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Table 1 Melting Point, Yield and Elemental Analysis for the Complexes

complex M.P. yield elemental analysis(caled. )

No n L /C /% C H N Sn

1 1 L' 127 94.4 26. 12(26. 14) 5.23(5.38) 8.26(8.31) 23.08(23. 49)
2 2 L 31 90.1 29.43(29. 82) 6. 36(6. 63) 12.33(12. 28) 17.21(17. 34)
3 1 L? 62 91.3 44.46(44. 40) 3.87(3.93) 2.80(2. 88) 24.18(24.38)
4 2 L? 117 88.3 57.43(57. 48) 4.44(4.51) 4.22(4.33) 18.21(18. 33)
5 1 L 86 92.2 39. 89(40. 13) 3.60(3. 82) 3.04(3.12) 26. 19(26. 44)
6 2 L 178 90. 1 52. 48(52. 53) 4.32(4.41) 4.94(4.90) 20. 74(20. 77)
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BESYINFHEEREZRTREER, BAAXAHE, Bl—K/H0.35x0.40 x
0. 25mm’ §) 545 F FATEF3C8, 7E Nicolet R3m/E G [B #7544 H{f Fi A B 438, MoKa i85t
(A=0.710734), BL 620 T, 7 2.2°< 0<25. 0°TE B o L0 4E 5079 MATH A, HF
2434 MSLATH S, TR ST AT AR 1624 4N [ 1> 2.00(1) ], EiB#4T Lp BFRIE,
B/N_RBABIE, BRAK R=0.0538, Rw=0.1500, fEHELHEME Fourier B I B & FREHE
4 0. 64e - A3, A/ 0 =0.000, S=1. 12, B+ F SHELXTLO B F 2R . 8 FEF 445
MEBASHIITR 2. BEY 1 WEESHER : ChHxCLN;0PSn, M =505.38, BB R, =
[} # P2,/ n, a=8.0173(12), b=25.867(2), c=10.4353(9) A, B=102.725(7)°, V=2111.0
(4)A%,Z=1, Dc=1.578Mg * m~3, F(000) =1001, u(MoKa) =1. 7Tmm"!, T =298(2)K,
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Table 2 Final Coordinates ( x 10*) and Equivalent Isotropic Displacement Parameters ( x 10°A?)
of the Non-hydrogen Atoms for Complex 1

atom x y z Uleq) atom x y z Uleq)
Sn(l) 2429(6) 1248(2) 2468(6)  546(4) C(1) 4166(10) 1796(4) 3525(8) 650(4)
CI(1) 1433(3) 4540(11) 1531(3)  777(12) | C(2) 5479(19) 1574(8) 4603(18) 740(8)
Cl{(2) 134(3)  1771(13)  1319(3) 1020(13) | C(3) 7090(14) 1888(5) 5040(12) 1210(7)
ClI(3) 1216(5) 1074(16)  4397(3) 1156(14) | C(4) 5848(11) 1012(6) 4275(10) 730(5)
P(1) 3920(3) 1308(12) -500(2) 742(15) | C(5) 7514(12) 274(5) 5091(10) 790(6)
0(1) 3774(7) 1325(2) 917(5) 630(3) C(6) 780(3) 1619(10) -1950(2)  900(10)
0(2) 4866(7) 737(3) 3526(6) 620(3) C(7) 1288(18)  796(7) -1906(12) 1590(8)
0(3)  7179(8) 811(4) 5120(7) 830(4) C(8) 5510(4) 740(13) -2007(19) 1080(9)
N(1}  2186(13) 1230(5) 1610(8) 1100(5) C(9) 6390(12) 610(5) 366(10) 1010(5)
N(2) 5122(10) 826(4) -690(7) 790(4) C(10) 438(4) 2023(11) -2220(3) 1530(15)
N(3) 4340(4) 1884(6) -929(18) 560(8) C(11) 5554(13) 2220(5) 107(14) 1090(7)
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RAYHNETERBEELEIZELIERESYWA,3,5)F, vic-0M vcodr HTE ~ 1655 F ~
1270cm ™', FHS FHARERBEAFRFHHREFEMERNEABERE, E1L2EEW (2,
4, 6) %, viceo) Fl vico) ZFFITE ~ 1730 Fl ~ 1200cm ', AR BE AR FXH R FRORLE S —
RARTFHRER, EAESIFEITH, BEFE LR, REYWIM2H ve-o HFEHREMN
1215cm™' B E ~ 1110cm ™', BEY 3 M4 B vic-n BEIER 1630cm ™' B FE ~1610cm ™', BLA
Y 5SH 68 vic-n HELAR) 1580cm ™' BE ~ 1568cm ™, AR FHEREFHANS 5 TG
JEF BV, Bk HL? F1 HL® 7E ~ 3200cm ™' B EIRSIER S Y 3 ~6 FHE T, ME ~
530cm ' BHE I T Sn-O A 4EIRSY, T B AR HL? 71 HL® S9E &% (Ph-0) 2 1 B3 AR 19
1312 # 1095cm ™' B ZE 1325 #1 1110cm ', AR KEST AR FRBIEF#HT TRE" Y. B
W, BEW1,3,5 WA THREARFREANE ARETSESRANANHLSY, MEE
¥ 2,4,6 MARENFENEET FANMEETFSSRAUNASNBLED.
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Table 3 IR Data for the Complexes (»/cm™')

complex C=0  C-0O(ester) P=0 C=N Ph-0 Sn—0/Sn-0
1 1650vs 1274s 1110vs 470w
2 1730vs 1207s 1120vs 478w
3 1658vs 1264s 1604s 1329s 542m
4 1726vs 1202s 1615s 1316s 534m
5 1660vs 1270s 1568s 1109s 525m
6 1728vs 1200s 1568s 1112s 520m

