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PE T RS S i R IE A A BHE S T S LACKIE A S R R S, A SOR:
FHFA O 3 ( = R ) S B RS [R] A RO B RRAE = A7 AR T, LA 122 () o i) i L ok
IRV, T 8 BT MIR & R BB/ Y (=R AR TR ) B 07 A R e
(Scheme 1) ,J5@d IR\"H NMR " C NMR FITCR AT GHAR T Bl e , o 7 e M. #5301k
BN E BRI AR R BT IR A (AS49) BA B R AN T .

. 7\ . =
(CH,),SiCH,SnCl, ZRQCOOH (CH,),SICH,Sn(00C—{ 3.,

+2HCI
(CH,CH,),N
1 2
2a. R=H; 2¢. R=OCH,p; 2e.R=Cl-p; 2g.R=NO,-p;
2b. R=CH,-p; 2d.R=F-p; 2f. R=Br-p; 2h.R=NO,-m

Scheme 1 Synthesis of diorganotin compounds
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FT 2140 63542 ( 56 [E Nicolet 24 w]) , ¥ B 74 58 KBr £ Jr % ; Vario EL 1T BUA L6 2= 43 Hr AN (1 [
Elementar/ 7)) 5 X-5 BB S0 O E A CEEMOG2ALER ) IR BEREALIE

SR e 5 AR AL i R o alifb 1)
1.2 HaEffk Cy(Me;SiCH, ) SnCl, (1) B & A

SR [16 ] 4, I @ E K, mp 28.0 ~29.1 °C, '"H NMR ( CDCl,,400 MHz) ,5:0. 19 (s,9H,
SiCH,),0.80(s,2H,SiCH,) ,1.43 ~2.30(m,11H,Cy) ;”C NMR(CDCl,,100 MHz) ,8:1. 2(SiCH,) ,10. 6
(SiCH,) ,26.2,28.1,29.5,43. 8 (R 3L [ C) ;C, H,, CL,SiSn 7T Z 437 SZiiE (i 81H) /% : C 33.21
(33.36) ,H 6.74(6.16) ,
1.3 {£L&% Cy(Me,SiCH,)Sn( OCOAr),(2a ~2h) & 5%

Cy(Me,SiCH, ) Sn(OCOCH; ), (2a) : 7£ 100 mL 347 [mI A HEE T WIE - =BURMA A 1. 44 ¢
(4 mmol ) Cy(Me,SiCH,)SnCl, 1 20 mL H 2, JB -5 5] J5 FHE A 0.98 ¢ (8 mmol ) K FH iz 0. 81 ¢
(8 mmol) = Z 1 25 mL HIZRATR AR, i, AR BT 3 h, 455 1k SO 5 ¥ 20, Fh , W 20 mL 7K 5k
U2 W, INJE7K MgSO, T4 5 1 8, Jié 25 KR A, AV IE e B 45 5, A5 B ERIR S A 1. 63 g, 773
76.8% ,mp 60.5 ~61.9 °C, '"H NMR ( CDCl,,400 MHz),5:0.09 (s,9H,SiCH,),0.76(s,2H,SiCH, ),
1.26 ~2.37(m,11H,Cy) ,7.47(t,J =7.6 Hz,4H) ,7.59(t,J =7.6 Hz,2H) ,8.16(d,J =7. 6 Hz,4H) (3§
¥F Fiy H) ;P C NMR(CDCI,,100 MHz) ,8:1. 1(SiCH,) ; 8. 6(SiCH,) ,26.4,28.5,29.4,43.2( 4 |
1 C),128.3,130.2,130.5,133. 6 (A 1y C),175.6( C=0 ) ;IR(KBr) ,o/cm ' :2934 2848, 1605,
1360,1246,833,715,600,519 ,449 ; C,, H,, 0, SiSnJG 2 /0 M S2{E (114448 ) /% :C 54. 61(54.25) ,H 5. 90
(6.07),

