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G T HE A AW {(n-Bu):Sn[ (°-CsHs) Fe( 7°-CsHa) COO0 2 )z, FATTR 4T (A4 G B RE AL 3% ((H.PC ' *Sn) AT T
RUE, FAX-HELBHHLIVT RN EHAGEN, QEBAMNAER, THEBE P2/c, BB a=11.753(4) A, b=21.133
(M)A, ¢=23.374(9) A, B=101.62(3)°, V=5687(4)A’,Z=4, D.=1.614Mg * m~*, uw(MoKa) = 1.912mm"", F(000) = 2800, &
KURET R =0.0827, wR, =0.2085. Fe AW T2 P LI, BRE Sn0: PLARW ZRELEH, BIBEFES 0K
T2 CRTERMAM N A JLAWE, Hp SO0 REFIRBEENFET, M C-Sa-C HEAS WIS,
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1 SRES

1.1 RAFF0{EE

TR (AL T ) AL, FE
JEER; (n-Bu) SnO(ALFEAT = 4T ) REAR
R Ao trel, HEEMER; ZBEF 8 [ (n°-CsHs) Fe
(7-CsH.) COOH] & B Uik V'S " fy 7 ik & Al 3 4l
. BEITTES#HH Carlo Erba 1106 B G ZE 44 M
SEAX UG ; L0461 E F Pekin-Elmer FI-IR 1160
BT 51 3B 74X (4000 ~ 450cm ~') W44 (KBr /& R % );
L CDC; /E % 7I7E Bruker ACP-200 %Y A% R 2t R {50 M)
78 '"H NMR i%, #£ Vrain UNITY-200 %Y 8 & 2L 8% (3L
8 >C NMR #1 '°Sn NMR i%, #il 'H NMR #0 °C NMR
LA TMS YE A #5, 310 1°Sn NMR i L4 ( n-Bu) «Sn
(- 6.60)fESMR; 15 S A X BB G0 s U {30 15
(BEITAREKIE); LA Rigaku AFC-6 DY 547 5343
TE L E W) RS
1.2 REESHHEN

( 7°-CsHs) Fe( 7°-CsH4) COOH 2. 30g( 10mmol ) %1
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(n-Bu) :Sn0 1. 25g(5. Ommol) & M A 100mL # 10
Bt A CHs/C:HsOH(V/V, 3/1) RGN
50mL, ZE 437K &4 T BEHE [ U 6h, 2 #d ik, e BE
KETHTEN, BREERARMEBHR, LI CCL1E
BRI EE MBS KB 3. 10g, E N 89%,
175.0~176.0C, JT & 4 7 CeoHnFesOsSn;
(%, 38 E): C52.12(52.15),H 5. 24(5.25) B &
W RERE T IRAEEHRE, EEPITR
EFFTE, BEMABHAHR, 5B T CHs. CCL,
CHCL:.(CH»).SO %Mk, HHEEREFE, HE
F C.H;OH.CH.OH /K%,
1.3 REZHMHNE

Ba bW BE AWML HETEEMW CHs/
C:HsOH(V/V, 1/1) RGN, ibENEEIEEL,
WRIEBEBLOEFEHRBE, ERA/NDO0.5x0.4x
0.6mm K H AL A B &, 7E Rigaku AFC-6 M4 [E
ML E, B/ 293(2)K T, A2 A BRER/LY
MoKa $1£8 (A=0.710694), LI w/260 A HF KUK
EWHRELE., AERE. L SHELXS-86 5 #
BREEH, HRASEER /D ZFRE, U
SHELXL-93 2 E4#, SR FRIERHEm
Ao

