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AR, WED 25 Mrst R, UlESKESH. &
-1 <h <29 -29<k<l, -18 <l <1, Ouu=
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Table 1 Details of Data Collection, Processing and Structure Refinement

molecular formula [Sn(CaHy)2(C1oHaN105) (C:HsOH) ] unique (n) 5136

molecular weight 966. 33 observed [ I = 20(1)] 2442

crystal system tetragonal absorption coefficient/mm~* 1.112

space group I4,/ a (No. 88) No. of variables, p 244

a/nm 2. 4890(2) weighting scheme, ! o?(F2) +(0.001P)2+3.000P
b/nm 2.4890(2) P (F2+2F%/3
¢/nm 1.5170(3) R\" (for observed data) 0. 0530

V/nm* 9.398(2) wR;" * (for observed data) 0.0971

Z 8 R," (for all reflections) 0.1024
F(000) 3968 wR;” * ({or all reflections) 0.1172

density (caled) /(g cm~®) 1.366 §S=Goof" " " 1.023
reflections measured total 5141 residual extreme in final difference map/ (e - nm~?) —329 0 365

IRl -1F]] S Lw(FI-F2)?
‘Ri= , CCtwRisN T
3 | F.l T w(F2)?

WE. ZEPHEEIN BT/ Fourier Bl K
H, HRSFATFHAENNBESITHEPED, H25
BANGHEHEFITE. 2BEIRFLIRAEEM
PHEREETFE2LERER/D _REHITEIEZ IR
Mt Bfg IE 28818 75 IBM PC-586 i 8
PL_E LA SHELXTL NT 5. 10 )% (Sheldrick, 1995) i#
1o & 148508 THERSYH SMEREEHIE,
CCDC: 212696,
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Fig.1 Molecular structure of the title complex

2 2)2
“Goof = S = /E w(Fe - F.)
R-p

2 snl MR B EHE
Fig.2 Coordination polyhedron around Snl atom
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Fig. 3 Packing diagram of the complex molecules in a unit cell
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Table 2 Selected Bond Lengths (nm) and Bond Angles(°)
Sn(1)-C(15) 0. 2079(3) Sn(1)-0(4) 0.2448(3) 0(4)-C(19) 0. 1348(5)
Sn(1)-C(11) 0.2100(3) Sn(1)-0(2)* 0.2799(2) N{(1)-C{7) 0. 1316(4)
Sn(1)-0(1) 0.2173(2) 0(1)-C(7) 0. 1290(4) N{1)-N(2) 0. 1370(3)
Sn(1)-N(2) 0.2245(2) 0(2)-C(9) 0. 1279(3) N(2)-C(8) 0. 1297(4)
Sn(1)-0(2) 0.2311(2) 0(3)-C(9) 0.1233(4)
C(15)-8n(1)-C(11) 159.22(12) 0(2)-Sn(1)-0(4) 140. 77(7) C(8)-N(2)-Sn(1) 121.1(2)
C(15)-8n(1)-0(1) 95.67(11) C(15)-8n(1)-0(2)" 78.9(1) N(1)-N(2)-Sn(1) 118. 66(17)
C(11)-8n(1)-0(1) 97.95(10) C(11)-8a(1)-0(2)* 82.0(1) N(2)-C(8)-C(10) 124.1(3)
C(15)-Sn(1)-N(2) 103. 59(10) 0(1)-8n(1)-0(2)" 153.6(1) N(2)-C(8)-C(9) 113, 8(3)
C(11)-Sn(1)-N(2) 95.78(10) N(2)-Sn(1)-0(2)*" 136.2(1) C(10)-C(8)-C(9) 122.1(3)
0(1)-$n(1)-N(2) 70.18(8) 0(2)-$n(1)-0(2)* 66.5(1) 0(3)-C(9)-0(2) 126.5(3)
C(15)-8a(1)-0(2) 90.55(11) 0(4)-8n{1)-0(2)* 74.3(1) 0(3)-C(9)-C(8) 116.3(3)
C(11)-Sn(1)-0(2) 89.11(9) C(7)-0(1)-Sn(1) 115. 68(19) 0(2)-C(9)-C(8) 117.2(3)
0(1)-8n(1)-0(2) 139. 82(7) C(9)-0(2)-Sn(1) 117.48(18) €(12)-€C(11)-Sn(1) 115.1(2)
N(2)-5n(1)-0(2) 69.77(8) C(9)-0(2)-Sn(1)* 128. 3(2) C(16)-C(15)-Sn(1) 120.9(2)
C(15)-Sn(1)-0(4) 83.31(11) Sn(1)-0(2)-Sn(1)* 113.5(1) 0(4)-C(19)-C(20) 103. 8(4)
C(11)-8n(1)-0(4) 83.85(11) C(19)-0(4)-Sn(1) 136. 6(3) 0(4) —H(4)---0(3)"  171.00
0(1)-8n(1)-0(4) 79.41(8) C(7)-N(1)-N(2) 109. 1(2)
N(2)-Sn(1)-0(4) 149, 26(8) C(8)-N(2)-N(1) 120. 0(2)