[FIE T B AL 549 2b ~ 2h,

fb44 2b : Cy(Me,SiCH, ) Sn( OCOC H CH,-p), o AR S A, 7238 73. 6% ,mp 123.2 ~125.3 °C,
'"H NMR( CDCl, ,400 MHz) ,5:0.07 (s,9H,SiCH, ) ,0. 74 (s,2H,SiCH,) ,1.30 ~2.31(m,11H,Cy) ,2.43
(s,6H,CH,),7.27(d,J =8 Hz,4H) ,8.04(d,J =8 Hz,4H) (¥ -y H) ;" C NMR(CDCl,,100 MHz) ,
5:1.0(SiCH, ), 8.4 (SiCH,),21.8 ( ArCH, ) ,26.4,28.5,29.4,43.0 (32 % 19 C),127.5,129.0,
130.6,143. 8 (#H |-f C),175.8( C=0 ) ;IR (KBr) ,o/cm ' :2916,2845,1601,1356,1239,829,716,
599,523,425 ; C Hy, 0, SiSn T ZE A M S IE (188 ) /% < C 56.12(55.83) ,H 6.52(6.49) ,

A 2¢: Cy(Me,SiCH, ) Sn( OCOC,H;OCH,-p), . FIfaEFIR LA, 2% 74.0% ,mp 85.3 ~86.8 °C
'"H NMR( CDCl, ,400 MHz) ,5:0.07 (s,9H,SiCH,) ,0.73(s,2H,SiCH,) ,1.31 ~2.33(m,11H,Cy) ,3. 87
(s,6H,0CH,),6.94(d,J=8.8 Hz,4H),8.10(d,J =8.8 Hz,4H) (?£¥ [y H) ;" C NMR ( CDCl,,
100 MHz) ,8:1. 0( SiCH,) ,8. 4 (SiCH,) ,26.4,28.5,29.4,43. 0( A . % 1% C),55.5(0CH,) ,113.6,
122.6,132.6,163. 6 ( EH iy €),175.3( C=0) ;IR (KBr), g/cm~":2925,2852, 1605, 1364, 1258,
850,780 ,621,510,416; C, H, O, SiSnyG Z 43 Hr S iE ($1881E ) /% : C 56.34(55.81) ,H 5.94(6.41)

A4 2d: Cy(Me;SiCH, ) Sn( OCOC H F-p), . [k FAk, 72 % 71.6% ,mp 80.1 ~81.4 °C,
'"H NMR( CDCl, ,400 MHz) ,5:0.09(s,9H,SiCH,) ,0. 74 (s,2H,SiCH,) ,1.32 ~2.33(m,11H,Cy) ,7. 13
(t,J=8.8 Hz,4H) ,8.16(q,J =8.8 Hz,* ], =5.6 Hz,4H) (¥ 9y H) ;”C NMR(CDCL,,100 MHz) ,
8:1. 1(SiCH,) ,8.6(SiCH,) ,26.4,28.4,29.4 ,43. 2( A ) C) ,115.5,126.5,133.1,167. 2( A I
1 C),174.7 ( C=0 ); IR (KBr), o/cm™': 2925, 2852, 1614, 1364, 1246, 837, 780, 633, 506, 433 ;
C,Hy F, 0, SiSnIt 2 /3 B SE MR ($1584EL) /% : C 50.97(50. 81) ,H 5.09(5.33) .,

A4 2e: Cy(Me,SiCH, ) Sn( OCOC,H,Cl-p), . FAEAEIREIE, FEER 54. 7% ,mp 138.4 ~139.2 °C,
"H NMR( CDCl, ,400 MHz) ,5:0.08(s,9H,SiCH,) ,0.74(s,2H,SiCH,) ,1.32 ~2.33(m,11H,Cy) ,7. 44
(d,J=8.4 Hz,4H),8.08(d,J =8.4 Hz,4H) (¥ ¥ k% H);"” C NMR (CDCl,, 100 MHz),8:1.0
(SiCH;) ,8.6(SiCH, ) ,26.3,28.4,29.4,43.3 (3 by C),128.7,128.8,131.9,139. 6 (K3 1Y
C),174.8 ( C=0); IR (KBr), o/cm™'; 2929, 2848, 1601, 1356, 1250, 833, 715, 572, 527, 470;
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C,, Hy, CL, 0, SiSnIT E 4 Hr S IE (31 ) /% :C 47.99(48.03) ,H 4.90(5.04) ,

{44 2f: Cy(Me,SiCH, ) Sn( OCOC,H,Br-p), . FI{a%t kA, 722 68. 1% ,mp 153.6 ~154.8 °C
'"H NMR ( CDCL, ,400 MHz) ,5:0. 08 (s,9H,SiCH, ) ,0.76(s,2H,SiCH,) ,1.34 ~2.34(m,11H,Cy) ,7. 63
(d,J=8.4 Hz,4H),8.02(d,J =8.4 Hz,4H) (¥ |-y H);"” C NMR (CDCl;, 100 MHz),8:1.0
(SiCH,),8.6(SiCH,),26.3,28.4,29.4 433 (¥ 3 @y C),128.4,129.1,131.7,132. 1 ( EH 1
C),174.9 ( C=0); IR (KBr), ¢/cm™"; 2921, 2848 1605, 1364, 1246, 829, 715, 564, 494, 465;
Cyy HyyBr, 0, SiSn It 2 /M SEE (FH54E ) /% - C 41.79(41.83) ,H 4.22(4.39)

