%51 Tl 1k 2 2% it Vol.21 No.5

2005 45 A CHINESE JOURNAL OF INORGANIC CHEMISTRY May, 2005
(\E/‘/\_/t‘/\‘_/‘/\_/v‘/\_/‘/-\'/})
L B |
R )

p-B-W[= (X RmTE) BN E B RIER BIE LS

FXAR"

S QN A

(FPM K FACE 2 W9 252059)

R p- W RUR IR B ] B AR
RESES: 0612432 XEkARIREG: A

XEHS: 1001-4861(2005)05-0713-03

Synthesis, Characterization and Crystal Structures of the

p-Oxygen-Bis[ Tri(p-Fluorobenzyl)tin]
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Abstract: The u-oxygen-bis|tri(p-fluorobenzyl)tin] was synthesized. The structure were characterized by elemen-

tary analysis, IR and "H NMR and the crystal structure were determined by X-ray single crystal diffraction.

The

crystal of the title compound belongs to rhombohedral with space group R, a=1.3464(4), b=1.3464(4), ¢=1.7729
(7) nm, @=90°, B=90°, y=120°, Z=3, V=2.7832(15) nm?, D.=1.625 g-cm~, u(Mo Ka)=1.408 mm™, S=1.088, F
(000)=1350, R,=0.0275, wR,=0.0659. In compound, the tin atom has a distorted tetrahedral coordination config-

uration. CCDC: 257079.

Key words: p-oxygen-bis|tri(p-fluorobenzyl)tin]; synthesis; crystal structure

KL K AT A ) IO S A A AL
P I 50 1 3 8 R AR A I AR AT
T — RIR LB BT A S A X i T O 2
B L AT AP SS i R R, R B ST B X
7P B RS K BT B R R TR AR
AR08 bt = 32 p AR ABORE RN B8 S B, 2 2845 31 =
08 P LB A 5 O TR G e 7 3 i A ) A
TEHIU 5 AT B DU pa N R B A L 12 4
Ak, =R RSB I A WA R S5 AL BT 5T 1
R I SCHRARIE | A R BUR BB 2B & AL,
LK e A RO A BT X S0 i SR B S
BT B A BB AL S W - S = OV R ) B )
SEBUSIVE S TINEA R B oy 1 2 3 B R i PO S AL ]
BEAT T 3RAE . I X-SF B AT I E T AL a i

Wk H 81:2004-09-20., HfE ok H 41:2004-12-23,

by T4
1 XWEH

1 ZE Fnik F
X4 B0 58 R A R T R 4 A% 1E) , PE-2400 11
RITER T4 (B 2 5ok FH 4 4 BT 0 %2 ) , Nico-
let-460 H £ 4P 3% (KBr J& A7), Mercury Plus-400
NMR B % @ 46 4% 4 TMS R 9 ki, CDCLy 4 % 571
Bruker Smart-1000 CCD X-$J 287 $4%

SRR A A, HA R Y Sy o3t
k24l
1.2 HLEYHEK

16 250 mL = HUf H fim A 4.8 ¢(0.01 mol) = Xf
FR RS 30 mL 2R (1.0 ¢ A E AL A 10 mL

1.1

FEL 5 11887 2 9 42 (No.20271025) Rl L AR 48 11 4K7% 2% 9 42 (No.L.2003BOT) %% Bl 1A

*EIRIE R A, E-mail ;handongyin@Ilctu.edu.cn
o AEH TR, B 45 % A W7 1 B A LA



- 714 - x Hl

-

9521 %

Ko AEREPE TR A 3 h, B HE AR R KEH 20
mL REE, IR R R G A AR S AR
CE o IR TE A K 4.0 g, 7% 88%, m.p. 152~
153 C, CyuHueFOSn,[ 31518 (%) :C,63.90; H,4.60;
Sn 15.03, 52 M{H (%) C,63.71;H,4.54;Sn 15.18],'H
NMR (CDCl;,400 MHz) §:6.82~7.01(24H,m, ArH),
2.68(12H,t, J5.;=64.2 Hz,ArCH,Sn), IR (KBr) v:3045
(w,Ph-H),2 988 ,2 867 (m,C-H), 654 (m,Sn-0),549 (m,
Sn-C) em™,
1.3 HEWHRENE

