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A BT & Mo(0) = 8 1k & % (EL,N), ((CO),Mo(u—S);Mo(s—8),Mo(CO)) (I ) (ELN),
((CO)Mo(u—8),W(1—S);Mo(CO)) {Il), WMET(I )M MKEEH. I REMRUE, SHE P2,/
a=22.790(5), b=8.701(1), c=17.764(5)A. v=94.092)°, Z=4, F#& R=0045. 1WBIRTH, =
A Mo fE1gf 175° . EERK. BAEABETFITUEERSH 2~ Mo LN E KM 1 A
Mo(VI)J G A E DY T K 43 B 3E A — 4Rl (B 1 2 A w8 IR TFER T BRI H. Mo—Mo-Mo RIE
SrHL 2.998(1) A #1 3.000(1) A, Mo(u—S),Mo L.

XEiR: SHEam  &H 4%

R 6 LS Y ERALIT UMM ST RS I RARHRER, EERNHTRERGE
BHER Y ROGAFOFTEERT SHEMEOIZLED @ . FXHREEH Mo(0)
M= YN REI R AL,

KW R REEHIE
—. (Et,N), ((CO)MaS,MaeS,Mo(CO),) (T)F1(EtN); ((CO),MaS,WS,M0o(CO),) ()4
K.

IF ¥ (Et,N),M oS, 1 (Et,N),WS, #3x#k  %/%&. Mo(CO)s 1 £E Fluka /A7 i} &,
EtL,N)Mo(CO)dtc dtc A Z H MR P ERB)EIXR ‘P HE. st kigH
Perkin—Elmer577 £ Y& {0 % (K Br K ).

(I)MER: ¥ 0.968g(2mmol)(Et,N),MoS, i 1.056g(4mmol)Mo(CO), fA 60ml
McCN, £ 45° -50° C H{¥, BRBLAHTRBEA, 24h GEREFTYA 25ml, FHin
50ml EtOH, id3f, MRIHAKFH—BNEEERORETE. dRHFEUERER EOH 8%
), T8 0.52g FW(1), 7<% 57%. (1)IFA] LA McOH {E®R ., M (Et,N),MoS,
(Et,N);Mo(CO)dtc & RZ.

TR CHgN,S,OsMo;, i+ 8 {H(%): Mo 32,00, S 14.22, C 32.00, H 4.45,
N 3.11; 3£ ¥ ff (%): Mo 3097, S 13.65, C 3216, H 4.53, N 3.83. IR(cm™):
Voo 2006, 1900, 1870, 1826. dpoco 590, 580, 570. YMo(vI>-sb 448, Voroysp 435.
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YMmo—c 340,

(M4 R : ¥ 0.572g(1lmmol)(Et,N),WS, 1 0.972g(2mmol}(Et,N),Mo(CO)dtc ¥ T
45ml MeOH, #£ 55C X 24h, BWH A RO RERO 6, HFRERROGMKBIE. Bipd
3. McOH ¥ ¥+, 8 0.60g =Y (1), ># 61%. IRE[ LA MeCN(EtOH)ER .
(Et,N),WS, 1 Mo(CO), A/

TR CrlHoN,0,S Mo, W, fHf(%): C 29.15, H 4.08, N 2.83. LRAL(%):
C 2841, H 4.17, N 290, IR(cm™): vgo 2004, 1895, 1865, 1815. Sy co 595. 580
570. Vw_sp 450. Vyoyse 428, Vyoc 340.

Z ()R %kFHE

£ MeCN/ EtOH IRABHPIEHRES(IMRB AV ESSPREE. #EM 0.1x025%
0.25 mm® {4 {AZE Enraf—Nonius P8 BIf7 5H BB IRE IR, 8 MoK, 5HEM »-20 131
IR 0° <20<52° FEEMIUEET] 5684 MHLATSL, £ LP RTFRIEGHBMATENIH
FIR[ NI AR 4640 T (I >30(1 )). EEBRAMRE, ZREBN P2,/ oo RIEFHEE: (¥R
H (Et,N), [ (CO)MoS;MoS,Mo(CO)), a=22790(5)A, b=8.701(1)A, c=17.764(5A,
y=94.092) °, V=3513A% Z=4, D ,=1.70g/cm’.

