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Table 1 Selected Bond Lengths(A)

Mo(1)-0(17) 1.665(7) Mo(6)-0(1A) 2.512(11) Mo(12)-0(33) 1.924(7)
Mo{1)-0(15) 1. 847(7) Mo(7)-0(24) 1.671(6) Mo(12)-0(30B) 1.931(7)
Mo(1)-0(10) 1.848(7) Mo(7)-0(41) 1.820(9) Mo(12)-0(29B) 1. 932(8)
Mo(1)-0(6) 2.037(7) Mo(7)-0(30) 1. 836(8) Mo(12)-0(42B) 2.500(11)
Mo(1)-0(8) 2.055(6) Mo(7)-0(40) 2.055(7) Mo(12}-0(46) 2.519(11)
Mo(2)-0(16) 1. 677(6) Mo(7)-0(31) 2.062(7) V(1)-0(5) 1.626(6)
Mo (2)-0(20) 1. 825(8) Mo(7)-0(45) 2.481(10) V(1)-0(7) 1.927(8)
Mo(2)-0(23) 1. 844(8) Mo(8)-0(37} 1.658(8) V(1)-0(6) 1.941(6)
Mo(2)-0(8) 2.038(7) Mo(8)-0(43} 1.842(8) V(1)-0(8) 1.942(7)
Mo(2)-0(12) 2.042(7) Mo(8)-0(33} 1.856(7) V(1)-0(12) 1.959(8)
Mo(2)-0(1) 2.480(12) Mo(8}-0(39} 2.036(7) V(2)-0(36) 1.623(7)
Mo(3)-0(11) 1. 649(7) Mo(8)}-0(31) 2.043(7) V(2)-0(31) 1.941(7)
Mo(3)-0(15A}) 1.931(8) Mo(8)-0(45} 2.472(13) V(2)-0(40) 1.943(7)
Mo(3}-0(18) 1.933(8) Mo(9)-0{(28) 1.664(7) V(2)-0(39) 1.948(7)
Mo(3)-0(20A) 1.939(7) Mo(9}-0(27) 1.834(8) V(2)-0(34) 1.948(7)
Mo(3)-0(21) 1.945(7) Mo(9)-0(25}) 1.843(9) P(1}-0(3) 1.504(12)
Mo(3)-0(4) 2.514(12) Mo(9}-0(39} 2.039(7) P(1)-0(3A) 1.504(12)
Mo (4)-0(9) 1.690(7) Mo(9}-0(34) 2.049(7) P(1)-0(2) 1.518(12)
Mo(4)-0(21) 1.832(8) Mo(9)}-0(44B) 2.486(12) P(1)-0(2A) 1.518(12)
Mo(4)-0(22) 1. 840(8) Mo(10)-0(32) 1.677(7) P(1)-0(4A) 1.563(12)
Mo(4)-0(12) 2.040(8) Mo(10)-0(29) 1.831(8) P(1)-0(4) 1.563(12)
Mo(4)-0(7) 2.048(7) Mo(10)-0(26) 1.838(8) P(1)-0(1) 1.584(11)
Mo(5)-0(14) 1. 666(7) Mo(10)-0(34) 2.031(8) P(1)-0(1A) 1.584(11)
Mo(5)-0(18) 1.838(8) Mo(10)-0(40) 2. 034(6) P(2)-0(46B) 1. 515(12)
Mo (5)-0(19) 1.843(7) Mo(10)-0(44B) 2.506(11) P(2)-0(46} 1. 515(12)
Mo (5)-0(6) 2.034(7) Mo(10)-0(42) 2.513(12) P(2)-0(42} 1.535(11)
Mo(5}-0(7) 2.055(6) Mo(11)-0(38) 1.654(7) P(2)-0(42B) 1.535(11)
Mo(5)-0(4) 2.479(11) Mo(11)-0(43) 1.932(9) P(2)-0(44B) 1.553(12)
Mo(6)-0(13) 1. 662(7) Mo(11)-0(41) 1.939(8) P(2)-0(44} 1.553(12)
Mo(6)-0(19) 1.930(8) Mo(11)-0(26B) 1.943(8) P(2)-0(45} 1.617(12)
Mo (6)-0(10) 1. 934(8) Mo(11)-0(27B) 1. 944(9) P(2)-0(45B) 1.617(12)
Mo (6)-0(23A) 1.947(8) Mo(12)-0(35) 1. 660(7)

Mo (6)-0(22A) 1.949(8) Mo(12)-0(25) 1.920(9)

