| T L 1k 2% 2% Eitd Vol.21 No.1
2005 4E 1 A CHINESE JOURNAL OF INORGANIC CHEMISTRY Jan., 2005
|
5 Wi §
N )
A = e BEL A ey Ni()EL & Hr & Bl R &
2 MRS KRR M %2

(" EHITTERFFEMAAFFER, EH 241000)
CRAEIRFADELFIEFR, LW 650224)

KRB —INEE; BEAY,; WBIASH,; 5k

FESES: 0614.81°3 XERARIRAD: A XEH S 1001-4861(2005)01-0070-03

Synthesis and Crystal Structure of a New Tridentate Ni(ID
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Abstract: A new tridentate Ni(Il) complex {Ni(H,0);[Phy(o-Ph-N-C,H,;N)]PO}Cl, was synthesized by the reaction of
a new ligand Ph, (0-Ph-N-C;H,N)]PO with NiCl, in CH;CH,0OH. The complex was characterized by X-ray single
crystal diffraction. The crystal structure of the complex belongs to monoclinic space group P2,/n, a=1.259 28(9)
nm, b=1.20124(8) nm, ¢=2.039 03(14) nm, V=3.016 8(4) nm=, Z=4, and R,=0.047 1, wR,=0.1205. And a molec-
ular CH,Cl, is filled in the crystal structure. CCDC: 241832.
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Fig.1 Molecular structure of the title complex
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Table 1 Crystal data and structure refinement

Empirical formula

CasHaN,O0,PCLNi

Formula weight 664.99
Temperature / K 293(2)
Wavelength / nm 0.071 073
Crystal system Monoclinic
Space group P2,/n

a/ nm 1.259 28(9)
b/ nm 1.201 24(8)
¢/ nm 2.039 03(14)
V / nm® 3.016 8(4)
A 4

D,/ (Mg-m?) 1.464
Absorption coefficient / mm™ 1.084

F(000) 1 368
Crystal size / mm 0.635 x 0.521 x 0.382
Reflections collected 17 840
Unique reflections 6971
Number of parameters 396

Final rindices [I > 20(])|
R indices (all data)

R=0.047 1, wR,=0.120 5
R=0.064 8, wR,=0.127 6
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Table 2 Selected bond lengths (nm) and angles (°)

Ni-N(1) 0.204 7(2) Ni- 0(3) 0.205 1(2) Ni-O(1) 0.206 13(18)
Ni-0(4) 0.208 4(2) NE@) 0.209 1(2) Ni-0(2) 0.209 3(2)
P-0(1) 0.149 14(19) P-C(14) 0.178 9(3) P-C(20) 0.179 5(3)
P-C(13) 0.180 5(3) N(D-C(1) 0.134 2(4) N(2)-C(6) 0.139 7(4)
NQ)-C(8) 0.143 4(3) C(5)-C(6) 0.150 4(4) C(6)-C(7) 0.148 2(4)
C(26)-Cl(4) 0.169 4(5) C(26)-C13) 0.170 8(5)
N(1)-Ni-0(3) 97.12(9) N(1)-Ni-0(1) 96.35(9) 0(3)-Ni-0(1) 91.38(8)
N(1)-Ni-O(4) 173.1109) 0(3)-Ni-0(4) 87.79(9) 0(1)-Ni-0(4) 88.33(8)
N(1)-Ni-N(2) 79.17(9) 0(3)-Ni-N(Q2) 174.29(10) 0(1)-Ni-N(2) 84.76(8)
0(4)-Ni-N(2) 96.28(9) N(1)-Ni-0(2) 88.12(9) 0(3)-Ni-0(2) 91.32(9)
0(1)-Ni-0(2) 174.46(8) 0(4)-Ni-0(2) 86.94(9) NQ)-Ni-0(2) 92.89(9)
0(1)-P-C(14) 11137(12) 0(1)-P-C(20) 111.45(12) C(14)-P-C(20) 107.92(13)
0(1)-P-C(13) 112.14(11) C(14)-P-C(13) 107.48(13) C(20)-P-C(13) 106.20(12)
P-0(1)-Ni 128.70(11) C(5)-N(1)-C(1) 118.9(2) C(5)-N(1)-Ni 115.25(18)
C(1)-N(1)-Ni 125.72) C(6)-N(2)-C(8) 116.5(2) C(6)-N(2)-Ni 111.65(19)
C(8)-N(2)-Ni 117.37(16) N(1)-C(1)-C(2) 122.4(3) N(1)-C(5)-C(4) 120.93)
N(1)-C(5)-C(6) 115.8(2) C(4)-C(5)-C(6) 123.303) NQ)-C(6)-C(7) 119.13)
NQ)-C(6)-C(5) 1113(2) C(7)-C(6)-C(5) 117.63)
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