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Table 1 IR Data of the Title Compound and its Acid cm™!
compound Yas Ge-0, Yas Mo=0, Yas Mo-0, Yas Mo-0,
[CioH1oN J4H GeMo12040 808 948 878 773
HiGeMo1:04 nH20 790 951 870 760
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2
Table 2 Atomic Coordinates( x 10*) and U(eq) ( x 10°, nm?)
atoms x ¥ z Uleq) atoms x ¥ z Uleq)
Ge(1) 0 0 5000 36(1) 0(20) 1592(3) 1681(3)  2876(3) 88(1)
Mo(1) 1937(1)  1654(1) 5445(1) 58(1) 0(21) 2775(3)  2508(3)  5697(3) 72(1)
Mo(2) 2028(1) -1052(1) 6031(1) 57(1) 0(22) 2474(3) 364(3)  5748(3) 110(1)
Mo(3) 699(1) 795(1) 6913(1) 47(1) N(1) 3068(3) 4328(3)  3875(3) 99(1)
Mo (4) -1499(1)  1516(1) 5953(1) 52(1) G(1) 2335(3) 4303(3) 4135(3) 118(1)
Mo(5) -193(1) 2761(1) 4683(1) 58(1) C(2) 2058(3)  4996(3)  4669(3) 105(1)
Mo (6) 1019(1)  1164(1) 3512(1) 48(1) C(3) 2629(3) 5812(3)  4965(3) 131(1)
o(1)* -907(3) -301(3) 4291(3) 49(1) C(4) 3440(3) 5862(3)  4674(3) 112(1)
0(2)~ 599(3)  1098(3) 4686(3) 49(1) C(5) 4083(3) 6621(3)  4976(3) 99(1)
0(3)" 788(3) —1053(3) 5043(3) 49(1) C(6) 4918(3) 6683(3)  4712(3) 200(1)
0(4)" -348(3) 217(3) 5816(3) 50(1) C(7) 5059(3) 5968(3)  4154(3) 167(1)
0(5) 1407(3)  1594(3) 6423(3) 126(1) C(8) 4501(3) 5159(3)  3868(3) 133(1)
0(6) 930(3)  2697(3) 5232(3) 113(1) C(9) 3659(3)  5126(3)  4143(3) 94(1)
0(7) 1963(3)  1502(3) 4450(3)  114(1) C(10) 3304(3) 3492(3)  3392(3) 135(1)
0(8) 3004(3) -1481(3) 6463(3) 64(1) N(2) 8799(3) 4979(3)  2908(3) 173(1)
0(9) 1554(3) -424(3) 6760(3) 124(1) C(11) 8459(3) 3998(3)  2765(3) 129(1)
0(10) -2183(3) 1371(3) 5068(3)  134(1) C(12) 8715(3) 3052(3)  2385(3) 99 (1)
o(11) - 1371(3)  2304(3) 4019(3) 64(1) C(13) 9558(3) 2928(3)  2107(3) 205(1)
0(12) 1038(3)  1028(3) 7829(3) 79(1) C(14) 10046(3) 3917(3)  2234(3) 93(1)
0(13) -109(3) -470(3) 7035(3) 88(1) C(15) 10922(3)  4107(3)  2075(3) 155(1)
0(14) -330(3) 1553(3) 6707(3) 91(1) C(16) 11370(3) 5075(3)  2232(3) 178(1)
0(15) -2104(3)  2272(3) 6448(3) 70(1) C(17) 11037(3) 5905(3)  2624(3) 132(1)
0(16) -784(3) 2629(3) 5474(3)  140(1) C(18) 10145(3)  5752(3)  2783(3) 224(1)
0(17) -1679(3) 201(3) 6341(3) 81(1) C(19) 9737(3) 4774(3)  2623(3) 134(1)
0(18) -319(3) 4108(3) 4432(3) 62(1) C(20) 8546(3) 5598(3)  3249(3) 109(1)
0(19) 337(3)  2257(3) 3772(3) 167(1)
* The atoms exist in the disordered distribution, and the occupation rate is 0. 5
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Fig. 2 ESR spectra at different temperature
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bond distance
Ge(1)-0(1) 1.742(5)
Ge(1)-0(2) 1.774(5)
Ge(1)-0(3) 1.760(5)
Ge(1)-0(4) 1.627(6)
Mo(1)-0(2) 2.335(5)
Mo(1)-0(5) 2.004(6)
Mo (1)-0(6) 1.981(5)
Mo(1)-0(7) 1.778(6)
Mo(1)-0(21) 1.652(5)
Mo(1)-0(22) 1.852(5)
Mo(1)-(1A) 2.377(5)
Mo(2)-0(3) 2.346(5)
Mo(2)-0(8) 1.626(5)
Mo(2)-0(9) 1.745(6)
Mo(2)-0(22) 1.990(5)
Mo(2)-0(1A) 2.388(5)
Mo(2)-O(10A) 2.033(6)
Mo(2)-O(11A) 1.847(5)

