525 B 2 W Ml 1k 2 2% il Vol.25 No.2
2009 4E 2 CHINESE JOURNAL OF INORGANIC CHEMISTRY 213~217

ZIETESNIEFR ZBREEA S 4{[n-Bu,Sn(0,CCH,CHNH,-p)],0},
HER EHREFULERR

RE S EolAk JRREY Bz FEHE KEHK YRE
(B[R UF ST RRALF B MAAL S & M8 421008)

TE., E T AR B T &R W 121 R, & LT B T 3648 6 S Ok L R BRI A ) {[n-Bu,Sn(0,CCH,CeH,NH) .0},
26 XS EATH IR e T H AR A A5 h JE SR R A I E P2y/n, T 02 L Sny0, #4014 ST T DU T 58 Ry o IR 1 Ak
GERY A IEL T 14 SR T AT P I A A BUHE A AR o L2 A 3R A T i T Ak 2 ST S BT T RS I R E T A T LR R R DL e —
BBV 43 T FUE 0 AL BURRAE

KR, ZIE TR, MEEROR, G, MRS, A
HESES: 0614.432; 0641.12°1 LHERFRIRAD . A XEHS . 1001-4861(2009)02-0213-05

Synthesis and Crystal Structure of Dialkyltin p-aminophenylacetate
Compound {[n-Bu,Sn(O,CCH,CH,NH,-p)],0},
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Abstract: The dialkyltin p-aminophenylacetate complex {{n-Bu,Sn(O,CCH,C¢H,NH,-p)],0}, was synthesized by the
reaction of dialkyltin oxide with p-aminophenylacetic acid. lts structure has been determined by X-ray single
crystal diffraction. The crystal belongs to monoclinic space group P2/n, with a=1.336 3(2) nm, b=1.168 5(2) nm,
¢=2.267 3(4) nm, 8=93.391(3)°, Z=2, V=3.534 1(11) nm’, D.=1.470 Mg-m~, w(Mo Ka)=1.451 mm™', F(000)=1 592,
R,=0.032 6, wR,=0.062 6. In the complex, the tin atoms are rendered five-coordination in a distorted tigonal
bipyramidal structure, and the dimer structure is shaped by one Sn,0, planar four-membered ring. The study on
title complex has been performed with quantum chemistry calculation by means of G98W package and taking
Lanl2dz basis set. The stabilities of the complex,the orbital energies and composition characteristics of some

frontier molecular orbitals have been investigated. CCDC: 709272.
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1.1 {UEEMIKF

IR A H A< & ¥ FTIR-8700 21 7k % 1% % (4 000~
400 cm™,KBr)W % , 76 & 43t Hl PE-2400(1)JC % 43
B AW 5, Ak AR 45 4 ) Bruker SMART APEX
1000X-5F AT S AE | 485 s H X4 B0 W U
D ASC 5 i T a0 34 2k 23 A
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IE T AR .0.300 g (2 mmol) X 2 FE 2K 2, Fl 40
mlL R TE L BESEFE N I B 73 K SO 5 h, BEsE
ZE R B 2B A s 0 S e T R TR A A 2
VR H 2 AR TC B AR 0.512 g, 77 R 65.6% , 1
148~150 °C, £LAMGIE F 2 W4 . 3 448.5(m ,N-H),
3003.0(m, & C-H),2 956.7 (m),2 925.8 (m)[C-H], 1
647.1(s), 1 583.4(s)[v.(COO)], 1 421.4(m), 1 379.8(m)[r.
(CO0)],638.4 (m,Sn-0-Sn),596.0 (m,Sn-0),499.5 (w,
Sn-C) em™, JTEE T (CouHoN,0,Sny) , T EAE (%) : C,
49.14;H,6.65;N,3.58,, SLMH (%) . C,49.62;H,6.02;
N,3.74,
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T W — K /R 0.24 mmx0.22 mmx0.16 mm
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1.168 5(2) nm,c=2.267 3(4) nm,3=93.391(3)°,Z=2,
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Fig.1  Molecular structure of the title complex
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Table 1 Selected bond distances (nm) and bond angles (°) of the title complex

