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(B K FIFE, Bk 252059)
CHELFrmiFE, H% 271000)

BRVESY N, N- —H{RFEE

0614.12

XEIR:
FEE.

AM Brown" IR R =FEHLREALFN
BIEHELOR, FYBESYRFRIIET AMTHR
KM, HSESHRTIFEAFRBEYEENER
BHIRERES B RA  —WmAABRRAR %, BoERA]
ERT—RIINEEBHETRBRTEY Y, HARE
Bl sl & P A BRI PUETEE, Ai#F S
REB SR EHEEMBRR, BIUZFRK
14 R S8 N- B, N-EREFEM. P
MREEF R N, N- —ZREREMNER, R T
N- BE N-FEERB=FEZHWQ) PIRERR=
HEEGMV(2) FI(N, N- —ZEFH) 80,
FA X- HERKHHME T ENNRESEH A9
EHRERERH, RSP 1 M2 AERIRMTUE
EH

1 SCIEER4S

L1 {XEEFRAF

X4 B EMBESRN (BEITREKE),
PE-240011 BT R (B S BRAE R HEM
7E), Nicolet-460 BILT #F Y511 (KBr [E /), Jeol-FX-
90Q BRI REILIRIL (TMS J 4R, CDCL AER ),
UV-365 &% 505 Y66 B (CH:CL A7) o Bruker
Smart-1000 CCD X- SR #7831 o

Fe R H SRR & R o HA R B Hy o A 4,

78 B 3. 2003-01-20, #048 S H #i: 2003-04-15,

AR Rk G

7 CH:ClL & TR B HE
1.2 BREWHER

1.2.1 BE5Y1H2 86K

HAEHRPF, 7£ Schlenk & FH1A 3. 3mmol 7
R4, 3. Ommol =F E & 1445 1 30mL CH:CL, 30°C
TR 14h, U8, BBBEWRYE £ 5mL, ARG
BZBMECK, fri B EEE H=Ra A F %
—FCKRESRELERE, FETUHTFE, &
ACESH IR, UV 1 'H NMR BT

BEY1 FHEfRE, 1.34g, 73 84%, m.p.
164 ~ 166°C ; UV-vis (CHCls ) Am(nm): 224, 269, 286;
'H NMR(CDCl;, 90MHz) &(ppm): 7.30 ~7.80(m,
20H), 3.70(s, 3H); IR(KBr) »(cm~'): 1490, 1149,
1027, 567,449 , JTLEK 53 17 45 B 4% C26HuNS:Sn BT H
{8 (% ): C, 58. 66; H, 4. 35; N, 2. 63; Sn, 22. 26, £l
(% ): C, 58. 72; H, 4. 31; N, 2. 67; Sn, 22. 30,

&2 KR4, 1.21g, X 78%, m.p.
120 ~ 121°C; UV-vis (CHCl3) Amax(nm): 226, 268, 289;
'H NMR(CDCl;, 90MHz) 8(ppm): 7.31 ~7.84(m,
15H),3.75~3.91(m, 8H); IR(KBr) v(cm '): 1485,
1124, 1001, 588, 451, JCE IR K C23H2N2S:Sn
it BE (%): C, 54.03; H, 4.73: N, 5.48; Sn,
23.21, SLM{H (% ): C, 54.29;H,4.70; N, 5. 54; Sn,
23.42,

EXARBEESEHT B (No. 20271025), X BEH B THIMESMURE AR EREEF BT B (No. Z2001B02) .

* EEX & A o E-mail: handongyin@ 163. com
E—EEFIR, B, 45 % HRHRTE: SBRAILILE,
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1.2.2 EaW3NEHR

£ S0mL BJE M MA 2. 2mmol N, N- =Z
BT, 1. Ommol —FE & (L% 30mL T Bz,
[E] 3 10h, 78, BB ERKE R 3 ~5mL, MAER
B ATHE, RERE, THaaEE H5RE
“HH - ZBES LB LXAHEK 0.30g, =X
62% o m. p. 109 ~111°C, IR(KBr) v{cm™"'): 1469(s,
C-N), 1118, 996 (s, CS;), 453(s, Sn-S), JLE TS
R4 CioH2CLN2SaSn BT R AE (% ): C, 24.71; H,
4.15; N, 5.76: S, 26. 38, Sn, 24. 41, LM (% ): C,
24.56; H, 4. 35; N, 5. 90: Sn, 24. 24,
1.3 ®Aaw1.2#M3NRENE