angles

0(1)-Ge(1)-0(2)
0(1)-Ge(1)-0(3)
0(2)-Ge(1)-0(3)
0(1)-Ge(1)-0(4)

Table 3 Selected Bond Lengths

bond
Mo (3)-0(4)
Mo(3)-0(5)
Mo(3)-0(9)
Mo(3)-0(12)
Mo(3)-0(13)
Mo (3)-0(14)
Mo(3)-0(1A)
Mo (4)- (4)
Mo (4)-0
Mo(4)- 0(1

Mo (4)-0(1
Mo(4)-0(1
Mo (4)-0(1
Mo(4)-0(3A)
Mo(5)-0(2)
Mo(5)-0(6)
Mo(5)-O(11)
Mo(5)-0(16)

10)
4)
5)
6)
7)

Table 4 Selected Bond Angles

3

distance
2.415(5)
1.768(5)
2.031(5)
1.654(5)
2.022(5)
1.790(5)
2.285(6)
2.399(5)
1.749(5)
2.028(5)
1.644(5)
2.015(5)
1.826(5)
2.258(6)
2.397(5)
1.803(5)
2.038(5)
1.764(6)

4

angles
0(2)-Ge(1)-0(4)
0(3)-Ge(1)-0(4)

C(1)-N(1)-C(9)
C(1)-N(1)-C(10)

Mo (
Mo (
Mo (
Mo (
Mo (
Mo (
Mo (

Mo (6
Mo(

bond
5)-0(18)
5)-0(19)
5)-0(3A)
6)-0(2)
6)-0(7)
6)-0(19)
6)-0(20)
0(4A)

(13A)

)
)-
6)-0
) 17A)

(°)
112.6(2)
112.4(2)
116.0(5)
120. 4(4)

16
A

distance bond distance
1.646(4) C(4)-C(9) 1.391(7)
1.996(6) C(5)-C(6) 1.385(7)
2.399(5) C(6)-C(7) 1.375(7)
2.257(6) C(7)-C(8) 1.361(6)
2.056(5) C(8)-C(9) 1.403(7)
1.806(5) N(2)-C(11) 1.344(6)
1.639(6) N(2)-0(19) 1.565(7)
2.401(5) N(2)-0(20) 1.085(7)
1.771(5) C(11)-C(12)  1.445(7)
1.974(4) C(12)-C(13) 1.416(7)
1.240(8) C(13)-C(14) 1.440(6)
1.370(6) C(14)-C(15) 1.387(7)
1.240(7) C(14)-C(19) 1.392(7)
1.391(7) C(15)-C(16) 1.396(6)
1.384(6) C(16)-C(17) 1.384(7)
1.374(7) C(17)-C(18)  1.402(7)
1.399(6) C(18)-C(19) 1.382(6)

()

angles (°)

C(9)-N(1)-C(10) 123.2(5)

C(11)-N(2)-C(19)  96.6(4)

C(11)-N(2)-C(20) 127.9(6)

C(19)-N(2)-C(20) 133.7(5)

Fig. 3

Drawing of the anion with numbering scheme
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Studies on the Synthesis, Structure and Properties of
a Mixed-valence Molybdogermanate Salt

NIU Jing-Yang WANG Jing-Ping”
( Department of Chemistry, Henan University, Kaifeng 475001)
ZHOU Zhong-Yuan
( Chengdu Institute of Organic Chemistry, Chinese Academy of Sciences, Chengdu 610041)

The single electron reduced compound, [CioHioN]sHGeMo1:040, was synthesized and charac-
terized by elements analysis, IR and UV spectra. The crystal structures analysis show space group
P21/ n, a=1.4803(3), b=1.2582(3), ¢=1.7712(4) nm, B=98.31(3)°, V=3.264(16) nm".
The final reliability factor is R =0. 0646 for 4296 observed reflections. The ESR data indicate that

the single electron in the anions is delocalized among the molybdenum atoms.

Keywords: mixed-valence heteropolyoxometalate crystal structure



