ¥5.5—6.0 (WwA0.5N NaoOH
WA ), WMA2N HCL ffxZ pH 1.0 WHEIKE, dhdgtiZi
Hia4h. B3 00w E, thiSkEiE, ALEAKER, R
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ETFHAP20s Fik, B35 90 neg HELEHW(HI ¥97%);
m.p.>200C (£2#).

IR(KBr): 1740 cm t

lp-NMR (DMSO-d,): & = 1.02(d, 3H; J = 7 Hz); 3.97

(quin (ps), 1H; J = 7Hz; J' = 6Hz); 5.06 (dd, 1H,

J' = 6 Hz, J" = 8 Hz); 5.63 (d, 1H, J = 14 Hz);

5.70 (d, 1H:; J = 14 Hz) 6.91 (s, 1H); 7.28 (s,

1H); 7.30 (s, 1H); 9.42 (4, 1H; J" = 8Hz)ppm
MBI 12

(2s—KR)—3—(((2—-—(FHmAHX) —4 —ERX] 4K
LB IAE) -2 -FE -4 AR -1 - RKLFTIRE#EBWT
HEHCL1: 1)
B(2s—-RKR)—3—-(([(2—-( FERRX) —4 —n K]
FRCHEEIEE) -2 -FE -4 -8 -1 -KREHFTEHRE
4% (10.08; 0.025 mol) B FAC 250 ml) ¥, KRG M
ANHBEAW T4 ( 10.328; 0.030 mol ), mA2N KOH #
pH WES.5—-6.0, HARAGHZE4HRERIM 3K 100 m1 |
70 m1 .70 m1), &FANE, ALEAKEE, TE
( MgS0.), BETHAR, 3 —HRAMNMEEKRE A, 5ES5a®
(b.p. 60—807C) —RHFFEM; WREKEREK, RETH
P,0sFH#; m.p.=82C(¥EE), 120.5C (H#%); HBE:
13.232 ( 87% ).
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C,oeHasNs0,S, X%C T  51.72%, Lifi 51.03%
%8 it WA 7.51%, LI 7-51%
uN HRME  11.60%, LEH{ 11.60%

IR(KBr): 1770, 1670 cm ';

1p-NMR (DMSO-d.): &6 = 0.91 (t, 12H); 1.43 (4, 3H);

J = 7Hz); 1.10 - 1.80 (m, 16H); 3.00 - 3.30 (m,

8H); 3.82 (dq), 1H; J = 7Hz, J' = 3 Hz); 4.46 (dd,

1H, J' = 3 Hz, J" = 8 Hz); 8.54 (s, 1H); 8.57 (s,

1H); 9.78 (4, 1H, J" = 8Hz); 12.68 (s, broad, 1H)
SExfF 1 3

(2s8s~(2a, 3p(2)31)1—-3—-([(C1—-0(2—-¥Eax)
—4 —ERE ) -—2-((2-¥FE -4 -4ER-1-mR-3-K&
ZATHEXIREX) -2 -BRKT X IAX 18X I1¥FX) -6,
7T -—RE-2-BENRBE®H M

¥sempl1 26 ( 4.53 85 7.5 mmol ) EMAK
( 40 m1 ), ¥yE, A28 HCl HyEAW pHE BE2.0 .
RES>/DPHEMANEZES 9O apryii i ( 1. 44 2; 5.0mmo1),
Fl ot B\ 28 NaoH{E pH HEFEE 2.0 o HBEDPE (2.0)
THZEHH 4.5 /b, REWA 2N NaoH FiZEFHEWrH #A
£5.5—6.0 , HI)LPFEFHEADR, 2FATRYA nat HF
BE#HWTHEET, Bhikd S RFEMAEAC 40 mn1 ) #,
Bokatik, HE2@3A Dowex 50 wx8 , 20 —50 H ( vat
B MEEAWAT. BAXWERAAETR, B2 5. 0B~
M, JEHEEXAD-2 ME EIHATEN C vPLC ), AAERM, BREH
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kRS AR 1 204N

WEHFRMAEM AR ( HPLC R HT >8 8%, Wk,
14% )% xAD—2 M LBEXEN, AARK, 4% FRESS
REEM K (HPLC KW: HI =095.6%); 134 140 ng
(4.4%),

IR(KBr): 1760 cm"l;

'H-NMR (DMSO-d, - TFA) 6 = 1.39 (d, 3H; J = 7 Hz),
3.77 (dq), 1H; J = 7 Hz), 4.44 (d), 1H; J' = 3 Hz):
5.60 (d, 1H; J = 14 Hz); 5.68 (d, 1H; J = 14 Hz);

7.32 (s, 1H); 7.33 (s, 1H); 7.38 (s, 1H); 8.46 (s,

1H) ppm

SERE L 4
L2s—(2a, 3B(2)))1—-3—-((((1—-(C2—-8&%X—4—

g ) —2—((2—FE -4 -FR-1 —HR—3 —BLHFT
MEIARX]) -2 SRTPZEXIRXIEXL IFXE) -6, 7T—=
BX -2 —"EEHRR

HWHEKH ( 13.5 m1 ) mBEEAH 120 mg (0.19 mmol)
(HI =93 —-95%, HPLC )®WyK( 45 m1 ) ¥, KREMA
oN HCl HiZAEHEWrH BIKEO0.8-1.0, MiZBREUWEZE
T2 708, FA9 O BHREMEFBHRE( LHPLCIUESE ),
B ABRENBERREREE —PEB, WA 1.58 vaoH # pH
BWEL.0 o AHESCH, HhRKERNEHHRACRAEETFRA
eadh, RkAksE, ABEBEEMA T n1 KPFEPHE X5 A
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0.5§8 vaoH #¥H ), £#prH 1.0 (WwA2N HC1 HFIWFE
RILE, 2 dite £1 OCTHHH3 04045, HREEN
¥, AJLEAKAKGESR, RETAHP,0s TH, 270 ng (65%)
RS Wo

IR(KBr): 1760 cm ; M.P. = >178°C AMi

1H-NMR (DMSO-ds): 6 =1.37 (d, 3H; J =7 BHz); 3.72

(dq, 1H; J = 7 Hz; J' = 3 Hz); 4.42 (dd4, 1H, J' =
3 Hz, J" = 8 Hz); 5.66 (s, 2H); 6.89 (s, 1H); 7.28
(s, 1H); 7.30 (s, 1H); 9.47 (d, 1H; J" = 8 Hz)ppm

E#Fl 15
L2R—-[(2a, 3a(z)11—-3—-(2—-((C1—-C2—-4&
-4 —vgEupRk) —2-((2-¥H—4-ER-1-%R-3—
ALATHRE)AE] —2-ARRCEXIAXIAE£IZE) -6,
7T ——EX-2-5ENRBR
EwFl1 5 A
3—8RR-6—(XFEEX)IRBR1, 1 ——FELEE
WBEMT Brooks , D.W, ,Kellogg , R.P., #
Cooper ,C.S. , < J.0rg.Chem_ 52 , 192(1987)>¥
iR e, FLEARTE( 33 n1 ; 0.20 mol) X EAFE
B (50 m1, 0-22 mol) RA, el L#HTEAGN, Ao
Bt CHRCEE(5: 1)%M, BEMEAA 1 0B LB LR TE
( Z2uuR %) SR mRFENE . ZUWH AL — FHE
HAFTF—$ Kb, fE3.418(61%),



IR( B ): 1738, 1712 cm™'; ‘H-NMR(DMSO-dg):8 =
1.34 (s, 9H); 2.72 (t, 2H; J = 7Hz); 3.43 (s, 2H);
3.60 (t, 2H; J = 7 Hz); 4.39 (s, 2H); 7.27 (s(ps).
S5 H) ppm.

SLHFl 1 5B
2 —(BEATREX) -3 -ER-6—(FEEI)ARB(1, 1 —=
HECLE)E
THRPMRHCOCIT, £1009%A, HEHBRMN( 1. 55,
2 2mmol )WAK(5nL )BEXKFMEELHES 15 AfeH
(5.568; 20 mmol )BYZE (3.0 g ; 50 mmol ) EFHH,
EOCTHESEHH 1008, EZETHIE3I 004, ATHER
KB4y, 638, ARBREMPKBER o KkE. TH (Caso.)
B, RETW®REERN, HBAREM(5.7¢ )Aawhm® ( b . p.60—
70Cc)ABEEZEMN, FE: 3.65(59.5%), m.p.98—
100C (BLM-FMELHE, n.p,100—101°C ),
IR(KBr):1730, 1679 cm ©; 'H-NMR(DMSO-dg):8 =
1.46(s, 9H); 3.02(t, 2H; J = 7 Hz); 3.70(%, 2H; J

= 7 Hz); 4.45(s, 2H); 7.31 (s(ps), SH):
13.10(s(broad), 1H) ppm.

