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1.1 {yse

IR f Nicolet FT-5DX £ 464 fi5: 'H NMR fj INM—PMX 60SI 4% 84 £ 5
%, DCCL mal. HCCL fiti: 8. S4#7 B Perkin—Elmer 240C T Z 440 %5 4
YANACO BfUE SMUE. BEITRSKIE: GRIERAESGATEIRP THT RNEE
FA K S 4R 68 A Schlenk 75 3k
1.2 &%

JEsm. PEBFNEZ_XFN/ £BYL4HE. —FEEFRNTH. ZRECHERE
WA AR E .
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SHECHRERR BE) #HAE7E () Brmi2imis. £1 6 THE BBmin 28
Fe,(SO,); / 2mL HOAc—20mL H,O . ## 2h, Wr&yiR. 4 3AK. ZK. Ok
%, T4 8052z amBifkl, W 82.0%, mp. 145C (53#). CHy0S1,Mo, (it H
f6: C,41.65;H, 413, s£Hifi: C,41.65 H, 3.96). voo(KBr): 19422 (s), 1901.2 (s) cm™.
oy 5.33 (4H, t, 2x CH,), 5.26 (4H, t, 2x CsH,), 0.17 [18H, s, 2x Si(CH,),].
14 2895

Bt 0.35g (0.55mmol) 254 1. % T SOmL HZ, [ Sh, REBHLAENBEE, B
H. REBRERF,. M CHCL B8 ALO, B, 190 | ZB- =P, Hes
AREBEEM 802 aEEEK 2 kK 69.1%, mp. 130C (53). CyHy0,51,Mo,
GHEE: C, 4153 H, 453, scii{d: C,41.81; H, 4.28). voo(KBr): 2024.2 (w), 1950.4 (s),
1901.2 (s) em™. 8y 5.36 (4H, t, 2x CH,), 5.24 (4H, t, 2x CsH,), 0.19 [18H, s, 2x Si(CH,),].
1.5 3@aE

B 0.30g (0.52mmol) &4 2, T 15mL B, FiR. #HEH TEIHRUK 12h &
EBREPHE, ALO, HEWN. 190 | ZE PR MM EHEZRREEN KB TH
Hred. 8 028 afmitm 3 i 89.1%, mp. 90C, C,HxO0,S,Mo, Gt H{E: C,
4371; H, 4.67. s2§i{E: C,44.11; H, 5.03). voo(KBr): 1983.2(s), 1909.4 (s), 1810.9 (s) cm™,
Sy 5.46 (4H, t, 2x C.H,), 5.30 (4H, t, 2x C,H,), 4.72 (2H, s, 2x CH), 0.09 [18H, s, 2x Si
(CH;)3).
1.6 4p9aHE

B 1mmol = FREE BN (= MR R M) (B#). T 1SmL THF §. &7k
SBEM L HER. 8041 A BRMRBIA 4 B2 59.4%, CyH, 0681, Mo, i+ R {A:
C, 41.73; H, 435. sz@ifei: C, 42.11; H, 4.65). veo(KBr f&): 2007 8 (s), 1958.6 (s), 1909.<
(s)em™. 8, 5.3 (6H, m, 2x C;H,), 0.24 (24H, s, 8% SiCH,).
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B Immol 4 B Efk ERE BN (Z R REEIA L Z4%). ¥ T 15SmL THF s, kS BE
4 AR 18 0.51g L R AR 5. R 66.7%, CyxHyO,5i,Mo, i+ (E: C, 40.83;H,
471 sTmfE: C,41.13; H. 4.90). v o(KBr f#): 2007.8 (m), 1958.6 (s), 1917.6 (s) cm™". dy:
5.3 (6H, m, 2x C.H,), 0.03 (30H, s, 10x SiCH,).
1.8 1 MBERLEHUE

P B REN ARG CEERPEBLSRTE 2400, % 0.4< 03X 0.15mm
B k. B Enraf—Nonius CAD4 [U R 78X ME. i Mo Ko (4=0.071073nm) &£k, L 60—
20 [ e 10 <O<247 JEEMCE 2228 MSIATH A HA 1920 A RTMER S AL W)
BRMSHEREHIRE L, RIEMZBREARZIES. $EFASHRERE SESHbERE
% (MULTAN-82) f#i. & 56N E B L#k1G Mo B+, 5 A%42{E Fourier & i Bk
e TITAEER AR ARRNEERRTEER 25 A ESRFEREE
MBI RITTLERR N _REGHEBE. | WEKBREFMF. P2,/ c EH
B, BRI a=12826(2), h=08211(5), ¢=12902(1) nm, B=104.802)° , V=
1.3138nm’, Z=2, D =1604g+ cm™, p=10.530cm™, F(000)=636, {§%FEF R=0.045,
Ry =0.064, %% (H Fourier [ + B W FHIEWEH & E X 486/ nm’s £+ HHE
PDPI1/ 44 i+ 841 I fi SDP-PLUS &5 1524

2 ZRMiTiE

A1 MESETLHRMEXEERFHTE L £2 345 KMBA
.- @1 R1KGFEHE.

