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Crystal Structure of Bis (tetrathiomolybdato) palladate (II)
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BT ERIE 20 H03225 — 24.6° OF ORI H 25 % Fv
THRADAZHRFEICL DRE Lz, BEERNEIR 5 <20 <
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BT RERIZ, BEG3SOMEICEELREIR
PR LN o,
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FHF 1d Pourier M & ) 2 DR RE L. §XTCOIE
KEEFIIOWT, IEEHERERT % v CR/ADFE
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ZR2IORT. PARFEHLFEN2GHOECHY, B
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EDEVICHET A 20 PPh, " HFEITNTVE. 0N
MDD PdE 4DODREBSHEF 3L FRERY,
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PdEANT 4 FEMFOLTMAIZ, S3— Pd— S4,
S3 —Pd — S4* 3 F 21 98.70(7), 81.30(7)° & HAHAYZ:
IEHPHIUBRAL A S 13 9°E{ EATEY, PdS,Mo ¥ L
— MRENTHEANKE L ZoTWA., —H Mo AN IZIE
TR N b?’?ﬁ‘kzﬁki%lﬂ.%ﬁbf% D, 420
Mo — SHE AL [MoS,]* ™ 2.18 Alzkh~, 452
74 K83, 84 TidE< (2.337,2340(2) A), KA L7
4 FS1, 82 TldRexf< (2.139,2.143(2) A) ZoT w5,
L OREEEROREI, [MoS,]? RO TH
L7z MtosEED b D& L CEBL TV Y, AEOES
RO RENDIZS3— Mo — 84T, 10526(8)° &/h&L
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DHEBRIERICE2DDEEZONE, EHIZZDFL—

%1 [PPh,], [Pd (MoS,),] ® X#EHEENKT—%

(a) Crystal data

formula C,gH,Mo,P,PdS,
formula weight 1233.55
crystal dimensions, mm 0.4 X 0.3 X 0.15
crystal system triclinic
space group Pl

a, A 12.506(1)

b, A 12.542(1)

c, A 9.3949(8)
o, deg 96.065(8)
B, deg 110.251(8)
Y, deg 66.382(7)
v, & 1265.8(3)

¥4 1

dareqr 9 cm™ 1.618

F(000) 616

Bogrcar cm* 12.64

(b) Data collection and reduction

diffractometer Rigaku AFC7R
monochromator graphite
radiation (A4 /A) Mo Ko (0.71069)
20 range, deg 5 < 20 < 45
scan method w—260 scan
transmission factor 0.834—0.999
reflections measured +h, tk, %1

no. of unique data 2961

no. of data used 2274 (I > 3 ¢ (1))

(c) Solution and refinement

no. of parameters refined 277
R, R, 0.033, 0.030
max/min residuals, e A 0.86, —0.51

MERINTIE, Mo— S — PAdAAS77.61(6), 77.72(7)° &/
72> Twv5, Pd— Mo BIHi#EX28673(7)ATH Y,
HEDOBFEEG LD IIRPEV 00, SEMMAEEIEANE
L9 ZHEHENICHS.

[Pd (MoS,),]> ®Pd $7:ix Mo x & E CEILL 7
FEATINE TXHBMCLVEERESNL TS D
DIZ2>WT, EREEHEMRE - AELRIICT LD, Pd-
Mo $§R & PA-WHHRICDOWTEFN S D& AR - A%
W8T 5L, Pd— Mo BEEBEA Pd— W X D) bF 2@
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3 [Pd (MoS,),]* ® ORTEP X

#£2 [PPh,], [Pd (MoS,),] ®F =74 »#5nsaHEE - A

(a) Bond lengths (A)

Pd--*Mo

Mo—S2

Mo—S4

Pd—S4

2.8673(7)
2.143(2)
2.227(2)

2.340(2)

(b) Bond angles (deg)

Mo*-*Pd-* Mo

Mo**"Pd—S4

Mo -Pd—S84*

S3—Pd—S3*

S4—Pd—S4*

Pd--"Mo—S2

Pd:-*Mo— 54

S1—Mo—S3

S2—Mo—S3

S3—Mo—54

Pd—S4—Mo

180
49.39(5)
130.61(5)
180
180
131.97(7)
52.89(5)
109.55(8)
111.24(9)
105.26(8)

77.72(7)

Mo—S1

Mo—S3

Pd—S3

Mo*+*Pd— 83

Mo-+*Pd—S3*

S3—pd—S4

S3—Pd—s4*

Pd:-*Mo—S1

Pd--*Mo—8S3

S1—Mo—S2

S1—Mo—S4

S2—Mo—S4

Pd—S3—Mo

2.139(2)
2.237(2)

2.337(2)

49.64(5)
130.36(5)
98.70(7)
81.30(7)
118.84(6)
52.74(5)
109.19(9)
110.30(9)
111.24(10)

77.61(6)

#£3 [M (MS,),)°” (M’=Ni, Pd; M = Mo, W) DfE/3T A —
FORE (S, I BEANT AN, S I KmANT 4 F)

M’ = Ni M’ = Ni M’ = Pd M’ = Pd
M = Mo M=W M = Mo M=W
(a) Bond lengths (&)
MM 2.798(8) 2.817(1) 2.8673(7) 2.9008(5)
M =S, 2.228(5) 2.233(4) 2.337(2) 2.347(3)
2.230(7) 2.241(3) 2.340(2) 2.359(3)
M—S, 2.222(6) 2.229(4) 2.227(2) 2.238(3)
2.232(5) 2.234(3) 2.237(2) 2.240(3)
M—S, 2.148(5) 2.150(5) 2.139(2) 2.148(3)
2.153(8) 2.151(4) 2.143(2) 2.149(4)
{b) Bond angles (deg)
S,~M’'—8, 78.3(2) 81.30(7) 81.8(1)
101.7(2) 97.70(7) 98.2(1)
S,—M—S, 101.8(2) 105.26(8) 105.2(1)
M’ —§,—M 77.7(2) 77.61(6) 78.2(1)
77.9(2) 77.72(7) 78.5(1)
S, ~M—S, 109.7(2) 109.19(9) 108.9(1)
SCRK 6) 1a) This work 7)

ELUAEEFIC I W—RERETWE I LA bRS. N
2% L C Ni-Mo 821K Cld, Ni DA & Y EEPP I WD
IZNi — S, Ni— Mo HHiHEAT Pd-Mo $RD K ET 4 1 &
DWAEL-THY, FNIZX 5 TNiS,Mo lBEERANTOD
FEAHPKELroTWE, ThbLINFL— MRADOE
B EBHEET & 2T EAAEN, MoFE &£ bI12H
1022 THH, FRENIIDW T OB 4 FHE B O
90°, MUERELALO 109° 5 DA F 1 b Pd-Mo FE{K
IO RELBE-TVA.

73 [Pd (MoS,),]* I2BWT4DDEFPd, Mo, S3,
SA b7 ABRIEET T EE Tld % <, PdS, & MoS, D 2
SOEAH170° DA KT L) o Tws (K
3b). Ni-Mo #5KIZBWT LT 5 ZHADMEH169° &
7o TWADS, ZHIIK LT Pd-W KT PdS,W BRiZ 12
T4 FEHEREINTVE, IS DHEEOETFIHE
T aEmIE I T D, IR RRE LTITORT
$7-Y, HERHECRONDE IO L) BEC,, NHEOS
FHREPBEFHERICL 2 L 0O0 L) IV TIIERSY
Hi-nb.
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