EHF 15 C
2, 3——8RR-3—(FLE)TR1, 1 ——WEZEEKED



T-25CT, HAAKEMNA( 10.0¢ ) mBEHKHF 156 B4
44 28.88; 94 mmol ) WA ( 250 nl) BAY, REW
ANHEAL—_R(4.48; 48.0 mmol ) BYEAEL ( 60 m1 )
BHe £—25 CTHHSIHE, FERGHMELRABRREE .
HIR(Na,S04), BWETREEN, HAGNERH (308 )&
M LB LUESY, A 10D RBENKEAMEKER. TH
( CasS0s), AlpmBEARBREAN, B —WRYW, EHEXB8H—
FHAMHAT TP R N. BE: 27.58( 94%),

SL#B 1 5D
2, 2—_WE-T7-(2-(FEX)ZEI1-1, 3-[H=-f%
HEHEH (4, 5e)BER-6-8BB1, 1 ——FEZEW

B &5, 6 ——8&%X—-2, 2——_FHE-—-1, 3-F#
] — R e )R~ (16 .4 85 91 mmol ) BEMAEK ( 180
ml ) frEAskyE ( 90 ml ) BBAMY, REEBWBE T ALK
w15 Ccthai(27.58; 490mmol ), ¥WiZBEWE
80—85CHWG 0408, REBRETER, HRATMAELRLE
( 350 m1) fuk ( 150 ml) Z[H4E. A LR LERIUKME, 4
HENA, AHEAkE, TR (Na,50.), RETBREXERN, |F
—RE Y, EE AR LRGN, HCRTE, "GidE (b.p.
6 0—-70C)uM, #EH20.28(51%),

IR( g ): 1735, 1720 (sh) cm™'; ‘H-NMR(DMSO-d/)s =

1.56(s, 9H); 1.77 (s, 6H); 3.31 (t, 2H; J = 7 Hz);
3.81 (t, 2H)7; J = 7 Hz); 4.44 (s, 2H); 7.23(s(ps).,
SH); 7.30(s, 1H); 7.38 (s, 1H) ppn.
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LHFl15E
T—-(2-REZE) -2, 2——-FX—-1, 3-[H_RLHEE
H(4, 58)EER-6-KBRBR(1, 1-——FEXZLE)H
HEMF 15046 10.58; 24.0 mmol) BAMAE—F
ZFBRKC 200 m1)H, £3 0e4E£—-#(10%) HZETEA
1 565%%. REBRELR, REARERN. HRODERE LB LE Y,
A Afui Kk, TE(Na2504), METEZR, B3R 9 HRK
w(8.18), BHEAK LEMMAL, A LBTE, "ZTHE ( 4 5.
55 )%, B2 6.2¢ (75%)F4, m,p. 88—90°C (£
AHmBMELE, m.p, 90—-92C),

C, ,H,,N,O

mzzz%iﬁﬁ (%) it B SCEh(E
C 62.41 62.27
H 6.40 6.37
N 8.09 8.19

IR(KBr): 1735 cm~1; lH—NMR(DMSO-ds):ﬁ = 1.60(s,
9H); 1.79 (s, 6H); 3.18 (t, 2H; J = 7 Hz);

3.78(gq{(ps), 2H; J = 7 Hz; J' = 7 Hz); 4.76(t, 1H);
J' = 7 Hz); 7.33 (s, 1H); 7.40(s, 1H) ppm.
LW 15T

T—(2—-((z=2C(C1, 1 —_HYX7ZE8EX)KRXIAXIELE)
G#E—-2, 2-——_FE—~1, 3-—H_8 LA RFH(4, 5%
Bk — 6 —RE1, | ——WELEE

EEET, ¥EA-BBR-H(5.08, 28.6 nnol )&
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FAEERE ( 40 ml )P HEK, BimEdLikn 1 56 4464
(9.98; 28.6 mmol ). =XH#(7.5&; 28.6 mmol ).
EXTPERE R _-(1, 1 —_FEZEX)E(6.18, 26
mmol ) R AAWAskv ( 100 m1) HHRBNBESWY, EEETFTH
SH5.5 e METHREEN, REM AR L#ITEN L,
Hawht, BRLEC20—-30%%E )%, £EHHARESEHE
ARy O G (AR REERN, BB Y 4.58, 53%),
EREHWE G ARG, FE: 4.88(33%); HHF
R Mo

IR ( B ): 1785, 1750, 1720 cm™'; 'H-NMR (DMSO-d:

6§ = 1.35(s, 18 H); 1.59(s, 9H); 1.78 (s, 6H); 3.37
(t, 2H); 7.33(s, 1H); 7.41l(s, 1H) ppmn.

LB 156
3—(2—(RXEX)ITX1-6, T——HEFXx -2 BB —2—
Rehm

T—HENRELAELER, £85-90CcKk#4 700 EBT
sl 1 5 r e ( 1.8¢; 3.3 mmol ) Fuyk#HM (70
ml ) WREH, AHERNHER, 9045945, BZBEHWERE
T#EEZ, BE—EHAN2 0 M HAFRAEHWNHEER -5 HE e
Bl (1-08). HERMNEFHETHAAKRLER ( 40 m1 ) A#¥ix
Bk, AHZEOClH, B WK, HifkEZ, ALEAKRER
wik, RETAP,0-TH, #E: 0.48(40%), m,p. >

300°C; HI=9 6% ( HPLC ),
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IR(KBr): 1750 cm™'; 'H-NMR (DMso-d/ ZRTR
1:1):6 = 3.56(t, 2H); 4.42(t, 2H);
7.32(s, 1H); 7.38(s, 1H) ppm.

EHFl L5 H
(2R—-(2a, 3a(z)))—-8—-(2—-(C(1—-C2-
(FEHEAXE) —4 BBl -2 -((2-Fx -4 -8R —-1-
-3 —RALHATHEIEAEI -2 -8R ZEIEARXIEAX)
L*)1—-6, T——_RE-2-BEHBBRWTEHEC(1: 2)
WMl 7 W T4 (0,78 85 1.30 mmol) BWMEAK
(35 ml )W, WEZER, MARKBEL T (0.218) HR
HEIPH BME 1.9 o REA/DMMEMANERF 1 5 c iR
( 0,39 g5 1.30 mmol), FEtmNEEAE THAKER
(20%)¥iZEH Yy BHEXEE2.0 o FiZpH (2.0) TH
HEHE4 0 dit, REWMNEEAE TEE ZEBEW e BHE
5.8 , HizBEHEHAATR, F3 2 5By, BHE
XAD—2 #Ag L#HATEM ( MPLC ), A —-CTH (1 5% ) %,
MNERBEBWZRPLEHE - RHEK(HE: 240 ng ,
17%), MERHRRHSRGT A FALG W E4E RMHE, 8
B: 356 mg (25%); m . p 110 C(%%&E), 134—-136°C,
HI =97.7% ( HPLC ),



IR(KBr): 1765 cm ©; 200 MHz- H-NMR (DMSO-dg-TFA):5

= 0.90(t, 24H); 1.15 -1.42 (m, 16H) %

1.28 (d, 3H, J = 7 Hz); 1.42 - 1.75 (m, 16H); 3.0 =

3.3 (m, 18H); 3.57 (t, 2H; J" = 7 Hz); 4.00(quin(ps),
1H, J = 7 Hz, J' = 6 Hz); 4.55 (t, 2H, J"' = 7 Hz);

5.09 (d, 1H, J' = 6 Hz); 7.26 (s, 1lH); 7.32 (s,

1H); 7.35 (s, 1H); 8.48 (s, 1H) ppm.

oy A R
(2R—-(2a, 3a(2z2))11—-3—-(2—-(((1—-C2—-%
E—4—gEgE) -—2-((2-¥FHX-—4-4R—-1-%E-—3 -
ALATHE)AE) -2 -BERTEZEXEIAXIAXILE] -6,
7T ——8HKX -2 -EERBER

WHEEkE (22 m1l ) W LS 1 5 H W T4#EC 317
mg 3 0.29 mmol, #iFX98%, HPLC )AAK(T72 m1 )W
WEHEP, REMAN23H®8( 156 m1 ) ¥HiZAEHENPH BE 0.6,
WHiZBEECHWAEZETHIE L 8/ i, MERENEHNRATECHNLH
TARfead, ALEAKRAKRE, RETH P.os T, BE.:
105 mg (62.5%); m.p. >300°C ; #AF: 98.6%

( HPLC ),
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C20H19N701052-2-° B0

TEDH T 2 O 1Y
C 38.33 38.28
H 3.86 3.95
N 15.65 15.40

IR(KBr): 1740 cm~t; 1TH-NMR (DMSO-d,./ ZRTLE

):6 = 1.07(4, 3H, J = 7 Hz); 3.65 (t,
2H); 3.98 (L #F& (ps), 1H), J =7 Hz, J" = 6
Bz); 4.68 (t, 2H); 5.02 (4, 1H, J' 6 Hz); 6.89
(s, 1B); 7.28 (s, 1H); 7.40 (s, 1H); ppmn.