Symmetry transformation codes: #1: 1.5-x, 0.5-y, 0.5 -z

AEF N2, kBTFZEEA+FTHN 1 MTE2EAR
F 04, LISk B T2 MNETEMBKIETF C11 #C15
SRR, HPREARETF O2 fEREFIETF
Eley XS —MBIEF Sn1Y, Sn1*-02 KM
37 0.2799(2) nm, HAAL 0 — Sn - FHEEKNE
£ (rc(0) + r¢(Sn) +0.50 =0. 066 +0. 140 +0. 050
=0.256nm) BE¥, {HEIXE/T Sn 1 O JRF A
EBEXZZM (0.368nm), XFEH 02 5 Snl1"' (5
Snl 5 02")Z B E4A T RHNESEH. i F4HF
BIKXFMER, FEHZEREGYEREPRH 24
( n-Bu) 2Sn(C10HsN:0;) (C:HsOH) 43 FilE I B EEIR
FH5BIETEIWEMITBRIER, BRTREBLX
R RIEGH, SNHRPLETFRNMEBEFEREN
F.LR b, BEWHSFHRFEE— Sn0: FH A
EHF.LHFE,. ERESYHF.0BIETFRHENE
W, Snl [EF A B KA FFEER: 01.02.02" .04 H
N2 58T HFEYE LM EIE, 01.02,.02".04
F0 N2 3L (Be ¥ 1), B KIMZED8 0. 0075nm,
Snl {REI B TE 1 FEER R 0.0012nm, = ANIE
TEBREF C11 #1 C15 W 5 38 T % 5 & w0 i B

mALE, B C15-Sn1-Cl1 84K 159.22(12)°, ©
5 180°{WES T 20. 78°, EHIlt, EZRGYHNI F45
b, FOBIRET IR BRI A SRR
2 (H25n). E-RBERAYHNSEHRERS
ZER{KE 4 W {(n-Bu)2Sn[2-(POsH) CsH;NCO,-6]
(H;0) }.'', {(CH3) »Sn[ (0,CCH:) ;NH] (H:0) } "
{(PhCH:) »Sn[2, 6-(0:C)2CsHsN] (CH:OH) }.'*1 %5 4
ZHE e, BXxs-RERA%H 0 — Sn K
BRKEZHFEREASYHW 0 - Sn K@ KHE
B, EEAYHN 0 — Sn ERKES —BER
%% {( n-Bu) 2Sn[ ( TIS'CSI'LS) Fe( 175-C5H4) CO.] 2} 2110
) 0 — Sn EcEBRE K HMHEE, BRENRMER
HXHEWARMSREESYE _REESY 1w-O-
{[ #-( n-Bu)2Sn( u-FcCO:) ( n-Bu):Sn]1FeCO: } " A H,
B, MEXLREHERIZLZR O — Sn BEBEKEY
H HRBAFE. BRSNS TF8MATF, Snl-
01[0.2173(2) nm]~ Sn1-02[0.2311(2) nm] #1 Sn-
N[0.2245(2) nm] FR KA N A AR /I =
£ 4k BC AL 45 W 8 BL & 4 Ph.Sn[ OCeH.CHN.C
(0) C¢HuNH:2-0] (0.2076nm. 0.2119nm F 0.2163
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nm) 2, (n-Bu) .Sn(OCsHsCH =NCH(i-Pr) CO.)
(0.2078nm. 0. 2151nm 1 0. 2158nm) > [ Ph,Sn(2-
0C10HsCH = NCH,CO:) ] SnPh>CL (0. 2068nm-, 0. 2188
nm 1 0. 2136nm) ") dHAHXF K &) Sn-O §8 1 Sn-N 42
HEKErEK .

