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H H 3 Ar=Ph,X=ICl,n=1; 4 Ar=Ph,X=ICl,n=2;
o= 5 Ar=Ph,X=Br,n=1; 6 Ar=Ph,X=Br,n=2;

Xz 7 Ar=Ph,X=I,n=l; 8 Ar=Ph,X=L,n=2;
0 SnArs-aXs 9 Ar=p-CH3CeHe,X=ICl,n=l;
H 10 Ar=p-CH3CeH4,X=Br,n=l
11 Ar=p-CHaCgH4, X=ln=l
o oH
i
KOH CH=CH-—-Sn—Ph s KOH CH=CH—S|n-—-Ph
K on 3K on Ph
12 13

CH_CH s 14 NN=Bipy;
NN S\i 1S KN=Nphen
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‘ cu=c'n—s:4=h is
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1.1 ES5EAA

JC & 43 47 Fi Perkin — ElmerPE240C — H— NJT K H 3h 2 #7 {1 & . 41 51 5% 3% F§ ALPHA
CENTACREIFT — IRJE 3§ { W %€ . 4 Iz % AJEOL JNM — FX100, Varian Vnity — 400,
BRUKER A. M. 80MHzNMR 3 % {{ M & ,CDCL BB R , TMSH NI B3 BHSWH
CARZEISS VRA — 20 X ST £ % 66 1% U W =&. B % 45 M A Nicolet RAM/E automatic
diffractometer ] 7€ .

B RRR Rt el R — e ®.

1 - ZHREFEMIECER[S,6 1A, ZE RSB HRIXM7]I6R. = FEREA G
SCHRIS,9] 8 8.
1.2 HLEYWHER
1.2.1 1f2646k HERASKREPT,H 5% 70mmol 1 — ZREFFEEEM 300mg i BiLE
FRMARISERBEN=XEEMH(FE=FEEEAEE) N ZREBP, 2B 30h, %
FBN, ALK EBES &, BUEY 1(RTERTEY 2).2 4 1:8 28 - A HE(30~60T)
BB aifh, v RSk, :
1.2.2 3~11 %44 HERET,H 1.73mmol 15 20mL ZEE/R ICI 4 W& LB W 7E 0K
KBEHT KM 2h, KEBEREBN, MEGHTHER ARCKESH =K, B4LEY 3.
MM ESHNERTHEY 4~11.
1.2.3 12#13¢54 % K 0.72mmol 6 # 0.28 mmol 5 4 #) 5 2. 88mmol # 0. 56mmol
KOH Z BB HBEA , R EW 10min, 1 ¥R % KCL, AL 2B A= R4Sk mamsE
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g5 dh, RS 12 F0 13,

1.3 EBEEMHER

1.3.1 14415454 1mmol 8 43515 10mL 1mmol Bipy Z BE# B 1mmol Nphen Z. B
BA, AR, HBEAKREERITY, AXKZEELS S, BRAY 14,15.

1.3.2 16 #4A& BA SmL Immol 8 5 5SmL 2mmol Oxin B &G, % 15min 5 JL
TRWREUK, I8 . BBk 2 I 3h, B EBH A KFBELS &, BEAY 16.

FANEBRYWILE ST YA BEENT

1 B, =% 55% ,m. p.94~95C ,C,sH5,0Sn (it {8 :C,66.84;H,6.36;5n,23.61.
SEWIME :C,67.07;H,6.7055n,23.89) . vy :3569. 06 (s, OH), 1071.39(s, CO), 525. 57(s,Sn<
O)em™!'.8y:1.11(1H,s,0H), 1. 52(14H, br,CgH,4) ,6. 18,7.03(2H,d, J = 13Hz, CH=CH),
7.24~7.64(15H,m,3 X CgHs) .

2 L, 64.3%,m. p. 101 ~102C , C;; HygOSn (it B & : C,68.30; H,6.97; Sn,
21.79. EW{E :C,68.39;H,6.90;Sn,21. 78) . vy : 3565. 21 (s, OH) , 1067. 54 (s, CO) , 516. 89
(s,Sn<-0)em 1. 84:1.07(1H,s,0H),1.55(14H,m,CsHy4) ,2. 33(9H,s,3 X CH;) ,6.16,6. 99
(2H,d,J =12Hz,CH=—CH),7.14~7.49(12H,m, 3 X CgH,).