SE#HF 1 6
# & TR ERFE: (2R—-(2a, 3a(2)3]—3-
(2—((l1—-(C2-8AF—4—gu¥) -2-((2-FXx-
4 —BR-1-HR -3 -RAEATHE)EL) -2 -ARTZE)
REAIEXIZLE)I -6, T——KE£ -2 B EHEB
Sl 1 6 A
(2R—MAR) —3—( ([ 2-FHAE) -4 —Hd£IAKT
B JEE) -2 —FH— 4 AR — | —ALF TEHBREF
TOCTF, 1, 8 ——ZRLXH(5. 4, 0)F—7 -
( pBu) (16.5 ml 5 0.11 mol ) FWEFEHEETF( 2 R -
R)—3—BFE -2 -FE -4 -ER-1 -BLATHHER(AR)
(18.02g; 0,10 mol) WAKZ—AFW ( 180 m1) &M ¥,
EZBETHZEENH 1 ut, REHZAEREANE -3 0°Cc (HFH
A), HWEBRER B X B®H( 22.228; C.111 mol ) &
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HTAAZRFRK( 360 n1) W, REMA=ZZER( 17.0 n1
0.122 mol) fEX#M £HH 1/, RERBRTEY, HHiE
HAHE-30C(HEHEB .

T—-30C, RRHEZEBPRuHE( 0.62 m1 )., ZFE
LER( 13.388; 0,111 mol )FuEHK A, £—25CE
—3 0 CHZzBReHIP 1IN, REEZEHAZEE. REXLSE,
BREWATZE (600 mL)P, RERFMZBHE( 28 g,
0.285 mol) By Z B ( 180 ml) HkAME>x, i 1/)E, #h
WK ENKE, ALERE, RET®, AHAKC 270 nl) €854
o 5E: 28.48(70%); m_p.>230C,

IR (KBr) 1755, 1670 em™t;

g NMR (DMSO-d,):6 = 1.22 (4, 3H); J = 7 Hz);

4.07(quin(ps), 1H; J = 7 Hz; J' = 6 Hz); 5.11 (d4,
1H; J' = 6 Hz; J" = 8.5 Hz); 8.45 (s, 1H); 8.56
(s, 1H); 9.40 (d, 1H; J" = 8.5 Hz); 12.70 (s, 1H)
ppm

LHPHl 16 B

(2R—JAR) -3 ([ (2—-AFK—-4 i) ARTEE)
BE]I-2-FE -4 -2~ 1 -KELHTHRER

KMt 16 AEa (208, 55.2 mmol ) &¥#TF 270
ml 7AkW. A3 v&B¥ry HEO0.5 , £XE THHRBARIH
2K, BREHEEREEMN, EHTALE M. HigsHHiwE, AX
Wk, BRETTH. BE: 12.62(68.4%), m.p.>300°C,
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IR(KBr): 1710, 1760 em™ T (co).

lgaom (DMSO-dg): & = 1.20 (d, 3H), 4.03 (dq, 1H),
5.02 (44, 1H), 8.19 (s, 1H), 8.35 (s, Wi ., NH,,

SO,H  fusk ), 92.70 (4, 1H); ppm

EHpll 6C
(2R—-(2a, 3a(2z2)])1—-3—-(2-(((C1—-C2—-%&
g - ) —2-((2-F£ -4 -8 -1-%mR—-3—
A#EATHEIAE) -2 -8B ZEXIEXIEXI X)) -6,
7T ——RE -2 -BERRE

¥k 16BHaHC(0.33, 1.0 mmol ) E®TFKk
(15 m1 ), WMANARLAMETEAKREXZ(20% ) ¥ v HE
5.5—6,0, B —HFEEK. WANHRBENT4(0.148 ) ¥
BBEERHrE ERE2 0 , AG4aDENMASI [ 2 - (HAX4
X)ZEI-6, 7T B —-2-—rsENK—2 -BRBLEWBF (0.5
g; #1,0 mmol 3 HI =64 %, HPLC ) (SL@E#l 16¢G¢ ), [H
B AARMIT T4 AR ( 2 0% ) ¥R w pe BERE 2.0,
iz rH (2.0) TH&HEHH4.5 bdut, K5 wmANEAEALT T4
¥izg2awWrE HES.8 , HizERL A TR, 82 1.7s8 €
MY, EHA xAap—2 WAE L#HTEMN ( mPLC ), HA—-TH%
BC10—15%#E ). BHNNEHAE TR, 52 0.18 ¢
(17%)(2R—(2a, 3a(2z)]1])—3—-(2—-—(HEGA
) —g—vEgE)I-—2-((2-FX—4-EK-1-—-%K—-3-
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AREATHE)EX) - 2-4RKEZXIAEIAXITE] -6,
7 -—BEX-2-sBERBEB - (WTHEE), HiZEAEMEK
(15 m1 )P, WA2NHBEZE e 2, EHFRBALGY, &
B: 50 mg ( 54%); m.p. >198C (4#),
K17
(2R—-(20¢, 3a(2)11=-3-(3—-C(C1—-(2—-%
E—qg—EE-2-((2-FX-g1-8R—-1-%R-3 -4
FZATHREIREL ) -2 -ARTPCEXEIAEXIEXIFE) -6,
7T ——RE -2 —EWBE
EHF1 T a
T—((Z—HEEME)FEXI)I—2, 2——_9F%—1, 3—[H-4
RIAREH (4, 5—g 1B EK—-6-RE1, 1 ——FELER
HEMmr 3t4e( 3.958; 10.0 mmol) fu PRAB=F X
BE (3.5 ml ; 30,0 mmol ) WREGMWAE 140°C P mih
300%, ERHEZXBESZELRR. 24, WEGWE Tahsd,
BREZER, BI—EEaRW (5 ), EEFZHEENANL, AL
BLERM, REZRMEENARE, B -LadRy, HHE5ILE
AR —RWHEx Bl FE: 2.776(65%); m.p, =
86.3 —-87.9C(hawmBEL M),
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Cy gHy5N05F

R (%) KBt (%)
c 53.77 53.45
H 5.94 6.08
N 6.60 6.92
IR(KBr): 1720 cm™'; 200 MHz-'H-NMR (DMSO-dg): & =

1.57 (s, 9H); 1.75 (s, 6H); 3.58 (d, 6H, J(>lp-lH)

- 11.0 Hz); 3.92 (4., 2H, J(3'p-1m) = 22.4 Hz);
7.36 (s, 1H); 7.42 (s, 1H) ppm. -

EHwFl 170
7T—(3—-CBHBE—-1-FHEX1 -2, 2-——FHX—1, 3—
ZREAREH (4, 55 IEER -6 -8B, 1| ——FHZE
B

HEOC, BT, £2. 5MWETHEEE®R( 12 m1 , 30.1
mmol )P REWM—_HWMK(4.2 ml ; 30.0 mmol ) Y XA WA
ol (40 ml ) W, BZREMWAOCTRES 0404, KBS
HE—-30Co BimEMHE 17 R ( 12.72; 30.0
mmol ) FE BAKME %k (80 m1 )WWE®X, F— 3 0'cERN
3040%E, BEMMAN2 -ZHAXTE(3.06 2, 30.0
mmol ) 7E LKW A% ( 60 ml ) FgEA, HFiZBEWERE
HERE, ERZEETHESEN R 2/, AASERBEREER,
BREWET LROENAKS, w28 HC1 ¥ pH HE3. 48
HHE, A#HAS®E, TR (NgS0.4), BETHREERNE, ¥R
BN 14.9 ¢ ) ERE EEMAA, H LB, BB (L 3)
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i, BEBEALSY, & IRRHENREeH. RE: 7.2¢
(60%).
LHFLTC
7T—(3-REFEX) -2, 2——FX—1, 3 -—F_RBRFARE
#(4, 5glER—-6—BK1l, 1 —_FXLH

BEEMEA 17T o RHEREEGH( 3.828; 9.5 mmol )E
MEXLKFEC270 nL) ¥, EL£-K(10%, 28 )HFAETA
1206 (HEEENEN). %I ANGE, RETEALR
W, BE—dmRAEEW(10.4¢8), ZREWEAATOR( 2
NMR W) Fr#ASe T — (3 —( ZEBREaE )AE) -2, 2—=
HEk—1, 3—-M_RLHREH(4, 58 IEER-6—-BB1,
] ——HRERZEEHRA3I OB (A NMR WE ) HEE X, ZH&~
A Bk — L AT T— % K b