{44 2g: Cy(Me, SiCH, ) Sn (OCOC H NO,-p) , o IRIEERIR GIA, 722 82.9% ,mp 195. 8 ~196.6 C
'"H NMR ( CDCI, ,400 MHz) ,5:0. 09 (s,9H,SiCH,) ,0.80(s,2H,SiCH,) ,1.33 ~2.40(m,11H,Cy) ,8.32
(m,8H) (ZEFF Efy H) ;°C NMR(CDCl,, 100 MHz) ,8:1. 0(SiCH,) ,9. 1(SiCH, ) ,26.3,28.4,29.5,43.9
(O C),123.6,131.6,135.7,150. 7 (3 49 C),173.7( C=0 ) ;IR (KBr) ,o/cm ™' ;2928 ,
2854,1619,1339,1251,839,724 574,535,415 ; C,,H, N, O, SiSn JC Z 43 7 SZ AR (31315 ) /% : C 46. 33
(46.40) ,H 4.74(4.87)

{44 2h; Cy(Me,SiCH, ) Sn( OCOC,H NO,-m) , . IR0 A, 72 %8 78.2% ,mp 126.5 ~128.1 C
'"H NMR( CDCl, ,400 MHz) ,5:0. 10(s,9H,SiCH,) ,0.82(s,2H,SiCH,) ,1.34 ~2.45(m,11H,Cy) ,7.71
(t,/=8 Hz,2H) ,8.48(m,4H) ,9.00(t,*J=1.6 Hz,2H) (¥ L H) ;”C NMR(CDCl,,100 MHz) ,§:
1.0(SiCH,),9. 1(SiCH, ) ,26.3,28.4,29.5,43. 8 (A%t L) C),125.5,127.6,129.7,132.0,136. 1,
148.3( ¥ i C),173.4( C=0) ;IR (KBr),o/cm ' :2929,2844 1618, 13481250, 833,719,600,
519,429 ;C,,H, N, 0, SiSn TG Z 43§ SZIME (3184H ) /% : C 46. 42(46.40) ,H 4.76(4.87)
1.4 PUiEiEEseLe

K FHE % B Y4 €43 (Sulforhodanime B, SRB 3% ) , 7 T8 4 HERfL A PR IAR SN 16 14 o HERf
FREAE A, TS 5 DMSO Wi, S8 5 KRB, 20 SIRC B B2 2R 157, 5 1 3. 75 mg/L (9%, il DMSO
VS FED6F IR 2T LR Ay s 4T L AS49

PRI SL IS B & — o AL T XA U 100 L 4RI TR 96 fLAR/INML Y, BNk 2
PRIE 3 DN Lo dHMEEEFE 24 h J5mzy, 259 FdiiE7E 37 °C,5% CO, (A4 PAERIB R4 72 he BF[a]3R
B R IE TR, H 10% ¥ = A BSIR S E 40,4 CCE 1 h J5 FZKEEGR S I, E AP AR T
SRIG A 1% VKBSEBRIECHI Y SRB 4 o/ L ¥k 100 WL/ AL, A 444 15 min, X BIH W, T 1% BEFRUE
WS W AR T BJGIA150 wWL/FLHY Tris %K, FHEGHR (00 5E 7E 520 nm Zbi) OD B, %L R AR
THEA PR EE T 25 ] 52

