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 Rh[(C2H5O)2PS2]3  Co[(C6H5O)2PS2]3
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 Rh[(EtO)2PS2]3 (I)  Co[(PhO)2PS2]3 (II) (

CAD-4, MoK - , 1193 Fhkl, R = 0, 0516  I  513 Fhkl, R = 0, 0305  II). -

 I : a = 14,233(3), b = 13,570(3), c = 14,272(3) Å;  = 90,66(3) ,

V = 2756,3(10) Å3, Z = 4,  = 1,587 / 3, C2/c.  II

: a = 15,149(2), c = 30,306(6) Å; V = 6023,2(16) Å3, Z = 6,  = 1,493 / 3,

R 3 . C  I  II -

.  M (M = Rh, Co) — ,

-  (RO)2PS2 .

: , Rh(III), Co(III), 

, .

- -  —

(RO)2PS2  —  [ 1 ],  [ 2 ], 

 [ 3 ]  [ 4 ]. -

 [ 5, 6 ].

 Rh(III)  Co(III) -

 Rh[(i-PrO)2PS2]3 [ 7 ]  Co[(MeO)2PS2]3 [ 8 ]. 

.

 — -

 Rh[(EtO)2PS2]3  Co[(PhO)2PS2]3 .

 Rh[(EtO)2PS2]3  Co[(PhO)2PS2]3 ,  [ 9 ]. -

EtOH—CHCl3.

: -

 0,35 0,32 0,30  I 

0,40 0,35 0,30  II. 

 Enraf-Nonius CAD-4 -

 (MoK - ,  = 0,71069 Å, , /2 -

).

 (  111, 222, 645  I 5 6 10,

4 5 9  II).
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 1

,

Rh[(EtO)2PS2]3 (I), Co[(PhO)2PS2]3 (II)

I II

C12H30O6P3RhS6 C36H30CoO6P3S6

1317,08 902,80

/2 /2

2/c R 3

.

a, b, c, Å 14,233(3),  13,570(3),  14,272(3) 15,149(2),  15,149(2),  30,306(6)

, , , . 90,  90,66(3),  90 90,  90,  120

V, Å3 2756,3(10) 6023,2(16)

Z

d , / 3

4

1,587

6

1,493

, –1 1,272 0,902

F(000) 1344 2772

, . 2,51—24,98 1,69—22,47

. / .

Rint

2111 / 2026

0,0213

1393 / 1293

0,0346

, F 2 , F 2

I > 2 (I ) 1193 513

GOOF F 2

133

0,876

167

0,441

R- I > 2 (I )

R1

wR2

0,0516

0,1235

0,0305

0,0339

R-  ( )

R1

wR2

0,0863

0,1386

0,1138

0,0539

, -

. 1. 

 I  II , -

.

F2

SHELXL-97 [ 10 ].  H 

.

. 2. 

, , -

 ( DC — 658660,

658661) .

 I  II ,

.  Rh  I 2,

 Rh(1)  P(2),  Co  II — 3. -

2 3  I  II  ( . 1).



. . , . . , . .326
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 d, Å , .

Rh[(EtO)2PS2]3 (I), Co[(PhO)2PS2]3 (II)

 I

d d d

Rh(1)—S(1) 2,380(2) S(2)—P(1) 2,014(4) P(2)—O(3) 1,570(6)

Rh(1)—S(3) 2,384(2) S(3)—P(2) 2,019(3) O(1)—C(11) 1,426(10)

Rh(1)—S(2) 2,396(2) P(1)—O(1) 1,559(6) O(2)—C(31) 1,422(13)

S(1)—P(1) 2,003(4) P(1)—O(2) 1,562(7) O(3)—C(12) 1,479(12)

S(1)—Rh(1)—S(3) 93,88(8) P(1)—S(1)—Rh(1)   86,8(1) S(1)—P(1)—S(2) 104,0(1)

S(1) —Rh(1)—S(3) 91,22(9) P(1)—S(2)—Rh(1)   86,1(1) O(3)—P(2)—O(3)   95,5(5)

S(3)—Rh(1)—S(3) 83,5(1) P(2)—S(3)—Rh(1)   86,4(1) O(3)—P(2)—S(3) 115,3(3)

S(1)—Rh(1)—S(2) 83,03(8) O(1)—P(1)—O(2)   95,5(4) O(3)—P(2)—S(3) 113,8(3)