¥riRprEadw( 3.62¢ ) BETHFE( 100 m1)H, HiE
FTmNEaf 4 (1.51 8, 27 mmol )WK( 7ml )&, &
FBTHEER 3 0. AREARBEREERN, BREWAE T
B OEMRAY. WmA2N HC1 , WiZEsHW pE AE3, REA
B CEER Bz Ba o

SHEIE, AHAEER, THE(Mgs0.), ZR, BE %Y
M, EEAREBEERTEN, Arm® CTRIIEC3: 1) %M.
kBB EEAe Y (HBFE: 0.612; m,p.91.7—93.1°C»
REWD M B, 8E&: 0.998(30% ); m,p.97.6
—908. 1 C(HAEHmM#E(Db.p.60—-7T0C)ELZH). WREA
1 S EHEALYE, FrpENEERTREE 7 0%,

LA
L



C,oH,,N,0. (360.4)
19°24"2%
I A S i

TEMr (R)
C 63.32 63.04
H 6.71 6.74
N 7.77 7.85

1 1

IR(KBr): 1725 cm ~; “H-NMR(DMSO-d_): & = 1.60(s,
9H); 1.7 - 2.0 (m, 8H; Ho6=1 77TH2EEH

); 3.02(t, 2H); 3.48(qg(ps), 2 H); 4.57(t, 1H);
7.32(s, 1H); 7.37(s, 1H) ppm.

EHE 17D
7-0(3—-CIXI(1, 1-——WEZEEIKEIALXIEAE)
WHEI—2, 2—Z_FFE—-1, 3 -F_RALFREHF(4, 58]
ek — 6 —HEB 1, 1| ——FETLEW

BRL—_BB (0. 35 nl ; 2,2 mmol ) EXAKNEE
ki (3 ml )P EERAEER THWE d LR 1 7 Ctbsih
(0.80sg; 2.2 mmol ). E%%(OﬁSg; 2.2 mmol )
FEXTPRA BB (1, 1 -—FELEX)IBE(0.47g; 2.0
mmol ) R FEAWEAkH ( 13 m1 ) AXWEaHP, £XET
WP, - 54, RETREAER, REWEEREN &AL, A
L TBLE(20—-30%%E ) M, BS&:. 0.55¢
(48%), XHWEERM.

1 1

IR ( M€ ): 1792, 1751, 1720 cm ~; "H-NMR (DMSO-d.):
6=1.33 (s, 18 H); 1.49 (s, 9H); 1.68 (s, 6H); 1.90
(m_, 2H); 3.00 (t, 2H); 3.89 (t, 2H); 7.20(s, 1H);
7.29 (s, 1H) ppm.
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SEHB 17 E
3—(3—(REFE)FAEL1 -6, T——_RE—-2 %EHRER
Rk

¥oewm 170446 m (0,508 0.87 mmol) MRHER
( 5ml )WBESWES 5—90Chu#hoont,. RHEOCE,
PRk BIE, ANLEARLRER, RETHP,05 T, 52
0.22(80% )4 m.p, >170C (L), H4FEN
9 3% ( HPLC ),

IR(KBr): 1710 cm +; TH-NMR (DMso-d./ ZRTB
1:1): 6 = 2.0 - 2.35 (m, 2H); 3.43 (t,
2H)4 4.14 (t, 2H); 7.51 (s, 1H); 7.56 (s, 1H) ppm.

EwF 17 F
(2R—(2a, 3a(2z)1)—3-(3-(C(C1~-C2-—
(FEBERE) 4 —vEE I —2—-((2-FXx-4-8K-1-
MR —3 —RALHTHEA)EEL) -2 - 8KBTEIAE)IAE)
HHkI—6, T——_FHRE-2-SERERET4&HEC(L: 2)
BC2R—AR ) -3 —(((2—-(FHALX) —4 —E4X)
FRZEBREIAE) —2-FF—4-8R-1 -EXHTHEFARN,
N, N—=THE—-1-T&#HE(x®EHM7)(0.388; 0.63
mmol ) WA A( 12.5 m1 ) ¥, i€, WA2N HCL HRAK
pH BE2.0 » RESDPHERANSERF 1 7 EvE®MHE ( 0.138
g; 0.57 mmol), FEutm NARANETHHAERC 4 0% )%
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FEMM P EXA2.0 , HEPH (2.0) FTERERM4.0
Aut, REMNBAAN TR ZERE Y rr HES5.6-6.0,
BLFRENERSR, 2ETR, G2l 1. 0sBEel>4, EX%
XAD—2 MHE L#HFTEM (MPLC ), HA—-ZH(10—-20%%
B )t NAEHRKBENRGTL2EHE -RHAEK(EE: 70 ns,
1 1% ), TGl eRae &8 44 WrBn et z — Rk,
BE: 230 mg (36%); @A4E: 97%( HPLC ),

IR(KBr): 1765 cm™1; 200 MHz-T H-NMR

(DMSO):6 = 0.92 (t, 24H); 1.17 - 1.42 (m, 16 H)
1.28E% (4, 3H, J = 7 Hz); 1.42 - 1.65
(m, 16H); 2.05 (m, 2H); 2.93 (t, 2H), J = 7 Hz);
3.05 - 3.25 (m, 16H); 3.98 (quin(ps), 1H, J = 7
Hz, J = 6 Hz); 4.13 (t, 2H, J = 7 Hz); 5.05 (dd,
1H, J = 6 Hz, J = 9 Hz); 7.02 (s, 1H); 7.06 (s,
1H): 7.37 (s, 1H); 8.48 (s, 1H); 9.65 (d, 1H, J =

9 Hz) ppm.

LHBF 17
(2R—(2a, 3a(2z2)1)1—-3—-(3—-(((1—-C2—-4

E—4—ERE -2 ([ (2-FH-4-RAR-1-HK-3-K
A THEIEE) -2 - ARTZEIEEILELE IHEX) -6,
7 ——B& -2 —ERER

¥Wakv ( 14.5 m1 ) WwB MG 1 7 PN THE ( 220
mg ; 0.20 mmol ) (4)E: 9 8%, HPLC ) Z£K( 48 ml )
R AR, RERA2 VB 10 n1 ) FHZAK A pH BE
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0.6 o BIZBEGWEZEBTHRT 28, PHhiB Kk BITENHHRE
e -Fad, ALEAKKER, RETH P05 TH, 4K
80 mg (67%); m.p. >203C (LM ); 4F: 97.0%

( HPLC ),

IR(KBr): 1740 cm™'; ‘H-NMR (DMso-d - =#R 7@
): 6§ = 1.22(d4, 3H, J = 7 Hz);

2.17( LLEIE e(ps), 2H); 3.21 (t, 2H);

4.04( F &k c(ps), 1H, J = 7 Hz, J"=6 Hz); 4.28

(t, 2H); 5.08 (d, 1H, J' = 6 Hz); 6.97 (s, 1H);

7.26(s, 1H); 7.32 (s, 1H); ppm.

SEHF 18
(2R—-(2a, 3a(2)131)J—3—-(4—-((C((1-C2—-%

-4 —FuEx)—2-((2-FHx—-4-2KK-1-wmK—-3—
RENTHEIEE I -2-ERILEIAEIEXITE ] -6,
7T——_FRE-2 -—SERER
EHFl 1 8 A
(E)—7T—-(4—(ZEREE) -1 -THEX)1—-2, 2-——_F%
—1, 3—[E_RELFREH (4, 58 1%EK—-6—-HE1, 1-
R A

T—-5ChRPHT, E2.5METEENCHAERC 12 m1
30,0 mmol ) ¥ @ M_BHEMK (4.2 n1l; 30.0 mmol ) E£X

AWHEKE ( 50 m1 )P WERK. WiZEeMWE 0 CchEFES3 044,
REAHE—-30°C, Ll 15 AWEBELAX, £—307C



B3 049E, EREMAS - THREETR ( 3,48 g,
30.0 mmol) ZEXRANES,RE (70 m1 )PWER. %3 —7E
EEFBRE XM AEFHE ( Hofstraat , R.G. , Lange , J. ,
Scheeren , H, W.,and Nivard , R,J.F, , J.Chem, Soc.
Perkin Trans 1, 1988 , 2315 ), FiZR AWk E 2 HHE
BE, ERRETHEESHM2 Mite ARBARBREEN, HA
& M E R A OB LR fuk, A 2N HCL ¥ pH HZE 3. HEH
PLE, AHAKEHE, TH(MgS04)e METHREER, T HHR
M (15.9 6 ) B EMNAL, B0 ZhaB( 1. 3)%
B, BREAFEALEY, A xrkRHNEC(E, 2 ) BEeW. FE:
6.58(52.6%),