BUA /N R 0.35 mm x 0.25 mm x 0.12 mm (%)
&, it B 7E Bruker Smart-1000 CCD % X-Jif £& 51 5
st L, A SRR E AL Mo Ka 5655 MG 78
2.09°<0<26.36°75 Fl N, Ll d-0 FAHE 7, 7EE B
(2982 K) T W4 5472 DATHE A Hrb 1271 Ayt
SEATS RU(R;,=0.028 5), Al AR ZE Al B A i B
AT A SHELXTL-97 F2/7, AR &5 T i Ak
b 2 7E LU B9 048 25 15 Fourier & B Bili 2% #
SE, XA AR SR AL bR B A% 1) S IR B TR T
SHGEAT R M RN BB IE, W2ER T R =
0.0275,wR,=0.0659, fui&JE = Ji fb &, 2SI R a=
1.346 4(4),b=1.346 4(4),¢=1.772 9(7) nm,a=90°, B=
90°,y=120°, Z=3,V=2.783 2(15) nm*,D.=1.625 g+cm>,
w(Mo Ka)=1.408 mm™,5=1.088,F(000)=1 350, = (&
F, 28 e o AR IR Ry 927 FT-271 e-nm ™,

CCDC 257079,

2 HR5UE

2.1 EZRIE
AEYE IR %9 78 3045 em™ F1 2988 .2 867
em™ Kb 4 W Wi 04 43 ) U JE T 2R BR ORI B R 1 C-H

BER 48 PR3, 1E 654 F1 549 em™ Ab BT 09 0,
FHLA Y Sn-0-Sn 1 Sn-C 8 HYIE 55,
L&Y H NMR Mtk R0, K58 i
5 F SH 7F 6.82~7.01 [B] £ ML H g, 58 i 74 1%
AR LB I H LS SH Ry 2,68, B REH — A IEH B
B A — X /N TR A A, X2 T Sn-H A1
S50 HAR G WL Joon J 64.2 Hz,
2.3 Bik&EW
AW 5y FE58 UL 1, 43 F 76 & M v 1 HE
G ULIE 2 A W ER o s NS AR 8 TR 1

K1 teawin T4

Fig.1 Molecular structure of compound
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Table 1 Selected bond distances (nm) and angles (°) of compound

Sn(1)-0(1) 0.193 73(8) Sn(1)-C(1)#1 0.215 3(4) Sn(1)-C(1)#2 0.215 3(4)

Sn(1)-C(1) 0.215 3(4) 0(1)-Sn(1)#3 0.193 73(8) F(1)-C(5) 0.136 8(4)

C(1)-C(2) 0.149 1(5) C(2)-C3) 0.138 2(4) C(3)-C(4) 0.136 5(5)
0(1)-Sn(1)-C(1)#1 107.36(10) 0(1)-Sn(1)-C(1)#2 107.36(10) C(1)#1-Sn(1)-C(1)# 111.50(9)
0(1)-Sn(1)-C(1) 107.36(10) C(1y#1 Sn( )-C(1) 111.50(9) C(1#2-Sn(1)-C(1) 111.50(9)
Sn(1)-0(1)-Sn(1)#3 180.0 C(2)-C(1)-Sn(1) 113.92) CR3)-C(2)-C(7) 117.003)
C(3)-C(2)-C(1) 121.2(3) C(7)-C(2)-C(1) 121.8(3) C(4)-C(2)-C(3) 122.3(3)
C(5)-C(4)-C(3) 118.2(3) C(4)-C(5)-F(1) 118.03) C(6)-C(5)-F(1) 119.5(3)

Symmetry transformations used to generate equivalent atoms: #1: —x+y, —x, z; #2: —y, x—y, z; #3: —x, —y, —z.
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Fig.2  Projection of the unit cell of compound
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