CCDC: 193108,
2 #ZR5WHE
2.1 4I5hkiE

7 (7°-CsHs) Fe( %*-CsHs) COOH # {( n-Bu) 2Sn
[ ( 7°-CsHs) Fe( °-CsHs) COO ]2}, BIETAMRIE R F
PRA RGN EMBFERKE (v/em ')
~ 3100, ~ 1100, ~1000(9 ~ 10pm XL ), ~ 820, ~
480 %, B EABRTE S (n-Bu).SnO FEHECE WG
ERBERALEEIEM. SEERILE, BWE
% v(OH) T UYE (3000 ~2500cm ') K o 4535 B
S(OH) R Wi (937 e ') ZEELBYIHFIH K, MK H
It B A B R FRFD X FR (0 48 4k 3 X 38 R B SR T AR B )
R Wi (2958 ~2850cm ') HHL, R THRERN XK
FAMBREEFWEA; FHEBESYE 687cm™' &b
BT A R 5 B AR AR v(Sn-0) IR IEE D -1 R
L TEESWHIESR; Wi, EREAYE, BRIk
HER MR A v.(CO0) (1659em ') F ».(COO)
(1284cm ") R WU 43 HIA5 2 1574em ™! A 1334 em ™!
g, i — S RABLERIRESH BN,

m. p.

2.2 ZEEIRE

%t ( °-CsHs) Fe( n°-CsHy) COOH REE S [ (n-
Bu) :Sn[ ( #°-CsHs) Fe( n’-CsHi) COO]J .} . # 17 T
‘H NMR."’C NMR."°Sn NMR #1E .

2.2.1 B4R (7°-CsHs)Fe( n*-CsHy) COOH

‘H NMR (DMSO-ds A7 5). 8: 4. 70[s, 2H, CsH.
(0)].4.45[s, 2H, CsHs(m)]. 4.22(s, SH. CsHs):
12. 15(s, 1H, COOH) .

2.2.2 BEW{(n-Bu):Sn[(n-CsHs)Fe( n'-

CsH.)C00].}-

‘H NMR, &: 4. 89(s, 2H, CsHi(0) | .4. 44[s, 2H,
CsHs(m)]. 4.25(s, SH, CsHs); n-Bu: 1.70~1.90
[mb, 4H, (CH.) (e, B)].1.35 ~1.55[mb, 2H, CH
(v)1.0.94(t, 3H, CH3) .

BC{'H} NMR, &: 71.00[CsH:(0)].71. 54[ CsH.
(m)]. 69.85(CsHs). 70.85[CsHs(q)]: 181.92
(CO0); n-Bu: 25.78[CH:(a)]. 26.82[CH:(B)].
26. 63[CH:(y)].13. 59(CH,) .

"Sn{'H} NMR, &: —152.51,

B & ¥ {(n-Bu) ;Sn[(7%’-CsHs) Fe(7'-CsH.)
COO0]J .} . B '"H NMR 15§ R B 8 R 8, Aok
BRP R R B F I8 COOH(12. 15) 1Rk, KB M
JEFIE (0.94~1.90) HH, XRESYEHRMWEE
FR.UWRARKREEI XA FHSHE MM, X
Ha bkl -8 5SEARILE. BL& Y%
BEBuEAWKEMBRASMKEGHIHIE A6=
0.19, XARERRESGH A MBI G FEARH
FHEEBRES, BERXAPNEANBEFZEE K
KEEM, MERFFEBEFRBN ., RaWM
PC NMR i&H HRZ 3| — A IE T &R °C $hiRig, i
HFHEHAAETEMMNYMN CREBRTSE
#ft. '"Sn NMR #£7E - 152. 51 AL Bl — 3%, & 53X
BR DV IRIBEBI GBS Y b 1 A 'PSn AR
UG B 7 B A — B,

2.3 REkEH

RIBHTHBEEREY N RIEERE,

BL &Y 0 F 450 A 7E M TR A S AR B s 1 13
1 FE 2, EFERFUIERBSEIN TR 2, HiiE
KEFERMAITE 3,

BL& ¥ db ik ny B h o & B H B R B AN B 1
HEMEZS [ B e & AR R E S EFE M1
{(n-Bu):Sn[ ( 7°-CsHs) Fe( n°-CsHs) COO 2} 2 # A,
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£ 1 HREARSUWNREFHE
Table 1 Crystal Structure Parameters of the Title Complex

empirical formula CeoH2Fes0sSn2
formula weight 1381.96
temperature /K 293(2)
crystal system monoclinic
space group P2./¢c
a/A 11.753(4)
b/A 21.133(7)
c/A 23.374(9)
B/{°) 101. 62(3)
volume /A® 5687(4)

