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Table 1 Structural parameters (Model A) obtained from Mo K-Edge EXAFS on heating  (NH4)2Mo3S13.2H2O from 120 to 430 ºC at 1 ºC min-1. 

T/ºC
NS
rS /Å
AS/Å2
NMo
rMo/Å
AMo/Å2
R (%)
NP

120
6.49(29)
2.433(3)
0.012(1)
1.38(16)
2.734(2)
0.006(1)
17.04
7

130
6.50(30)
2.434(3)
0.012(1)
1.38(16)
2.734(2)
0.006(1)
17.77
7

140
6.46(31)
2.432(3)
0.012(1)
1.30(16)
2.734(2)
0.006(1)
18.50
7

150
6.52(32)
2.433(3)
0.012(1)
1.38(17)
2.734(2)
0.006(1)
18.57
7

160
6.40(32)
2.431(3)
0.013(1)
1.23(18)
2.734(2)
0.006(1)
17.56
7

170
6.53(36)
2.432(4)
0.013(1)
1.31(18)
2.734(2)
0.006(1)
21.47
7

180
6.51(62)
2.432(3)
0.013(1)
1.40(18)
2.734(2)
0.007(1)
19.17
7

190
6.41(32)
2.431(3)
0.013(1)
1.28(17)
2.734(2)
0.006(1)
19.44
7

200
6.43(34)
2.431(4)
0.014(1)
1.32(18)
2.733(2)
0.007(1)
20.88
7

210
6.39(35)
2.430(4)
0.014(1)
1.29(19)
2.733(3)
0.007(1)
22.04
7

220
6.30(31)
2.430(3)
0.014(1)
1.38(18)
2.732(2)
0.008(1)
19.87
7

230
6.27(34)
2.429(4)
0.015(1)
1.34(19)
2.731(3)
0.008(1)
21.67
7

250
6.17(35)
2.429(4)
0.015(1)
1.43(22)
2.733(3)
0.008(1)
23.01
7

260
6.21(33)
2.429(4)
0.015(1)
1.42(20)
2.732(3)
0.009(1)
21.38
7

270
6.24(35)
2.432(4)
0.015(1)
1.54(23)
2.734(3)
0.009(1)
22.97
7

280
6.15(30)
2.429(3)
0.015(1)
1.46(19)
2.731(3)
0.009(1)
20.57
7

290
6.16(29)
2.430(3)
0.016(1)
1.47(19)
2.732(3)
0.009(1)
20.48
7

300
5.96(29)
2.431(4)
0.015(1)
1.57(22)
2.734(3)
0.010(1)
20.58
7

310
6.22(39)
2.430(3)
0.016(1)
1.47(24)
2.732(3)
0.010(1)
26.19
7

320
6.13(32)
2.431(4)
0.016(1)
1.53(22)
2.733(3)
0.010(1)
22.41
7

330
6.20(30)
2.430(4)
0.017(1)
1.51(19)
2.733(3)
0.010(1)
20.72
7

340
6.18(39)
2.430(4)
0.017(1)
1.56(26)
2.733(3)
0.011(1)
26.81
7

350
5.43(31)
2.430(4)
0.015(1)
1.66(38)
2.734(4)
0.013(1)
23.79
10





0.19(65)
3.155(2)
0.016(2)



360
5.24(31)
2.420(4)
0.014(1)
1.18(45)
2.736(7)
0.013(1)
25.86
10





1.03(63)
3.163(4)
0.014(2)



370
5.10(27)
2.408(4)
0.011(1)
3.02(65)
3.167(5)
0.015(2)
24.73
7

380
5.25(26)
2.408(3)
0.011(1)
3.83(66)
3.173(5)
0.016(2)
22.34
7

390
5.35(30)
2.407(4)
0.011(1)
3.73(74)
3.172(5)
0.016(2)
26.00
7

400
5.32(29)
2.407(4)
0.011(1)
3.61(70)
3.172(5)
0.015(2)
25.33
7

410
5.28(30)
2.407(4)
0.011(1)
3.49(71)
3.172(5)
0.015(2)
25.91
7

420
5.27(30)
2.407(4)
0.012(1)
3.50(73)
3.172(5)
0.015(2)
26.67
7

430
5.57(27)
2.405(3)
0.012(1)
4.03(68)
3.172(4)
0.017(2)
21.03
7

N = Coordination number, r = interatomic distance, A = Debye-Waller factor, R = Discrepancy index and NP = Number of independent parameters refined.

Table 2 Structural parameters (Model A) obtained from Mo K-Edge EXAFS on heating  (NH4)2Mo2S12.2H2O from 100 to 450 ºC at 1 ºC min-1. 

