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Synthesis, Crystal Structure and Electrochemical Properties of the

One-Dimensional Chain Tri(z-butyl)tin 2,4-Dichloro-phenoxy Acetate
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Abstract: A one-dimensional chain tri(n-butyl)tin 2,4-dichloro-phenoxy acetate has been synthesized and charact-

erized by IR, '"H NMR spectra and elemental analysis.The crystal structure has been determined by X-ray diffrac-
tion. The ecrystal belongs to monoclinic space group P2/c with a=1.350 1(8) nm, 6=1.7854(3) nm, ¢=1.049 2(2)
nm, B=105.146(10)°, Z=4, V=2.4414(2) nm®, D,=1.388 Mg-m~, u(Mo Ka)=1.280 mm™', F(000)=1 040, R,=0.044 2,

wR,=0.121 9. In the complex, tin atoms are five-coordinated distorted trigonal bipyramid configuration with

bridging 2,4-dichloro-phenoxyacetic acid carboxy. The result of analysis shows that the electron transfer in

electrode reaction is irreversible. CCDC: 715238.
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1.1 {CEERF

AAL = IE T3S 2,4- " FRE LW M
2l . TR(KBr) FH H A& & Ht FTIR-8700 4L 4t i AL
(4000~400 cm™)ill 7 , JCE 47 FH PE-2400()7C %=
AT AN 22, R 45 H F Bruker SMART APEX
CCD H S S AL 2 | % g 4 =05 ] AVANCE-
500 RREILIRACN E 5 s AL BT XT4 B H AR
AU A SO IR R R IE  H ke
RHE™ LK AL L A2 43 B R e
1.2 WEYHER

£ 100 mL BB, A 0.596 ¢ (1 mmol)
AL = IE T IE8) 0.443 ¢ (2 mmol) 2,4- 5 R
% 20 mL A 15 mL OB FEFEFIR 20K 9 h, i
BT AR 0.873 g,/ % 85.6%, KA . 81~82
°C, TCEIHT(CxHuCLO:SN) : SEMAE (T 51, %) . C
47.08 (47. 05),H 6.25 (6.27), IR (cm™):3074.3(m
Vina)),2 954.7 (m,vey), 1 610.5(s,7,007),1 388.7(m
v,000),592.1(m , vs,0),443.6(w,vs.c)o 'H NMR (CDCl,,
500 MHz, ppm),8y:7.385(s, 1H,3-Ar-H),7.133~7.151
(d,1H,5-Ar-H),6.735~6.753(d, IH, 6-Ar-H) ,4.673 (s,
2H,ArOCH,C00),1.571~1.633(m,6H,SnCH,R), 1.292
~1.366(m,12H ,-CH,CH,Me),0.907~0.937(t,.9H ,-CH.)
1.3 SBIELEHNE

TE W — K /R 0.15 mmx0.12 mmx0.10 mm
[ #hA , 7F Bruker SMART APEX CCD @7 51X
b CRHZ A B AR Mo Ka $14:(1=0.071 073
nm), T 273(2) K, Vh o~0 77 XWCE B, 78
1.56° <0 <25.05°3 [l N He il 5 12 847 AT I AL,
ol 37 AT 5 4329 N(R,,=0.028 1), 7T W5 m%j‘
M 2784 N [I520(1)], AFEHRE Lp B+ & 500K

WAL IE AR AR B A | AR SR T Ak
FRAE 218 Fourier & MU RE2E8f | HIg NS E 4
SRR S R A 7 B AR AR SR AR AU

53 TSR FH 45 1o [ R0 45 ) S b S Bk AT e
P fe /N AR A IF | B 2B 25 TR F R1=0.044 2,
wR,=0.121 9;Ap,.,=529 e-nm>,p,;,=—509 e-nm>, 4
FREER AT T AR R SHELX-97 B2 ¥ R 5E L,

CCDC:715238,

2 #FR5iTiR

2.1 BRIEEHRE

— R = IE T ) 2 4 "W R E ORI,
CxH3CLOsSn, M=510.05 , J& HAHH & 25 [RIEE P2)/c
b R % 280 .a=1.350 1(8) nm,b=1.7854(3) nm,c=
1.049 2(2) nm,B=105.146 (10)° ,Z=4,V =2.441 4 (2)
nm?,D.=1.388 Mg-m=,u(Mo Ka)=1.280 mm™, F(000)
=1040,R,=0.044 2 ,wR,=0.1219, tL &YW 7T 4544
UL 1, 43 A S I g HES DL 1R 2 3 R R
i

A x, =y+3/2, z—=1/2; B: x, —y+3/2, z+1/2
1 tbBEWIM ST LR

Molecular structure of complex

Fig.1
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Table 1 Selected of bond lengths (nm) and bond angles (°)

Sn(1)-C(13) 0.212 7(7) Sn(1)-C(9)

Sn(1)-0(2A) 0.219 5(4) Sn(1)-0(1)

