3 Vol 12No. 3
1996 9 JOURNAL OF NORGAN IC CHEM ISTRY Sept 1996
B 2- -1
( , 130024)
( , 130022)
14 B - -1-
B 2= -1-
P1 a= 1 2487(6) nm, b= 1 3551(7) hm,c= Q 9385(3) nm, o= 92 85
3)°, B= 104 68(3)° Y= 70 43(4)°, v= 1 4464(1) rm3. D=1 33 g/crn3, Z= 2, F (000)= 588
B_
[1]
[2], 2- -1-
[3,4], B_ B_
’ B-
2- -1- , 14 ,
IR 'HNMR , ,
’ X-
1
Perkin-Elmer 2400 , ; A Ipha Centauri
FT R KB : Bruker AC-80NM R ,CDCls ,TM S ,
1 1995-10-04

, 33



- 290- 1996
DDS-11 ; N icolet RM /E
2
B [5] : ;
L) [3] , 2= -1-
(|) : O L, (R=3Me)
0—C - . R=4-M¢
Cl!Sn_q;cﬂ(R‘) i.. =};4’eh.4:21. ,n-Bu. ' CH=I_,N4® t§R= 4-0N:e)
- O/H R L‘(R=4-Cl)
3
100 m1 2 5mmol B~ 2 5mmol 2- -1-
,40m| , 4h , ,
4
, 4 (R=4-Me R'=H, R"=n- Bu) , Q
28x Q 32x Q 42mm (23 ) ,
M oK « (A= Q 071069 nm), w/20 . 0°%< 26< 45° 3787
, 3693 [1> 30> (1)] Lp ,
Patterson  Fourier , , R=Q 043,Rw= Q 043
SHELXTL ., Eclipse S/140
1
14 1
, 11
(23 ) , , 1 0x 10 *mol/dm°® :
An 3.23—13.80 S an’/mol :
2 IR
2 ,
O- H , ©-H N),
, 2984- 2936 an ' O-H N el
1628- 1622 an”* =N, (1625- 1619 an” %) ,
, (CH=N) B
-0 1655- 1643 an ', ,%=0 =N , 1628
1622 an" * Cc- 0 1300- 1286 an ' ,
(1338- 1315 an" ") 44- 18 an” 1,
- 0 573- 524 an * Sn <0