T/ºC
NS
rS/Å
AS/Å2
NMo
rMo/Å
AMo/Å2
R ( %)
NP

100
7.21(27)
2.449(3)
0.011(1)
0.60(23)
2.826(7)
0.008(3)
21.03
7

110
7.20(28)
2.449(3)
0.011(1)
0.54(23)
2.818(8)
0.008(3)
21.79
7

120
7.18(33)
2.448(3)
0.011(1)
0.65(32)
2.822(9)
0.009(4)
27.04
7

130
7.08(35)
2.449(3)
0.012(1)
0.74(35)
2.817(9)
0.010(4)
26.17
7

140
6.85(33)
2.447(3)
0.012(1)
0.62(26)
2.810(8)
0.008(3)
27.36
7

150
6.59(32)
2.448(3)
0.012(1)
0.75(31)
2.807(8)
0.010(3)
26.36
7

160
6.31(33)
2.447(4)
0.012(1)
0.83(32)
2.800(7)
0.010(3)
27.56
7

170
6.30(32)
2.442(4)
0.013(1)
0.88(28)
2.789(6)
0.010(3)
24.73
7

180
5.87(37)
2.445(5)
0.014(1)
1.07(34)
2.786(6)
0.011(3)
31.30
7

190
5.87(37)
2.444(5)
0.014(1)
1.10(33)
2.780(6)
0.011(3)
30.52
7

200
5.84(35)
2.444(4)
0.014(1)
1.37(40)
2.778(6)
0.013(3)
30.17
7

210
5.80(34)
2.441(4)
0.014(1)
1.11(31)
2.771(6)
0.011(2)
28.31
7

220
5.86(40)
2.440(5)
0.015(1)
0.93(28)
2.764(5)
0.009(2)
32.09
7

230
5.87(36)
2.441(5)
0.015(1)
1.29(35)
2.764(5)
0.012(2)
29.40
7

240
5.94(39)
2.439(5)
0.015(1)
0.99(28)
2.759(5)
0.009(2)
30.34
7

250
5.90(37)
2.437(5)
0.015(1)
1.18(31)
2.756(5)
0.011(2)
30.04
7

260
5.88(35)
2.440(4)
0.015(1)
1.34(32)
2.753(5)
0.011(2)
29.34
7

270
5.90(37)
2.441(5)
0.015(1)
1.65(39)
2.751(5)
0.011(2)
30.38
7

280
5.82(39)
2.439(5)
0.015(1)
1.24(33)
2.748(5)
0.011(2)
31.11
7

290
5.71(37)
2.738(5)
0.015(1)
1.43(36)
2.747(5)
0.012(2)
31.37
7

300
5.63(34)
2.436(4)
0.015(1)
1.50(33)
2.743(5)
0.012(2)
29.09
7

310
5.44(31)
2.435(4)
0.015(1)
1.29(28)
2.743(4)
0.011(2)
26.92
7

320
5.90(34)
2.436(4)
0.015(1)
1.50(30)
2.741(4)
0.012(2)
29.15
7

330
5.50(35)
2.434(5)
0.015(1)
1.29(29)
2.738(4)
0.011(2)
29.86
7

340
5.51(37)
2.432(5)
0.016(1)
1.41(35)
2.740(5)
0.012(2)
31.83
7

350
5.42(38)
2.430(5)
0.016(1)
1.26(47)
2.742(6)
0.011(3)
29.78
10





0.14(38)
3.152(4)
0.007(20)



360
5.24(33)
2.427(5)
0.015(1)
1.53(54)
2.743(7)
0.015(4)
27.86
10





0.32(39)
3.169(2)
0.009(10)



370
5.06(32)
2.418(5)
0.013(1)
0.98(52)
2.743(10)
0.014(5)
28.22
10





1.21(64)
3.165(1)
0.014(5)



380
5.04(28)
2.409(4)
0.011(1)
2.94(69)
3.166(6)
0.015(2)
26.01
7

390
5.28(30)
2.408(4)
0.011(1)
3.24(70)
3.170(5)
0.015(2)
26.48
7

410
5.09(29)
2.406(4)
0.011(1)
3.23(69)
3.170(5)
0.015(2)
26.17
7

420
5.17(30)
2.405(4)
0.012(1)
3.37(75)
3.170(6)
0.16(2)
26.99
7

430
5.20(31)
2..407(4)
0.012(1)
3.16(72)
3.172(6)
0.015(2)
27.80
7

440
5.19(32)
2.406(4)
0.012(1)
3.35(81)
3.171(6)
0.016(3)
28.67
7

450
5.55(24)
2.405(3)
0.013(1)
3.95(64)
3.171(4)
0.018(2)
20.06
7

N = Coordination number; r = interatomic distance; A = Debye-Waller factor; R = Discrepancy index; NP = Number of parameters refined.

