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% 2- 3. AgPbShsSeq & H #icdh

Empirical formula

Formula weight
Temperature

Wavelength

Crystal system

Space group , Z

a[A]

b[A]

C[A]

Volume

Density (calculated)

F(000)

Absorption coefficient
Crystal size

Theta range for data collection
Index ranges

Independent reflections
Completeness to theta = 28.32°
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*

Final R indices [| >2o(I)]
Largest diff. peak and hole

AgPbSb;Ses

1154.07

273(2) K

0.71073 A

orthorhombic

P2:2:2,,4

4.130(2)

13.730(8)

20.283(12)

1150.0(12) A*

6.6681 g/cm’

1458

31561 mm’

04x.0.03'x 0.33 mm’

1.79 t0'28.32°

-5<=h<=5, -18<=k<=18, -27<=1<=27
2881 [R(int) = 0.0748]
99.8 %

Full-matrix least-squares on F*
2881/0/103

1.045

R; =0.0692, wR, =0.1153
3.629 and -1.752 e.A”

Ri=% |[Fo|-[Fel[/X |Fo|

wRo= [ ¥ [W(Fo™-Fc?)? 1 /Y [(w(F)*) | 172
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% 2- 4. AgPbSbsSes Positional Parameters and Equivalent Displacement Parameters

X y z U(eq) Occp.

M1A 0.2505(9) 0.1921(1) 0.2500(2) 41(1) 0.659(12)(Pb1)
M1B 0.2505(9) 0.1921(1) 0.2500(2) 41(1) 0.341(12)(Sh1)
Sbh(2) 0.2504(13) 0.0798(3) 0.6325(2) 32(1) 0.873(8)
Sb(3) 0.2469(11) 0.3627(2) 0.5525(1) 26(1) 1

Sh(4) 0.2513(11) 0.3627(2) 0.9473(1) 22(1) 1

Ag(5) 0.2499(14) 0.0802(3) 0.8676(2) 36(1) 1

Se(6) 0.2514(13) 0.4560(3) 0.8346(2) 21(1) 1

Se(7) 0.2450(16) 0.2584(3) 0.0995(2) 23(1) 1

Se(8) 0.2564(17) 0.2586(3) 0.4012(2) 25(1) 1

Se(9) 0.2489(17) 0.1619(1) 0.7505(3) 28(1) 1
Se(10) 0.2472(19) 0.4558(3) 0.6660(2) 21(1) 1
Se(11) 0.2600(18) 0.0003(4) 0.5001(3) 28(1) 1

U(eq) is defined as one third of the trace'of théorthogonalized Ul tensor.

1 2- 5. AgPbSbsSes? & B4t £ B (A)

Pb(1)-Se(9) 2.873(6) x2 Sb(3)-Se(11) 3.010(8) x2
Pb(1)-Se(9) 2.883(6) %2 Sb(4)-Se(6) 2.616(5)
Pb(1)-Se(7) 3.180(6) Sb(4)-Se(7) 2.784(6)
Pb(1)-Se(8) 3.201(6) Sb(4)-Se(7) 2.851(7) x2
Sb(2)-Se(9) 2.648(7) x2 Sb(4)-Se(11) 2.967(7)
Sb(2)-Se(6) 2.755(7) x2 Sb(4)-Se(11) 3.022(8) x2
Sb(2)-Se(6) 2.757(7) Ag(5)-Se(9) 2.626(8) x2
Sb(2)-Se(11) 2.897(8) Ag(5)-Se(10) 2.761(8) x2
Sb(3)-Se(10) 2.638(4) Ag(5)-Se(10) 2.770(8)
Sb(3)-Se(8) 2.791(7) Ag(5)-Se(11) 2.906(8) x2
Sb(3)-Se(8) 2.835(8) x2 Ag(5)-Se(7) 3.086(8) x2
Sb(3)-Se(11) 2.969(8) x2
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% 2- 6. AgPbSbhsSeszt- % o 4 # £ dkc e (A% 10%)

Un Uz Us; Uz Uis Ui,
M1A 23(1) 43(1) 59(1) 0(1) -1(2) 0Q2)
M1B 23(1) 43(1) 59(1) 0(1) 1(2) 0Q2)
Sb(2) 27(2) 31(2) 38(2) 3(1) -8(2) 8(2)
Sb(3) 25(1) 31(2) 24(2) -10(1) -8(2) 1(2)
Sb(4) 22(1) 20(1) 21(1) 1(1) -6(2) 6(2)
Ag(5) 37(2) 28(2) (2) 0(1) -6(3) 29(2)
Se(6) 7(1) 24(2) 31(2) (1) -19(2) 10(2)
Se(7) 22(2) 232) 26(2) 202) .5(3) -10(3)
Se(8) 30(2) 18(2) 25(2) A1) 73) 12(3)
Se(9) 22(1) 22(1) 42(1) 702) 15(3) 203)
Se(10) 43(2) 18(2) 6(1) 8(1) 32) 6(3)
Se(11) 25(1) 34(1) 25(1) -10(1) 303) 5(3)

The anisotropic displacement factor exponent takes the form:

-27‘52 [h2 a*2U11 +... +2hka*b* U12]
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% 2-7. CuPbSbsSes 2§ H #cdf 7L

Empirical formula CuPbSbsSeq

Formula weight 1109.74

Temperature 2732) K

Wavelength 0.71073 A

Crystal system orthorhombic

Space group , Z Cmc2,,4

a[A] 4.1604(17)

b[A] 13.730(8)

