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Table 1 Elenental AnalysisData of the Camplex
c N H
found (calc ) 43 97(43 53) 16 12(15 95) 4 58(4 92)
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3
DM 0 ( ) , : :
Q 28x 0 3x Q 3mm ,  Enraf-Nonius
CAD4 : M 0-K & 2°< B 23° . w20
, 4952 , 4728 , 2209 1= 30(1)
'R=0Q 065 Rw= Q 072 , 0.84e/A*
1
PE 1730 ( ),
2
2 IR (an™ )
Table 2 Significant IR Absorption Frequencies(an™ ') of thelL igand and the Camplex
ligand comp lex

W -H 3300-3500 3200-3500

NH 1640 1625, 1595

\C= N (i idamle) 1460 1474, 1453

C-N (aromatic anine) 1275 1280

&HEhH)+ NH (non-plain) 760 744

Wi / 273-274
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N IR , 3200-3500 an~ *
) N , C=N
1 N
2
3, 4
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Table 3 Atan ic Coordinate of Non-Hydrogen Atansand Their Thermal Parameters
atom X y z Be
Ni(1) Q 0392(2) Q 3412(1) Q 2166(1) 3 6(3)
0(0) - Q 1632(7) Q 2694 (6) Q 1966(5) 3 9(2
N Q 2731(9) Q 4187(7) Q 2410(6) 3 3(2
Cc(1) Q 356(1) Q 3270(9) Q 2276(9) 4 1(3)
N (1) Q 1330(9) Q 2717(7) Q 2563(6) 3 4(2)
N (2) Q 3251(9) Q 1597(7) Q 2964(7) 4 0(2)
Cc(11) Q 213(1) Q 0896(9) Q 3176(8) 4 0(3)
Cc(12) Q 212(2) Q 002(1) Q 3627(9) 5 6(4)
C(13) Q 079(1) - Q0 050(1) Q 378(1) 6 5(4)
C(14) - Q 043(1) - Q0 010(1) Q 352(1) 5 6(4)
Cc(15) - Q 043(1) Q 0804(9) Q 3090(9) 4 1(3)
C(16) Q 095(1) Q 1288(9) Q 2931(8) 3 6(4)
c(17) Q 272(1) Q 2359(9) Q 2610(8) 3 4(3)
c(2) Q 294(1) Q 482(2) Q 3394(8) 3 8(3)
N (3) Q 143(1) Q 6106(8) Q 4306(9) 3 9(2
N (4) Q 0334(9) Q 4660(7) Q 3266(6) 3 3(2)
c(21) Q 000(1) Q 6136(9) Q 4355(8) 3 8(3)
C(22) - Q071(1) Q 689(1) Q 4922(9) 4 9(3)
C(23) - Q 216(1) Q 670(1) Q 4794(8) 5 1(3)
C(24) - Q 287(2) Q 578(1) Q 4168(9) 5 3(3)
C(25) - Q217(1) Q 502(1) Q 3607(8) 4 2(3)
C(26) - Q 069(1) Q 5236(9) Q 3712(7) 3 2(3)
c(27) Q 157(1) Q 5210(9) Q 3635(8) 3 6(3)
Cc(3) Q 303(1) Q 489(1) Q 1715(8) 4 1(3)
N (5) Q 0873(9) Q 3746(7) Q 0888(6) 3 2(2)
N (6) Q 232(1) Q 4541(7) - Q 0028(7) 4 1(2)
C(31) Q 027(1) Q 3469(9) - 0 0031(7) 3 2(3)
C(32) - Q 096(1) Q 2811(9) - 0 0395(8) 3 8(3)
C(33) - Q124(1) Q 266(1) - Q 1394(9) 5 2(4)
C(34) - Q031(2) Q 317(1) - Q 1950(9) 5 6(4)
C(35) Q 091(1) Q 384(1) - Q 1602(9) 5 1(3)
C(36) Q 118(1) Q 3966(9) - Q 0599(9) 4 0(3)
Cc(37) Q 208(1) Q 4378(9) Q 0868(8) 3 8(3)
N (11) Q 641(1) Q 2000(9) Q 4092(8) 5 6(3)
0O (11) Q 736(1) Q 184(1) Q 4612(8) 8 6(3)
0(12) Q 595(1) Q 2872(8) Q 4215(9) 8 2(3)
0 (13) Q 5867(9) Q 1238(7) Q 3427(7) 6 5(3)
N (12) Q 580(1) Q 3219(8) Q 0506(8) 4 9(3)
0 (21) Q 532(1) Q 3657(9) - 0 0086(9) 8 3(3)
0 (22) Q 558(9) Q 2257(7) Q 0498(8) 6 9(3)
0 (23) Q 6589(9) Q 3840(7) Q 1167(7) 5 8(2)
S(1) Q 2632(4) Q 0062(6) Q 9450(5) 5 8(1)
0(1) Q 146(1) - Q 0845(7) Q 9164(9) 5 9(3)
C(4) Q 310(2) Q 006(1) 1 066(1) 7 7(5)
c(5) Q 183(2) Q 125(1) Q 963(1) 7 3(5)
s(2) Q 5205(6) Q 1908(5) Q 6997 (4) 10 7(2)
0(2) Q 428(2) Q 125(1) Q 592(1) 13 9(6)
c(6) Q 410(2) Q 709(1) Q 306(1) 7 3(4)
c(@ Q 385(2) Q 208(2) Q 759(2) 17 2(9)