ME | g5 s Rar . SRS A4
MR E - ANEEY I W, SiE
FREEHFIIT, BERATESLREA
0.0276nm. 4 Mo [BEF EH—AEHL 7
Fefish. FH=A48%EYS Mo FFRf. &
i AR C1H)~C(15) 4515 Mo F -+
§95E B 0.232~ 0.240nm i), H X &HF
B EA - K H 0.1404~ 0.1446nm 75,
s AEREAAE. BRFREFMLTE
#. BARTPHERER CA1), C13), C(14),
C(15)EF B4 0.000lnm. FH{fi Mo B+
5EHREFHEAHEE. BFh05 Mo
JFFZ 8% 0.2018nm. Mo 5=~k >
A EE S % 0.1971~0.1999nm, ¥:ELR: > A
C(1)~C(2). C2)~C@E) 1 C)~CQ3) 451 B1 15 7eHE
2 0.24528. 0.25009 1 0.31847nm, Pt Mo 5=A R EMBBEUHEAE. Mo iy T=%
HS IRERITURL. o FirE C—H EKEE. 7€ 0.095~0.097nm fi[H. %K L%
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B = PR RN EHE R AR K BA —FE R CAD)—H, 0.09678) C(13)—
H, 0.0970(10); C(14)—H. 0.0963(10); C(15)—H, 0.0959(18) nm. # 4/ FH & +H[E S
BTG4 EiT Mo—Mo &4Hi%E, Mo—Mo &K & 0.32381(7)nm. 4-F# Mo—Mo &t
SRR R Cy M FREE

SRS ESI, MEHEHMEREREGHERE, FEERESR 1~3thsy
B P A (AABB'RSY), 4 5 FAERAERE mTREIB " mHEERan
%, FTLIEIF L H7E NMR % FF~53 b2 WEK . SEH L RS L "M
b 1~5MEWHSH H LB nEY. BARM TREZNEREERRYmT
MR 2 GG R BTN IMG SRR ER IR voo B4, ZHRENFEFERESY
BIZLAMES veo BN R B4 FUBEMARAS, AR SR AL B 5tk A i TR IR
TN3E. SEEIRINIR, BT veo K4 EH.

£l 1FEERTLESHURERBERTF

e x y z B, (nm?)

Mo 0.12648(5) -0.01152(9) 1.00191(5) 0.0181(1)

Si 0.3668 (2) —0.2955 (3) 1.0591 (2) 0.0310(5)

(1) 0.0652 (7) 0.201 (1) 0.9393 (7) 0.029 (2)

C(2) 0.1865 (7) 0.016 (1) 0.8768 (7) 0.033 (2)

C3) 0.0484 (7) ~0.184 (1) 0.9044 (7) 0.027 (2)

Con 0.414 (1) 0.224 (2) 0941 (1) 0.072 (3)

C(02) 0.287 (1) —-0.482 (2) 1.026 (1) 0.084 (4)

C(03) 0.485 (1) ~0.330 (2) 1169 (1) 0.091 (4)

C(11) 0.1962 (7) —0.175 (1) 1.1545 (7) 0.027 (2)

C(12) 0.2809 (6) —0.140 (1) 1.1032 (7) 0.024 (2)

C(13) 0.2970 (7) 0.034 (1) 11129 (7) 0.029 (2)

Ca4) 0.2256 (8) 0.102 (1) 1.1673 () 0.034 (2)

C(15) 0.1615 (1) -0.028 (1) 11937 () 0.034 (2)

o) 0.0413 (6) 0.3280 (8) 0.9032 (6) 0.043 (2)

0(2) 0.2220 (6) 0.036 (1) 0.8045 (5) 0.055 (2)

0(3) 0.0108 (6) —0.2902 (9) 0.8479 (6) 0.043 (2)

Mo’ ~0,1265 0.0115 0.9980 1.81 (1)

