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SRS, REEEARCENLE. MiISEYP, HTHIEEREMER, *E
T A& (DB A =Z8Ighg s QREREE-SOCUT;, Q)EHK
AR AN EEEE, FERSEREAAR, DEYMABERANESRE. THPIENR
X ZHAHETUHAEEMEERG, FNREENENEnas, el £ LK
FRG, EEBEITRES. FREIRTETX -BATLERNERNRE.

REIVIMESR, XBETZEREENER. Bk, AR THMH ARG T X
(-78C, W57 th THF = E Z RS, XESTIVILE 0% ™=
#F, (2-78C, FTEREZBEREZ%E THF 93784 R 7088, BEUEN™
FHAMBRBUIV), HESET Midland P (A h Z B8 7SR AT AR N5
. BAMBEETREC RBEELTRMNETES SN TR0 508, BXAREnR
TR LCEMHESEBATESN, HmMEHTRAFHRMRA. BT IETEE
M BERE BEBFPRESB=LBHE FURMUSETEENIBERSZ
BETHF # ¥R HTTHR. SREBEFVUREZ@#MUIAk/mERL R B
08, ENBEMHRF-T8~—60C, ZREEHREMFER. BRI —FTEKHE £,
FEYE, EFTERBR2RAMEAERA. MFAHTAESHE Xk RiO%HAZ
RS I EE, SRBI T 8%~ TBUNKRE, E—HFENWMERE X
X, BREESRHAT. HEETEE FHTARH &
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PREBUERE, PPTS RERE— T EEM L.

—RiINY, BS5SPESEENRSEREFZETRRERESEESR, B45LRE
BRERTEMBMERSTR Y. SHA-FEFBREYAN, SETFTE-FENESR
WAV )RR, B 2~4bh EARETRRR. EHZET, Corey © MK
MR RIR R T — F R T R R ED, EFRRNYREREEEN. B
., BRATAFRESHF X, L YIRS E R A E T HEMARERRE T — 1 R IFH
RIPH k.

MR LR Z BRI EDEIBARLEN—F. EAX—BLLWENECE
RERE T .. BNMBT =N TEOFE (DESE-SEWEESARN SRTH
B QF-STESLE NI, B 1LI%ARKRZEBELEY. OB=SETES
$2(TBTH)E LM, K 927% M0V, EXBRBEMAETRER, M. )
TR T EEE S TBL RS A RS B Rk (b s k. FiEH TBTH XM
FIRRILDE IR RN HBENREN, EEFLIOEMNEEM KSR P,
W (8,9) Mill, ERMRERZE. BAEMEEE(6.66Pa) FHELR TBTH, X
MER - BREIBIHUZT. i, BRITMARZES®RIR TBTH, RERR, £
B+ AHE, AKELTEREE,

HT S RIEABRNE R, RIEERE. #TR. ag%ﬁﬁaﬁxgw
THR, SRS XEERMEER.

2 KRS

21 ERSEE ' '
IR, GC, MS, n,, mp 5%IRA B3 260-10 L 9h 4 %X Eit. Bz 163 “—'ﬁﬂﬁ.
AL, MAT-312 Eii¥{id. Wy—I-822097 fird{. HMK—74 /4693 # g {5 W B

 RARIE). A G FIRER R N I L2 B =(100-140 H). #8AE, 110~ 120C

Bk 1h MEREBRET S HEA T & 71 GF254, HERSM 2% B HE,
FAEJTF 120C 554k 1 . .

22 TEE/MBEE

EERSEPT. mEARBESE. ﬁi&ﬁﬁﬁﬁﬁﬁﬁ?&iﬁ—l—ﬂq S00 mL P9 [0 =3
., WA 200 mL EAZBEMBE6g(1.25 mo)iP 2., RANBEE E 30~ —40C. #HpP
Ty MA4DL BTHRAMABAEZMNESE. REFRE S#ERMESRTREOS
mol), HEBKRHKEREA-10~—15C. N5, ABE O~ ISCHPE I~2h EFSE
PF. ABLRdE. AEALHEEESR. mE84%~ M%.