3G, % 87.7% ,m. p. 142~143C ,CpHyyClOSn(HHH E : C, 57.24;H,5.85;5n,
25.74. LA :C,57.313H,5.73;5n0,26. 20) . vynee : 3432. 13(s,0H) , 1072. 36 (s,CO)em ™. 84:
2.38(1H,s,0H),1.55(14H, br, CgHi4) ,6.32,6.98(2H,d, ] =11Hz, CH=CH),7.35~7.78
(10H,m,2 X CgHs).

4 FEgES, % 60.0%,m.p.129~130C , C;sH,CLOSn (38 1H:C,45.75;H,5.24;5n,
28.28. SEM{E :C,45.99;H,5. 34;Sn,27. 98) . v : 3340. 51 (s, OH) , 1073. 32(s,00), 542. 93
(s,Sn<0)cm . 8y4:3.40(1H,s,OH),1.61(14H,br,CsHy4) ,6.31,7.05(2H,d, ] = 10Hz,CH
= CH),7.34~7.85(5H,m,CgHs). .

5 A%, % 73.4% ,m. p. 138~1397C , C,HyyBrOSn(3+#48 : C,52. 215H, 5. 34; Sn,
23.47. EW1E :C,52.363H,5.21;5n,23. 52) . v : 3429. 23(s,0H) , 1072. 36 (s,00)em ™ * . 8y
2.32(1H,t,0H),1.53(14H, br,CsHy4) ,6.35,6.93(2H,d, J = 12Hz, CH=CH),7.35~7.78
(10H,m,2 X C¢Hs).

6 G, ™% 49.5% ,m. p. 118~ 119C, Ci¢Hyp, Br,OSn (31818 : C,37. 74; H, 4. 32;
Sn,23.33. LM :C,38.00;H,4.21;5n,23.41) . v : 3350. 16 (s, 0H) ,1070. 43(s,CO),
542.93(s,Sn<-0)em 1. 8y:3. 12(1H,s,0H) ;1. 61 (14H, br, CgHy4 ) ,6.37~6.94(2H,d,J =
10Hz, CH=CH),7.31~7.83(5H,m,C¢Hs).

_ 7 A, % 84.2% ,m. p. 117~ 118T , C;yHy I0OSn (38 8 : C,47.77; H, 4. 89; Sn,

21.47. M4 :C,47.99;H,4.80; Sn,21. 23) . vy, : 3434. 05(s, OH) , 1070. 43 (s, CO) , 536. 18
(s,Sn<O)em™'.8y4:2.23(1H,s,0H),1.55(14H, br,CsH;4) ;6. 42,6.85(2H,d, J = 12Hz,CH
=CH),7.34~7.77(10H,m,2 X C¢Hs)..

8 HEKTY, =% 47.3%,CsHy LOSN (B 1H:C,31.86;H,3.65;Sn,19. 69. SEi{AE :
C,31.75;H,3.44;Sn,19.19) . vy : 3566. 17 (s, OH), 1068. 50 (s, CO) em L. 82 2. 79 (1H s,
OH),1.57(14H, br, CgHy, ), 6. 64,6.69(2H,d, J = 10Hz, CH=CH),7.36 ~ 7. 76 (5H, m,
CeHs).
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9 L&, m%E 72.3% ,m. p. 139~140T , CyyH3, ClOSn (i1 {8 : C,58.87; H,6. 34; Sn,
24.26. EWAE:C,58.82;H,6.39;Sn,24. 18) . vy : 3532. 42(s,OH) , 1069. 47 (s,C0) em . 3y
2.22(1H,s,0H),1.57(14H,br,CgHy4) ,2.35(6H,s,2 X CH;) ,6.29,6.94(2H,d, ] = 11Hz,CH
—CH),7.15~7.65(8H,m,2 X CgH,) .

10 A58, % 60.2% ,m. p. 132~133C, CpHy BrOSn (3% {8 : C, 53.96; H, 5. 81,
Sn,22.24. CHiE : C,53.82;H,5.725;5n,22.24) . vy : 3532. 42(s,0H) , 1071.39(s,CO)em ™!
du:2.20(1H,s,0H),1.56(14H,br,CgHy4) ,2.35(6H,s,2 X CH;3) ,6.33,6.91(2H,d, ] = 11Hz,
CH=—CH),7.15~7.66(8H,m,2 X CgH,).