C[A] 20.283(12)

Volume 1150.5(10) A’

Density (calculated) 6.4092 g/cm’

F(000) 936

Absorption coefficient 21.139 mm™

Crystal size 0.4x0.2x0.2 mm’

Theta range for data collection 2.04 to 28.34°

Index ranges -5<=h<=5, -18<=k<=18, -20<=1<=26
Independent reflections 1453 [R(int) = 0.0462]
Completeness to theta = 28.41° 100.0 %

Refinement method Full-matrix-least-squares on F*
Data / restraints / parameters 145371778
Goodness-of-fit on F* 1.126

Final R indices [| >2o(I)] R; =0.0508, wR, =0.1102
Largest diff. peak and hole 3.828 and -3.217 e.A”

Ri=Y|[Fo|-|Fc|[/Z | Fo| wWRy={3X [W(F-Fc?)) /S [wFD) } 17
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% 2- 8. CuPbSb3Ses Positional Parameters and Equivalent Displacement Parameters

X y z U(eq) Occp.
M1A 0.5000 0.3065(1) 0.7457(2) 31(1) 0.819(1)(Pb1)
M1B 0.5000 0.3065(1) 0.7457(2) 31(1) 0.181(1) (Sb1)
M2A 0 0.0849(3) 0.6330(2) 29(1) 0.144(1) (Pb5)
M2B 0 0.0849(3) 0.6330(2) 29(1) 0.856(1) (Cub)
Sb(2) 0.5000 0.1363(2) 0.0464(1) 26(1) 1
Sb(3) 0.5000 0.1359(3) 0.4447(1) 34(1) 1
Sb(4) 0.5000 0.4122(5) 0.3646(3) 38(2) 0.586(2)
Sb(6) 0.5000 0.4631(11) 0.3503(5) 47(4) 0.361(2)
Se(7) 0.5000 0.0424(3) 0.3291(2) 27(1) 1
Se(8) 0.5000 0.2444(3) 0.8986(2) 31(1) 1
Se(9) 0.5000 0.0437(3) 0.1612(2) 20(1) 1
Se(10) 0.5000 0.2433(3) 0.5957(2) 25(1) 1
Se(11) 0.5000 0.3404(1) 0.2483(5) 51(1) 1
Se(12) 0.5000 0.4992(9) 0.9969(8) 83(1) 1
U(eq) is defined as one third of the trace of the orthogonalized Ul tensor.
% 2- 9. CuPbShsSes? & B4t £ A& (A)
Pb(1)-Se(11) 2.9096(18) *x2 Sb(4)-Se(7) 2.843(5) x2
Pb(1)-Se(10) 3.122(5) Sb(4)-Se(12) 2.912(18) %2
Pb(1)-Se(8) 3.172(5) Pb(5)-Se(11) 2.524(11)
Sb(2)-Se(9) 2.627(6) x2 Pb(5)-Se(9) 2.795(4) x2
Sb(2)-Se(10) 2.842(3) x2 Pb(5)-Se(12) 2.958(18) x2
Sb(2)-Se(12) 2.984(6)x2 Pb(5)-Se(10) 3.113(4) x2
Sb(3)-Se(7) 2.646(6) Sb(6)-Se(7) 2.390(8) x2
Sb(3)-Se(8) 2.814(4) x2 Sb(6)-Se(11) 2.653(12) x2
Sb(3)-Se(12) 2.986(7)x2 Sb(6)-Se(12) 2.974(18) x2

Sb(4)-Se(11)

2.528(12) x2
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4 2-10. CuPbSh;Seg2t- % o 4 4% S8 B

Ui Uz Uss Uzs Uiz Us
M1A 23(1) 33(1) 37(1) 27(1) 0 0
M1B 23(1) 33(1) 37(1) (1 0 0
M2A 17(2) 43(2) 26(2) 1) 0 0
M2B 17(2) 4(2) 26(2) 1) 0 0
Sb(2) 13(1) 34(1) 33(2) (1 0 0
Sb(3) 36(1) (1) 24(2) 1131) 0 0
Sb(4) 3203) 12(3) 70(4) 14(2) 0 0
Sb(6) 39(3) 40(7) 62(5) -16(5) 0 0
Se(7) 28(2) 29(2) 2202) 8(2) 0 0
Se(8) 32(2) 26(2) 34(3) 202) 0 0
Se(9) 18(2) 21(2) 22(2) _4(1) 0 0
Se(10) 32(2) 29(2) 15(2) 302) 0 0
Se(11) 18(1) 20(1) 115(3) 53) 0 0
Se(12) 36(1) 95(2) 1173) 82(2) 0 0

The anisotropic displacement factor«€xponent takes the form:
2n* [h?a**Up +... +2hka*b* U]

4-3 ¥ * Heit )i

45 & cHAgPbSbsS, » AgPbSbiSes £ CuPbSbsSes i & 45 % 16 1 Xk # %
MEbT &P E £ PFRF(0.027/2sec/step » 20°~ 60° ) erks R BEST Bl 0 H ¢
AgPbSb;Se® #¢7 FlLE ¢ chsESRIGH Y ¥ 0 @ AgPbSbiSech| £ ¥7 GSASHC
BRI 42t B S AR Bt i (4o 2-12 90 ) 0 T AL T AgPbSbySe
AgPbSbiSecta™ d % fi 45 & 1 1/1/3/6 chE b & S g A 4 o
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