WiZzrtkptikiRedh (B2 ) 5ams—Rii, #3E —
Rkt e S, 5E: 4.026(34%), m,p,90,7—
91.27Co

c,,H, . N,O_.(414.5)

R O WHAE  ERME
C 63.76 63.11
H 6.32 6.39
N 6.76 6.71

IR(KBr): 1735, 1722 cm™1; 1H-NMR(DMSO—d6):6 = 1.60

(s, 9H); 1.78 (s, 6H); 2.01 (s, 3H); 2.62 (q, 2H;
J =6 Hz, J' = 6 Hz); 4.19 (t, 2H, J = 6 Hz); 6.82
(d, 1H, J" = 16 Hz); 7.03 (44, 1H, J' = 6 Hz; J" =
16 Hz); 7.30 (s, 1H); 7.38 (s, 1H) ppm
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L#Fl 18 B
7~(4—-(ZBAE) THE)I -2, 2-—_¥FX—-1, 3-F=R
A RHEH (4, 5 IEBEH -6 -RR1, 1 —FELER

W 1 8AE —Mk( 3.608; 8.7 mmol ) &M
ERAFEECTO m1 )W, £0.584—%( 10%) & T4
4% (HEEENUN ). WBRELR, HRAKEEXR, il
KWEEMEEFERLREHEN TER . ZHRABREHW A2
PaHHAT TR, HE: 3.588(99% ),
SLHpl1 8cC
7 —(4—-8£THX) -2, 2—ZFH -1, 3—[H_ALHRE
#$(4, 51 BEKR-6—-KB1, | ——FLLZEEH

WLwt 1 8 Bfr 3% W4 ( 3.54 ¢; 8.5 mmol ) AWML
H@ (95 ml )9, HPTHNAEMNLH (0,528, 9,35
mmol )BYK(C 6,5 ml) HHk, TEETHEHRPE2 5458, AR
HARBREERN, MREWET IR LAY, A28 HCL
¥izhethtoy AFES, REALBLERBZEGH. &HA
ME, AHAkd, TH(negs0.), AR, BE—-—REW, BEEHEE
HEKENa, Aawmi  ZBRZEEC3: 1) . £EMYEHAE
WTxEAGH, RERVHANZ2NE, fE: 2,948
(92.5% ),

&L M 1 8 CARM G4 R B

LHFL 8D
7 —FBX -2, 2—-FE -1, 3 -E_RRBHREHC 4, 58]
EE -6 —RM1, 1 ——_FEALER
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EEAAR, Bk 3Bt ( 3.958; 10.0 mmol) M
A AAEBE (2,148 11.0 mmol) ZAXAR-_FTH ( 100
ml ) PEERXY, BEZRBEHESATH#AE, WAV, ¥ —=
BEHXEZLKC2.6 m1 5 15.0 mmol ), HXAEETHENE
2 4/h8t, REHZBEGMEINEK—K (500 m1) P, HiZExA
CROERR 2K, ¢HANE, HEARE, TH®(M8S04), B
E#ALZ, 83 3, 5s G, ANEATLRCE FEXC1: 3)4&
RiZREHW, 2B HEREEHRE. BE: 1.308(39%);
m.p.193°C (&), 194 —195C (£24),

Bz REN, ACBRZE " FEC1: 3 ) %8, LA
BE5h, XEE—Homr AR te4H (0,65 8 ). WFMIASHBY
EBAEH]1. 956(59%),

C,,H, N,O

17818N2%5
W EAE (%) SR (%)
c 61.81 61.80
H 5.49 5.54
N 8.48 8.50
IR(KBr): 1735, 1705 cm™ ', 100 MHz-'H-NMR (DMSO-d):

6§ = 1.61 (s, 9H); 1.84 (s, 6H); 7.60 (s, 1H);
7.62 (s, 1H); 10.15 (s, 1H) ppm.

S HF 1 8 E

2, 2—Z-WHE-T7T-([4—-(FEX)-1-THHXI -1, 3-
Bl—RLHAREH (4, 56— IBBH-6—-KRB1, 1 -——F&
8% 3=
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¥#¥x#Fik (F.E.ziegler , I.K.Scott , K.P.
gttam and W_Tein—Fu , J,Amer Chem,_  Soc 107 ,
2730 (1985) 1# B3 —(F4£)FE - =FXZBB4Lé
(10.38; 21,0 mmol) &P TRAWEAS, ( 500 m1) ¥,
TOCHEHET, 3009 E A2 5METXE CTHEK
( 8ml ; 20.0 mmol ), A)SE, £ O0°CTH 4 54 4put (87 w5
wH18otket ( 6.98; 21.0 mmol ) ByFEAWEAAE
( 230 ml) iE#. FZEETH¥IDutE, ¥iZR PIEE % iE,
BETEREE, HEAAWERLETLKTE foAKP, A28 HCL
¥izBstry BES3, REA LB OLERERZES Y. &XAM
B, H#ARMESER, TH(Na,s04), ApHALRRREIEN. BAY
AR EMNSA, AR CE, "FARCL: 3)%M, GlmHE
ARG, AR BMENRERSGM(E, 2 ), BE: 6.28
g (68%),; wRh#.

SHE 18T
7T—(4—-8BXETH) -2, 2-—Z-WE—-1, 3 -—H_RLHRF
#(4, 5518EHK—6—-BE1, 1| —_FEEE

WE®F 1 8 EWME ( Ik FRWEEE4 ) ( 3.018; 6.5
mmol ) BMAELAKFE( 40 m1 )P, £0. 588 —-%(10% )
HETEL1I 5204 (AT W), SRBREEARN, RETHE
Rk, BE U FE R Rt EY, FE: 2.68(87%),
EEAZH#—-FHMHAT T—F K f.

Bk ¥E e E(2538; 5.4 mmol ) BREELK
—WAFEMK (30 m1 )W, KA, B0 48 -K(10%)F
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ETEAALS. ZUERABRERG, URTHHTEREN, Ao w
B TROEIITHE M, 82 By X400 W opr i Eay iR
tat. HERHWFEMGUBRENA, BENGL, BEKHE
BEE, $k*E: 81%, m.p.80.5—-81.5C (LW "THE

T4 o

C,,H NOS (374.4)

20H26M2 eran GO -
c 64.15 64 .04
H 7.00 6.99
N 7.48 7.48
IR(KBr): 3350 cm™ 1 (OH); 1727 cm™! (c0);

'H-NMR(DMSO-d): 6 = 1.3 - 1.9 (m, 4H; 5 1.58

(S ,9H) f 1.76 (S ,6H) &) 2.98 (t, 2H; J =
7 Hz); 3.40(q(ps), 2H; J' = 7 Hz); 4.40 (t, 1H; J"
= 7 Hz); 7.32 (s, 1H); 7.38 (s, 1H) ppm.

THF 1 8¢
7—(4—-((=2CC1, 1-—HWHZEX )KREIAXIEX)

T#1—2, 2——-WH—-1, 3-F_f2HEEH(4, 58]
gk — 6 —BR® 1, 1 -——FHEIAEE

FEET, #EA BB _ZH( 1.62 ml; 10.3 mmol )
X ANEk ( 15 m1 ) PHER, HwEld g 1 8 c®
18Frtkae#(3.85¢g; 10.3 mmol). =XKB( 2,70 g5
10,3 mmol). SC#fl 6 ByARFItLE4 ( 2.19 85 9.4 mmol)
FoXAWEKHE (70 m1 ) ARESHY, EFE THEENP
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3.5 /ite METHREEN, REYWEEKEN &L, Aam
LRBRLE(20—-30%%E ) %MK, 824.328 (7 1% )4,
XA v 3R

IR ( & ): 1792, 1751, 1720 em™%; lE-NMR
(DMSO-d): 6 = 1.43 (s, 18 H); 1.50 ~ 1.95 (m, 4H)
A 1.49 (s, 9H) #1 1.76 (s, 6H)) 3.01

(t, 2H); 3.87 (t, 2H); 7.31 (s, 1H); 7.39 (s, 1H)
Ppm.

SLHEF 18 H
3—[4-(HAXEXITEI -6, 7T——_EH—-2—-ERk-—2—
RBL B
E—-HERNBREXRMEEP, T85—-90°C, 4700 EET,
MR 1 8 othe (2,688, 4.54 mmol) FuykihEe
( 100 ml) ByBRA4, AEEKNET. 208G, BRETELRZ
Bad, B3 —%EaBEEK, HiZEKERENLEAAT, RAEAAT
¥ (1,788, #4hE=88.2%, HPLC ), RAMMUHELE (80
—85°Cy 600 EE)FKRHKER(70 n1 ) K#EzHM, H
AR e E, BE: 1.58s (F& ), 4E=
76.7% ( HPLC ), ZHMRAAEH—FHCHATT—¥ KL,
IR(KBr): 1750 cm~}; lH-NMR (DMSO-d/TFA 1:1): 6 =

1.7(mc, 4H); 3.35(mc, 2H); 4.05(mc, 2H); 6.96 (s,
1H); 7.56(s, 1H) ppm.