o _ XTHRZ] OD {H - 5256040 OD i
R/ % = SHI4L OD fif x 100

S HE S RSB 0 G WA T AR SR T 6 L I b, B ) 25 0 R 30 mg/L
W, 259 5 A /E TR 48 h
2 iR 5N
2.1 ZEMFRIE

TEA YU RIRTR LM G o R EERIRTFR SA X PR IR SR 2248 Av (v™ —v°) 5 HEEH A
B R L 1 AFE AW RILLAMSEIE B BRI R AR 45 PR Sl S v RS B 45 4% Sl v 43
S IRAE 1601, 1 ~1619.7 em ™' F11338.5 ~1369. 7 em ™', H:2%{H Av 47 241.0 ~280.5 em ™', X S #E
W] PRAAER TR R S R R A T RCAL, i v o ISR v RIS R A T RSBl Ave o fHAZ/IN,
HARME A 0053 T T LA IR T o0 (S e A1 il AR 070 R v] LB B, Ave o fE Y
KNG E IR PEBTA G, U4 BB TR R , Aw o )N, IHL BB 7B , Ave o
R, 3P O R A R O I AR o YR PR b A I - AR AR B, e A8 Y L 2 ) R B L A
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P, (AR AL A S B 1 B d PUE A EC ALV D80S , A i fof 5 15 U8 19 P A B SR AIR . 3 S0, 1
494.0 ~535.0 cm ™' f1563. 5 ~632. 9 cm ' A BLFIAIE, 535 A JE T SnC G i1 X Bk A 445 % s M SRS
YRR 25 R S WAL s SnO S 1) v WSO N SnC. 1 w WSO AR T 45, MELLIX 43 ,414. 9 ~469. 5 cm ™'y SnO
S v IR AT LB A L fE L . E 828. 6 ~849.5 cm ' HI 714. 6 ~780. 0 em ™' 43l
J& T SiC i1 v F1 v I, 1239. 4 ~1258. 1 em ™' g SICH, 1 8¢,y MW , A=A HLEEAL A& P 1) 124
fER ",

A9 H NMR A1 C NMR i 5 HARAb & WImas i Ai45 . 76" H NMR 35, &6 6 P T 16 11
UL LS BB (H 56 42— 3, R W 1E Cy (Me; SiCH, ) SnCl, 5 ArCO, HAY SO H, L 122 Y50t i
e, AR T HARES P Cy (Me;SiCH, ) Sn(OCOAr) , . Hir1 6 0. 069 ~0. 099 4b Y HLI% J& T SiCH, , T SiCH,
)5 F 06 & WIAE 0. 717 ~0. 824 Zf], 'H NMR %980 TR , HRER 1 AL 4 it 7200 X SiCH, Snrh H
AAE2A 00 & WA — s MR o U 45 v 7-RE 0 ik, & EDBUDN, b3 4 2b 2¢ 19 6 {E/h THL A
Yy 2a; [z, BRI I L 5 RE B L6 (EBOR, Infe &9 2¢ 2h 19 8 (R T AW 2a. FACHE LA
FIRARTEM Z I AL LR 8 16 1. 262 ~2. 450 Z il H Cy(Me,SiCH, ) Sn(OCOAr), (" C NMR ¥
AT A 3, 75 0 2 h FOWER 3] — 235 ik 2 Me, SiCH, Rl —ZH 3 R 7 C i B, Ik HOW 31— 41
JRIEATCO, 1" CAZ M X BEIITE H AR AL A 0 53, WA SR EEAL TAR TR (9 b 2% R B, 4551 1 IR A
"H NMREZ5E—30, 767 C NMR G35 E v, 55k 507 A 3 A HY R PR 6 PR A2 0088 43 31 oA 1. 01 ~
113 F18.40 ~9. 13 ZJu], B He i AL~ L B2 7 173. 42 ~ 175. 80 Z [], A 30 b o I 5~ B AL 2 A (E
115.55 ~167.24 Z[i] , 3F L FE EAR IR T AL 088 O 26. 25 ~43.86 Z [a], WL IEFJEHEIZ M. FFhe
bS5 ETRE R R BB, B R T G, (A BB . XS 2a FRER O EE B RYRRAE N
TR 64315 MO EE ESBHIERK (a-C) 529. 41 Jy(B-C) 528.46 Hy(y-C);26.39 43(6-C) .
2.2 HUEEME

R B E S PTG (3% (Sulforhodamine B, SRB 3%) ,l5E T #87> HARL &) 2a.2¢.2d \2e 1 2g X
Fi R AS49 BRI, SEBR A R I 1o WP IAS SR LW fE25 WM B2 10 mg/L ZE 45 1,
PR (= Y RE R BRI P 6 ) 8 05 i R o il i 2 0. AS49 BAT B T A, 40 i A< 1578 75% LA L
I HAP I TR0 A R H M S P BT s PERZ A R .