43 BUEL 0. 20 x 0.20 x 0. 10mm* (1) .0. 40 x 0. 30
x 0. 30mm*(2) F 0. 40 x 0. 30 x 0. 20mm*(3) K T2
Sufk, 1 B 7E BrukerSmat-1000CCD &Y X- 5t £k 5 &%
et b, AARBEALILE MoKa BT AR, 7
AE1.64° < 6 < 26.38°,1.69° < 0 < 26. 41°F]
2.35°< 0 < 25.03°FEM, U w20 AT
EMHBE. RESHBHEERERY, FARITE
¥ SHELXTL-97 B, FEEEFRLIREEL
J& B30 228 Fourier & B RESEHE & 49, XT28B3E
SEFHLRERENRFHERERNFSEHITEER
B/ _HEBIE,
2 #R5iTie
BEAW3INERNE
FIR - FEREAH TN, N- _ZERBRAS R
(N, N- “Z. &8 _FEH, BREED Birf
&9, MARTIERBENERZRELSY I (N, N- =
ZEFRR) 848, TENFEMERN AR
ST Sn-CH.Ph BRI MY, A BB &Y LAY HL 3 16 iR
mr:

2.1

(PhCHz)zSnclz + NaS,CNEt:

(PhCH,)>5n(S:CNEt ), + NaCl

BuOH
- PhCH;,

PhCstn(Cl) (SzCNElz)z + BuONa

NaCl
BuOH
- PhCHs,

Sn(C1)2(S:CNEt) 2 + BuONa

2.2 £I5bSiE

FE&9 1. 2 F1 3 B B8 ) AR X FR 40 45 = 3
[ 2(CS2) wym] FAXTFRAPAEIR BN [ 2 (CS2) sy ] B 53 5
BB 1149cm ', 1124cm ™' 1 1118em ' LA K 1027
cm™', 100lem~! F1 1002em-', E Av(v(CS:) wym —
v(CSz) B B4 122em~' . 123cm ™! 1 116em ™,
5 R.NCS,RUVAHE, H Av BB R E /D, iRHE &Y+
BB MR R AR E T ~EREN S, B
BENBOSHE AL TERMAER, aua] i
Wi, AP RBENZUNGEERSHRFE
{7, B 5 FRFTBREIAHE L, K Av {68 8 1%
K, XA RBRER L EHHEHIUETER
5% RFRAL,
2.3 BEEWIFM2HEMEYE

O B0, WE T BoE ) 1 0 2 X MCF-
7 B yEg 40 B g 307 &1 46 A, H IDS0 (inhibition doses) {H
(in vitro) 4> %1%5 189ng - mL-' %1 290ng - mL-', B
B T4 (IDso {E 850ng - mL'), {HARM=FKH
BRBARTENE Y, XA RS RBRENRE TR
MENERFESMNGEFRERMERSA X,
2.4 MAtk%

EaY1, 2M3INMBESHBIEHRE L HH,
AXEKMEMANTE 2,

CCDC: 1, 179918; 2, 180024; 3, 180004

2.4.1 EEw1M2

EaY1A2WAKSHInE 1 Nl 3 ix,
SFESIBFOHZNE 2 E 4, FEZREEY 12
R, LG EFH BTN = ANERR, £EHFET
REAEA, Sn(l) 5S(1) ZEMERESHHN:
0.2478(4) nm F1 0. 2465(1) nm. 5B A Y MesSnS,
CNMe,""s1 ) Sn(1)-S(1) (0. 247nm) B K EHE, M
Sn(1)-S(2) 4824 0.3016(6) nm Fi 0. 3032(4) nm,
I B & ¥ Me;SnS:CNMe,''®’ 9 Sn(1) -S(2) (0. 316
nm) HEE4E, FHHEYR /N FXRRHETHEE
HAZZH (0. 4nm), WHAEREYW 1 R 2 1, KM
EAHUIENHENNEER SEREFRES, £8E
EMANEIBESY . EREY 15, BT RAER
BofIEFREER: S(1), C(15), C2) b FAiEf &, M S
) COYTFHMmALE, BRT = ANERE, B
FRERERUKEXRXSSE FEAL, #5505
F=faXEmm i EMFENBENRNREFZ
B B3 F [S(1) -Sn(1) -S(2) 11X H 64.4(3)°, 5 90°
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oy FAURE: BV N, N- “EAFBRA &Y PhsSnS.CN(CH;) CsHs . .
Ph;SnS,CN (C.HsNH ) #1 SnCl,(S:CNEw ), & B ERIE R Rk g # 1021