11 B4 5, 7% 81% ,m. p. 126 ~ 127C , Gy H3; IOSn (B 1 : C,49. 605 H, 5. 34; Sn,
20.44. S PME :C,49.40;H,5.32;5n,20. 56) . vy : 3534. 35(s,OH) , 1071.39(s,CO)em ™' . 8
1.97(1H,s,0H),1.54(14H,br,CsHy,4) ,2. 35(6H,s,2 X CH3) ,6.40,6.83(2H,d, J = 11Hz,CH
—CH),7.13~7.65(8H,m,2 X CgH,).

12B 88K, %52.7% ,m. p.270C (2#) ,Ci6Hp O, Sn (i B {H : C,52.65;H,6.03; Sn,
32.55. 5zMi{H : C, 52. 703 H,6. 075 Sn, 32. 50) . vinae: 3339. 55, 3525. 67 (br, OH), 1073. 29 (s,
00),529.43(s,Sn=0)cm !

13 B85, ™% 83.3% ,m. p. 159~160T ,CnH,sO,Sn (& 8 :C,59.64;H,6.32;Sn,
26.81. SEW{H : C,59.49;H,6.30;5n,26.73) . v : 3136.07,3473. 59(br,OH) , 1072. 36 (s, CO)
em ™! 84:3.71(2H,q,2 X OH), 1.66(14H,m, CsHy, ) ,6.37, # 3% (2H, d, J = 11Hz, CH=CH),
7.26~7.72(10H,m,2 X CgHs).

14 FREEE, =% 62.3% ,m. p. 94~95TC , CosH30ON, L, Sn(iH 8 : C,41.11;H, 3. 95; N,
3.69;5n,15. 64. 2 Pi{& :C,41.01;H,3. 83;N,3.63;Sn, 15. 70) . vy, : 3373, 3500 (br, OH),
1089.72(s,CO)em L. 84:2.38(1H,s,0H),1.56(14H, m,CgHy,) ,6.45,6.82(2H, d, ] = 10Hz,
CH=CH),7.27~7.66(5H,m,CsHs).

ISEK K6, %64.0% ,m. p. 207 ~208T , CsHyyOsN; L Sn(HHE { : C,40. 58, H,
3.505N,5.07;Sn,14.34. L4 . C,40.49;H,3.55;N,5. 18;Sn, 14. 39) . v, : 3200, 3500 (br,
OH),1151.44(s,CO)em ™ 1. 84:1.92(1H,s,0H), 1. 58(14H, br,CsHy4) , 6. 48,6.70(2H,d, J =
10Hz,CH=—CH),7.26~7.65(5H,m,C¢Hs).

16E B AR, ™%83.2% ,m.p. 116 ~117C , C3yHzsO; N, Sn (i B 18 : C,63.83;H,
5.63;N,4.38;Sn,18.57. 3£M{H : C,63.52; H,5.49;N,4.30;Sn,18.96) . vy : 3306, 3336 (br,
OH ),1109.00(s,C0O),522.68(s,Sn<O)em ™. 84:2.53(1H,s,0H),1.61(14H,m,CsHy,),
6.49,6.65(2H,d,J =10Hz, CH=CH),7.16~7.60(5H, m,CsHs).

1.4 1SR ELEHaRE ,
1 BB T £ BOIR 44 . B Nicolet R3MVE P4 #% 4143, MoK, (A = 0. 71069) $8 47,
P o AR IR 4768 20 SL SR, Kb iR 1>30(1) K 2686 83 I T &5t
M/ _FIEB I, B5 2B ERR 2169 83, B Patterson ¥/ 2 3L €R T &L 453
SR/ REBIE, &8 R SHELXTL 5.1 MR F M1 Eclipse S/140 ¥l b 3#47
1RERRER,ZRABN C 2/, B H:a =2.3195(10), 56 =1.1675(5), c = 1. 8653(4)
nm.B= 105.40(3)°, V = 4. 8699 (5) nm®, D, = 1. 35g. cm 3, Z = 8, F (000) = 1504, p =
1048cm ! W ZEHF R=0.0436,R,,=0.0424.1 4 T2 RS A FHA R TR 1 fE
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2AFAE T AR EHASEII TR, EEBRKEBEARES T £ 2.
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1 189 TEH