&1 #B4r Cy(Me;SiCH, ) Sn( OCOAr), (b & EI & 14
Table 1 The antitumour activity of some Cy(Me;SiCH, ) Sn( OCOAr),

Compound pyor/ (mg-L7") Inhibition/ % pvor/ (mg-L™") Inhibition/ % pyor/ (mg-L™") Inhibition/ %
2a 15 82.13 7.5 81.99 3.75 81.85
2¢ 15 80. 54 7.5 79.34 3.75 77.34
2d 15 81.60 7.5 80.50 3.75 78.94
2e 15 79.25 7.5 77.48 3.75 75.46
2¢ 15 82.25 7.5 81.79 3.75 80.59

T HEAREA [ 45 ey 5 ke e e 00 R TR 1 oo A A 3 R B, AR SRR AL B ) 2¢ B 2d HHE
Bk RS IR R S5 25 U R EAT 1O IR, SR A R AR 2. SR R R A5 H
POXs & ik RIS S YR PUR G TEA — € R 5 3 R A B L) D4 A 2d HLfA) A ik
TIRIEB A W) D1, D2 D3 X il i 98 40 A (AS49) B R S AR B AL, AL S 2¢ IS TER T
e DS, Horp PR E 2 (= F SR RE LW 3 ) B — 55 A BR IR IO DURE 16 M dme i 73 Oh, AR 2 i mT LA
B, N5 R TN & R R SR B o WO & SRR T R, H BT TR TR AR IR IR,
(BuMe,SiCH, ) ,Sn( OCOCGH, F-p) , Xt 4 I A H f  HUA 14, 51% o 4 Rt — 23 T8 7 E B
EREIER R IR BB MPURTEYER R BT H RIS I RIS LA ) B R AT
RESARG , (RGO T PR T RESE /N
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®2 XIAHBREELAAE (AS49) KA H AL

Table 2 Comparison of antitumour activity of diorgnotin arylcarboxylates

Entry Compound pvor/ (mg-L7") Time/h Inhibition/ %
D1 (Me;SiCH, ) ,Sn( OCOCgH, F-p),° 30 48 55.44
D2 (EtMe, SiCH, ), Sn( OCOC4H, F-p),° 30 48 54.66
D3 (BuMe, SiCH, ), Sn( OCOC4H, F-p) " 30 48 14.51
D4 Ph(Me;SiCH, ) Sn( OCOC¢H, F-p),° 30 48 63.86
2d Cy(Me;SiCH, ) Sn(OCOC¢H, F-p), 30 48 73.38
D5 (Me; SiCH, ) ,Sn( 0COC¢H, OCH;-p) ,° 3.75 72 77.10
2¢ Cy(Me;SiCH, ) Sn( 0COC¢ H, OCH; -p) , 3.75 72 80. 54

a. Compounds D1 and D5 were synthesized in reference [ 14 ] ; b. compounds D2 and D3 were synthesized in reference [ 18] ; c. compound

D4 was synthesized in reference [ 15].
ﬂ: N
3 én e

ARICE T 8 FFTHYIR & R IEEB AL B W——3 O JE (= W AR W ) 8 — 05 A& IR IR , e 1
IR."H NMR " C NMR RITCR S EI IS HEAT T 3RAE, JFR IR W%+ U4 €47 (SRB %) &
TENTR IR AL ASA BORIMM GRS . P10 DF SRR, 30 O A (= W R RESE T T 56) B — 07
A R XT [ e 2 ( AS49 ) A I B MR AT 1 2 5 [ I 3 3 o b 3o mT LA 2, e v PR RN 5
BT PRI ATA A O A SIS A E T SRR IR A TR R G L S ik R B i
B IR A0 ML ( AS49 ) A SEAF AR SIS PE . F AR5 W0 TR A0 Y A W35 PR DL B A T 0 — 2D IR
ABFTE

2 % X #
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Synthesis, Structure and Antitumour Activity of
Cyclohexyl (( trimethylsilyl ) methyl ) stannanediyl
Bisarylcarboxylates

LIN Sen®, WU Yadi, DENG Ruihong, CAO Qianyong
( Department of Chemistry ,Nanchang University , Nanchang 330031, China )

Abstract FEight cyclohexyl ( ( trimethylsilyl ) methyl ) stannanediyl bisarylcarboxylates were synthesized by the
reaction of cyclohexyl ( trimethylsilylmethyl) tin dichloride with arylcarboxylic acids. These compounds were
characterized by IR, 'H NMR and "C NMR spectra and elemental analysis. The preliminary bioassay tests of
these compounds show good antitumour activities in vitro against tumour cells A549 and the inhibition rates are
over 75% .
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