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KRB S W EA FE R LI,
SR AATHY PSR-, Fr e, BAT4r 5 AT R
MEFEEEGRT wO- W (ZFEB)M_ (X - |
FH) R, Bk, BATEAKMIETES, AXE
FRASHHEERN, RESWERND (MEF
HE)BU, FMET ENRHBESEH, RRFEHL
YW — HEHBE, EHRFTERLSH W,
BATRBES £ G R Fxb A S B, K
TR FGH YN R RSB RN KK RI R
MRS LR R, A 3CHRIE - 8 - W[ = (PRFE) 5]
(DA p & - W= (BRFE)B] () WERRHA
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1 LRI

1.1 AR

= (SREFR) EE M= (SBEFR) EBEX
#k©1 A %, IR (KBr) A H 4= &% ¥t FTIR-8700 £L4hti#
1% (4000 ~ 400cm ') WE, Sik%5# A Bruker X 5
2% 0 [ 77 54 00 <2, 48 S A dEET = XT4 W H R 8
OB B, IR R ERE .

1.2 {EWHEnR®!

E=AmF A 10.6g(0.02mol) = (4B
) EALER 9. 62g(0. 02mol) = (4BEF) &k
2 40mL & 2g SE LB 8mL K, HHEEIM 4h,
SHER, KERAEER, §3HER, BEEZEEAEX
HaER, RHBEAERTY., hEWQ), - &
- M= (BAF ) 5 18. 24g, W3 82. 4%, m.p. K

Wi B 35:2002-04-28,, WeiE AR B #3: 2002-07-23,

138 ~139C , £L4MJ6E EE MY i%E: 3055.0(m),
1587.3(s), 1564.2(m), 1471.6(vs), 1436.9(vs),
1404. 1(m), 1278.7(s), 1211.2(vs), 1159.1(m),
1137.9(m), 1091. 6(vs), 1072.3(vs), 1047.3(vs),
1024. 1(vs), 935.4(m), 839.0(vs), 815.8(vs),
750.3(vs), 734.8(vs), 717. 5(vs), 677.0(s), 582.5
(w), 567.0(w), 480.2(w), 435.9(s) cm~', L&
(2), - E - W= (SPEFER)BH17. 16g, WX 79%),
m. p. A 117 ~118%C , £ZL5M i = R Y i%: 3060. 8
(w), 1610.5(w), 1577.7(m), 1490.9(vs), 1456.2
(s), 1404.1(m), 1282.6(w), 1228.6(vs), 1188.1
(s), 1153.4(m), 1126.4(m), 1103.2(s), 1062.7
(m), 1028.0(m), 931. 6(w), 839.0(vs), 754. 1(vs),
729.0(s), 715.5(s), 580.5(w), 526.5(w), 509.2
(w),449.4(m), 420. 5(m)cm !,
1.3 REEHNW

MEBRBTEBERFBLOEANRIE, #
MEATEN £, RAGBAEEI MoKa H148 (A=
0. 071073nm), £ 20°C, YL w-20 HFX T F K
BE, TREMHSA (1> 20(0)] AT
EMEBE, 2BBIES Lp BTMBRRKRIE, &
M E HEEAURERA R FMERINEEH
EEFFESBEPRUERIE, FHXERFMES
FFA5RXA&mREEMENEE2ERER/N_5
B IE . 2B T #ER A SHELXL-97 #2
FFRGET Mo

BB — 5 0. 35 x 0. 25 x 0. 20mm BY R & (1), £

VI E HRBERE S WEIT A (No. 00JJY2010) M BT & 8 & /T H A % B B (No. 00A004) ,

* BB R Ao E-mail: hnkdz@ yahoo. com. cn
BEH KEN B3 Y BHEMEFN HFHER,
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2.17° < 6 < 25.02°7% B P9 FLUREE 3603 AT &,
B a g MmEe A 3101 4, BRERARERF
R =0.0680, wR:=0.1304, Apna=2.227 x10% *
nm 3, Apuin = — 0. 863 x 10%¢ * nm 3,

PeEL— B 0. 35 x 0. 30 x 0. 25mm B S & (2), 7E
1.97° < 6 < 25. 02°70 Bl 9 L 4R 3974 MRTH A,
HAe AT MENHSLI> 20(1)] 3372 4, B& UK
PRZETF R =0.0268, wR,=0. 0674, Apn..=0.436
x 10%¢ * nm~3, Apmin = — 0. 886 x 10%¢ * nm >,