Sn(1)-0(5A) 0.204 8(2) Sn(2)-C(25)
Sn(1)-C(21) 0.211 7(4) Sn(2)-0(3)
Sn(1)-C(17) 0.211 9(4) Sn(2)-0(1A)
Sn(1)-0(5) 0218 6(2) 0(1)-C(1)
Sn(1)-0(2) 0.226 3(3) 0(1)-Sn(2A)
Sn(2)-0(5) 0.202 8(2) 0(2)-C(1)
Sn(2)-C(29) 0.212 2(4) 0(3)-C(9)

0(5A)-Sn(1)-C(21 109.45(13) 0(5)-8n(1)-0(2)

0(5A)-Sn(1)-C(1 ) 106.31(12) 0(5)-5n(2)-C(29)

C21)-Sn(1)-C(17) 143.51(15) 0(5)-5n(2)-C(25)

0(54)-8n(1)-0(5) 76.37(9) C(29)-Sn(2)-C(25)

C(21)-Sn(1)-0(5) 96.61(13) 0(5)-8n(2)-0(3)

C(17)-Sn(1)-0(5) 98.60(12) €(29)-Sn(2)-0(3)

0(54)-8n(1)-0(2) 90.04(10) C(25)-Sn(2)-0(3)

C(21)-Sn(1)-0(2) 86.01(13) 0(5)-5n(2)-0(1A)

C(17)-Sn(1)-0(2) 86.92(13) C(29)-5n(2)-0(1A)

0.213 7(4) 0(4)-C(9) 0.122 4(5)
0.216 1(2) 0(5)-Sn(1A) 0.204 8(2)
0.230 6(3) C(1)-C2) 0.150 8(5)
0.125 2(5) C(9)-C(10) 0.151 5(6)
0.230 6(3) Sn(1)--0(3) 0.280 2(3)
0.125 1(5) Sn(1)--0(4) 0.500 5(4)
0.129 2(5) Sn(2)--0(4) 0.296 4(3)
166.28(10) C(25)-Sn(2)-0(1A) 81.35(15)
110.11(15) 0(3)-5n(2)-0(14) 171.46(10)
114.83(15) C(1)-0(1)-Sn(24) 133.3(3)
133.44(19) C(1)-0(2)-Sn(1) 136.9(3)
80.12(9) €(9)-0(3)-Sn(2) 113.503)
101.10(15) Sn(2)-0(5)-Sn(1A) 135.47(12)
97.91(14) Sn(2)-0(5)-Sn(1) 120.86(11)
92.43(10) Sn(14)-0(5)-Sn(1) 103.63(10)
85.32(15)

Symmetry transform ation used to generate equivalent atoms: A: —x+1, —y, —z.
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Table 2 Calculated some frontier molecular orbitals composition of complex

MO & | Hartree Sn 0 N c(1) C(m c(m cv) H
149 -0.364 6 99363 303158 0.001 2 0.163 2 0.0815 11890 547679 3.544 9
150 -0.344 6 0.124 5 0.904 8 0.001 7 0.075 4 0.1106 973039 1.256 7 0.132 4
151 -0.333 3 0.240 7 0.951 0 0.128 4 0.030 1 00819  97.8272 0.616 7 0.225 6
152 -0.293 2 0.033 3 24862  29.0347 2.499 5 07634  63.6770 0.449 0 1.054 8
153HO -0.28 13 0.081 8 25653 251754 3.009 1 17519 65.869 0 0.741 4 0.805 9
154LU 0.023 7 59.071 9 7.194 4 0.014 7 4980 5 2.561 0 24324 20996 1 2.749 5
155 0.066 6 540827  18.620 8 0.013 5 5.889 3 3.177 8 29465 13562 4 1.706 3
156 0.120 8 1459 5 0.977 8 0.066 8 3.189 7 22892 825582 6.997 8 2461 1
157 0.138 9 0.055 3 0.359 8 0.052 5 05523 0.7996 93.868 5 2.346 8 1.965 2
158 0.151 6 4398 0 1.606 5 39116 3.864 2 0.8457 718244  10.1496 3.400 2

