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Table 1. Crystal data and structure refinement for
V3Sf3209

Empirical formula V,5e,04

Formula weight 403.80

Temperature 293(2) K

Wavelength 0.71073 A

Crystal system Monoclinic

Space group P2,/n

Unit cell dimensions a=8055(1) A
b=10356(1) A
B=102.79(2)°
c=8430(1) A

Volume 686.6(4) A

Z 4

Density (calculated) 3.906 g/fcm®

Absorption coefficient (cm™") 13348

F(000) 744

Crystal size 0.2X02X01 mm
Theta range for data collection 3.16 to 22.99°

Index ranges 0<=h<=8, I<K=k<=11],

~9<=<=9
Reflections collected 951
Independent reflections 951
Refinement method Full-matrix least-squares
on F*
Data/restraints/parameters  951/0/74

Goodness-of-fit on F* 1.118

Final R indices [£>2sigma(l}] “R,=0.0692, *"wR,=0.2127
R indices {all data) R;=0.0738, wR,=0.2189

Extinction coefficient 0.005(2}

Largest diff. peak and hole 2483 and —2.299 eA™3
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Table 2. Atomic coordinates (X10%) and equivalent
isotropic displacement parameters (A2X 10° for V,Se,-
O, Uleg) 1s defined as one third of the trace of the
orthogonalized U; tensor

Atom x ¥y z Uy

Se(l) 1150(2) 1648(1)  3702(2) 11(1)

Se(2) 587(2) 15411  876%(2) 11(1)
V() 15603y  4720(2)  2873(3) 1D
V(2)  2272(3)  3924(2) 7035(3) 11{1)
O(1) 647(12) 4142100 1194(12) 16{3)
Oy  2744(13) 1446(10) 2679(13) 16{2)
0@  3955(13) 4256(10) 2625(13) 13(2)
O@)  1687(12) 3259(9)  4304(12) 9H2)
O(5)  2982(12) 5280(8) 571112} 13(2)
6) —12(12) 5450(9) 3638(12) 13(2)
O(7)  2789(13) 4500(10) 8812(13) 18(2)
O8) 1409(13)  221%10) 7277(13)  19(3)
O —501(12) 192710y 2113(12) 16(2)
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Table 3. Selected bond lengths [A] and angles [deg]
for V,Se,0,

Se(1)-0X9) 1691(10)  Se(2)-0(3) 1.667(10)
Se(1)-0(2) 1711(11)  Se(2)-0(8) 1.698(11)
Se(1)-0(4) 1.771(9) Se(2)-0(5) 1.73310»
V()-O() 1.563(10)  V(2)-O(7) 1.580%{(11)
V(1)-0(6) 1748000  V(2)-O(6) 1.813(10)
V(1)-O<4) 1925(9)  V(2)-(x8) 1.926(11)
V(1-02) 1.962(10) V(2)-0(5) 1.958(10)
V(D-03) 2.043(10)  V(2)-0(9 1.987(10)
V(1)-0(5) 2482(10)  V(2)-0(4) 2.349(10)
0(9)-8e(1)-0(2)  99.7(5)  O(3)-Se(2)-0(8) 9045}
0(9)-Se(1)-04)  995()  0(3)-5e(2)-0(5) 99.7(5)
0(2)-Se(1)-0(4) 956(5)  O(8)-5e(2)-0(5) 98.8(5)
O(L-V(1)-08) 1024(5) O(N-V(2)-06) 988(5)
O(D-V(1)-0(4) 1024(6) O(M-V(2)-O®) 1058(5)
OB)-V(1)-0d) 944(4)  OB)-V(2)-0@8)  90.6(5)
O()-V(D-0(2) 10375  OM-V(2)-0(B) 102.7(5)
06)-V(1)-0(2)  87.965) 0(6)-V(2)-O(5)  835(4)
O4)-V(1)-0(2) 152.7(4) 0(8)-V(2)-0(5) 151.3(5)
Oo()-V(1)-03)  94.7(5)  O(7)-V(2)-0(9)  95.2(3)
O6)-V(1)-O(3)  161.%5) O6)-V(2-0(9)  166.0{4)
0@)-V(1)-0(3y 87714}  OB)-V2-O(9)  862(9)
02-V(1)-03) 822(4) OB)FV(2y-O©9) 8734
O(1-V(1)-0(5) 170.0(5) O(M-V(2)-04) 1734(5)
0)-V(1)-0(5) 79.3(6) OB)V(2)-04) 826(4)
O4)-V(1)-0(5)  683(5)  O@)-V(2-04)  80.6(4)
O(2)-V(1)-0(5)  854(5) O(5)-V(2)-04)  70.94)
O(3)-V(1)-0(5)  84.8(5)  O(9)-V(2-04)  83.4(4)

Se(2)-0(3)-V(1) 134.3(6)
Se(2)-0(5)-V(2) 131.2(6}
Se(1)-0(4)-V(1) 125.9(5)
Se(1}-OK4)-V(2) 122.7(5)
Se(1)-0(2)-V(1) 121L.1(6)
V(1)-0(4)-V(2) 110.8(4)

Se(1)-0(9-V(2) 119.76)
Se(2)-O(8)-V(2) 131.9(6)
Se(1)-0{9)-V(2) 119.7(6)
V(1)-0(6)-V(2) 146.3(6)
V(2)-0()-V(1) 104.5(5)
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Fig. 1. Suggested phase diagram of 1/2V,0,-SeQ, sys-
tem.
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Fig. 2. Local structure and labeling scheme of V,Se,O;.
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Fig. 3, Structure of V,Se,0, viewed in the [100] dire-
ction. Smail and filled circles, V; medium circles, Se;
large circles, O.
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