EHM18I
C2rR-(2a, 3a(2)))1-8—-(4—-(CC1~-C2-
(FRefE) 4Bkl -2-((2-FE -4 -8R-1-
A -3 - AR TREIAE) -2 -8 RTZE) ILE LX)
TX)1-6, 7——BE-2-4BHRRETEL( 1: 2)
BC2R-MA) -3 -L (2 (FmE) —4—gExXx)
fRCHEIRE | —2-FH -4 -AK—- 1 - ALARTHARY,
N, N—=TX—1~-T%# (kM7 ) (1.21&; 2,0mmol)
BRAAC40 nl 29, A€, FEAF KRBT T4
(0.178 )% v BE2.0 . KEoDkEwAENKH 18HE
#mM#%(0.8248; #2,0 nmo) , W=7 7%, HPLC ), [
i NB R T8 ( TBA—0H ) KEEC 2 0% ) FEFEXRY
PH , #ZXEEA2.0 o &iFpru (2.0) TH&HESEHEPE3 . 0 /D
it, REMANBRAEHTERZEERY vy WES.8 , WiEAEXK
A-FTH, B34 66 cHER 4, BEHEXAD-2 MEEN
(MPLC ), AA—-ZH(15%) %M. H4E0E01% TR,
#20.438(C19% ) HEAHTT-86%(C HPLC ) /=M,
f00,518(22.8%)W%EH95.4—97,4% ( HPLC ) B 5 —
WY, BRBHIT%: m.p. 97T CUBE) >100C(2#¥),
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IR(KBr): 1762 cm™'; 200 MHz-lH-NMR (DMSO-dg): & =
0.90 (t, 24 H); 1.10 - 1.40 (m, 16H) g4
1.28 (d, 3H, J = 7 Hz); 1.40 - 1.85 (m, 20H); 2.88

(t, 2H); J" = 7 Hz); 3.25 (m, 16H); 3.97 (quin(ps).
1H, J = 7 Hz, J' = 6 Hz); 4.27 (t, 2H, J" = 7 Hz);
5.06 (dd, 1H, J' = 6 Hz; J"' = 9 Hz); 7.01 (s, lH);

7.15 (s, 1H); 7.32 (s, 1H); 8.48 (s, 1H); 9.46 (4,
1H; J"' = 9Hz) ppm.

LwFl 18T
(2R—-(2a, 3a(2)11—-3—-(4—-(CCL1-C2—-%&
-4 —vEpE)—2-((2—-FHXx -4 -ER-1—-#HR-3—
REFTTHE)RAX ) -2 - AARALBLEIAXIALITE 1 -6,
7T ——EBX -2 - %EHER

HWEk (25 m1 ) mB|EMEF 1 8 T IWT4HzE( 336
mg 5 0.3 mmol) (A E: 97.4%, HPLC)IYAEK( 75 m1 )
B ERE, REMA 2N HCL (16 ml ), ¥izAKW¥Wpn H%
0.6 . BizBeEZETHH 7 0/, WBKETRHNR
HEeWME TG, ALEAKARE, BETH P00, TH,
BE: 160 mg (87.4%); m.p. >217°C (2%); &E.
98.8% ( HPLC ),

et



C,,H,,N,O,.5,.2.6 H,O

227237771072 2 W bl
C 40.25 40.01
H 4.33 4.28
N 14.94 15.00

IR(KBr): 1745 cm™t; ‘H-NMR (DMSO-d,-TFA): & = 1.18

6
(d, 3H, J =7 Hz); 1.80 (m_, 4H); 3.30 (t, 2H);
4.05( HEM® (ps), 1H, J = 7 Hz, J" = 6 Hz); 4.20
(, 2H); 5.07 (4, 1H, J' = 6 Hz); 6.89 (s, 1H);

7.40 (s, 1EB); 7.48 (s, 1H) ppm.

LHF 19
HETRAEMMHERYTE: (2R—-(2a, 3a(2)]11]1-3-
(4—-(((1—-(C2-8&—4—FEE)-2-[(2-F&-
4 -8R -1-HAR-3 -RLATHRE)IEAE] -2 —ERETE)
AREXIEX£ITEI -6, 71— KX -2 -SERER

sl 1 7ThedC2s A ) -3 —-([[((2—&AX-
4 —FE X)) —ARTEBE IAE ] -2 - FH -4 -E8K-1-4&
22N TH#EE( 0.508,; 1.6 mmol ) EFETAC30 m1 ),
mMANEARAW TEMAERC20% )% py ES5.5—-6.0, &
Bl —BEAR. MAHBANTH%(0.14 ¢ ) HiEKYpy BE
2.0 o BRES/DPHMEWANTZRT 1 SuEBEHN3I -4 - (&
EQE)TH)I—6, 7T——BE—2 kB K—2 BBELBRY
(0.628; #41.5 mmol , #EHT 7%, HPLC ), FHut,
NEEMTW THEABERC20%) AR ZEA Y vH , BXEFE



2.0 o & pH (2.0) THEEWPHE 3.0 D, REMALL
T4, BzEFAWPE HES5.8 , HEERS A TR, 53
3.12 B EM~Y, BEEALE XAD—2 W5 FH#HAEMN ( MPLC ),
AA~-THC12%) %, BHENNARAERTER, 830.11¢
(6.7% ) —TIBA ¥, ¥z BAEMAKC 10 m1 )P, WA2N
HC1 ¥ pu WE2.0 , KRGS, BE&: 30 mg
(4%); m,p. 198 C( ).
EHEFl 2 0
# & TR ERYE: (2R—-[2a, 3a(2) ] 1-3—
ClCl1—-C2-RALE—-4-—FE)-2-((2-F&£-4-4%4
R—1-HR -3 - ALFTHEIAL ] -2 -4dRF X IEE)
AEXEIVFE]I -6, T—_BX—2 % ERERB
BBl 20 A
6, 6 ——_WAEC(1, 3JE_AELIRHH(4, 58-7T1-2,
1, 3—FKHw& vt | —R ety

¥2, 2—-—FXx -5, 6 ——#Ex—1, 3-FKHFPE QLK
K (1338 ) BRMAE_FIMA ( 1200 m1 )W, WmA39.98%
Afts, BzRethE85 —90clifrabul, A NERER, #
T IR BEIN 3 Fk AP, LB RARREA A M. LIS H,
BAkKEsE, BETLRLE(SHA IR, ANa,50. TH, BRE
TrEEMNE, HikEF 115.7 ¢ # B4H R4 5 WA S M.
m.p.185 — 187 Co

1
H-NMR (DMSO-dg )6 = 1.71 (s, 6H); 6.79 (s, 1H);

7.04 (s, 1H) ppm.



EHH 2 0B

2, 2, T—-=F&—-1, 3—F_R#xFREH(4, 58 1%E
#W—6—-KR1, 1 ——_FEZLEWS5, 8 ——fAitd

¥ 328%KtI20AtkeMMd 75 LBECBRTEET

750 ml1 ZE¥, BB A 155 n1 IN NaoH (EH4k) W7
(LK) BER. ZRNBEHWEREEZEAZTANL40C. H5E
NaoH G, WEEFRFELES 0 -6 0 Chvivd 50%. BRI
kA ERLS BN, AXAKEsE, Ar.os TH, 8% 43.6
g @R edy ( HE4RER ). M, P. 205 —207Cc (A
HERELN )

LH-NMR(DMSO-d¢ ):6 = 1.55 (s, 9H); 1.76 (s, 6H);

2.31 (s, 3H); 7.65 (s, 1H); 7.73 (s, 1H) ppnm.
IR(KBr):1740 cm™ 1 (coo+)

LwE 2 0c
7T—((ZAHEAE IFEYI -2, 2 -=—WX£—-1, 3-H=-4A
RHEFEH (4, 58 1EBEH—6—HH1, | ——FEZHENE
5 — a4 .
H2088Emk 20 e EFT 60 m1 —R¥EKEP, T
— 20 CTmAL100 m1 =ZRZEEE40 n1 —R TP WEA,
BHIopHERIAB AR, HEeXREEE, RETEERET
ERERN., tEW=ZALHMVENW =R LR. AEZMERBAM1
Muta, BB kxR, BiZwME5 16560 nl B —RHH,
AHNE—20C, HI —FaoeLitm. £33, HoAORE%E,

i



BEXEEGEREALSH (20.4 8 )o ZHESHTHATE, BHT
BRA T T—# 844,
SE#Fl 20D

7T—-(B¥FE£) -2, 2——FEX-~1, 3-H-RKLARAEH( 4,
58 )EERK—-6-BBR1, | —_FEZEEs5 -8ty

¥16e7—((=Z=RATBEAE))FEL£]I -2, 2——FFx—],
33— R xLHREH (4, 58 1%EH—6—-%81, 1 ——F
& CAMWELS —RfHE, 7 s BAEL TS50 n1 FHEW T 50C
WH 3 ate TEETHESH R, AREN, RgHEFT
WE/CRCEC6: 1)%, WHikE, FIREEATA 5008 6 B
RWAET, AFEX ZBROEC6: 1) kl. 2XZRE, WE*4%
W EE 14.7 & eSS M, b e Bd & E K

M.P. = 196 - 198°.