S(1)—Rh(1)—S(2) 92,23(9) O(1)—P(1)—S(1) 115,4(3) O(3)—P(2)—S(3) 113,8(3)

S(3)—Rh(1)—S(2) 92,35(8) O(2)—P(1)—S(1) 113,3(3) O(3) —P(2)—S(3) 115,3(3)

S(2) —Rh(1)—S(2) 92,4(1) O(1)—P(1)—S(2) 113,5(3) S(3) —P(2)—S(3) 103,6(2)

O(2)—P(1)—S(2) 115,7(3)

 II

d d d

Co(1)—S(1) 2,314(2) S(2)—P(1) 1,963(3) O(1)—C(11) 1,407(9)

Co(1)—S(2) 2,321(2) P(1)—O(2) 1,572(5) O(2)—C(12) 1,397(9)

S(1)—P(1) 1,972(3) P(1)—O(1) 1,592(5)

S(1)—Co(1)—S(1) 89,9(1) O(2)—P(1)—O(1)   99,4(3) C(11)—O(1)—P(1) 123,0(5)

S(1)—Co(1)—S(2) 85,15(7) O(2)—P(1)—S(2) 107,8(2) C(61)—C(11)—O(1) 118,4(9)

S(1) —Co(1)—S(2) 94,58(8) O(1)—P(1)—S(2) 115,6(2) C(21)—C(11)—O(1) 118(1)

S(2)—Co(1)—S(2) 90,7(1) O(2)—P(1)—S(1) 114,0(2) C(12)—O(2)—P(1) 122,0(5)

P(1)—S(1)—Co(1) 83,6(1) O(1)—P(1)—S(1) 114,4(2) C(22)—C(12)—O(2) 120,6(9)

P(1)—S(2)—Co(1) 83,6(1) S(2)—P(1)—S(1) 105,7(1) C(62)—C(12)—O(2) 119(1)

 M  S 

-  (EtO)2PS2  I  (PhO)2PS2  II, 

 MS2P.  S6 — -

.  M—S  2,380(2), 2,384(2), 2,396(2) Å  M = Rh

 2,314(2), 2,321(2) Å  =  ( . . 2).  M—S -

 Rh  Co [ 11 ].  SMS 

 83,5  83,03  I  85,15  II,  MSP  86,1—86,8  I  83,6  II.

,  MS2P, ,  I 

.  Rh(1)S(1)S(2)P(1)

 0,014 Å,  Rh(1)S(3)S(3) P(2) , 2.

 II , -

 S S  SPS  16,3 .

 II  0,003  0,009 Å, . . -

.
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. 1. :  Rh[(EtO)2PS2]3 ( ),

                                                                           Co[(PhO)2PS2]3 ( )

 P .

P—S  2,003(4), 2,014(4), 2,019(3) Å  I  1,963(3), 1,972(3) Å  II,  P—O 

1,559(6), 1,562(7), 1,570(6) Å  I  1,572(5), 1,592(5) Å  II. 

 — 109,5 .

,

- - . -

,

(61) (42)  3,673 Å (  II).  Rh Rh  Co Co  8,644(1)

 6,259(4) Å .

 I ,  (001): 

z = 0,25 z = 0,75. . . 2, a

 (010), 

 — . 2, .

 II . 3  (100).

. 2.  I:  —  (010),

 —  I ,

                                                                                       (001)



. . , . . , . .328

. 3.
 II  (100). 

                              

 I -

 Cr[(C2H5 )2PS2]3 [ 12, 13 ]. 

 Rh  Cr [ 11 ]

-

:

 Rh—S  2,387 Å, -

 Cr—S  2,425 Å.

 (S—P, P—O) 

-

.

 I  Rh[(i-

PrO)2PS2]3 [ 7 ] 

,

-

RhS6.  ( , Rh—S

2,387 Å  R = Et  2,385 Å  R = i-Pr) .

 II  Co[(MeO)2PS2]3 [ 8 ]: -

Co—O  CoS6  2,318 Å  R = Ph  2,322 Å — -

 R = Me.

 [ 14 ] 

M[(RO)2PS2]n (M = Cr, In, Ni, Pd, Pt, Rh;  R = Et, i-Pr).

 I  II -

.
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