EZRESYNSFEHS, B 2- RENRER
BERT Schiff BABLIRIRHLAY O1, C7. N1 1 N2 FJHF
M Snl JRFAE BN A AL E—FEL (BS
Y| 2), /DR FEEMR2% 0. 0016nm;
B 02, C9, C8 il N2 FF-FH Snl IR FAAE BN A
ST (BEmE 3) tEdh Ly, HE/h "%k
Y HEAEHmEN 0.0037nm . B4V H 2 5EE&F
H3IW_HmMANL1.6°% BESVEH2MEFLEI S
Bof W 1 M E AL B 1. 1°F 1. 3°.C1 FrfE)
AL E SRAEE 1. BS54 2 MESFE3
F MBI 2. 8°.3. 9°F1 3.4, AL, A
R FHRIETEMZES FHIOZES, HEH
JRFEAE FARILEM .

EVERSYH, C7-01 K H 0.1290(4)
nm, Bt FIE# KA B K (0. 1430nm) FIXUH
84 (0. 1224nm) Z 8], C7-N1 B98N 0. 1316(4)
nm, 5 C-N S5 K (0. 147nm) #l C =N @K
(0.127nm) HLBABL, CI-NIBEEIETF C=NN
8, C7-N1 42K 5 C8-N2 @K [0. 1297(4) nm] AHE:
3T, N1-N2 84K 0. 1370(3)nm, /& T N-N Hjgi K
WHE Us- 0], XBEEBHRRIT, 2- BREFNFREFBEAR
Schiff AR E T HWELBHE RS Sn R FER
THIEESIFN, TE 2- BRETTBRETH BEAR Schiff &
BEPERT -C=N-N=C- SEREHEH I
R, XHE ARG TRAMRFHILE M,

W, TERE RSO FER R, RS8BIRF
Snl (5% Sn1"') ECLA—PREEFEF 03" (3k 03)
52RE&ESTHE —RAZES TFHHBRESER
TZER&LSTFAHEAR (03" -HBRBRKN
0. 1345nm, 04 - H---03" B84 171.0°], X5,
X RS TFHERBNFERTERSYU—E
HRBRESHATENS —EBEEZERR, EN_BESF
I AR 4R T —E MIsEER.
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Synthesis and Crystal Structure of the Dimer Complex [ ( n-Bu).Sn(C;eHsN:0s) (C:HsOH) ].

LIU Hong-Wen' LU Wen-Guan*'' TAO Jia-Xun®> WANG Ru-Ji?
(! Department of Chemistry, Shaoguan University, Shaoguan 512005)
(2 Department of Chemistry, Tsinghua University, Beijing 100084)

The novel seven-coordinate complex [ ( n-Bu)2:Sn(CioHsN20s) (C:HsOH) ]2 (CioHsN205>~ is the dinegative ion
of 2-oxo-propionic acid benzoyl hydrazone) was synthesized by the reaction of (n-Bu):SnO with 2-oxo-propionic
acid benzoyl hydrazone in 1: 1 molar ratio in benzene-ethanol ( V/ V, 3/1), and its structure was characterized by
X-ray single crystal diffraction. The crystal belongs to a tetragonal system with space group 14,/ a, a =2.4890(2)
nm, b=2.4890(2) nm, ¢=1.5170(3) nm, V=9.398(2) nm?, Z=8, F(000) =3968, D.=1.366g - cm>,
and the structure was refined to final R, =0. 0530, wR,=0.0971. The structure of the title complex is described
as a dimer through weak interactions of Sn:-- O bonding and hydrogen bond. The tin atoms rendered sev-
en-coordination in a distorted pentagonal bipyramid geometry structure, four oxygen atoms [01, 02, 02" and 04]
and one nitrogen atom N2 formed the equatorial plane and C11-Sn1-C15 is the axis. CCDC: 212696.

Keywords: diorganotin carboxylate 2-oxo-propionic acid benzoyl hydrazone crystal structure
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