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BT R PR N & B % MoS,Mo B K AE., 5 Moa(00) ¢ (u-SCHI00,Et) s (MeON) 5 [l
AP AN 8K (Mo—S, 2.461.2&, Mo--Mo2.9663) Figtsp [Mo—S—Mo 74.10(6)°, S—
Mo—S, 105.90(5) °1 A e3¢, ‘& 4111 MoSaMo ¥ BnHym Ha E—4, BEBIR T35 Mo(D)
RLAY, BAIMFE SR iy R KA R G MBEH A%, SEEAY Mo, (00)+
(uS8Bu) ™ Fil Moa(CO)s (u—SCH,COEb) o™ fy MoS,Mo 4% 8 5T iy &5 # %t #i8 [Mo-—-Mo,
2.984(2), 2.939(1) &; S—Mo—8 £,106.1(2)°, 106.23(7)°; Mo—S, 2.48, 2.458] A %3

%2 Moa(CO)e(u—SPh)a(MeCN) 5 th4% (A)

Mo—Mo 2.9782(6) C(@2)—0(2) 1.142(8)
Mo—8 2.464 (1) 0(3)—0 (@) 1.154(6)
Mo—S 2.474(1) C(4)—0(5) 1.465(7)
Mo—N 2.217(3) amn—o(e) 1.878(8)
Mo—C(1) 2.019(6) 0(6)—0(11) 1.378(6)
Mo—C(2) 2.002(6) o(M—0o(@® 1.385(8)
Mo—G(3) 1.950(4) 0(®)—0(® 1.362(7)
8—0(6) 1.785 (5) 0(9)—0(10) 1.861(8)
N—O(4) 1.118(8) 0(10)—0(11) 1.391(8)

cy—oQ) 1.180(7)
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% 8 Moy(CO)e(1~SPh)s(MeCN), 24 (°)
8—Mo—S 105.80(4) Mo—S8—C(6) 118.2(1)
§—Mo—N 82.8(1) Mo—8—C(6) 112.9(2)
8—Mo—C() 166.0(2) Mo—N—C(4) 176.5(4)
8-—-Mo—C(2) 84.6(2) Mo—C(1)—O(D) 178.5(5)
8—Mo—C(3) 102.4(2) Mo—0(2)—0(2) 177.2(4)
8—Mo—N 93.2(1) Mo—C(3)—0() 175.3(5)
8—Mo—C(1) 84.2(2) N—C(4)—0(5) 177.8(6)
8—Mo—C(2) 166.6(2) 8—C(6) —C () 116.1(3)
B8—Mo—C(3) 83.6(2) 8—C(®—C(1) 124.2(9)
N—Mo—C(1) 86.9(2) C(")—0 () —C@A1) 119.8(5)
N—Mo—C(2) 96.7(2) CE)—C(M—C@®) 120.1(4)
N—Mo—C(3) 174.4(2) C(N—0(8)—C©®) 120.6(5)
C(1)—Mo—C(2) 87.3(2) C(8)—0(9)—0(20) 119.2(5)
C(1)—Mo—C(3) 88.2(3) C(9)—C(10)—0(11) 121.8(p)
0(2)—Mo—C(3) 85.8(2) C(6)—C(11) ~0(10) 118.7(5)
Mo-—8—Mo 74.20(4)
%4 Mos(CO)s(u~SPh)s (MeCN)s 5 [Moa(CO)s(u~SPh)sl*~ &
[M0p(CO) s (u~SCHACOLEL) o] *~ W H R LW SR K
i & 9 Mo—8—Mo(®) | S—Mo—8(°) | Mo—8(4) Mo—Mo(A)
M0g(CO)6 (u~SPh) s (MeON) 4 74.20(4) 105.80(4) 2.469 2.9782(6)
[Mog(CO)s (u-8Ph)4]2~ 102.55(5) 77.45(8) 2.608 4.069(2)
[Mo02(CO)g (u—SCHACO:Et) 12~ 99.20(5) 80.80(5) 2.587 3.839(1)

Mo (1) ¥ Bt & ¥ Mo, (CO) s (u—SR) 2 Fl M0, (CO)6(u—SR)a(MeCON) 5 fy # 5 5T MoS,Mo [
WA EHF, B8 Mo RRHREN ZIEBRS B AR WA &4 8 MoS:Mo £y, {4 15
HHE R, LR Moy (C0)e(u-SCH,C0:Eb) s (MeON) 3 5} M0a(CO) s (u-SPh) 3(MeON),,
BA1H Mo JEF _EAET MeON F 4453 7 i Mo—C X FH Al ¥ 4~ Mo—C g# 4% &8 T &7
%, 4355 1.950 (7) A1 1.950(4) A, TiMIR: i ks O—O @i 1.159(8) 1 1.154(6) 4,
XA A BT SR E 1 I — B AR BB vo-o FFERMEIRE. BT & MeCON ¥ 4k
LR Mo—CO 1R MRS ISR, B b XAOL B kBB A Z RS FRRBESBL, =F
FARELE LRRE, BTSN EZERRARTERBERBE 2R, Bk, 258
BT EZERW S TLIRBARG =Y, TR ER WS FRASFLHEBRRE =Y,
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New Route to Synthesize Dinuclear Mo (I) Complexes, Moz (CO)s—» (u~
SR):L. and Structure of Mo2(CO)e(u~SPh)2(CHsCN)2

Zhuang Bo-Tao* Huang Liang-Ren He Ling-Jie
Yang Yu Lu Jia-Xi
(Fujian Institute of Research on the Structure of Matier, Chinese Academy of Sciences, Fuchou)

Abstract

A series of dinuclear Mo (I) complexes containing SR bridges, Moy(CO)s_n (u-SR) 4=
L, [R=Ph, B}, Bz (C;GH;CH,), CH,00,E% L= MeON, PPh;; n=0, 2], have been
synthesized by oxidation of dinuclear Mo(0) complexes containing SR bridges with
iodine and characterized by elemental analysis, infrared spectroscopy and X-ray
crystallography. New route to synthesize these Mo(I) complexes has been discussed, The
erystal and molecular struoture of the complex, Mo3(CO)g(u—SPh)a(MeON), wag
determined from three—dimensional X-ray data. It crystallizes in the monoelinie, space
group P2;/c, a—=9.241(2), 5=9.330(3) ¢=15.458(4)4; 8=105.77(2)°, V —1283 (1) &,
Z =2, R=0.033 for 1628 reflections with I>3¢ (I). The distance of Mo -—— Mo is
2.978A indicating formation of Mo—Mo bond, and the distance of Mo—S bond is
2.4694. In comparison with its analogs Mo,(CO)s(u-SOH,00,EL) 5, M0y(00)s (u-SBut),
and Mo,(CO)¢(u-SCHLCO,Et) 3 (MeCN)4, the structure relevant to its chemistry was.

discussed,