Z 4

density (calculated) /(Mg » m~’) 1.614

absorption coefficient

u{Mo Ka) /mm~*

F(000) 2800

1. 77° 10 25. 00°

-13< h=<13,0< k<25,

1.912

theta range for data collection

index ranges

0s <27
reflections collected 7546
independent reflections 7487
refinement method full-matrix least-squares on F*
data/ restraints/ parameters 4171/0/669
goodness-of-fit on F? 0. 828

final R indices [ 1> 2a( /)]

R indices (all data)
largest diff. peak and
hole/ (e * A°3)

Ri=0.0827, wR,=0.2085
R, =0.1537, wR,=0. 2556

1.076 and -0. 995

1 HERSYNSTEN
Fig. 1 Molecular structure of the title complex
BN EE - M REARTEANE FEERA
BIRFWEREA O RS H, BB
YR FHYFELE 4 Sn0, FHEEHE H.L K
¥, WNESYS T8 Sn.0, MHATE .0 NIFE
BIA MM 78.07(4)°% BRT “REKBPRY MR
EEESHVMAERWBRMBAFTEXFINH, X

A2 REERCE Yo 1 dh I AP R HERR

Fig. 2 Packing of the title complex molecules in a unit cell

HASFRJLMERAERAMER, X BNEEITE
Snl IO ECPAIEE

ESnl BEYHFH, BAETERETS
Snl H## 4 # Sn1-C23 1 Sn1-C27 KK E 2 7
9 2.098(8)A f12.092(10)A; — ek P BME ARy
REAFEF5 Snl JE B # Sn1-01. Sn1-02. Sn1-03
0 Sn1-04 IS HI0 2. 453(5)A 2. 132(6)A |
2.509(5) A # 2. 158(5) A; & %k P BRHEMF Y O3
FF5 SnlA BRI B ALK (E R 2. 743(20) A, 1k
O—SnBTHERE (rc(0)+ rc(Sn) +0.50=0.66
+1.40 +0.50 =2.564) @K BK, CNZAHELEE
LR EAEA TR XSS FH, R
PR UESEHNEERSS R FR’E I,
HYe 1M EEFRESS - THPBERFEE TS
B, AT LUBEFASLHEERMNEISE
&Y. Snl ¥R B M B R ER: 01,02.03.04
MO3A A WAMEFXENKERMmM,
C23-Sn1-C27 A A MR, Hama M A 154.7
(4)°, AR 180°, T AL T HI 8 A9 T A X4k Lol 44
B, b FHREME EHIAIMA [01-Sn1-02 56.4
(2)°, 02-Sn1-04 84.6(2)°, 03-Sn1-04 55.4(2)°,
03-Sn1-03A 66.1(6)°, 01-Sn1-03A 97. 6(6)°] Z
7 360. 1°, 388 01,02.03,04.03A 5 Snl JLF4b
F—FE L, SEMBE W [RSn(0:.CX): .Y By
AH 8 K (E EE 8, Sn1-01.Sn1-02.Sn1-03 1 Sni-04
HIRREERMEL, EFRSES Y 03-SnlA B
RELH 0. 158 UL, XURBEASYEREAWHEN
"Rk, SEREHRESENVEST 6 B
i ANTRE R S A A R < B[ g3 {1 T
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Table 2 Nonhydrongen Atomic Coordinates( x10°) and Equivalent Isotopic Displacement Parameters (A? x 10°)

