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Fig. 1 Infrared spectrum of complex

[Ni(CH)J]A[HVWIZVV6042(P04)]
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Table 1 Crystallographic Data of Complex

C24H97N24N14O4ePV 2

empirical formula

v/A? 5275.38(10)

crystal system cubic

z 2

u/mm™' 2.297

space group Im3m

D./(g* em™) 1. 663

a/A 17.4081(2)

F(000) 2636

crystal size 0.24 x0. 20 x 0. 04mm
data/ restraints / parameters 501/2/34

goodness-of-fit on F* 1.089
final R indices [I> 2a(1])] R =0.0420, wR.=0.1055
largest diff. peak and hole 0.449 and -0.826e - A
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Fig.2 (A) The structure of anions and cations of the

[Ni(en);Js[HVY ,VY605(POs)]; (B) The packing
diagram of the [Ni(en)3]s[HV" 2VY0.: (POs) ]:
(C) Polyhedral representation of the
[Ni(en)s]Js[HVY¥ 2V Y4052 (POs) ]
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Table 2 Main Band Lengths(A) and Band Angles(°) for Compoud
P-0(4) x8 1.503(17) V(1)-0(2) 1.619(5) V(1)-0(1) x 4 1.918(1)
V(2)-0(3) 1. 588(8) V(2)-0(1) x4 1.928(4) Ni-N x 6 2.087(11)
N-C x2 1.433(16) C-Cx2 1.53(5)
0(4A)-P-0(4) 180. 0(6) 0(4A)-P-0(4B) 70.529(1) 0(4)-P-0(4B) 109. 471(5)
0(2)-V(1)-0(1D) 104. 64(10) O(ID)-V(1)-O(1E) 82.9(2) O(1D)-V(1)-O(1F) 89.7(2)
0(1)-V(1)-O(1IF) 150. 71(19) 0(3)-V(2)-0(1) 111.35(11) O(1E)-V(2)-0(1) 137.3(2)
O(1E)-V(2)-0(1C) 82.38(7)
Symmetry transformations used to generate equivalent atoms: A: —x+1, —y+1, —z+1: B: x, —y+1, -z+1;
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Synthesis and Crystal Structure of Complex [Ni(en);1.[HV";;V"Y¢04.(POs)]

ZHENG Shou-Tian ZENG Qing-Xin LIN Zhi-En YANG Guo-Yu*
( Coordination and Hydrothermal Chemistry Group, State Key Laboratory of the Structural Chemistry,
Fujian Institurte of Research on the Structure of Matter, Chinese Academy of Sciences, Fuzhou 350002)

A new complex [Ni(en)s;]s[HV¥12VV60::(PO4) ] has been hydrothermally synthesized and characterized by
X-Ray diffraction, IR and Elemental analysis. Single crystal X-ray analysis indicates that this compoud crystallizes
in cubic system, space group Im 3m with @ =17.4081(2) A, V=5275.38(10) &>, R=0.0420, wR =0. 1055.
Z=2, D.=1.663g * em™>, m=2.297mm"', F(000) =2636. The crystal structure consists of [Ni(en)s]*"
cations and {HV 304 (P0O4) }®- cluster anion which construct from 18 {VOs} square pyramids. The VOs pyramids
joined each other to form a  {V 5042} cage hosting a tetrahedral {PO.}’" moiety with disordered oxygen atoms.

CCDC: 185574.
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