Symmetry transformations used to generate equivalent atoms: A: —-x+1, -y, -z B: - x2+2, —y+1, —z4+1.
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Table 2 Selected Bond Angles(°)
0(17)-Mo(1)-0(15) 102. 3(5) 0(2)-P(1)-0(4A) 110. 6(6) 0(4A)-P(1)-0(1) 106. 4(6)
0(17)-Mo(1)-0(10) 102. 3(4) 0(18)-Mo(3)-0(20A) 88.3(4) 0(14)-Mo(5)-0(4) 158.7(4)
0(15)-Mo(1)-0(10) 94.9(3) 0(11)-Mo(3)-0(21) 102. 7(4) 0(18)-Mo(5)-0(4) 64. 6(4)
0(17)-Mo(1)-0(6) 102. 3(4) 0O(15A)-Mo(3)-0(21) 89.2(4) 0(19)-Mo(5)-0(4) 95.9(4)
0(15)-Mo(1)-0(6) 152.9(4) 0(18)-Mo(3)-0(21) 85.8(3) 0(6)-Mo(5)-0(4) 89.5(3)
0(10)-Mo{(1)-0(6) 90. 6(3) 0(20A)-Mo(3)-0(21) 155. 1(4) 0(7)-Mo(5)-0(4) 64.4(3)
0(17)-Mo(1)-0(8) 101. 1(4) 0(11)-Mo(3)-0(4) 159.9(4) 0(13)-Mo(6)-0(19) 102.9(4)
0(15)-Mo(1)-0(8) 89. 4(3) 0(15A)-Mo(3)-0(4) 93.3(4) 0(13)-Mo(6)-0(10) 101. 5(4)
0(10)-Mo{1)-0(8) 154. 7(3) 0(18)-Mo(3)-0(4) 62. 8(4) 0(19)-Mo(6)-0(10) 86.0(3)
0(6)-Mo(1)-0(8) 75.1(2) 0(20A)-Mo(3)-0(4) 91.2(4) 0(13)-Mo(6)-0(23A) 102.3(5)
0(16)-Mo(2)-0(20) 101. 4(4) 0(21)-Mo(3)-0(4) 64.6(4) 0(19)-Mo(6)-0(23A) 89. 1(4)
0(16)-Mo{2)-0(23) 101. 0(5) 0(9)-Mo(4)-0(21) 102.2(4) 0(10)-Mo(6)-0(23A) 156.2(4)
0(20)-Mo(2)-0(23) 96.0(4) 0(9)-Mo(4)-0(22) 101. 7(4) 0(13)-Mo(6)-0(22A) 102. 0(5)
0(16)-Mo(2)-0(8) 100.9(3) 0(21)-Mo(4)-0(22) 95.2(4) 0(19)-Mo(6)-0(22A) 155. 1(5)
0(20)-Mo(2)-0(8) 90. 2(3) 0(9)-Mo(4)-0(12) 101.5(4) 0(10)-Mo(6)-0(22A) 89.4(4)
0(23)-Mo(2)-0(8) 155.5(4) 0(21)-Mo(4)-0(12) 154.3(3) 0(23A)-Mo(6)-0(224A) 85.3(3)
0(16)-Mo(2)-0(12) 101.5(4) 0(22)-Mo(4)-0(12) 89.5(3) 0(13)-Mo(6)-0(1A) 159. 5(4)
0(20)-Mo(2)-0(12) 155.0(4) 0(9)-Mo(4)-0(7) 101.5(3) 0(19)-Mo(6)-0(1A) 91. 8(4)
0(23)-Mo(2)-0(12) 89.2(3) 0(21)-Mo(4)-0(7) 90.7(3) 0(10)-Mo(6)-0(1A) 93.6(4)
0(8)-Mo(2)-0(12) 75.8(3) 0(22)-Mo(4)-0(7) 154.2(4) 0(23A)-Mo(6)-0O(1A) 63.3(4)
0(16)-Mo(2)-0(1) 158. 6(4) 0(12)-Mo(4)-0(7) 75.0(3) 0(22A)-Mo(6)-0O(1A) 64.1(4)
0(20)-Mo(2)-0(1) 96. 4(4) 0(14)-Mo(5)-0(18) 102. 1(5) 0(5)-V(1)-0(7) 115.4(4)
0(23)-Mo(2)-0(1) 65.1(4) 0(14)-Mo(5)-0(19) 102. 3(4) 0(5)-V(1)-0(6) 117.0(3)
0(8)-Mo(2)-0(1) 90.7(3) 0(18)-Mo(5)-0(19) 96. 1(4) 0(7)-V(1)-0(6) 79.4(3)
0(12)-Mo(2)-0(1) 63.7(4) 0(14)-Mo(5)-0(6) 101.5(3) 0(5)-V(1)-0(8) 114. 1(4)
0(11)-Mo(3)-0(15A) 102. 4(4) 0(18)-Mo(5)-0(6) 153.9(4) 0(7)-V(1)-0(8) 130. 4(3)
0(11)-Mo(3)-0(18) 102.2(4) 0(19)-Mo(5)-0(6) 89.6(3) 0(6)-V(1)-0(8) 79.9(3)
O(15A)-Mo(3)-0(18) 155. 4(5) 0(14)-Mo(5)-0(7) 100. 8(4) 0(5)-V(1)-0(12) 113. 5(4)
0(11)-Mo(3)-0(20A) 102. 1(4) 0(18)-Mo(5)-0(7) 90. 4(3) 0(7)-V(1)-0(12) 79. 6(3)
0O(15A)-Mo(3)-0(20A) 86.2(3) 0(19)-Mo(5)-0(7) 154. 1(4) 0(6)-v(1)-0(12) 129.5(4)
0(3A)-P(1)-0(2) 110. 6(6) 0(6)-Mo(5)-0(7) 74.4(3) 0(8)-V(1)-0(12) 79. 9(3)
0(3)-P(1)-0(2A) 110. 6(6) 0(24)-P(1)-0(4) 110. 6(6) 0(3)-P(1)-0(1A) 111. 1(6)
0(2)-P(1)-0(24) 180. 0(9) O(3A)-P(1}-0(1) 111. 1(6) 0(2A)-P(1)-0(14) 108. 9(6)
O(3A)-P(1)-0(4A) 109. 2(6) 0(2)-P(1)-0(1) 108. 9(6) 0(4)-P(1)-0(1A) 106. 4(6)
Symmetry transformations used to generate equivalent atoms: A: - x+1, -y, —2z B: —x+2, —y+1, —z+1.