23 ETESHHE

HFSEPTF, /1000 mL = Fe¥, WA 38.8 g(1.60 mol)EEH 1 400 mL I
KB WHTHRM 60 mL (149 mol)iR T 42, HESFZ MM, N, ZHBHH
2h, EKHKPT. BEEHIERIS -FEHESH 1000 nL = 08K . AR
T, T 40~50min A, A 50.0g(0.19 mol) TAKIGE LR S0 mL FLAEN RS .
m>, FBMHE 1h BEFE I HELESE, HHZIEE 80~ 100T 2 h; 130~
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140C 1134 3 h; 140~ 160C M 3 h. AP EFAERY. BHEEZMZEME T R
B, B/ 300 mL S%AERR KR, SHEVE, KHEAZMER S3FFNMH. Kik?2
kK, BOEBRELAR(I RIFEREEEE). TKRRHTHRE, BRELH. H
S, (k& 110~ 120C / 2666~ 400Pa, 1§ 659 ¢, =3 92.2%. ny: 14731 (C#R
5 2 1.4739), Sn%: 3393 (it (4 34.23), IR SHFEHEEBTEL - IR(em™')
2952(yasCH,), 2929(yasCH,), 2875(ysCH,), 1465, 1380(3asCH,+dsCH,), 1183, 1150
(CH,), 1021, 1046(3c—c), 867, 877(pCH,).

24 ZTERGNEE

ZESM P INA 130 g(0375 mol}M T H4BH0 3258 g (0.125 moh L Kk MEASE, RN
BERIEREA. 2485 MBEmAZE220-230CHEE 15) BEER. B
220~ 230C R I'Sh, i, mRMmAERE., & 110~ 112C / 266.6~ 400Pa, 13 -
I533g RREFEWMBIA, W 943 IR SHEBEE#EEX—F. IR(Cm™): 2690
(yasCH,), 2927(yasCH,), 2858(ysCH,), 1460(dasCH,+3sCH,), 1418(5CH,), 1378
(6sCH,). 1340(zCH,+WCH,), 1250(zCH,+WCH.), 1180(tCH,+WCH,), 1150(zCH+
WCH;), 1073(ve—c). 960, 870(pCH,).

25 =TESRNME

EESEPT,. m 1000 mL = OFEENA 400 mL FoKZ B, 9.5 8(0.25 mol)
LiAlH, KE#HHT, MA 1533 2047 mo) =T F M. #HH 30 min, AEER,
WiE3~Sh A& KB, FW3I0gLiAH, W 1h 20K%HT, M 200mL
KA HEL4HEG, AMKEFR/LKELARTFE, MAXK NSO, HH3h i
BIEEEZ M BEREWE 68~ T78C /40Pa, 181010, FFE73.6%. n5: 14689
(AR o3 1.4715), IR: 1800 cm™'(3&, Sn—H).

16 DEEAWE

414 p(3.56 mo)2 &R, 307.2 mL FHESE,. 116TC iy 4h FHiGHkH 148~ 152C,
9362g LOERMEEE, FH 6%, '

27 EENERRAME

170 mL(1,93 moFK¥. 110 g(0.83 moE K =ML, 110 g0.82 mo)E B &,
80C Kif¥ 4 h. b JE I 124~ 127C /533~ 667 Pa, 18 130.0g, m.p24~25C (3
B 247C), T=# 63%. IR(em™): 3052(Ar—H), 1680(C=0), 1600, 15RO F), ¢
743, 688(M ML) RE 0TI RMEE/ ZERZHEED: L)

28 3-EFE-I-BE-1-FRE&E

Fik |l FES00mL PUOLERE B3 AR #5% H2ET REEEITMES
%, #HNESERREONAEL_BHTEER. FESEPT. ARTWA 1SOmL X
A THE, #E-70C, @ZREMM. BN S0ml2.27 mol/ L, 0114 molyT &2,
BER. LShimy. ME—HEIZR WMTHEPE IO min, #hn 20 g(0.114 molyE L,
HE THE, mseftd 15h, FEE-20C, mksaE EH4BE, NasSo, T
. WEENIE, e I35~ 136C /400 Pa, 1§366g 7 95%. RE 0.70(HMEE/
ZEZ M8 2), My 2054CFiBfE 2023% IR(em™; 3450(—OH), 3320(C=C-H),
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3090, 3050(Ar-H), 1600, 1500(F3F), 1460, [384(—CH,), 1080(C-0), 770, 702
(B EfL ).