2 1 KR T HER

F1 FEETFLEF(X10*) RHASE( X 10° o)

1 2
x y z U x y z U
Sn 3552(1) 9729(1) 9951(1) 50(1) C(14) 4189(4) 10361(9)  7651(4) 64(4)
C(1)  2602(4) 9576(8) 9648(4) 64(4) C(15) 4303(4) 11201(8)  8204(5) 65(4)
C(2)  2257(4) 9523(7) 10103(4)  65(4) C(16) 4104(4) 11009(7)  8844(4) 56(4)
C(3)  2439(3) 9568(7) 10936(4)  55(3) C(21) 4022(3) 8180(7) 10356(4) 46(3)
C(4)  2246(4) 10656(7) 11220(5)  75(5) C(22) 3945(4) 7580(7) 10959(4) 62(4)
C(5)  1567(5) 11770(11) 11137(6)  122(7) | C(23) 4271(4) 6546(8) 11180(5) 77(4)
C(6)  1371(5) 10455(12) 11779(7) 145(8) | C(24) 4665(4) 6143(8) 10793(5) 81(5)
C(7)  1608(6) 9539(14) 12313(7)  225(11) | C(25) 4746(4) 6748(8) 10229(5) 74(4)
C(8)  2041(6) 8833(12) 12496(6) 171(9) | C(26) 4431(4) 7749(7) 10000(4) 63(4)
Cc(9) 2410(4) 8387(8) 12106(5) 80(5) C(31) 3915(4) 11206(7) 10600(4) 46(3)
C(10) 2236(4) 8470(7) 11238(5)  66(4) C(32) 4487(4) 11222(7)  11037(4) 55(4)
0 3075(2)  9599(5) 11138(3) 62(2) C(33) 4726(4) 12177(8) 11465(4) 66(4)
C(11) 3793(3) 10033(6)  8917(4) 48(3) C(34) 4387(4) 13118(8)  11440(4) 71(4)
C(12) 3696(4) 9228(7) 8344(4) 58(4) C(35) 3811(4) 13148(7) 10998(4) 69(4)
C(13) 3879(4) 9396(8) 7734(4) 63(4) C(36) 3572(4) 12177(7) 10577(4) 62(4)
Fz2 @i(om)NERH ()BT
B A
Sn—O 0.2729 C(1)—Sn—C(11) 105.6(3)
Sn—C(1) 0.2132(8) C(1)—Sn—C(21) 114.6(3)
Sn—C(21) 0.2143(7) C(1)—Sn—C(31) 116.1(3)
Sn—C(11) 0.2174(8) C(1)—Sn—0 66.2
Sn—C(31) 0.2146(7) C(21)—Sn—O 86.9
c(1)—C(2) 0.1313(13) C(3)—0—5n 113.7
C(2)—C(3) 0.1498(11) C(11)—Sn—0 169.5
C(3)—0 0.1423(9) C(31)—Sn—0O 76.7
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1R RAEHIHERN, BN TEREUBET I P.L,C(11),0RTisR,C(1),
C(21),CONERAE Lt = AXUERSH , PSR THHIETE R O—Sn BLA
85X T S A 3R 18 RUIER, C(21)—Sn—C(1) 114.6(3)%;C(1)—Sn—C(31) 116.1(3)°,iX
Fhi@ M ATTRE R T A S5 H, T REE R MM = A NEIE L. 1 89 O—>Sn 8K 0.2729nm 5
R ot O—>Sn K AME, WS TR TREE TRAGKN TITHEH, B, 2%
M EBURRM R, & RA KR CRE PR B2