2 HBREITE
2.1 MksEaER

L& HRIEE R FLRMERBERFITFE
1, FEBKMBASINFITER 2.3, kaVHs T
g 1,

AR (1), p- - [= (BEFE) 81,

CH3sCleSmO0, My = 1006. 79, B =#S 5, A B A
Pl, BE%¥ S5 a=1.0195(5), b=1.0951(6), c =
1. 0986(6) nm, a=118.250(7), B=104.923(7),
y=99.534(8)°, V=0.9827(9) nm®, Z=1, D.=
1.701g * cm~?, w(MoKe) =17. 12em™', F(000) =
498,

A (2), wo K- [= (BRFE) 8],
Ca:HieFeSn:0, Mw =908.11, B=&I R K, ZHEBEN
Pl, B2 28 a=0.9635(3), b=1.0797(4), ¢ =
1. 0852(3) nm, « =105. 807(5), B=90.551(6), y =
116. 382(5)°, V=0.9619(6) nm®, Z=2, D, =1.595
g+ cm 3, w(MoKer) =13. 62cm™', F(000) =458,

HE 1 GRS EFTH, e, BadElR
FHREFBN= (PEFTE) 3= SBRTE) 8,
AR THBEANNRMET RS R MHEREE,
Sn(1)-0-Sn(2) @ E R IF LMD, X TFARE TR,

x1 BRTLE5ENRSE
Table 1 Atomic Coordinates( x 10*) and their Thermal Parameters(nm? x 10%)

x y z Ueq x y z Ueq
Sn(1) 8324(1) 5552(1) 4771(1) 40(1) C(9) 5833(9) 3101(11) 1879(13) 47(3)
Cl(1) 9052(4) 4576(3) 1225(3) 66(1) C(10) 5977(13) 1937(13) 680(20) 105(7)
Cl(2) 4849(4) 5320(4) 2925(S) 96(1) Cc(11) 5310(18) 1650(17) -821(18) 99(6)
C1(3) 6649(3) 8743(4) 6522(4) 75(1) C(12) 4550(20) 2460(20) -1010(20) 103(6)
0(1) 10000(0) 5000(0) 5000(0) 66(3) C(13) 4402(17) 3534(19) 100(20) 90(5)
C(1) 8561(11) 6846(11) 3827(11) 40(2) C(14) 5049(11) 3815(12) 1501(14) 56(3)
C(2) 10000(10) 7171(10) 3792(10) 33(2) C(15) 8375(13) 6866(11) 6970(11) 49(3)
C(3) 11109(13) 8446(12) 4909(11) 53(3) C(16) 9170(11) 8453(10) 7665(10) 37(2)
C(4) 12505(14) 8757(15) 4967(14) 67(4) C(17) 10620(11) 9074(13) 8489(12) 49(3)
C(5) 12810(13) 7748(15) 3851(15) 62(3) C(18) 11372(15) 10475(15) 9085(13) 64(3)
C(6) 11686(12) 6459(13) 2691(13) 52(3) C(19) 10658(14) 11374(14) 8917(14) 61(3)
C(7) 10370(10) 6206(10) 2668(10) 35(2) C(20) 9222(14) 10838(12) 8129(12) 55(3)
C(8) 6528(14) 3505(15) 3426(14) 78(4) C(21) 8490(11) 9396(11) 7528(11) 42(2)
Sn(1) 6789(1) 9875(1) 9345(1) 38(1) Cc(9) 4745(5) 7565(4) 6840(3) 56(1)
F(1) 9075(4) 12326(4) 7519(3) 120(1) C(10) 3228(6) 7387(6) 6603(4) 79(1)
F(2) 6391(5) 6533(4) 6904 (4) 127(1) c(11) 1947(8) 6028(9) 6233(6) 121(3)
F(3) 10061(3) 10474(3) 11584(3) 76(1) C(12) 2176(12) 4830(8) 6101(7) 146 (4)
0(1) 5000(0) 10000(0) 10000(0) 82(1) Cc(13) 3658(13) 4951(8) 6322(7) 135(3)
C(1) 8660(5) 12075(4) 9987(4) 60(1) C(14) 4900(8) 6346(6) 6675(5) 85(2)
C(2) 8279(4) 13056(4) 9479(4) 54(1) C(15) 7095(4) 8403(4) 10196(3) 47(1)
C(3) 7684(5) 13926(4) 10227(5) 70(1) C(16) 7424(4) 8971(4) 11639(3) 46(1)
C(4) 7338(7) 14840(5) 9795(8) 99(2) Cc(17) 6259(5) 8521(5) 12408(4) 64(1)
C(5) 7535(8) 14907(6) 8605(9) 106(2) C(18) 6590(6) 9068(6) 13747(5) 82(1)
C(6) 8099(7) 14082(7) 7776(6) 109(2) c(19) 8083(7) 10082(6) 14344(4) 84(1)
C(7) 8481(5) 13156(5) 8273(5) 73(1) C(20) 9262(6) 10564(5) 13626(4) 74(1)
C(8) 6124(4) 9033(4) 7264(3) 54(1) Cc(21) 8896(4) 10004(4) 12302(4) 54(1)
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Table 2 Parts of Bond Lengths(nm x 10)