ZHRNERBIE
A MULTAN 6% Mo JR-FA4R, . il it 2 Fourier & B ILA E Ira Kb E IR
FRME. MOAERKEFRASORMRERT, WRSEFR/N_RERITERBLE,
BRREKHLBEHNSE, BE R=0.045,
(1) BB FICO)MoS,;M0S,Mo(CO)J (F BN T )P 4[5 FHI RIS R R 4 i 5
HREEFRLE 1, 8AMEKBESHFITE 2. X3, (EBLN)'IREEBE, RKIHD.
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Table | Nonhydrogen Atomic Coordinates and Thermal Parameters of Complex (1)

atom x y z B (AY) |ajom x y z B (A%

Mol | 0.25345(2) 0.23631(6) 0.50691(3) 2.59(1) 06 | 0.3946(3) —0.0897(6) 0.4152(4) 71.7(2)
Mo2} 0.37116(2) 0.26297(6) 0.44271(3) 2.67(1) 07 | 0.1720(4) 0.239(1) 0.7344(3) 10.8(3)
Mo3| 0.13170(2) 0.23420(6) 0.56096(3) 2.82(1) 08 | 0.0812(3) 0.2409(7) 0.3892(3) 6.5(2)
S1 0.33893(7) 0.2403(2) 0.57511(8) 2.97(3) Cl | 0.4003(3) 0.2802(8) 0.3413(4) 3.5(1)
S2 0.26707(8) 0.2359(2) 0.38463(9) 3.95(4) C2 | 0.4521(3) 0.2856(8) 0.4390(4) 3.6(1)
S3 0.20524(8) 0.0253(2)  0.53599(9) 3.32(3) C3 | 0.0733(3) 0.3910(8) 0.5843(4) 4.002)
S4 0.20290(8) 0.4466(2) 0.5329(1)  3.53(4) C4 | 0.0746(3) 0.0750(8) 0.5832(4) 31.8(2)

(0]} 0.4191(2) 0.2865(6) 0.2823(3) 4.9()) CS5 | 0.3576(3) 0.4944(8) 0.4477(4) 3.7(2)
02 0.4990(2) 0.3004(7) 0.5154(3) 5.9(1) Cé | 0.3843(3) 0.0334(8) 0.4300(4) 4.0(2)
03 0.0400(2) 0.4839(6) 0.6003(3) 5.8(1) C7 | 0.1606(4) 0.2355(9) 0.6714(4) 4.9(2)
04 0.0399(2) —0.0185(6) 0.5970(3)  5.5(1) C8 | 0.1009(3) 0.2366(8) 0.4504(4) 3.8(1)

05 0.3503(3)  0.6220(6) 0.4490(4) 6.8(2)
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Table 2 Bond Angles( ° ) of Complex (1)
atom angle atom angle atom angle atom angle
Mo2MolMo3 174.46(2) MolMo2C2 133.1Q2) C5Mo2C6 176.1(2) C3Mo3C7 88.2(3)
Mo2MolS1 55.40(3) MolMo2C5 85.2(2) MolMo3S3 46.35(3) C3Mo3C8 90.3(2)
Mo2MolS2 55.64(4) | MolMo2Cé6 96.2(2) MolMo3S4 46.56(3) C4Mo03C7 89.0(2)
Mo2MolS3 128.60(5) S1Mo2S2 92.64(4) MolMo3C3 135.6(2) C4Mo03C8 90.8(2)
Mo2Mol1S§4 120.34(4) S1Mo2Ct 177.2(2) MolMo3C4 135.3(2) C7Mo03C8 178.6(2)
Mo3MolSl1 128.39(4) S1Mo2C2 86.8(2) MolMo3C7 = 93.8(2) MolS1Mo2 78.16(4)
Mo3Mol82 120.73(4) SIMo2C5 88.9(2) Mol1Mo3C8 87.4(2) MolS2Mo2 78.04(4)
Mo3MolS3 55.67(4) S1Mo02C6 94.7(2) S3Mo3S84 92.74(4) MoiS3Mo3 77.99(4)
Mo3MolS4 55.61(4) S2Mo2C1 90.2(2) S3IMo3C3 177.5Q2) Mol1S4Mo3 77.84(4)
S1Mol1S2 110.87(5) S2Mo2C2 179.3(2) S3IMo3C4 89.1(2) Mo2C101 177.5(5)
SiMo1S3 108.39(6) S2Mo2C5 88.2(2) S3Mo3C7 90.0(2) Mo02C202 179.1(5)
S1Mo184 108.71(5) S2Mo02Cé6 90.2(2) S3Mo3C8 91.5(2) Mo3C303 178.1(5)
S2Mo183 109.45(6) CiMo2C2 90.4(2) S4Mo3C3 89.1(2) Mo3C404 178.9(5)
S2Mo 184 108.36(6) Ci1Mo2C5 91.5(2) S4Mo3C4 178.1(2) Mo2C505 178.6(5)
S3Mol1S4 111.06(5) CIMo2Cé 84.9(2) S4Mo3C7 91.0(2) Mo02C606 171.7(5)
Mo1Mo2S1 46.45(4) ‘ C2Mo2C5 91.4(2) S4Mo3C8 89.2(2) Mo3C707 174.2(7)
Mol1Mo2S2 46.31(3) C2Mo02C6 90.2(2) C3Mo3C4 89.0(2) Mo3C808 176.9(5)
MolMo2CI1 136.3(2)
3 LAY IDERFEMREA)
Table 3 Bond Distances (A) of Complex (1)
atom distance atom distance atom distance atom distance
Mol-Mo2  2.9979(6) | Mo2-82 2.530(1) Mo3-C3 1.963(6) 03-C3 1.166(7)
Mol—-Mo3  3.0003(6) | Mo2—Cl 1.969(6) Mo3—C4 1.959(6) 04—C4 1.174(6)
Mol-S1 2220(1) | Mo2-CZ ~ 1.976(6) Mo3—C7 2.024(7) 05—Cs 1.123(6)
Mol-82 - 2216(1) | Mo2-CS$ 2.041(6) Mo3—C8 2.038(6) 06-C6 1.131(7)
Mol-§3 2219(1) | Mo2-C6  2.034(6) 01-Ci 1.162(7) 07-C7 1.131(7)
Mol-54 2.228(1) | Mo3-S3 2.534(1) 02-C2 1.143(6) 08-C8 1.146(6)
Mo2-S1 2.521(1) Mo3-54 2.533(1)
®1 [(CO)MoS,MoS,Mo(CO)J* (1)
Fig.1 Structure of the anion of [(CO),MoS,Mo0S,Mo(C0)J* (1)
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Fig. 2(a) IR of complex (1) Fig. 2(b) IR of complex (11)
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A Mo(0) 15 1 (Et,N)Mo(CO)dtc 1 Mo(VI) (Z W(VI)) HI1k-& ¥ (Et,N),MS,
HERERTEONEY. HEWHIERGF P M=MoE W, Tk