1 1 2 BLL AN o 45 45 5l S5 7% e S 50 5 b 44 4 3 A 20 A L 40 SC AR L0 v, 20 A1 i
8 510~ 540cm 1,1 F1 2 B AN 634 B AE 525.57 1 516. 89em ™ H4b A Wi, 5] WL, 1 Fi 2
ST RERAELE O>Sn BLhifE. (b &9 3~ 11 X 26 5 b1 vo— 15 AR I A 5 A L 246 1o R 530
HaBE, BHEEREA FRAAY >BRAY > B TR EMEEEN [ ERRD,H
W, v - B3R 55 A0 R B JE AR LB K. v o M55 BE B 55 , A I B HE 25 16 L8 M o TS RE AR
B B EAw 12 S EEAY 13 TR LERS FREBET RS THREE, #15
vo- iR BB /N, HHERES, SnO BEITH. EBR AW 14,15 F, FAE K ve-n: 1630 ~
1660cm ™ "Il 5%, X B FH s IR B 3, SEAN vo- EBFE—E, LU B, X B LUE
B C=N Xf Sn JEFEAL. BAY 16 F£7E v, 0:522. 68cm ™ ' 5& , i AL 4k Oxin
vor : 3400 ~3200cm ™ B9 FEIRIGIH R, A R AR EL A BB Sn—O 8. FL A9 14,15,16 #F
£ 3200~3500cm 'E 2R —-HEEFH G, RHE S YL THHEBEREE B X, AEEST
W O—>Sn BLOALEE, OB EFEME R 6,7 FRANBREW, 5B _RBEYIRHLEH
iET

MAANE R HNMR E8 8, AR EH EB AR S HREAHE B, AR
HEEZW AN B % T & ILIRIEM D MK . BRI OLB A B BN S BUR L A s f
BEVRER, FEERAAREB AR, BEEEEN, AN AN EYRE S EA
% FE A 40CS SORIE PIARIE , BURSS R SE AT IR A — 3.

3 1,2HERREHTE

RIELL LSRRI, |- 2R RS SRS A RN - R, K
JBE 2 1 A B R AT, DR M T 4 R, R
F:

Ar3SnH —m Ar;Sn* + H*

C=CH é Ar
wm{ + ArsSn A <c') \Sn<Ar
H
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. C/H H\ ({/H
C= C=
. Ar - Ar
w?————Sn<Ar + ArsSnH Q;t><(')——>5n<m- + AraSn-
. C/H H\ C/H
C= C=
N Ar AN Ar
wo——»s:; Ar + H wo—'sflém
H Ar H Ar

B B [¥: ArsSn* + ArsSn’
Ar=Ph;p-CH3sCsH,4

B3 3k
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Synthesis and Chemical Properties of [Z] — 1~ [2 — (triaryl
stannyl) vinyl] Cyclooctanel

REN Yu-Jie*
{ Department of Chemistry , Dalian University of Technology , Dalian ,116012)
FU Fang — Xin ZHU Dong — Sheng PAN Hua—De
{ Department of Chemistry , Northeast Normal University , Changchun ,130024)

JING Fen— Ying
{ Changchun Institute of Applied Chemistry , The Chinese Academy of Sciences , Changchun 4130022}

Abstract The compounds of [ Z] — 1~ [2 — (triphenyl stannyl) vinyl] cyclooctanol (1) and [ Z]
—1-[2~ (tri— p ~ tolyl stannyl) vinyl] cyclooctanol {2) were synthesized by the reactions of
triphenyltin hydride and tri — p — tolyltin hydride with 1 — ethynyl cyclooctanol. The crystal
structure of compound 1 was determined. The reactions of compound 1 and 2 with IC1, Br;, L
formed nine organotin halides. The organotin oxide or hydroxide were prepared by the reactions of
[Z]1-1-[2- (phenyl dibromo stannyl) vinyl] cyclooctanol (6) and [ Z] — 1 —[2 — (diphenyl
monobromo stannyl) vinyl ] cyclooctanol (5) with KOH. Three complexes were obtained by the
reactions of [ Z]—1~ [2~ {phenyl diiodide stannyl) vinyl] cyclooctanol (8) with three ligands
(2,2 — bipyridyl, 5 — nitro — 1,10 — phenanthroline, 8 —~ Hydroxyquinoline) .

The sixteen new compounds synthesized in this paper were characterized by ‘means of
elemental analysis, iR, 'H NMR. The reaction mechanism of triphenyltin hydride and tri — p —
tolyltin hydride with 1 — ethynyl cyclooctanol were also proposed.