(1)

Sn(1)-C(1) 2.132(9) C(1)-C(2) 1.466(13) C(9)-C(14) 1.329(15) C(16)-C(21) 1.378(13)
Sn(1)-C(8) 2.162(12) C(2)-C(3) 1.369(14) C(9)-Cc(10) 1.398(18) C(17)-C(18) 1.331(16)
Sn(1)-C(15) 2.128(9) C(2)-c(7) 1.386(12) C(10)-C(11) 1.46(2) C(18)-C(19) 1.369(17)
Sn(1)-0(1) 1.9010(11) C(3)-C(4) 1.384(17) C(11)-C(12) 1.32(2) C(19)-C(20) 1.349(16)
Cl(1)-C(7) 1.713(10) C(4)-C(5) 1.360(18) C(12)-C(13) 1.30(2) C(20)-C(21) 1.362(15)
C1(2)-C(14) 1.744(13) C(5)-C(6) 1.392(16) C(13)-C(14) 1.363(18) Cl1(3)-C(21) 1.731(11)
C(6)-C(7) 1.316(14) C(15)-C(16) 1.490(14) 0(1)-Sn{1A) 1.9010(11) C(8)-C(9) 1.466(16)
C(16)-C(17) 1.364(14)
(2)
Sn(1)-0(1) 1. 9166(6) C(1)-C(2) 1.490(5) C(5)-C(6) 1.379(10) C(13)-C(14) 1. 387(10)
Sn(1)-C(1) 2.155(4) C(8)-C(9) 1.486(5) C(6)-C(7) 1.429(8) C(16)-C(21) 1. 382(5)
Sn(1)-C(8) 2.162(3) C(15)-C(16) 1.491(5) C(9)-C(14) 1. 355(6) C(16)-C(17) 1.395(5)
Sn(1)-C(15) 2.162(3) C(2)-C(7) 1.352(6) C(9)-C(10) 1. 398(6) C(17)-C(18) 1. 384(6)
F(1)-C(7) 1.366(6) C(2)-c(3) 1.393(6) C(10)-C(11) 1.378(8) C(18)-C(19) 1.373(7)
F(2)-C(14) 1. 369(7) C(3)-C(4) 1.359(7) C(11)-C(12) 1.377(12) C(19)-C(20) 1.371(7)
F(3)-C(21) 1.360(5) C(4)-C(5) 1. 324(10) C(12)-C(13) 1.388(13) C(20)-C(21) 1. 372(6)
3 {LEaPHBsERA
Table 3 Parts of Bond Angles(°)
(1)
Sn(1)-0(1)-Sn(1A) 180.0(0) C(7)-C(6)-C(5) 121.8(11) C(13)-C(14)-CI(2) 114.8(12)
0(1)-Sn(1)-C(1) 105.8(3) C(6)-C(7)-C(2) 123.2(10) C(16)-C(15)-Sn(1) 111.4(6)
0(1)-Sn(1)-C(8) 105.3(4) C(6)-C(7)-Cl(1) 119. 1(8) C(17)-C(16)-C(21) 115.5(9)
0(1)-Sn(1)-C(15) 106. 1(3) C(2)-C(7)-Cl(1) 117.7(7) C(17)-C(16)-C(15) 122.2(10)
C(1)-Sn(1)-C(8) 116.7(4) C(9)-C(8)-5n(1) 112.6(8) Cc(21)-Cc(16)-C(15) 122.3(10)
C(1)-Sn(1)-C(15) 110.3(4) C(14)-C(9)-C(10) 114.6(13) C(18)-C(17)-C(16) 123. 8(11)
C(15)-Sn(1)-C(8) 111.8(5) C(14)-C(9)-C(8) 123.5(12) C(17)-C(18)-C(19) 118.9(12)
C(2)-C(1)-Sn(1) 111.3(6) C(10)-C(9)-C(8) 121.9(13) C(20)-C(19)-C(18) 120.4(12)
C(3)-C(2)-C(7) 114.4(9) C(9)-C(10)-C(11) 118.6(14) C(19)-C(20)-C(21) 119.0(11)
C(3)-C(2)-C(1) 122.2(9) €(12)-C(11)-C(10) 119.3(14) C(20)-C(21)-C(16) 122. 3(10)
C(7)-C(2)-C(1) 123. 4(9) C(13)-C(12)-C(11) 122.5(19) C(20)-C(21)-C1(3) 117. 8(9)
C(2)-C(3)-C(4) 124. 1(11) C(12)-C(13)-C(14) 117.9(16) C(16)-C(21)-Cl1(3) 119. 8(8)
C(5)-C(4)-C(3) 118.8(12) C(9)-C(14)-C(13) 127.1(14) C(4)-C(5)-C(6) 117. 8(12)
C(9)-C(14)-C1(2) 118. 1(10)
(2)
Sn(1)-0(1)-Sn{(2) 180.0(0) C(9)-C(8)-Sn(1) 112.4(2) C(7)-C(2)-C(3) 115.9(4)
0(1)-Sn(1)-C(1) 104. 96(12) C{(16)-C(15)-Sn(1) 112.3(2) C(7)-C(2)-C(1) 122.5(4)
0(1)-Sn(1)-C(8) 104, 75(11) C(2)-C(7)-F(1) 117.3(4) C(3)-C(2)-C(1) 121. 6(4)
0(1)-Sn(1)-C(15) 104. 17(10) F(1)-C(7)-C(6) 120.0(5) C(4)-C(3)-C(2) 123.0(5)
C(1)-Sn(1)-C(8) 112. 82(16) C{(9)-C(14)-F(2) 116.7(5) C(5)-C(4)-C(3) 119. 8(6)
C(1)-Sn(1)-C(15) 114.78(14) F(2)-C(14)-C(13) 118.9(6) C(4)-C(5)-C(6) 122. 1(6)
C(8)-Sn(1)-C(15) 113.96(14) F(3)-C(21)-C(20) 118.2(4) C(5)-C(6)-C(7) 116.5(5)
C(2)-C(1)-Sn(1) 111.5(2) F(3)-C(21)-C(16) 117.3(3) C(2)-C(7)-C(6) 122. 7(5)