3 B 2 -1- 291
1
Table 1 Physical Propertiesand Data of Elenentary Analysisfor the Canplexes
ield m.
comp R'R" L Y P elementary analysis (%) 2 AP
(%) ()
C H N Sn
1 HMe L2 840 193-4 46 01(46 08) 3 99(3 87) 2 46(2 44) 2Q 82(2Q 70) Qq 27
2 Ls 725 170-1 44 89(44 83) 3 70(3 76) 2 31(2 38) 20 10(2Q 14) 12 76
3 Ls 861 188-9 42 41(42 47) 3 36(3 23) 2 29(2 36) 19 98(19 99) 11 94
4 HBu L2 837 128-9 48 85(48 78) 4 66(4 58) 2 37(2 28) 19 38(19 28) 12 32
5 Ls 824 153-4 47 59(47 54) 4 50(4 47) 2 31(2 22) 18 82(18 80) 11 66
6 Ls 766 141-2 45 37(45 33) 3 98(3 96) 2 29(2 20) 18 80(18 67) 871
7 Mefe L1 855 184-5 46 95(47 02) 4 10(4 12) 2 42(2 38) 20 15(20 21) 4 55
8 L 887 150-1 46 90(47 02) 4 15(4 12) 2 29(2 38) 20 18(20 21) 3 53
9 Lz 913 148-9 45 78(45 77) 4 11(4 01) 2 24(2 32) 19 58(19 67) 4 11
10 Ls 868 163-5 43 37(43 47) 3 46(3 48) 2 39(2 30) 19 60(1Q 52) 3 98
11 Me/Et L1 8027 172-4 47 90(47. 92) 4 39(4 36) 2 42(2 33) 19 65(19 73) 4 46
12 L 836 161-2 47 82(47 92) 4 39(4 36) 2 45(2 33) 19 82(19 73) 4 10
13 Ls 782 152-3 46 67(46 72) 4 13(4 25) 2 38(2 27) 19 15(19 24) 5 15
14 Ls 828 139-41 44 47(44 42) 3 79(3 73) 2 26(2 25) 19 18(19 09) 3 23
a Elementary analysis data in the brackets are the calculated
b: The unit of Am isS- an? mol !
3 ‘H NM R
'HNMR 2 ©- H N),
) ) 015 36- 14 51 ,
1 H] O
- H , ©O-H N) , O-H (I=1, m=+ 1, 0,
- 1) , (CH=N)
6939 913( ), (59 40- 9 298) , ,
(CH:N) 58 40- 662( ),
02 38 2 30( ) 63 83- 3 60( )
2 IR, *"H NM R
Table2 IRand H NM R Data of the Canplexes
o R (v, an" 1) H NMR ()
P O-H N C=0/C=N C- O(phenol) Sn-O Ar- H CH=N CH3/0OCH3(aryl)
1 2954 (w) 1627(s) 1305(m) 525(w) 7. 26-7. 97(10H,m) 9 24(1H, s) 2 38(3H, s
2 2956 (w) 1626(s) 1301(m) 541 (w) 6 89-8 08(10H,m) 9 16(1H, 9 3 75(3H, 9)
3 2962 (w) 1622(9) 1302(m) 573(w) 7. 21-8 03(10H,m) 9 29(1H, 9)
4 2936 (w) 1627(s) 1305(m) 524 (w) 7. 15-7. 95(10H,m) 9 15(1H, s) 2 31(3H, s
5 2960 (w) 1626(s) 1301(m) 541 (w) 6 62-7. 96(10H,m) 9 13(1H, 9 3 78(3H, 9)
6 2964 (w) 1623(s) 1301(m) 527 (w) 7. 26-8 08(10H,m) 9 16(1H, s)
7 2984 (w) 1628(s) 1286(m) 559 (w) 7. 19-8 01(10H,m) 9 28(1H, s) 2 34(3H, 9
8 2957 (w) 1628(s) 1286(m) 524 (w) 7. 25-8 10(10H,m) 9 25(1H, 9) 2 32(3H, 9
9 2938(w) 1626(s) 1301(m) 542 (w) 6 90-8 10(10H,m) 9 20(1H, s) 3 83(3H, 9
10 2984 (w) 1624(s) 1301(m) 525(w) 7. 25-8 13(10H,m) 9 30(1H, s
11 2982 (w) 1627(s) 1297(m) 559 (w) 7. 16-8 10(10H,m) 9 24(1H, s 2 36(3H, 9
12 2937 (w) 1627(s) 1301(m) 525(w) 7.19-8 06(10H,m) 9 19(1H, s) 2 30(3H, s
13 2979 (w) 1626(s) 1300(m) 542 (w) 6 86-8 07(10H,m) 9 14(1H, s) 3 60(3H, 9
14 2984 (w) 1623(s) 1300(m) 525(w) 7_25-8 13(10H.m) 9 30(1H. 9
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4 P 1 , :0= 1 2487(6) nm, b= 1 3551(7)
nm, c= Q 9385(3) nm, o= 92 85(3)°, B= 104 68(3)°, )= 70 43(4)° V=1 4464(1) nm°,
D=1 33g/an’, Z= 2, F (000)= 588
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Fig 1 Structure of the complex and the packing of cell units

1 , ,Sn-0 (1)
0.2049(5) nm, B
, SN0 (3) 0.2363(5) nm
: 6, Cl(1)-Sn-CI(2) 169.3(1)° CI(3)-
Sn0(3) 174.5(1)° 0 (1)-Sn-C(21) 151.2(3)°, cl(1) cl
(2 ,Sn-C1(1)  Sn-CI(2) 0.2461(2) nm  0.2436(2)
m, Sn-C1(3) 0.2384(3) nm, Sn-Cl
: 0.2553 m,0- H
0. 1357 nm, 0.26nm (ra=0Q 12nm, = 0Q 14

nm) , O-H N (7]
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Table 3 Non-Hydrogen Atam ic Coordinates (x 10%) and Their Thermal Parameters (x 10, nm?)

(x 10, nm?)

