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 546.77; 546.22; 546.98; 548.73; 541.49 

 K2[Mo3(PdPPh3)S4(C2O4)3(H2O)3] 0,5H2O

© 2008   A . . , . . *, . . , . .

. . . ,

 21  2007 .

 [Mo3S4(C2O4)3(H2O)3]
2–  PdCl2  NH4H2PO2 ,

 PPh3, -

 [Mo3(PdPPh3)S4(C2O4)3(H2O)3]
2–,

 K2[Mo3(PdPPh3)S4(C2O4)3(H2O)3] 0,5H2O.

: , , ,

, .

 M3M Q4 (M = Mo, W;  Q = S, Se;  M  = Ru, Os, Ir, 

Ni, Pd, Pt )

-

 (Mo, W),  Mo  W  [ 1 ]. 

- -

 ( , -

, ),

,

-  ( , , ) [ 2—8 ]. 

, :

 [Mo3(PdL)S4(H2O)9]
4+ ( -

, -

), [Mo3(PdPPh3)S4(H2O)5Cl4, ,

[Mo3(PdCl)S4(tacn)3]Cl3 (tacn — 1,4,7- ) [ 6, 9—11 ]. 

 [ 12 ].  

[M 3(PdPPh3)S4(C2O4)3(H2O)3]
2–,  K2[Mo3(PdPPh3)

S4(C2O4)3(H2O)3] 0,5H2O, .

. K2[M 3( 3-S)( 2-S2)3(C2O4)3] 0,5KBr 3H2O -

,  [ 13 ]. PPh3 .

.

.

 4000—400 –1  KBr 

 Scimitar FTS 2000  1 –1. - -  (ESI-MS) -

-  Quattro LC ( - - ; Micromass, Manches-

ter, UK) [ 14 ]. 

 K2[Mo3(PdPPh3)( 3-S)4(C2O4)3(H2O)3] 0,5H2O.  10 

K2[M 3( 3-S)( 2-S2)3(C2O4)3] 0,5KBr 3H2O (0,13 , 0,13 )  10 -

                                                                

* E-mail: caesar@che.nsk.su 
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 1  

K2[Mo3(PdPPh3)S4(C2O4)3(H2O)3] 0,5H2O

 667752 ( .), / 3 1,3476 

-  C24H22K2Mo3O15,5PPdS4 , K 150 

 1190,08  Bruker-Nonius X8 Apex CCD 

, Å 0,71073 (MoK )

I 4 3m 2 max, . 65,12 

, Å 22,7214(4) h, k, l –34 h  32,  –34 k  17,  –32 l  34 

V, Å3 11730,2(4) , –1
1,280 

Z 8 R-

F0 > 4 (F0)

R1 = 0,0579,  wR2 = 0,1950 

 (0,20 , 0,76 ). -

 12 ,

. -

 [M 3S4(C2O4)3(H2O)3]
2–  PdCl2 (0,031 , 0,17 )  NH4H2PO2 (0,016 ,

0,19 ).  5 ,  10 

PPh3  (0,070 , 0,27 )  12 .

.

.  0,080  (52 %). 

 (4000—400 –1): 3428 , 3060 , 1728 , 1707 . , 1672 . , 1586 , 1484 .,

1436 , 1368 , 1346 , 1208 , 1187 , 1108 , 997 , 933 , 897 , 790 , 757 , 723 , 689 ,

527 , 458 .

-  (H2 ): [M 3(PdPPh3)S4(C2O4)3]
2– (m/z = 524). 

.  K2[Mo3(PdPPh3)( 3-S)4(C2O4)3(H2O)3] 0,5H2O

. -

 Bruker X8 APEX [ 15 ]  CCD- ;

MoK  (  = 0,71073 Å); .

. 1. -

,  SADABS [ 15 ]. 

-

 SHELXTL [ 16 ]. 

 H2O  PPh3 . CIF , -

,  CCDC  667752, 

- : www.ccdc.cam.ac.uk/deposit. 

.  [M 3S4(C2O4)3(H2O)3]
2– ( -

in situ  [M 3( 3-S)( 2-S2)3(C2O4)3]
2–  PPh3,  [ 17 ])  PdCl2

 NH4H2PO2

[M 3(PdPPh3)S4(C2O4)3(H2O)3]
2– ( . 1), . -

 Pd(II)  Pd(0), 

PPh3 . ,

-  [ 13 ].  

- - , -

 [M 3(PdPPh3)S4(C2O4)3]
2– (m/z = 524) 

 [M 3(PdPPh3)S4(C2O4)3( 2 )3]
2–.

 K2[Mo3(PdPPh3)S4(C2O4)3(H2O)3] 0,5H2O

.  K+,  [M 3(PdPPh3)S4(C2O4)(H2O)3]
2– -

 ( . 2). , -
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. 1.

[M 3(PdPPh3)S4(C2O4)3(H2O)3]
2– (

               50%- ). 
 Mo—Mo  Mo—Pd 

                                      

. 2.

 K2[Mo3(PdPPh3)S4(C2O4)3(H2O)3] 0,5H2O.
 Mo—Mo  Mo—Pd .

 K+ .

,

, , -

.  K+ -

.

 Mo3Pd -

. 3- -

, . ,

 {Mo3S4}
4+  {Mo3PdS4}

4+
2- -

 µ3- , — . -

,

[Mo3S4(C2O4)3(H2O)3]
2– [ 13 ]. , , -

 (2,28 Å),

:  C—P—Pd  114 , —P—C — 105 .

 [Mo3(PdPPh3)

S4(C2O4)3(H2O)3]
2–  [Mo3(PdPPh3)S4

T a  2  

Mo3S
4
4 Mo3PdS

4
4 , Å

 Mo—Mo Mo—Pd Mo—S Pd—S 

[Mo3S4(C2O4)3(H2O)3]
2– [ 13 ] 2,71—2,75  2,30—2,33 ( 2—S)

2,26—2,29 ( 3—S)

[Mo3(PdPPh3)S4(C2O4)3(H2O)3]
2– 2,76 2,82 2,33 2,36 

[Mo3(PdPPh3)S4(H2O)5Cl4] [ 17 ] 2,74—2,75 2,80—2,82 2,32—2,34 2,34—2,36 

3[Cp Mo3(PdPPh3)S4]
+ [ 18 ] 2,84 2,86—2,87  2,38—2,39 

. Cp  — .
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T a  3  

 d, Å [M 3(PdPPh3)S4(C2O4)3(H2O)3]
2–

d d d

Pd1—P1 2,284(1) Mo1—O11 2,155(4) Mo1—S1 2,331(1) 

Pd1—S1 2,362(2) Mo1—O1 2,184(5) Mo1—S2 2,334(1) 

Pd1—Mo1 2,818(1)   Mo1—Mo1 2,755(1) 

(H2O)5Cl4] [ 17 ] ( . 2, 3). ,  [Mo3(PdPPh3)S4Cp3]
+  Pd—Mo, 

Pd—S — o , , , -

— , - .

 Pd—P  2,27—2,29 Å
[ 18, 19 ]. 

-

 (  05-03-32126). . .

 ( ), . . -

 —  ( -7072.2006.3). 
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