atom X Y 4 Ueq” atom X Y 4 Ueq®
Snl 9174(1) 724(1) 458(1) 50(1) C24 10779(8) 1702(5) 111(4) 101(4)
Sn2 6496(1) 5292(1) 795(1) 54(1) C25 11149(9) 2145(4) -3634(9) 98(4)
Fel 12441(1) - 645(1) 1932(1) 47(1) C26 11256(11) 2463(6) -161(7) 180(7)
Fe2 5578(1) 1959(1) 1216(1) 57(1) C27 8310(7) -65(5) 704(5) 91(3)
Fe3 9471(1) 6856(1) 2298(1) 54(1) C28 7205(9) -173(6) 560(8) 218(8)
Fe4 2718(1) 4326(1) 1465(1) 60(1) Cc29 6657(10) - 666(7) 903(7) 191(7)
01 7284(4) 1243(2) 150(2) 62(2) C30 5808(14) -933(9) 635(6) 234(9)
02 8545(4) 1445(3) 952(2) 66(2) C31 8557(11) 7653(5) 2109(5) 131(5)
03 10946(4) 51(3) 493(2) 62(2) C32 9346(9) 7757(5) 2526(6) 137(4)
04 10634(4) 689(3) 1185(2) 59(2) C33 9336(7) 7376(5) 2998(4) 93(3)
05 4575(5) 4650(3) 481(2) 69(2) C34 8334(7) 7038(4) 2797(5) 129(3)
06 5681(4) 4716(2) 1339(2) 57(2) C35 7837(9) 7170(7) 2272(8) 220(7)
07 7752(4) 5465(2) 1569(2) 56(2) C36 11068(6) 6691(3) 2111(3) 54(2)
08 8169(4) 5979(3) 836(2) 77(2) Cc37 10915(5) 6290(3) 2574(3) 50(2)
Cl 12783(6) 295(3) 1978(3) 50(2) C38 9892(6) 5919(3) 2376(3) 52(2)
Cc2 13823(6) -60(4) 2189(3) 57(2) C39 9423(5) 6108(3) 1767(3) 50(2)
C3 14029(5) —-449(4) 1729(3) 54(2) C40 10175(6) 6573(4) 1603(3) 64(2)
C4 13101(6) -370(4) 1228(3) 54(2) C41 2785(9) 4985(5) 2269(4) 108(3)
CSs 12325(5) 90(3) 1378(3) 44(2) C42 2588(9) 5276(5) 1678(6) 137(5)
Cé 12527(7) - 1551(3) 2269(3) 62(2) C43 1507(9) 5012(5) 1376(6) 134(4)
Cc7 11617(6) - 1538(4) 1751(4) 62(3) C44 1085(7) 4603(5) 1750(4) 100(4)
C8 10792(7) - 1038(4) 1824(4) 74(3) C45 1865(8) 4604(6) 2289(4) 105(4)
Cc9 11194(6) -770(4) 2415(3) 60(2) C46 4045(6) 4077(4) 1250(3) 54(2)
C10 12233(7)  -1121(4) 2663(3) 67(2) C47 4250(6) 3833(4) 1838(3) 60(2)
Cl1 6859(5) 2067(3) 738(3) 45(2) C48 3291(7) 3439(4) 1870(4) 81(3)
Cl12 7070(6) 2457(3) 1246(3) 53(2) C49 2497(7) 3442(4) 1310(4) 70(3)
Cl13 6107(6) 2094(3) 1223(4) 63(3) C50 2933(7) 3848(4) 898(4) 73(3)
Cl4 5298(7) 2741(4) 701(4) 67(3) C51 8404(6) 5861(4) 1371(3) 55(2)
Cls 5741(7) 2225(4) 397(3) 72(3) C52 4795(6) 4503(3) 990(3) 49(2)
Clé 4496(11) 1182(6) 1103(5) 135(5) C53 5481(10) 6128(4) 703(4) 109(4)
Ccl7 5583(11) 1078(5) 1529(5) 123(4) C54 5116(13) 6340(7) 1192(5) 202(6)
Cl18 5718(9) 1485(5) 1972(4) 99(4) C55 4614(11) 7097(8) 1137(6) 243(6)
Cl19 4750(8) 1872(6) 1899(4) 105(4) C56 3574(17) 6991(10) 1078(9) 283(13)
C20 4045(8) 1693(6) 1388(4) 95(4) C57 7325(7) 4587(5) 378(4) 94(4)
C21 11275(6) 264(3) 984(3) 50(2) C58 8167(12) 4272(8) 659(7) 223(9)
C22 7589(7) 1563(4) 605(4) 62(2) C59 8850(13) 3696(12) 397(18)  270(12)
C23 9730(7) 1330(4) -142(3) 66(3) C60 8448(20) 3693(12) - 168(9) 374(16)
* U{eq) is defined as one third of the trace of the orthogonalized U, tensor.
x3 BorekRIEgs
Table 3 Selected Bond Distances (A) and Bond Angles(°) of the Title Complex