1 EAW1.2M3HBEENE
Table 1 Crystallographic Data of Complexes 1, 2 and 3

1 2 3
molecular formula C26H2:NS:Sn C23H24N2S2Sn Ci0Hz0Cl2N2S4Sn
formular weigh 532.26 511.25 486. 11
crystal system triclinie monoclinic triclinic
space group P1 P2(1) /¢ P1
a/nm 0.9485(3) 1.2214(2) 0.7179(2)
b/nm 1.0491(3) 1.1651(2) 0.9256(3)
¢/nm 1.3631(4) 1.5769(3) 1.5327(5)
a/(°) 70. 996 (4) 90 93. 857(4)

B/ (°) 72.294(4) 99.039(2) 98.992(4)
v/(°) 79. 609 (4) 90 109. 481(4)
volume / nm’ 1.2168(6) 2.162(7) 0.9405(5)
Z 2 4 2
D/ (g + ecm™?) 1. 453 1.532 1.717
F(000) 536 1032 484
scan range 6/ (°) 1.64 < 6 < 26.38 1.69 < 6 < 26.41 2.35 s 6= 2503
total /unique / R 5429/4481 /0. 0238 1264074547 /0. 0226 4924,/3263/0.0178
u/ mm™' 1.234 1.352 2.076
final R indices R =0.0442 R=0.0267 R =0.0263
wR =0.0858 wR =0.0591 wR =0.0662
Puax/ Prn/ (e * nm~*) 712/ - 664 439/ - 430 403/ - 828