Be= 4/3[a®B (1, 1)+ b8 (2,2)+ ¢B (3, 3)+ abaosk (1, 2) + accos (1, 3) + bcoosB (2, 3) ]
Instruction about Table 1: N (11),0 (11),0 (12),N (12) ,0(21) ,0 (22),0 (23) are from NO3,S(1),0(1),C(4),C(5),S
(2),0(2),c(6),C(7) arefrom DM SO,0 from H:0.
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Table 4 Selected Bond D istancesand Angles

bond distances(A )

Ni(1)-0 2 030(2) Ni(1)N 2 330(6)
Ni(1)-N (1) 2 033(7) Ni(1)N (4) 2 017(6)
Ni(1)-N (5) 2 028(6) N-C(1) 1 486(9)
N-C(2) 1 483(9) N-C(3) 1 478(9)
bond angles(°)
ONi(1)N 178 2(2) ONi(1)N (2) 100 9(2)
ONi(1)N (4) 103 2(2) O-Ni(1)N (5) 104 2(2)
N-Ni(1)N (1) 77 5(2) N-Ni(1)N (4) 77 6(2)
N-N i(l)-'N (5) 76 7(2) N (%)4‘91_“]'.)&[&% 111 4(2)
N (1)Ni(1)N (5) 116 0(2) 118 5(2)
Ni(D)N-C (1) 106 2(4) S ~n-c@ 107 8(4)
Ni(1)N-C(3) 108 1(4) cWN-C© 110 9(6)
C(1)N-C(3) 112 3(6) C(2)N-C(3) 111 4(6)

Fig 1 Structure of coordinated cation

2
Fig 2 Compositon of crystal cell
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Table 5 Selected Bond Angles of L igand and Camplex
complex ligand
C(D)N-C(2) 110. 9(6) 109.0(2)
C()N-C(3) 112. 3(6) 112.1(2)
C(QN-C(3 114. 4(6) 110. 8(2)
s ( CA)

‘N(2- - 0(13 2713
:0(0)° - 0(23) 2.759,0(0)° - O(1°2.61LN (3)* - O(11) 2.845
tbr 1+ x,y,z;c1- x,1- y,z;d: 1- x,1- y,z
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SYNTHESISAND CRY STAL STRUCTURE OF NICKEL NITRATE DONATED
BY TRIS(2-BENZM IDAZYLM ETHYL ) AM INE

M iao Fangming Zhou W eihong Han Jianguo Fan Zhi W ang Jinling
(Institute o Chanical Crystallography, Tianjing N omal U niversity, Tianjing 300074)
W ang Honggen Y ao Xinkan
(Central L aboratory of N ankai U niversity, Tianjing 300071)

H uo Jianzhong Qiao Y anhong
(L aboratorial Centre of Tianjin Nomal U niversity, T ianjin 300074)

The complex CzsH 3N O 9SN i was prepared by tris(2-benzim idazyimethyl) aminew ith
nickel nitrate The synthesis, IR gpectrum properties and the crystal struture are reported
now.

The crystals are triclinic, pace group P 1(No. 2) with a= 9 650(3), b= 12 716(2), ¢
= 14 436A , o= 101 46(2), p= 91 66(3), ¥= 97. 55(2)°,v = 1718(2)A° z= 2,D.= 1 48 a/
an®, using the CAD 4 diffractometer and M oK « diffraction T he crystal structure is deter-
mined by the Patterson and Fourier synthesis, Fullmatrix least-square refinenents, lead to
the reliability factor R= Q 065, Rw= Q 072

The nickel atom is coordinated w ith the four nitrogen atoms from the NTB and one
oxygen atom from aH:20 molecule to form a distorted trigonal-bipyramid, w here the nickel

(II) setsin the centre of the configuration
Keywords NTB n ickel gynthesis crystal structure