2.2 E&%R 'H NMR &

AP 'H NMR $iE5 TR 4 BEEWH 2-CRTR3-C LHAEFFEANERNEE
g (8, ~3.10) M1 —H g (5, ~1.40), T 1-C LB NEN B FEEBHAXFRPLEIAREH
FFEANFAN_—ETIE(S, ~1.60 F1 ~2.10), FHAN _EIEHESHHRLAN 8 7 12Hz, B
EW1,3,5 MFEERTFMESY 2,46 K, BIAERG, XA FREAEFNHETH
SFREMEETRFEERTFHBEFRENRCYEESYH,L' O CH. A CH=NFLH

N=C-CH:; JRF4S B B etk 9 2. 60, 8. 15 #1 2. 58 # = 2. 70, 8. 50 1 2. 64, #—FiiE
%4 EESYWRY'HNMR ¥
Table 4 'H NMR Data for the Complexes

complex  CH,O CH, CH CH:Sn L

3.95s 1. 40d 3.2lm 1.58, 2. 14dd 2.71d (CH,)

3.82s 1. 40d 3.18m 1.55,2.12dd 2.70d (CH»)

3.90s 1. 39d 3.10m 1.64,2.12dd 8.52s(CH=N),7.98 ~ 7. 0L(¥%)
3.79s 1. 38d 3.07m 1.58,2.10dd 8.48s(CH=N),7.98 ~7.01(F#H)

3. 86s 1.36d 3. 04m 1. 62, 2.09dd 2. 64s(CHs), 7.00 ~ 7. 70, 8. 22( K %)
3.70s 1.36d 2.95m 1. 56, 2. 08dd 2.63s(CHs), 7. 02 ~ 7. 66, 8. 24 (35 ¥F)
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Molecular Structure for Complex 1
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Table 5 Selected Bond Lengths (A) and Bond Angles (°) for Complex 1

Sn(1)-CI(1) 2.339(3) Sn(1)-Cl(2) 2.383(3) Sn(1)-CI(3) 2.463(4)

Sn(1)-0(1) 2.142(5) Sn(1)-C(1) 2.119(9) Sn(1)-0(2) 2.415(7)
CI(1)-Sn(1)-C1{2)  97.65(10) Cl1(2)-Sn(1)-CI{3)  96.60(12) Cl(3)-Sn(1)-0(2) 87.22(17)
Cl(1)-Sn(1)-C1(3) 91.21(12) Cl1(2)-Sn(1)-0(1) 91.64(16) C1(3)-Sn(1)-C(1) 91.7(2)
CI(1)-Sn(1)-0(1) 87.03(16) Cl1(2)-Sn(1)-0(2) 176.12(16) 0(1)-Sn(1)-0(2) 84.6(2)
Cl(1)-Sn(1)-0(2) 82.97(18) CI(2)-5a(1)-C(1) 103.2(3) 0(1)-Sn(1)-C(1) 87.1(3)
CI(1)-Sn(1)-C(1) 158.4(3) C1(3)-Sn(1)-0(1) 171.74(17) 0(2)-Sn(1)-C(1) 75.8(3)
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Synthesis of the Tin V) Complexes of 2-Methoxycarbonylpropyl in Solid State

TIAN Lai-Jin DING Yang-Jun ZHAO Bin ZHOU Zheng-Yu
( Department of Chemistry, Qufu Normal University, Qufu 273165)

The six new tin (V) complexes of containing 2-methoxycarbonylpropyl, [SnCl;{CH.CH(CHs3)
CO:.CH;}L".]1(n=1, 2) and [SnCl-.{CH.CH(CH3) CO.CH:;}L.] (n=1, 2; L =L? L), were syn-
thesized by reaction of 2-methoxycarbonylpropyltin trichloride with hexamethylphosphoramide (L'),
2-phenylmethyleneiminophenol (HL?) and 2-methyl-8-hydroxyquineline (HL?) in solid state at
low-heating temperature and characterized by means of elemental analysis, IR, 'H NMR spectra.
The crystal structure of the complex, [SnCl; {CH.CH(CHs) CO.CH;}L'], was determined by X-ray
single crystal diffraction. The crystal belongs to monoclinic with space group P2,/n, a=
8.0173(12), b=25.867(2), ¢=10.4353(9) A, B=102.725(7)°, Z =1. The tin atom in this
structure is in a distorted octahedral coordination environment with the oxygen atoms of L' and in-

tramolecular carbonyl.

Keywords: tin @Y) complex solid state reaction 2-methoxycarbonylpropyltin trichloride

crystal structure