2 EEWI12M3INTERKANISA
Table 2 Selected Bond Distances(nm) and Angles(°} of Complexes 1, 2 and 3

complex 1 complex 2 complex 3
Sn(1)-C(15) 0.2129(6) Sn(1)-C(6) 0.2132(3) Sn(1)-Cl(1) 0.2401(8)
Sn(1)-C(21) 0.2134(5) Sn(1)-C(18) 0.2139(3) Sn(1)-C1(2) 0.2410(2)
Sn(1)-C(9) 0.2163(5) Sn(1)-C(12) 0.2157(3) Sn(1)-8(1) 0.2508(1)
Sn(1)-S(1) 0.2478(4) Sn(1)-5(1) 0.2465(1) Sn(1)-S(2) 0.2575(2)
Sn(1)-S(2) 0.3016(6) Sn(1)-5(2) 0.3032(4) Sn(1)-8(3) 0.2573(6)
S(1)-C(1) 0. 1751(5) S(1)-C(1) 0. 1752(3) Sn(1)-S(4) 0.2515(5)
S(2)-C(1) 0. 1681(5) S(2)-C(1) 0. 1685(3) S(1)-C(1) 0. 1734(3)
N{1)-C(1) 0. 1320(6) N(1)-C(1) 0. 1330(3) S(2)-C(1) 0.1732(3)
N(1)-C(2) 0. 1463(7) N(1)-C(2) 0. 1466(4) N(1)-C(1) 0. 1315(4)
N{1)-C(3) 0. 1436(6) N(1)-C(5) 0. 1472(4) N(1)-C(2) 0.1478(4)
C(15)-Sn(1)-C(21) 116.7(9) C(18)-Sn(1)-C(12) 104. 8(5) Cl(2}-Sn(1)-CI(1) 91.91(4)
C(15)-8n(1)-C(9) 105.6(2) C(6)-Sn(1)-C(12) 105. 8(8) Cl(2)-Sn(1)-S(4) 89.32(4)
C(21)-Sn(1)-C(9) 103.2(8) C(6)-Sn(1)-C(18) 115. 7(1) CI1(2)}-Sn(1)-S(3) 160.23(3)
C(15)-Sn(1)-S(1) 111.9(6) C(18)-Sn(1)-5(1) 118.3(3) S(4)-Sn(1)-S(3) 70.92(4)
C(21)-Sn(1)}-8(1) 120. 3(4) C(12)-Sn(1)-5(1) 93.0(5) S(1)-Sn(1)-5(2) 70.94(3)
C(9)-Sn(1)-S(1) 94. 4({4) C(6)-Sn(1)-8(1) 114.7(5) Cl(2)-Sn(1)-8(1) 105. 10(4)
C(21)-Sn(1)-5(2) 84.6(4) C(18)-Sn(1)-8(2) 88. 7(1) CI(1)-Sn(1)-S(4) 103. 44(3)
C(15)-Sn(1)-58(2) 88. 1(3) C(6)-5n(1)-5(2) 95.4(7) CI(1)-Sn(1)-5(3) 92.12(3)
C(9)-Sn(1)-5(2) 158. 3(4) C(12)-Sn(1)-8(2) 157. 2(5) CI(2)-Sn(1)-8(2) 92.47(3)
S(1)-Sn(1)-5(2) 64.4(3) S(1)-Sn(1)-8(2) 64.2(2) S(4)-Sn(1)-5(2) 95.49(3)
S(1)-C(1)-5(2) 119.6(3) S(1)-C(1)-5(2) 119.0(5) CI(1)-Sn(1)-58(1) 89.68(3)
N(1)-C(1)-S(1) 117.4(4) N(1)-C(1)-5(1) 117.2(2) S(1)-Sn(1)-5(4) 160.61(3)
N(1)-C(1)-8(2) 123. 0(4) N(1)-C(1)-5(2) 123.7(2) S(1)-Sn(1)-8(3) 94,27(4)
C{1)-N(1)-C(2) 121. 9(5) C(2)-N(1)-C(5) 112.7(3) Cl(1)-Sn(1)-8(2) 160.29(3)
C(1)-8(1)-Sn(1) 96. 1{1) C(1)-8(1)-Sn(1) 96. 6(1) S(3)-Sn(1)-8(2) 90. 11(3)
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H1 E&¥102TFEHAE

Fig. 1 Molecular structure of complex 1

K3 B2 FEHE

Fig. 3 Molecular structure of complex 2

HFEAME, AMSESQ) FEFATRELA TR =
FXHER TSI E, W C(9)-Sn(1)-S(2) KA1t 4
#5158, 3(4)° M AR 180°, FHATFHREME v
EERBEFURBETFZEM=1%A [C(15) -Sn
(1)-S(1)111.9(6)°, C(15)-Sn(1)-C(21)116. 7(9)°,
C(21)-Sn(1)-5(1)120.3(4)°] = F% 348.9°, 5
HAH 360°(REE T 11. 1°, B C(15), C(21), S(1)
MSn(HBEAZLLF—1FEL, N LLF=FA
WEEREAI B S(2) 1 C(O) BRTFS5ATFREME
B P 5 R R T LA BB R F X 1A) A ke A 0 4 )
Hg: C(9) -Sn(1) -C(15) 105.6(2)°, C(9) -Sn(1) -C
(21)103.2(8)°, C(9) -Sn(1)-S(1) 94. 4(4)°, C(15)
-Sn(1)-S(2)88.1(3)°, C(21)-Sn(1)-S(2)84. 6(4)°,
S(1) -Sn(1) -S(2) 64.4(3)°, ENIHE 90K FEE
KRB, BT R, ZEAYPHETFRHMK=
AR BEY 25 1 BRI, A=
X R, (B MR K,