0(2)-Sn(1B) 0.219 5(4) Sn(1)-C(17)
C(9)-Sn(1)-C(13) 121.4(4) C(9)-Sn(1)-C(17)
C(13)-Sn(1)-C(17) 116.0(4) C(13)-Sn(1)-0(2A)
C(14)-C(13)-Sn(1) 120.5(6) C(17)-Sn(1)-0(2A)
C€(9)-Sn(1)-0(1) 89.2(3) C(18)-C(17)-Sn(1)
0(2A)-Sn(1)-0(1) 174.30(14) C(1)-0(1)-Sn(1)

0.211 5(7) Sn(1)--0(1A) 0.333 1(6)
0.239 0(4) Sn(1)--0(2) 0.460 1(4)
0.212 7(7)

122.3(4) C(10)-C(9)-Sn(1) 122.2(7)
88.3(2) C(9)-Sn(1)-0(2A) 94.5(3)
93.2(2) C(13)-Sn(1)-0(1) 86.1(2)

112.1(6) C(17)-Sn(1)-0(1) 88.5(2)

149.2(4) C(1)-0(2)-Sn(1B) 125.0(4)

Symmetry transformations used to generate equivalent atoms: A: x, —y+3/2, z—1/2; B: x, —y+3/2, z+1/2.
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Fig.2  One-dimensional chain structure of complex
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ANIE T JE 0 B i AR 2, 4- SR L TR 4Y
TR IL R T AL T B B = A BS54 L3 A4S IE
TEM BRI T C9).CA3)F C(17) i 5 T = Ff1 AUk
PR IE ST TH Y 3 AL B2 AR v Y AU ) A
TR S e AN g 1 A B A R S A TR
T B 3 B SR 8] (4 B AR 43 0 R L C(9)-Sn(1)
-C(13) 121.4(4)° .C(9)-Sn(1)-C(17) 122.3(4)° .C(13)-
Sn(1)-C(17) 116.0(4)°, H:Ie ff1 Z F1 K 359.7°, 5 360°
RFZIE , W] C(9).C(13).C(17)F1 Sn(1)A 1R 4f Ay 3t
ST, AL AL E R HE A O(2A) 5 A F R IE
A7 B 1Y RSB S5 5 C(9) . C(13) .C(17) 1 8 £ K s

4358 . C(13)-Sn(1)-0(2A) 88.3(2)° .C(9)-Sn(1)-0(2A)
94.5(3)° .C(17)-Sn(1)-0(2A) 93.2(2)°, H 1 MM 5
90°4E T, 53 Ah 2 AN HEA L 900 K T 4.5° 3.2°, &b
Tl A E 0 5 — R 0(1) 5 b T AR L Y
P P RE G5 D1 R B AR Rl 23 0 . € (9)-Sn (1)-0(1)
89.2(3)° .C(13)-Sn(1)-0(1) 86.1(2)° .C(17)-Sn(1)-0(1)
88.5(2)°, Horh A 1 MM EIT 90°, 73 4h 2 A5 £y
FE 90° /N 1 3.9° 1.5°, Ak Al ) 43 1) S )
1 O(2A)-Sn(1)-0(1) 174.30(14)°, 5 180°Z& 1% fi #H 2=
2y 5.7°, U] kG Wb Y 8 I Dy e 7 A T
AN KB = Fa R A

BEF SR AANRREN 2 AR T2
FE 255391 4 Sn(1)-0(2A) 0.219 5(4) nm,Sn(1)-0(1)
0.239 0(4) nm , 325 /N F W5 Ji7 7 11 78 [ 2 438 22 F1(0.280
nm) , Ui 18 51 R AEU R AR TS AEHT L Sn(1)---
0(2) 0.460 1(4) nm Sn(1)---O(1A) 0.333 1(6) nm,iE K
F W TS A2 2 0 R e o] LA R B AT 22 1)
TCHEA R, ORI LA T8 305 8 R e
22 IEERIE

6B Y L0A S5 T, 5 109 AN X R RXT B
AR % 1610.5,1388.7 em™, W #H Z 2%
Av=221.8 cm™, & W] v, (COO) A W] 1 & o] {1 A5 X,
v,(COO) A B I % [ 1 B0 X | 13 B R 2k DL B S0 5
S8R R, X5 X2 AT i A R — 8,
23 HEUHMEIRRZCV)

bGPy G PR 22 iF 58 % ] = Ha B A 3% . Btk
HLA O TAE R, BRI R B H AL ,SCE S 21t
HLAR Kb B W e s i T 0K S BEh SR JE A &
i (VE VS 700 R T i VA e (VS rL i ), A 5
FIHEE R 1 wmol - L7, ZEE I T LL0.05 Vs By
fE, T-0.700~0.900 V JuFEWE T ImAALS Wi e
MR IR 22t £, S5 3R] AL & Wil 7 s
AEAE W In AL S WG BT — A8 i
XF 0T Sn(Vy/Sn(ID) i oL 755 5% | Hoig B 7 £=0.083
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