Snl1-01 2.453(5) Snl-C23 2. 098(8) 01-C22 1.250(9) C5-C21 1.431(9)
Snl1-02 2.132(6) Snl-C27 2.092(10) 02-C22 1.272(9) Cl11-C22 1.439(10)
Snl1-03 2.509(5) Snl-03A 2.743(20) 03-C21 1.221(8)
Snl1-04 2. 158(5) SnlA-03 2.743(20) 04-C21 1.318(9)

01-5n1-02 56.4(2) 03-5n1-C23 90.0(2) 01-C22-02 120. 1(7) Snl-03-C21 85.7(4)

03-Sn1-04 55.4(2) 04-5n1-C23 104, 0(2) 01-C22-C11 120.2(7) Snl-04-C21 99.5(4)

02-Sn1-04 84.6(2) 03A-Sn1-C23 78.1(10) 02-C22-C11 119.7(7) Snl-C23-C24 113. 8(6)

03-5n1-03A 66. 1(6) 01-Sn1-C27 88.6(3) 03-C21-04 119.3(6) Sn1-C27-C28 125.9(9)

01-Snl-03A 97.6(6) 02-5n1-C27 100. 4(3) 03-C21-C5 125.4(7) Sn1-03-SnlA 113.9(7)

C23-8n1-C27 154, 7(4) 03-Sn1-C27 89. 1(3) 04-C21-C5 115.3(6)

01-Sn1-C23 85.2(2) 04-5n1-C27 96. 3(3) Snl1-01-C22 84.5(4)

02-5n1-C23 96.5(3) 03A-5n1-C27 78.5(11) Snl-02-C22 98.8(5)

Symmetry transformations used to generate equivalent atoms: A: 2—x, -y, — z.
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Synthesis, Spectroscopic Characterization and Crystal Structure of Complex
{ (n-Bu):Sn|[( ns-CsHs)Fe ( Tls-CsH4 )COO01:}.

LU Wen-Guan™* TAO Jia-Xun*-' MA Zhe-Sheng® XIONG Ming® WANG Yu-Zhen®
(" Department of Chemistry, Tsinghua University, Beijing 100084 )
(* Department of Chemistry, Shaoguan University, Shaoguan 512005)
(* China University of Geosciences, Beijing 100083)
(* Institute of Chemistry, The Chinese Academy of Sciences, Beijing 100080)

The novel complex {( n-Bu):Sn[ ( 7*-CsHs) Fe( 1°-CsHs) COO]2}; has been synthesized and characterized by
elemental analysis, IR and NMR("H, "C and "Sn) spectroscopy. The crystal structure of the title complex has
been determined by single crystal X-ray diffraction techniques. The crystal belongs to monoclinic with space group
P2,/ ¢. The cell parameters are: a=11.753(4)A, b=21.133(7)A, ¢=23.374(9) A, B=101.62(3)°, V=
5687(4)A%, Z=4, D.=1. 614Mg - m?, u(MoKa) =1.912mm"', F(000) =2800. The structure was refined to
final R =0.0827, wR:=0.2085. The title complex molecule structure has binuclear centrosymmetric dimeric
structure in which features a planar Sn;O; core. In the structure the tin atoms rendered seven-coordination in a
distorted pentagonal bipyramidal structure. The oxygen atoms 01, 02, 03, 04, 03A formed the equatorial plane
and C23-Sn1-C27 is the axis of the title complex. CCDC: 193108.

Keywords: diorganotin carboxylate ferrocene derivative spectroscopic characterization
crystal structure
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