IR(KBr): 1735 cm™+ (COO+)

1H-NMR(DMSO-d,):6 = 1.62 (s, 9H); 1.77 (s, 6H);
4.60 (s, 2H); 7.21 (s, 1H); 7.77 (s, 1H) ppm.

EHFl20E

7—-000=0C1, 1 —HWEZLEXIHREZIAXIEAXIFE)]
—2, 2—Z_WE—-1, 3-H_RLH)RHEH (4, 58 IBEHK
—6—BE 1, 1 ——_WHkZEEs -1

¥ E#p 2 DARFAMLA 4 ( 2.05 8 ) . KB 6 iRt a 4
(1.48). HRBHEH K (7.1 ) EE ( 100 ml) WREME
38 T3 bat, ARER, BATWET AKMLE LENEET



H, W2 ENENERE, EKLENGL, AFX TR T
ﬁé‘( 3 . 1 )MO '&%’ﬁ‘ﬁﬁﬂ’fb%%?@fﬁfﬂ, %K: ’/f'g’ﬁ‘.
2.608s m_.p.122—124Cc (R¥EEEM&EK),

lp-NMR(DMSO-d,):6 = 1.29 (s, 18H); 1.50 (s, 9H);
1.81 (s, 6H); 4.93 (s, 2H); 7.40 (s, 1H) ppm.

SLHEFI20F
7T-((BREEXIFX) -2, 2-—_FHHE—1, 3 —[E_RRHF
KWH (4, 58 18EH—6—-REE1, | ——FEZLEHEER
#h

HEHF 2 0 ARG ( 0.563 ¢ ) BRELK BT
(20 m1 )H, T—70CT, WAZRAHM( 2m1 ), #
~7 O CHELEWH 2/ nt, TEETHHHAR. BEELE, ¥HE
WMESERATWT -8 0 CTEMAE25 nl ZRLEFHET,
1009, BREL HREEHSERNECK —RBHE. B
H e F et - PHaMmAFTFT—-—FRK N, BE: 0.32¢,
SLHFl 2 0c
3—((AEEEX)FEX)I -6, 7T——_KE-2-FBEK—6—F
BILR

gz or e (0.38) 5RFEM(3m1 )EG65—
7 O CHHE 1/, WRATA A MEE BIlE. HEaHE, AP0,
MET®R 8 /e, 5E: 0.25 8,
SEHFl20H
W &S A 1 1 AR R et B 3



(2R—(20a, 3a(2z2)1)—-3—-((LC1~-(C2-FHEE
~4 —EE) 2 - ((2-FX-4-RAR-1-#HR-3-K
2R THRE)IAE) -2 -8RKEZLXIAXIALAXLIFE) -6,
T——EE-2-BERRRETHECL: 2)

#2.1e (2R—MR)—-3—-(([(2-(FHRAE) —4 —
X IARIMEIRE ) -2 -FHE -4 -8K—-1 -8ALHFT
RN, N, N—=THE—-1-T4%LH (LR T)AES0 n1 K
HHE, HE T EM (4 1/bet ). WAO.55 s REEA N T 4,
BizARE rE HEEE2.0 (1F HCL Jo ¥ 1.28 E#H ofs
Mok 6&, 2 08 mzERPEERAN1G, BRuEHHE
pH EHAZE2.0 (1BATOH ) o HEE—KWANEHKY 9464
B, BiZRHABFHFE 20, BE204508480E—Tre , WHLE
EHFEAEPH 2, ¥ pH HEG6,5 (TBATOHT) FR M=k, ¥ H
THERAFRTE. B2 12 -1 3 sBEERFAMLEGHME R, H41
H 3T BEAT A,

SHF 201

L2R—-L20a, 3a(z2)1)1—-3—-[0L(1—-C2—-RA&EH—4-
g ) —2 —( (2 - FHE -4 -8 K~-1-%R-—3 -RLEFT
HE)AX) 2 -ARTPZEIAXIEXIFE]I -6, 7T—-=
Bx-2 —SERER

¥ 8. 7 BitaALEISL S 200 AKX THRMWAE400 n1 T8
ERP A 1 /e, B2 -y WERNR. WiZHRERE 1 AKX
f1470 n1 HEAKREY, BHETAEM. REAKERE v #A
0.5 , MM zEREEE T IR, A8t EHARMLE



Wt R M3X, MRLEHEANFALS Y, ARERE 2
ANARAIY HCL #AC1: 10)%%. AP0 METHE, &
B EgRFEAE Y. AEAIMHAMN 100 n1 WHEREE IR
B 1/but, WG, ZERTE 6 e, B3 4.2¢ AL EY
(BEEHRER ). 4F: 99.5% ( HPLC ); m . p,>208°C
(%)
ZHE 2 1
HETARMEHHBRTE: 2, 2, T—-=FF%—-1, 3-H_-4
ZAREH(4, 5815 ENk-6-KBB1, 1 -—FLZHER

¥ 38 et 20BheiEME 100 n FAKCHCLs W,
M7 58& PCls o, TEWHE, REEEAZEL40C(44004),
REAEZE THEH BN K. RETARBRT R PoCcL, . A foit
EH PCls. #HiRAGHEMA 260 n1l ZRTEF, Hkk—
R34, HeffBRE49 vy HE6 -7, 2HENME,
B Ak, T®, ARHEF. B2 3 3 sdptvirfitbet( Gesd
v BEAK ) o
SRl 2 2
#HETRALGHHHERFE: 2, 2, T-=WXE-—-1, 3-H=-4
MEREH (4, 58 IEEK—-6-KHK1, 1 ——FELEWS,
8 —— 214

#2, 2, 7T-Z¥H—1, 3-FE_ALHRHFH( 4, 58]
wEN -6 BB 1, 1 —_WEZLEXE(1.268, 4.0 mmol)
B 20 m1 ffH, WA2.53 2 ( 8.8 mmol ) [HEHEF
B, TEETHHIR. AERBEEK, REXREN, R¥aE K
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LR LEZ E R WHARDI, M Fm: 8 405 fodh Ak %
AL, FARBRM TR, 2R, B3 1.41c (B ) KA R
2, 2, T—=Z¥E—-1, 3—[H_QLHRHEH (4, 58 1%
h— 06— KRB, | ——FEZEES —EWHELW. ZRSY
BEBENGN. A8 mE8C1: 2)%H, 850.41
g (30.8%)%N —E4t#f0.828(58.9%)_—_—N—84
#lo m.Pp.181.9°Co

IR (KBr): 1735 cm™ T (CO)

lp-NMR (DMSO-dg):6 = 1.59 (s, 9H); 1.80 (s, 6H);
2.40 (s, 3H); 7.68 (s, 1H); 7.73 (s, 1H); ppm

XA LAF B, ERA 4 YEWHUCPBA , BHKEHT 0BEH— —
N — g4,
EHFl 2 3
7T—BEE -2, 2--WHk—1, 3-[H_HLHEEHX( 4,
bg lEER—6 —BB1, 1 —-_FXZLEES, 8 ——414
WEMRG 2 28R4 ( 3.48 &, 10.0 mmol) ABE
20 m1 WRAAHP, WA 1.78 8 ( 10.0 mmol) N —iRKIH
BT, HiZBa B EETR, £ 3/MMA, 1 0RMANELEN
BRA_RTH. BaRetmihtik, 245, WAERFEG #HiE
RER, HEREW(3.7¢, 87 % ) LHE LHTEMN, ALBT
Be/ B C1: 1)5%M, 5% 1.87 ¢ ( 43.6% ) WEiLa .
m.p.150.9 Ce
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IR(KBr): 1740 cm~1 (co)

lg-NMR (DMSO-d.):é = 1.60 (s, 9H); 1.81 (s, 6H);
4.62 (s, 2H); 7.73 (s, 1H); 7.79 (s, 1H); ppm

EHBl 2 4
7T-000=C1, 1 —¥EZLEE KX IAXEE IFE ) -
2, 2—_HE—-1, 3—[H_-ALHREH(4, 58 1&g —
6 —2®1, 1-—_WHEIZEWHES, 8 ——41ty

PBLHEs 2 3B AR E4( 1.81 g5 4.25 mmol) ML
30 m1 WEY, wA2.35e ( 17.0 mmol) B B4. LK 6
AR ( 0.97 g5 416 mmol) f{tE e, ¥ix
BEWEZRTHH 6 0/hats MRB & KB, AWk, &
BECLRLEY, WERAK. HITEBRER, BHARSR T8, &
REF, BRGHEMA 10 n1 LEY, AL ENT WmBL L%
HAKXE %, BBHRBE, A dskk, T®, 8%2.1¢«
( 85.1% ) frratha M.