FiE2 AR TEEYN 1000ml W=0O84. WA 200mL XK THF, @2
BREMA. FMEBXSolL)FEMZEREE/ THF, ZHHZKEH. SEriHE
1k, #m 0.5 mol #% (NI fE, EHM SR, AN 525 20.30 mo)E(IT). 20~ 30 min hy
5. RE1hE, 40C K 10h FiEMWASKE FEoE, &ERBEE 102~
104C /1333 Pa, 18475, rF°# 78.4%. Rf, IR ¥ 548 1 F4pHf.

29 BEV)RIRIF

(1) #I A —Erikm gy 2 250 mL iR A 10 mmol(TV), 15 mmol DHP, 05 g
(2 mmol)PPTS J 50 mL sk CH,CL. FHR#H 10h, MEBRERANHATRES. WA
SO0mL ZB, BB AWE. AR NaCl %—&K. Tk Na,SO, T8, #ELHEM,
HEEHSE, ™%FE 95%. Mg: 286 it {E 2864);, IR(cm™): 3322(C=CH),
3070(Ar—=H), 210(C=C), 1600, 1490(F ), 1380(—CH,). 102(C-0), 760, 700
(EER{LHE). MS(m/ex 286(M™), 215(M*—C,H,), 85(C,H,0%), I185(M*-C,H,0),
209(M*~C,H,), 77(C,HI).

(D FRA=ZFEAESEFZP EESKPT. m500mL =OEPmA 200 mL X
7k DMF, 70 g(0.34 molXIV)% 89 mL KK mtoE. M TFHRM 600 g0.55 mol)=H &
FRES, 1Shn%, FARBAEER. HE#E2h G, RERREN#TTL. &
A 5008 pkf1 300 mL HMBEHBRAHER, FHEAHE. MEEBEE 133~ 137C /400
~ 667 Pa, 1§ 900 g 7% 96.6%. Rf 052(H i #); IR(em™); 3300({C=CH),
3060, 3040(Ar—H), 1443, 1380(—CH,)." 125(Si~-CH,), 1075(%, Si—O-R), 840
(Si-CHj;), 755, 700(HELF).

210 HFE4SEVDMHE

EESEPT, M 250mL WM oOMmEmA 139 20,0507 mol}V ). 22.12
{0.0761mol)TBTH #1200 mg AIBN, FihiEM#AZE 90T , AIBN 53474 K <%, 130T
BN 25~3h, WERBFRKNES. ®EEE, WA 1836 mL(0.025 mo)MZ R
A4 AIBN, X8 10min, BEIH. RHAERHET. S#MA 13.0 g(0.0512 mol)B
(FUWmA I g). M3 h HA 10% NaOH B FHMESSHT. NTTeR
E£NE, HFERLEE, AW KF RERARES. KK NSO, T4, BEEH,. B
P RILEEESH, 8 190 753 932%. Rt 0.64(H B 1% 30.68(FHit{A
3157); IR(em™): 3070, 3040(Ar~H, C=C-H), 1600, 1490(% ¥ ), 1440,
1380(=CH,), 1250(Si~CH,), 1060(%, Si—-O-R), B830(Si—-CH,), 750, 697(# Hz {t
X)), 950(% & ) MSmse): 387(M*—-CH,;)., 275(M*-I), 33UM*—CH,),
127(17), 73[*Si(CH,),] (Z:#8), 7HCH3).
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The Synthesis of E—1—Iodo—3—Phenyl—3—
Trimethysilyloxy—1—Octene

Zhou Le Fu Jianxi
{Dem. of Basic Cowrse, Northwest Agriculrural University, Y angling, Shaonxi, China, 71 2100)

Abstract The title compound has been synthesized with n—caproic acid through 6
steps. As for intermediate— 3—hydrocarbon radical-3—hydroxy—1—octyne (IV }, two
different synthetic lines have been designed, ie. it has been synthesized with high yield
from reaction of ethynyl lithivm and ketones or ethynyl magnesium bromide and
ketones. Also, the reaction conditions for protecting alkynols are studied. Finally, the
stereo— specificity title compound has been synthsesized using trimethyl—silyloxy—1
—octyne and tri-n—butylstannane as hydrogenation reagent and iodine as halogenation
reagent with the vield of 93.2%.

Key words prostaglandins: halogenation; stannanes / tricn—butylstannane; stereo—

specificity; di—iso—butyl-aluminohydride
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