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4 I1B- 18 K 39 AL HE -1, 3,5(10)= M 117,
, -20C , 1B- ITU=5% (3)
5 A0, THF 100 ml, NaBH, 2 ¢,
- 8 3 ml, 30 min 210 0g,
25C 48 h, NaBH, 1¢g -
W1 , (‘i 2 ml, 30274 h, N " 17 3 mol /
L NaOH O ,
; Shimadzu IR- : ) "
400, UV300 30 min, 1 h, s s
g ’ NaSO, , 10g,
JEO L FX-900); Nicolet FT HS- ) PP
2000; N . PET%‘LI Me 34.0g, 40% , mp 15+ 152C,
1—18—‘:%' A 3P A K #EE -1, 3,5(10),9(11) 29 M - Anal Go Hy Ox C 76 21, H 8. 99 ( Req
17U (2)
C76 15, H 8. 63); IR(KBr) v 3530, 3460, 1610,
110.0¢g, 9%% 300 ml, o
70 ml, 2 5h, , 000 ml 1580, 1500, 1260 cm™'; 'H NMR(CDCl;) & (ppm)

3.77(s,3HO0CH;), 4. 05(td, IH, Jig.o = 10 Hz,
. 28.0 g, 9L 3 , . Jie.12= 10 Hz, Jue,w= 5 Hz), 6. 65(s, 1H, G-H) , 6.
72(d, 1H, G-H), 7. 85(d. 1 H, C,-H); [a |7 -81. 5C
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(CQ5, CHCh)
[-189 H 39 F A& #E 2, 5(10)=H —H 11T,

1TU=5% (4)

100 ml, L5g, 30
min, 31¢g THF 16 ml, -
50C 6h, 20 ml

s 50 ml, s
Na SO0, , , 40.9g,

071g,mp 16 163°C, 71%.

Anal Gy HyHs C 75. 61, H 9.34 (Reg C 75.
67, H9.21),IR( KBr) v 3940, 3400, 1600, 1440,
1200 cm™'; 'H NMR (CDCL) 8(ppm) 3.40(s, 3H,

C;-0CH;), 5 80(s,1H, —CH=COCH; )
[-18F & - b K W 494 -3, 17—8R ( 5)

41g, 40ml, 10
0. 58 m1,30C 2h, 4, , - 20C
Jones 1 ml, S min, s
, 100 ml, >
s Na2S04 ) > > 5,

0.42 g, mp 189~ 1906C
(L' 191~ 197C); IR(KBr) v: 3420, 1725, 1640,
1620 cm™ &
[-18F Jk #8 —4d% 3, 11, 17=8A (5')
41g, 40 ml, 106
0.58 ml, 30C 2 h, 4, - 10C
Jones 2 5ml, 20 min, s
. 200 ml, 5 0.8
g 0.73 g, mp 168~ 170C (1t 169
~ 171C), 73%%. I1R(KBr)v: 1740, 1700, 1660,
1610 ¢m™ !
[-18% & 3, 17— C = A K HEE 55 11 & ( 6)
50.35¢, 35 ml, 8
ml, PTS 0. 15 g, 5h, ) .
s NaSOas s s s
, 60.4g,
0.3 g 66. % , mp 148~ 150C. Anal
C3Hs0s € 71.20, H 8. 33 (Req C70.90, H 8. 54)

[ B*= 11°(C1, CHCl)
1-18%F & 3,170 — A A Y -5 -1187 (7)

A
505g, 50ml  PTS0.25g,
12.5 ml, 4h, . .
, Na2SOs , s 0.65 ¢
, - (47 1) ,

7 0.15 g, mp 149~ 151; IR( KBr) v:
1700, 1430, 1160, 1100 em™ !
7'0.16 ¢ mp 129-135 [R(KBr) v:
1430, 1160, 110 em™ !

B
60.4¢, 15 ml, - 10C
Jones 0. 6 ml, 20 min,
) , Sml ) )
NaHCOs , , 100 ml ,
, , 7 0.35 g, mp 140~ 146C |
0.25g. 63% ,mp 149~ 151C
A 7

Anal C2s 1105 C 71. 63, H8.39 (Req C 71 29
H 8 06); IR(KBr) v 1700, 1430, 1160, 1100 cm™ ;!
HNMR (CDCL) O (ppm) 3. 87 (m, 4H, G7-
(OCH),), 3.92 [s,4H G«(OCH,), 1,5 45(d, 1H,
G-H); [« B*-119C (C 0.5, CHCL)
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Studies on Synthesis of /-18-Methyl Estra 5Ene -3,
11, 179rione 3, 17Diethylene Acetel

Xu Fang, Mao Tao, Liao Qingjiang
Research Center of Drugs for Family Planning, China Pharmaceutical Universi—
ty, Nanjing 210009

Abstract A new route(totally 6 steps of reaction) was designed. The starting material was
[-18-methoxy-estra—l, 3, 5( 10), 8+etraen—1 B -olacetate. Some reaction—conditions were stud-
ied mainly including hydroboration, Li-NH reduction and the selective oxidation of /-18-
methyl-estra—4-ene-3-one—1 bt , 13 «diol agent.

Key words Estra—5-ene—ll-one; Hydroboration-Oxidation

[ 043] "=
R &% 5 FEEHILRESE 199;27
(2);54
o—
( piracetam, ) R R A= - 0.0075C+
56. Po. 0. 02748,= 0. 9999
[ 044] T I 046] ? 4
& . PEEHIELEE,1996,27(3); 119 e EWE REY FEE . HFF IR, 199; 31
GC (4): 267
s s . Cnidium monnieri
L0~ 4.51g, 99. % ,RSD 8 s (oroselone,
0. 5%. I ).B ary, (columbianadin,
), (bergapten.lV ), 0-
[ 045] (O-acetycolumbianetin, V ), O-
CPERFLVEFR AR PEES T L, (cniforin A,VI), (edultin,VI) 2'-
1996 27(3),131 (2 -acetylangelicin, VIl ), VI
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