B2 BEEY10MRKRE

Fig. 2 Projection of the unit cell of complex 1

H4 EE&H20EKE

Fig. 4 Projection of the unit cell of complex 2

2.4.2 BEY3

BESY3INGTFEMMAE S ixn. ZESP+E
BIRF e /RN SR FREAE R,
Sn(1) 5 S(1), S(2),S(3), S(4) Z Rl IBE R 4751 K.
Sn(1)-S(1), 0.2508(1) nm, Sn(1)-S(2), 0.2575(2)
nm, Sn(1)-S(3), 0.2573(6)nm, Sn{1)-S(4), 0. 2515
(5) nm, 5 E24 % (PhCH:) »Sn(S:CNC.H:) ! H# 58
B Sn-SEKEAE 3, BHEE T4 EY (PhCH:):
Sn(S:CNC.Hs). P K B Sn-S, 37+ B 4 4~ Sn-S @K
HEKMEEAKR X5EEBTRBREE! 7 X4EEY
HELRFE, BFETFRBREMLFELE: S(2), S(3),
CI(1), CI(2) &t FIREME, 1 S(1) F1S(4) b T3
AR, BT AEESEE, LTFREMES(D S
4 FARIESI B B S(2), S(3), Cl(1), ClI(2) KA %K
#E4r 72 S(1) -Sn(1) -S(2), 70.94(3)° S(1) -Sn(1)
-S(3), 94.27(4)° CI(1) -Sn(1) -S(1), 89. 68(3)°;
C1(2)-Sn(1)-S(1), 105. 10(4)°, ir & i 5 90°¥9H &
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Bs5s EAY3INSTHEWE

Fig. 5 Molecular structure of complex 3

He RaY3IHNRMEERE

Fig. 6 Projection of the unit cell of complex 3

KMB A TFREMLBN S —IBIRT S(4)54F
FRIENLE R S(2), S(3), CI(1), CI(2) WBAYIES
ERERAER, HBEESH A 70.92(4)° 95.49
(3)°,89.32(4)°103.44(3)°, =X FXF AL BIE
FRIBAZIEN: CI(2) -Sn(1) -S(3), 160.23(3);
S(1) -Sn(1) -S(4), 160.61(3)° C1(1) -Sn(1) -S(2),
160.29(3)°, X B HIE 5 180° BB KME, BHILTA]
W, ZiE Y hwERER KK/ EESH,
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Synthesis, Characterization and Crystal Structures of Ph;SnS,CN(CH;)CsHs,
Ph;SnS;CN(C.HsNH) and SnCl:(S:CNEt; ).

YIN Han-Dong*''! HE Guo-Fang® WANG Chuan-Hua' MA Chun-Lin'
(* Department of Chemistry, Liaocheng University, Liaocheng 252059)
(*> Department of Chemistry, Taishan College, Taian 271000)

Three tin (V) complexes with N, N-dialkyl dithiocarbamates Ph;SnS:CN(CH3) CsHs (1), PhaSnS;CN(C.HsNH)
(2) and Sn(Cl)2(S:CNEt:)2 (3) have been synthesized. The crystal structures have been determined by X-ray sin-
gle crystal diffraction. A crystal of the complex 1 is triclinic with space group Pl, 2=0.9485(3)nm, b =1.0491
(3) nm, ¢=1.3631(4) nm, a=70.996(4)°, B=72.294(4)°, v=79.609(4)°, Z=2, V=1.2168(6) nm’,
D.=1.453g - cm™, u=1.234mm"™', R=0.0442, wR =0.0858. A crystal of the complex 2 is monoclinic with
space group P2(1)/ ¢, a=1.2214(2)nm, b=1.1651(2)nm, ¢ =1.5769(3)nm, B=99.039(2)°, Z=2. V=
2.2162(7)nm*, D.=1.532g - em™, u=1.352mm™', R=0.0267, wR=0.0591. A crystal of the complex 3 is
triclinic with space group Pl, a=0.7179(2) nm, b=0.9256(3) nm, c=1.5327(5) nm, a =93.857(4)°, B=
98.992(4)°, y=109.481(4)°, Z=2, V=0.9405(5)nm’>, D.=1.717g * em™>, u=2.076mm"', R=0.0263,
wR=0.0662. In the complexes 1 and 2 the tin atoms rendered five-coordination in a distorted tigonal bipyramidal

structure and in the complex 3 the tin atom rendered six-coordination in a distorted octahedron structure. CCDC: 1,

179918; 2, 180024; 3, 180004.

Keywords: tin (V) complex N, N-dialkyl dithiocarbamate synthesis crystal structure
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