McOH
2(Et,N)Mo(CO),dtc+(Et,N),MS,

(Et,N),[(CO),M0S,MS,Mo(CO),J+2(Et,N)dtc

WE 1 afE i, £ TH= Mo 4 175 °, Bartte. ST H LMY M A
B4 B: Bi%G 2 4> Mo(O)JEIR ¥k 4 A iEE CO M 2 A4 p—S BrETE IR\ KRLAZ, i
AR Mo(VDIY 4 IR B p~S. BAWIE TR AFEERH 2 AR Mo(0)24 LI\l
PRORLZE 2 A SRR 1AL Mo(VI)h 0 FYE DO T AR (IR 48 A1) 43 1l 6 R — R (45 i 2
A u—S FRFELRMR) ARG R . 40 FAAE C,, JFREE.

43 Fp u=S MTFER N T MY Fourier IR Ml — 2 Fribsk. T Rl Z0MFAE R
W (B 2)5 3 vmoviysp: (T )451.3em™, (11 )459.1em™ 7 5 vyoopsp: (T )437.8em™,
(M)434cm™ @, M TIHEHRYEET G, Mo(0)-Sb 7 2.53A %A, KT Mo(VI)-Sb(2.2
AR K, SHBREIERE—E/PTEE. T4 Mo—Mo BHE N 2.9979(6) A F 3.0003(6)
A, SEFEH-NPREMBKAE Y. RRENZAFERSEN. XUFESHETFELEY
f7“on-L BM” >, T F 14 Fourier TR Yi¥43 BIZE 154.3cm™ 0 163.9cm™ 4394 5 4 9
BOYR g, AT N peRE .
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SYNTHESIS AND CRYSTAL STRUCTURE
OF THE TRINUCLEAR COMPLEXES OF
(Et,N),{(CO)Mo(u—S),M(u~S);Mo(CO),(M = Mo, W)

Xiao Tai Yu Peihua
(Department of Chemistry, Northwest Normal University, Lanzhou 730070)
Zhuang Botao

(Fujian Institute of Research on the Structure of Matter, Academia Sinica, Fuzhou 350002)

The trionuclear complexes of (Et,N),[(CO),Mo(u—S);Mo(u—S8),Mo(CO),) (1) and
(Et,N),[(CO)Mo(u—S8),W(u—S),Mo(CO),) (II) were synthesised, and molecule structure of
(1) was determined by X—ray diffraction. Complex (1) belongs to monoclinic system and the
space group is P2, / ¢, with a=22.790(5) A, b=8.701(1) A, c=17.764(5) A .y =94.09(2) ° , Z=14,
R=10.045. In the anion of (1), the bond angle of Mo(0) Mo(VI)Mo(0) is 175° and the 3Mo
atoms lic approximately in a line. The anion of (1) can be regarded as the structure composed
of two octahedrons with two Mo(0) atoms in the center respectively and one near—tetrahedron
with the Mo(VI) atom in the center sharing two edges which are the line between the bridged '
sulfur atoms respectively. The Mo—Mo—Mo distances, being 2.998(1)A and 3.000(1)A, and
the bimetallic center Mo(u—S)ZMo is planar.

keywords: trionuclear cruster synthesis crystal structure