Wt FARER S A R FEF 6L B A XTFR, Sn-C & K 4 5 25 0.2132(9). 0.2128(9) #
# 4/ EH CC 84 5 A 0.130~0. 146nm Fl 0.2162(12) nm & 0. 2155(4) 1 0. 2162(3) nm, Sn-0
0.132~0.143nm Z HE R AN HKAATH,; =1 R 0.19010(11) nm F1 0. 19166(6) nm, ELFTE

- o m-r -5
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C(8) -~*C(15) 0. 382nm, , O---C(1) Bk C(8) 3¢ C(15)
B BE BS54 5124 0. 308, 0.345 1 0.306nm; HIRETF5
7 B 3540 3% A9 2R IR B C(2) .C(9) F1 C(16) RyAEFREE
B 51% 0.314.0.335 1 0. 314nm, C(2).C(9) F
C(16) MMMHEERE R, C(2) ---C(9) X 0.529,
C(2) ---C(16) 4 0.412 1 C(9) ---C(16) K 0. 624
nm. FE&E (2) #, C(1) ---C(8) 0.3639, C(1) -
C(15) 0.3660, C(8) ---C(15)0.3620nm, O---C(1) 8%
C(8) =k C(15) BYBERS4r 54 0.3270, 0.3220 F
0.3190nm., %R F5 T F E M EFETK C(2).
C(9) 1 C(16) RYAEEEER 45K 0. 306, 0.308
0.304nm, C(2).C(9) 1 C(16) FAHEERE X,
C(2) ---C(9) 2 0.530, C(2) ---C(16) 4 0. 528 A
C(9)---C(16)2# 0.529nm, M, X LEBESRKRE T
LS TP ERE T RGBSR U, AR —
N T 0B R U R LS 2 A0 4 B9 1 e R DY T
18
(1)CCDC: 184751, (2) CCDC: 187572,