Bl & 0.2512(11) ~0.2514(12) nmo ZE L FTHE
Mo (1), Mo(2) . Mo(4) F1 Mo(5) KA —2K, KFE A
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£ 0.2034(7) ~0.2055(6) nm; Mo-O. & & 78 &
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K Mo(3) . Mo(6), B E 45 E: Mo-0, 0. 1654(7)
~0.1660(7) nm; Mo-0,,, 0.1920(9) ~0. 1944(9)
nm; Mo-O., 0.2500(11) ~0.2529(12) nm, Mo(7).
Mo(8) \Mo(9) 1 Mo(10) X} K Mo(1) \Mo(2) .Mo(4)
1 Mo(5), 8K H: Mo-0, 0.1658(8) ~0.1677(7)
nm; Mo-Oz, 0.1820(9) ~0.1856(7) nm; Mo-Os,,
0.2031(8) ~0.2062(7) nm; Mo-O., 0.2471(13) ~
0.2506(11) nm, V(2) XA V(1), BEKRE: V-0,
0. 1623(7) nm, V-Os, 0.1941(7) ~0. 1948(7) nm,
P(2) %R P(1), 82 0.1515(12) ~0.1617(12)
nmeo

P(1) L5+ Mo(1) Mo(2) .Mo(3)Mo(4) .Mo
(5) 1 Mo(6) U8 "R HIR5.64.5.69,
5.70.5.60.5.69.5.60, B P(1) B.LEH 1241
Mo S HE AR —3, ¥FE 5.60~5.70 Z /8], EH
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B1 LP)APLHERET
Fig. 1 Polyanion with the center P(1)

B2 UPRRIAIFLHERAET
Fig. 2 Polyanion with the center P(2)
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Fig. 3 Polyhedron view of the anion
[MONBMOV4VN2OJB(PO4) ]J_

B4 HELSDHEREA
Fig. 4 Crystal packing diagram of the title compoud
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Hydrothermal Synthesis, Crystal Structure and Properties of the Cluster Compound with a
Bi-capped pseudo-Keggin Structure: [HN(C:Hs)31:IN(C:Hs)31.[Mos"Mo.¥ V" 035(POs) |

CUI Xiao-Bing LIN Zhi-En  YANG Guo-Yu*
( Coordination and Hydrothermal Chemistry Group, State Key Laboratory of Structural Chemistry,
Fujian Institute of Research on the Structure of Matter, Chinese Academy of Sciences, Fuzhou 350002)

The novel polyoxometalate, [HN(C:Hs) 3] s[N(C:Hs) 3] 2[Mos"Mos¥V:¥01:(PO4)], was synthesized and
characterized by elementary analysis, EPR, IR spectra and X-ray diffraction. The compound crystallizes in triclinic
system, space group Pl with a= 1.41999(2) nm, b=1.43467(2) nm, c¢=1.694610(10) nm, «a=
95.7250(10)°, B=92.2110(10)°, y=92.6060(10)°, V=3.42829(7)nm*, Z=2, D.=2.388g*cm™3, M.=
2465.10g * mol™', ©=2.489mm"', F(000) =2388, R:=0.0584, wR.=0.1461, S=1.164. The het-
eropolyanion is a bi-capped pseudo-Keggin complex. CCDC: 186645.

Keywords: polyoxometalate bi-capped pseudo-Keggin structure hydrothermal synthesis
crystal structure
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