atom X y z Ug
Sn 2518(1) 7701(1) 9192(1) 52(1)
CI(1) 386(2) 8561(2) 8261(2) 69(1)
Cl(2) 4636(2) 6863(2) 9631(3) 93(1)
CI(3) 2691(2) 8953(2) 11011(2) 75(1)
o(1) 2536(4) 8477(4) 7383(5) 67(2)
c(1) 3016(5) 9140(5) 7056(7) 53(3)
c(2) 3905(6) 9387(6) 8098(8) 61(4)
c(3) 4376(6) 10096 (6) 7711(7) 62(4)
C(4) 3987(6) 10596(5) 6297(7) 53(3)
c(5) 4466 (6) 11342(6) 5949(8) 69(4)
C(6) 4099(7) 11803(6) 4616(9) 76(4)
c(7) 3244(6) 11557(6) 3531(9) 68(4)
c(8) 2749(6) 10850(5) 3818(8) 58(3)
c(9) 3104(5) 10332(5) 5210(7) 47(3)
Cc(10) 2611(5) 9591 (5) 5600(7) 44(3)
Cc(11) 1729(5) 9355(5) 4543(7) 50(3)
N 1175(4) 8709(4) 4793(6) 51(3)
Cc(12) 274(5) 8447(5) 3748(7) 48(3)
Cc(13) - 4(6) 8655 (6) 2249(7) 63(4)
c(14) - 896(6) 8385(6) 1330(7) 63(4)
Cc(15) - 1541(6) 7891(5) 1876(7) 52(3)
c(16) - 2560(6) 7627(6) 878(8) 77(4)
c(17) - 1257(6) 7688(6) 3345(7) 58(3)
c(18) - 347(6) 7974(5) 4300(7) 57(3)
c(19) 2330(7) 5733(6) 7668(10) 75(4)
Cc(20) 2597(8) 5467(7) 9265(10) 89(5)
c(21) 2306(7) 6413(6) 10185(9) 80(4)
0(2) 2228(5) 4982 (4) 6775(7) 102(3)
Cc(22) 1996(9) 5202(8) 5187(10) 117(4)
C(23) 1540(10) 4528(10) 4297(12) 141(4)
C(24) 1367(11) 4668(10) 2679(12) 151(5)
Cc(25) 645(13) 4149(12) 1889(17) 255(8)
03 2262(4) 6589 (4) 7208(5) 71(3)
* Equivalent isotropicU defined asone third of the trace of the orthogonalized U i tensor
4 (x 10 *nm)
Table 4 Selected Bond L engths (x 10 *nm)

Sn-Cl(1) 2 461(2) Sn-Cl(2) 2 436(2)

Sn-Cl1(3) 2 368(2) Sn0 (1) 2 049(5)

Sn-C(21) 2 140(10) Sn-0 (3) 2 363(5)

o(D-c(v 1 321(11) c(1)-Cc(2) 1 402(10)

C(4)-C(9) 1 429(9) Cc(2)-Cc(3) 1 386(13)

c(10-Cc(11) 1 397(9) c(4)-c(5) 1 423(12)

N-C(12) 1 424(8) C(11)N 1 345(10)

Cc(19-0(3) 1 226(11) C(15)-C(16) 1 514(10)

0(2)-Cc(22) 1 470(12) C(199-0(2) 1 305(10)
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Table 5 Selected Bond Angles (°)
Cl(1)-sn-Cl(2) 169 3(1) Cl(1)-sn-CI(3) 93 4(1)
Cl1(2)-sn-CI(3) 93 3(1) CI(1)-sn-0 (1) 81 8(1)
Cl(2)-sn0 (1) 88 8(1) CI(3)-sn0 (1) 100 5(2)
Cl(1)-sn-C(21) 92 7(2) Cl(2)-sn-C(21) 93 2(2)
Cl(3)-sn-C(21) 108 0(2) 0 (1)-sn-C(21) 151 2(3)
Cl(1)-sn0(3) 83 5(1) Cl(2)-sn0 (3) 89 1(1)
Cl(3)-sn0(3) 174 5(1) 0 (1)-Sn0 (3) 74 6(2)
c(21)-sn0(3) 76 8(3) Sn-0 (1)-C(1) 139 2(4)
Sn-0 (3)-C(19) 110 1(5) Sn-C (21) -C (20) 109 6(6)
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SYNTHESISAND STRUCTURESOF THE COM PL EXESOF
BAL KOXYCARBONYLETHYLTIN TRICHLORIDESW ITH
2-HYDROXY -1-NAPHTHAL DENEANL INES

Bao M ing Zhang L ijuan HeQ inglin L iu Baodian
(D eparment of Chemistry, N ortheastN omal U niversity, Changchun 130024)
Xing Yan L in Yonghua Jia Hengqing
(Changchun Institute of Applied Chemistry, ChineseA cadamia Sinica, Changchun 130022)

Fourteen new organotin complexesw ere synthesized by the reaction of 8 -alkoxycar-
bonylethyltin trichlorides and corresponding 2-hydroxy-1-naphthalideneanilines T heir
structuresw ere characterized by elenental analysis, IR and H NM R The crystal structure
of ClsSnCH:CH2COOBuU- 2-HOC10HCH = N CeH «CH 3-4 w ere detem ined by method of X-

ray diffraction T he crystal belongs to triclic system with spacegroup P 1 The cell param-
etersare a= 1 2487(6) nm, b= 1 3551(7) nm, c= Q 9385(3) nm, o= 92 85(3)°, B=
104 68(3)°, Y= 70 43(4)°, v =1 4464(1) nm®, D= 1 33 g/am®, Z= 2, F (000) = 588
T he ligands coordinate to tin atom viaphenolic oxygen atom. Coordination of carbonyl oxy-
gen atom to tin atom are still exist in the complexes T he coordination number of tin atom
is 6

Keywords B-alkoxycarbonylethyltin trichlor ide Schiff base cam plex synthesis
structure