(2)
H1 {893 T8H
Fig. 1 Structures of u-oxygen-bis/[tri( o-chlorobenzyl)tin] (1)

and u-oxygen-bis[ tri ( o-fluorobenzyltin](2) HOMO

RFERAYEK (0. 192nm) B4, RHEKBEERF
RSB AIXT Sn-0 BANL B FEAMHS - KB4 ED,

THEBREERFRA Ph-C 87E 0. 1466 ~0. 1490nm
F10.1486 ~0. 1491nm Z 8], HE5HF.LHRFZME
BrH ey M £ C-Sn(1) -0(1) 43U 24 105.3°~
106. 1°F1 104. 17(10)° ~ 104. 96(12)°, fW/MTFIEM
HRRA 3°~4°F 4°~5% SR.08RFZREFH
BEIHERAMA £C-Sn-C FESHE (1) FH 116.7(4)°,
110.3(4)°F1 111. 8(5) °, LWIE U HAARAK 1°~
7°, TESRIR(2) 0 112.82(16)°, 114.78(14)°F

113.96(14)°, HIE PR A MK 3°~6°% XFhzs LUMO
[EHF ST RAEREFROERERAHESE, & B2 A1) M ETH A T8 R B
EIIEBW(I) qj, C(l)"'C(8)0. 395, C(l)"'C(lS)O. 349, Fig. 2 Frontier molecular orbitals of compound(1)



http://www.cqvip.com

1089

KENE: p E - DUZ[FROR)FRIBINER  EWNRTEDR

D000 http://iwww.cqvip.com|

- 1061 -

HOMO

LUMO
A3 ey QINEBEITHERER

Fig. 3 Frontier molecular orbitals of compound(2)

2.2 BB D FHIEARRFE
HERGENE YR TN S RBIFE, #
e AW AL B A2 3R B T Gaussian 98WISVER FE, 7E
HF /lanl2dz B4 K X LS Y 0 FRIEABIT T, &
RIE 2.8 3 Fim, B dibEWH BB FE: (1)
WHESFHREFENRYRA R B EME, it

BMUENTEKT 20%; (2) A SE D THE
FHET(~5%), ERENDF FREYHEHTFZEAR
KER; Q) BEAFRTHTE KT 29%; (4) EH
HRFEFX 2 FHRENTRYEK (26%), HLHT
FEBRSERZEAEFER, NERSEEMAE 2,
A 3 HBiEEX—4i8; W HOMO 5 LUMO & 2%
FEFHERG, TTIAES, X8 T M HOMO ¥4 %
LUMO $uiERt, FEREFEF EFAE F ERA S
TaMB—EFERE, B (1) &BELEFRSCH p
PERNEEFEYS,

& * X W
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Studies on Synthese, Crystal Structures and Quantum Chemistry of the
u-Oxygen-Bis [ Tri( o-Chlorobenzyl)tin] and u-Oxygen-Bis[Tri( o-Fluorobenzyl)tin]

ZHANG Fu-Xing KUANG Dai-Zhi* FENG Yong-Lan WANG Jian-Qiu XU Zhi-Feng
( Department of Chemistry, Hengyang Normal University, Hengyang 421008)

The tri( o-chlorobenzyl) tin chloride as well as the tri( o-fluorobenzyl) tin was treated with aqueous solution of
NaOH to formed the p-oxygen-bis[tri( o-chlorobenzyl)tin] and p-oxygen-bisliri( o-fluorobenzyl)tin], respectively.
The crystal and molecular structures of compound were determined by X-ray diffraction. The crystal(1) belongs to
triclinic space group Pl with a=1.0195(5), b=1.0951(6), c=1.0986(6) nm, o«=118.250(7), B=
104.923(7), ¥=99.534(8)°, V=0.9827(9) nm®, Z=1, D,=1.701g* cm™3, w(MoKa) =17.12cm"~', F
(000) =498, R, =0.0680, wR,=0.13014. The crystal(2) are triclinic, space group P1 with a=0.9635(3),
b=1.0797(4), ¢=1.0852(3)nm, « =105.807(5), B=90.551(6), y=116.382(5)°, V=0.9619(6)nm’,
Z=2, D,=1.595g * cm™®, u(MoKea) =13.62cm"', F(000) =458, R, =0.0268, wR,=0.0674. The bond
lengths of Sn-C is 0. 2128(9) ~2. 162(12) nm and 0. 2155(4) ~0.2162(3) nm, and the Sn-O is 0. 1901nm and
0.19166(6) nm, respectively. The bond angle Sn-O-Sn is 180. 0(0)° The tin atom has a distorted tetrahedral
geometry. The composition characteristics of some frontier molecular orbitals have been investigated by means of

G98W package and taking Lanl2dz basis set. (1) CCDC: 184751, (2) CCDC: 187572.

Keywords: p-oxygen-bis [tri ( o-chlorobenzyl )tin] p~oxygen-bis[tri( o-fulorobenzyl)tin ]
crystal structure
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