B,=4/3¢ [a** By +b%+ Byytc’s By+as blcosB)s Byy+be c(cosn)s By
%£2 1HESEK (< 107) om
Cp—Mo 2.018 Si—C(02) 1.828(14) [ Mo—C(i2) | 2328 (8) [ CUH—C(2)] 1.439(13)
Mo—Mo’ 3.2381 (7) { Si—C(03) 1.820(13) | Mo—C(13) | 2319 (8) | Can—Cas)| 1.423(14)
Mo—C(1) 1.997 9 [si—cu2) 1.868(10) | Mo—C(14) | 2379 (9) [ C(12)—C(13)] 1.446(13)
Mo—C(2) 1.971 10y | ca)y—om) 1.152(12) | Mo—C(15) | 2.403 (8) | C(13)—C(14)] 1.404(15)
Mo—C(3) 1.985 (8) | C(2)—0(2) 1.149(13) || Si—C(01) 187 (2) | CO4)—C(15)| 1.440(15)
Mo—C(i1) | 2362 (8) | C(3)—003) 1.165(11)
x£3 1g9Eaes C)

Mo —Mo—C(ly | 69.7(3) [ C(1—Mo—C(13) | 58.7(3) } OG)—CGB)y—Mo | 174.5@8) | Si—C(12)—C( 1) [125.2(7)
Mo—Mo—C(2) | 125.5(3) { CAN—Mo—C(14) | 5833} | C(1)yMo—C2) | 76.3(4) | Si—C12)—C(13) |128.3(7)
Mo —Mo—C(3) | 72.03) | C(12)—Mo—C(14) | 59.4(3) | CR)I—Mo—C@3) | 78.7(4) | C(O1)—5i—C(02) |110.4(8)
Mo’ —Mo—C(11) | 102.1(3) | C(12)—Mo—C(15) | 59.2(3) | C(1)—Mo—C(3) | 106.4(3) | C(01)—Si—C(03) |107.9(7)
Mo Mo—-C(12) | 137.8(2) | C(13)—Mo—C(15) | 58.2(3) | CAY—Mo—C(12)| 35.73) | C(02)—Si—C(03) |{111.2(7)
Mo'~Mo—C(13) | 141.6(3) | C(11)—C(12)—C(13)| 105.5(8) | C(11)~Mo—C(15)| 34.7(4) | C(O1)-Si—C(12) |111.7(6)
Mo'—Mo--C(14) | 107.1(3) | C12)—C(13)—C(14) | 109.9(9) | C(12)—Mo—C(13)| 36.3(3) | C(02)—Si—C(12) |107.8(6)
Mo —Mo—C(15) | 86.7(2) | C(13)—C(14)—C(15)| 107.8(9) | C(13)—Mo—C(14)} 34.8(4) | C(03)—Si—C(12) [107.9(6)
O(H—C(1)-Mo | 172.4(8) | C14)—C(15)—C(11)| 107.4(9) | C(14)—Mo—C(15)] 35.1(4) | Mo—C(12)—Si  [128.5(4)
0(2)—C(2)y—Mo | 178.7(9) | C(15)—C(11)—C(12) | 109.5(8)
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{1—CsHMo(CO),), 1 2 3 4 5
5.33 5.36 5.46
drscm 5.39 P <2 <30 5.3 53
, 1956 1942.2 2024.2 19832 2007.8 2007.8
Veo, 1920 19012 1950.4 1909 4 1958.6 1958.6
(em™) 19012 1810.9 1909.6 1917.6
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Synthesis and Structures of Bis(trimethylsilylcyclopentadienyl

Carbonyl Molybdenum) Complexes

Kuang, Dai—Zhi"
(Department of Chemistry, Hengvang Teachers’ College, Hengyang, 421008)
Zhou, Xiu—Zhong

(Department of Chemistry, Nankai University. Tianjin, 300071)

Abstract The Mo—Mo bond dinuclear compounds were synthesized via oxidative coupling
tricarbonyl trimethyl silylcyclopentadienyl molybdenum anion salt and silylene—bridged bis
(tricarbonyl trimethyl silylcyclopentadienyl molybdenum anion salt) E[n—Me;SiC;H;Mo(CO),)5 Li;,
[E =SiMe,, O(SiMe,),}, respectively. Compound of containing molybdenum—molybdenum triple
bond was also prepared by heating under reflux 1 in toluene. Acetylene add to the Mo = Mo
triple bond to give tetrahedron complex, structures of the title compounds were characterized by
elemental analyses, IR and 'H NMR spectra, furthermore, the crystal structures of complex [7—
Me,SiCH,Mo(CO),],. 1 was determined by X—ray diffraction. The crystals of 1 are monoclinic,
space group P2,/ ¢, with a=12826(2), b=0.8211(5), c=1.2902(1) nm, f=104.80(2)° , V=

1.3138nm?, Z=2, D, =1.604g+ cm™, u=10.530cm™, F(000)=636.