HOMO
Kl 2 a5 PUiE s B
Fig.2 Schematic diagram of frontier MO for complex
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B Mulliken 77 J& 43 #7715 21 25 #5 B2 50 1 Ji F
HLfT N6 3 BT, S/ R far A S 1 — 26 R A
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1.834 015 1 1.806991 MY IEH |, i A & 137 1E
ML, BT R R AR I o (2) B Y
FR2 LB AR IR 1 5 W F i R 9 ik A 179 e i 1E FEL |
Homb i JE T3 G (3) 5 Sn IR ELHEAHE 1Y IR
T LT, 4 HlisFE 0(1):-0.538 175.0(2):
-0.741 460 ,0(3):-0.836 549 .0(5):-1.159 900, C(17):
-0.810 916.C (21): -0.799 568 .C (25): -0.872 270,
C(29):-0.861 023, % B 8} i 38 i Sn-C 4 F1 Sn-0
HOR AT AL R ¢ MO IR b SR Wk S g B A
Bk P | I Sn-C M1 Sn-0 B E A — &
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Table 3 Atom's charge (e)
Sn(1) 1.834 015 H(9) 0.255 048 C(19) -0.321 140 C(26) -0.246 707 Sn(2) 1.806 991
C(8) -0.342 939 H(21) 0.167 607 H(37) 0.187 420 o(1) -0.538 175 H(10) 0.259 773
H(22) 0.194 703 || H(38) 0207296 || 0() ~0.741 460 || C(9) 0.544 441 || C0)  —0.631271
CR7) 0325742 || 0Q3) _0.836549 || C(10)  -0.488936 || H(23) 0.191 670 || H(39) 0.176 742
0@) ~0.516 875 || H(11) 0.244 414 || H(24) 0.194 156 || H(40) 0.178 284 || 0(5) ~1.159 900
H(12) 0213 038 || H(25) 0212915 || C28)  -0.626826 || N(I) ~0.759 506 || c(11) 0.275 646
CRl)  -0.799 568 || H(41) 0.191 896 || H(1) 0314062 || C(12)  -0383515 || H(26) 0.224 624
H(42) 0206772 || H2) 0312123 || H(13) 0274 107 || HE27) 0277632 || H43) 0.197 000
NQ) ~0756738 || C(13)  -0376032 | C(22)  -0.291286 || C(29)  -0.861023 || H(3) 0317 133
H(14) 0.257 686 || H(28) 0.170 275 || H(44) 0237 625 || Hd) 0316 556 || C(14) 0340 822
H(29) 0212444 || H(A5) 0230767 || C(1) 0516550 || C(15)  -0.407548 || C(23) 0313 637
C(30)  -0297842 || CQ2) ~0.468 493 || H(15) 0257 648 || H(30) 0.161 422 || H(46) 0.200 940
H(5) 0223467 | C(16)  -0314019 | H(GI) 0.183 763 || H(47) 0.196 257 || H(6) 0.191 745
H(16) 0.274 609 C(24) -0.622 965 C(31) -0.311 417 C@3) 0.221 298 C(17) -0.810 916
H(32) 0.196 391 H(48) 0.170 059 C4) -0.306 919 H(17) 0.244 692 H(33) 0.196 694
H(49) 0.188 895 H(7) 0.291 241 H(18) 0.244 764 H(34) 0.192 657 C(32) -0.596 373
C(5) -0.400 324 C(18) -0.293 965 C(25) -0.872 270 H(50) 0.192 531 H(8) 0.259 910
H(19) 0.179 647 H(35) 0.238 550 H(51) 0.195 682 C(6) 0.351 635 H(20) 0.222 453
H(36) 0.233 432 H(52) 0.183 610 C(7) -0.415 348
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