M.P.: 75.5°C

IR (KBr): 1740, 1790 cm
1

1 (co)

H-NMR (DMSO~d_ ): & = 1.29 (s, 18H), 1.55 (s, 9H);
1.81 (s, 6H); 5.06 (s, 2H); 7.78 (s, 1H); 7.80 (s,
1H); ppm.



SRRl 2 5
5, 6 —— ( ¥4&E) XiHvhg 1 —81H

4, 5——-FEHX—-1, 2-—_##£HX(1.9&; 5.0mmo1)
BEMA25 nl —HIHF, mA1,168( 17.8 mmol) &AL
#, HizRaMmE 8 5 CHH 40t REFZBAWENAE, #
WP AR, AR, METH. H%1.498( 85.5% )
B E e

_I;L‘I.P.: 206 - 208°C (ﬁ}ﬁ:?.)
H~NMR (DMSO-dsztS = 5.28 (s, 4H), 7.2 = 7.6
(m, 12 H); ppm.

EHBI26
3—HFE -6, T—_(FRL)—-—2—-+EHURBRLE1, 4 —=

a1t

5Ll 2 5 itrRfta 4 (1,04 8, 3.0 mmol )EWE
20 ml ZEH, T60CTFWALEBEZBZE(0.788; 6.0
mmol ) fufE 4 ml ZEFTLHEALAN(0.12 8, 3.0 mmol),
¥iZmaWwA 6 O cili /e, HATEETHEI 1 o/hnt, HhE
WA R Wi, AAER, METHR, 850,62 g x4, 28~
R ENgt, RLRIHE aM#C 2: 1) %K, &F
0.38 ¢ ( 27.5% ) #rAUALG 4,



M.P.: 175 - 177°C ( 4#%)

IR(KBr): 1740 cm™1(cCO)

'B-NMR (DMSO-d.): 6 = 1.34 (t,3H); 2.40 (s, 3H);
4.48 (q, 2H); 5.42 (s, 4H); 7.3 - 7.6 (m, 10H);
7.82 (s, 1H); 7.91 (s, 1H); ppm

LR 2 7
3-HE—-6, 7T (XEL)SEHK -2 BB
B 27 A
3-—WE—-6, 7T——_(FREI)BEHK—-2 -BB¥XE

Hk#H® ( 170 nl) FEHF 281060 (6-38; 20.0
mmol )ET 5CAIEI 044, HAHRARINWERHET KER
REIEe AP0 MIETHE, RAH LK. THMIE XK E%,
Wiz ME(4.08; m.p.201—-202°C) ERTEAKDMF
( 50 m1 )W, REEBMM A NHBH( 12.4 8, 0.09 mo1)
(B#ZHECoz), X mAFXR( 15.48; 0.09 mmol), T
75 cHPabntE, BizEeawAd, T8, RETELRER ¥
FrAREMANESCEEE, REET LR CEAY, WAMHH
B, MiZBAMWAZE rE 2. 2 BANE, Ak Ak, T®
( Na,S04), BEXZER, MRAEHA IR IR ER, &
(] 3.85(39%)~#, m.p.137 ~139°Co

IR(KBr): 1715, 1703 cm™; 'H-NMR (DMSO-d):6 =

2.78 (s, 3H); 3.33 (s, 2H); 5.37 (s, 2H); 5.43
(s, 2H); 7.25 - 7.65 (m, 17H) ppm.
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LW 27 B
3—WX—-6, T—_(FEX)SEH -2 -8B

WERFI 27 atkaw(4.98; 10.0 mmol ) wmEHAEAWL
#(2.285 40,0 mmol ) AZE K( 80 m1 16 ml )
WEAE, FEBEUESOCTHHE20AH, REAH(5C ).
RIBKRITE, HZEB( 4.32 ) ¥k, REE®TAC 100 m1)
o MAZ2N HCL iR WPHMrH HAE2, REETETHEEH
B2 009, MRy EESBNARALGY, AAKEE, BETA
P,0s TH. §&: 3.48(85% ); m,p,198 —200°C.

c,,B,N,O,.0.1 H,O

. :
e t—]—g{ﬁ 5 EBRE ()
C 71.67 71.50
H 5.06 5.03
N ©.96 7.14

IR(KBr): 1752, 1717 cm 1; lH-NMR (DMSO-d,):8 =

2.78 (s, 3H); 4.39 (s, 4H); 7.25 - 7.70 (m, 12H);

COOH A K W & H LK
LM 2 8
4 —Z(FRE) -1, 2—F_K=ATLRE(1: 1)
SLHEl 28 A
2, 2——WE -v-(2-%E -4, 5—-(FEEX)FEIWH
BE &
#H2-—wE -4, 5 _FEXFXFHR(1.89¢g; 5.0mmo1)
BT 30 ml HTES, RA-XEEXHAEL(1.658; 6.0
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mmol )= (0.6l g; 6.0 mmol ). R4S mIE
K. RHG, BHAANE, ALB%E, RET®, 53
1.74 8 ( 8 4% ) /@it Mo

m.p.: 145 -~ 149°C
IR(KBr): 1715 cm'l(c0).
1

H=-NMR (DMSO-dG):G = 1.47 (s, 9H); 5.19 (s,2H);
5.22 (s, 2H); 7.40 (mc, 10H); 7.70 (s, 1H); 7.73
(S, IH); 9.65 (s, lH); ppm

SL#%l 2 8 B
N—-(2-RFX—-4, 5 —(FEEI)XE) -2, 2 -—_HEF
Lit’s

ERAAT, B2 8 afrlfbam ( 15.77 &4 35.0
mmol ) BMA 350 m1 DMFH, WA500 mg S (1V),
HizRathmnEzES 0C, EEEENMUNTIHTEL, HERNE
K(1-56KR). ARKEHREA, wRBRELN, ZRIEZ(FHE
EHERAAT LT, TUFHEREBEE ), RENWEHAK—R
HHl, BREERFWOMF , AT G, f%14.1 2 ( 9 6% ) #ir M
&Y.
m.p. 115°C
IR(KBr): 1680 cm™* (CO).
1a-NMR (DMSO-d/): & = 1.45 (s, 1H); 4.60 (s,

broad, 2H); 4.91 (s, 2H); 5.00 (s, 2H); 6.5C (s,
1H); 6.94 (s, 1lB); 7.40 (mc, 10H); 8.20 (s, 1H);ppm
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EHHl 28 cC
4——(¥8X)—-1, 2—FZ-_F=RT®LE(1: 1)

¥Ekm 2 8 Bt 1.08, 2.38 mmol ) M
20 ml =RLHRMEAME O CTHIEL it ZH=RLR, A
LEHR A . SR ARE e, AARE, BETHR. #E:
0.788 (7 4% ).

M.P.: 122.5°C

CZOHZONZOZ - 1:1 CF3COOH
WEE (%) SR (%)
C 60.31 59.94
H 4.82 4.83
N 6.37 6.53
F 13.60 13.60

IR(KBr): 1675cm™1(co).
H-NMR (DMSO-d.): 6 = 5.03 (s, 4H); 6.79 (s, 2H);
7.41 (mc, 10 H); ppm

-

LBl 2 9
3—HH -6, T——(FRE) —2-%EHhER1, 1 —FX
%3

¥4, 5——(FEX) -1, 2—F_EK=ZRTLE*E(1 : 1)
( 65.48 g5 12.62 mmol ) FEMAE 45 nl K HEARE
(2. 1)%, A2 vEASM44EREE e HES. A2, 3—=
ARTEHBRTE(S3.44¢; 20.0 mmol), iZEEH WA ER
8 04 dh, HEWErRH, B LR OEENA T, AAEREAIA,



T, SEER—BEH. 2108, ZRE, B —-WERWR, £
dho EWHLHEEBENGN, ALRIE. W ( 1: 2) %
K ESEREWEAR, SRR, AR AHE, 83 3.33¢

( 58%) #EMN4H.

M.P.: 111°C
IR (KBr): 1725 cm ~ (CO).

lg-NMR (DMSO-dg):6 = 1.45 (s, 9H); 2.67 (s, 3H);
5.32 (s, 4H); 7.2 - 7.6 (m, 12 H); ppm
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