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Fig.1 Molecular Structure of FeCo.(CO);(u:-S)(O[P(SCH:):].)
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RS T35 WA R TE AR B9 % 5 1) FeCo2(CO) - (us-S) (O[P(SCHa)»15) fH A AR 45 4
IFUESEXA BERC A P I3 A T A Co J 1~ B RYBREE |
&1 FeCo:(CO);(us-S)(O[P(SCH:). 1. ) HIEF 445 ( x 10'nm )& B R ERSE ( x 10* nm?)
Table 1  Atomic coordinates( x 10* nm) and isotropic thermal parameters( x 10" nm*) for
FeC0,(CO):(us-S) O[P(SCH:):1,)

Atom X y z Beg
Co(1) 9409. 8(7) 1360. 9(4) 1489.9(6) 294(2)
Co(2) 7138.1(7) 1087.2(4) 1784.9(6) 309(2)
Fe 9234. 1(8) 263.3(4) 2435.5(7) 359(2)
S(1) 9298. 0(1) 1236. 4(7) 3198(1) 337(3)
S(2) 8753.0(2) 2886.9(10) -265(2) 579(5)
S(3) 10550(2) 3053.9(9) 2472(1) 471(4)
S(4) 5879(2) 2519(1) 2943 (1) 517(4)
S(5) 4387(2) 2308(9) 189(1) 442(4)
P(1) 8990(1) 2425.2(7) 1305(1) 311(3)
P(2) 6351(1) 2102. 4(7) 1594(1) 304(2)
o(1) 1229. 2(5) -161(3) 3512(5) 790(2)
0(2) 8375(6) -552(3) 3998(6) 870(2)
0(3) 8129(6) -571(3) 293(5) 850(2)
0(4) 8390(5) 912(3) -975(4) 590(1)
0(5) 1256. 1(4) 1342(3) 2093 (4) 610(1)
0(6) 5524.(6) 515(3) 3073(5) 730(2)
0(7) 5402(5) 599(2) -620(4) 580(1)
0(8) 7513(4) 2647(2) 1475(5) 570(1)
Cc(1) 11087(7) 9(3) 3071(6) 500(2)
C(2) 8701(7) -236(3) 3360(6) 520(2)
C(3) 8550(7) —249(4) 1127(7) 520(2)
C(4) 8773(6) 1081(3) -10(5) 400(1)
C(5) 11335(7) 1349(3) 1857(5) 410(1)
C(6) 6128(7) 732(3) 2564.(6) 480(2)
C(7) 6096(6) 790(3) 325(6) 390(1)
C(8) 10042(8) 3779(4) 1581(8) 640(2)
C(9) 9590(1) 3682(4) 331(7) 750(2)
C(10) 4310(9) 3005(4) 2063 (6) 650(2)
c(1n) 3972(8) 3040(4) 824.(7) 640(2)

By =%7T2 W Ga™ P+ Usn Gb" P+ Uss Ce™ P +2Unaa’ bb™ cosy + 2Usaa” cc* cosB + 2Unbb " cc” cosa ]

1 XWEHS
1.1 &8

SN JIT FH S ) 120 22 3k WO SR K A 3, B A Schilenk S 364 AR AE 2RI T ifAT . B
0. 22 mmol FeCo,(CO)o(us-S) W& f#T 20 mL IECV 4%, 0. 44mmol O[P(SCH. ). 1" ¥Ef#1E 2 mL
CH.CL ", R4 W, 78 50 CHFEY 24 h, BZSBR BN, 5% B YITERERZHTAE Lo B
FHAE I, S e @1 VEWRTER, IR s & (s TR B D . E s BRI, A5 A L i
. FHIEC ke, AP BE T A AL AR, T —18°CH 45 i, 15 50mg RO, %K 37.8% ,

758 WULI HUAXUE XUEBAO ( Acta Phys. -Chim. ) 1999



YA 117.5~118.5 C. IR (eo,cm~"):2059.9 §),2002. 0 bs),1942. 2 6 );'H NMR ): 3. 51
d, 4H, —CH.CH. - ); MS (n/z); 664 M*); JLEHT @ , FESHN AITEME): C 21.62

£1.58), H1.37 0.62).
£ 2 FeCo:(CO):(pms —S) O[P(SCH:): |. MEAWIAIEREKR (nm) FEER (©)

Table 2 Selected bond lengths (nm) and angles(°) for FeCo>(CO):(us —S) O[P(SCH.),1,)

Bond lengths (nm) Bond angles (°)
Co(1)-Co(2) 0.2500(1) Co(2)-Co(1)-Fe 60. 35(3)
Co(1)-S(1) 0.2160(2) Co(2)-Co(1)-P(1) 94.83(5)
Co(1)-C(4) 0.1777(6) Fe-Co(1)-P(1) 149. 20(5)

Co(2)-Fe 0.2531(1) P(1)-Co(1)-C(5) 100. 5(2)
Co(2)-P(2) 0.2168(2) Co(1)-Co(2)-S(1) 54.56(4)
Co(2)-C(7) 0.1770(7) Fe-Co(2)-S(1) 54.08(5)

Fe-C(1) 0.1766(6) S(1)-Co(2)-P(2) 98.89(6)

Fe-C(3) 0.1793(7) Co(1)-Fe-S(1) 54.06(5)
S(2)-C(9) 0.1815(8) Co(1)-S(1)-Co(2) 70.58(5)
S(3)-C(8) 0.1770(8) Co(2)-S(1)-Fe 71.56(5)
P(2)-0(8) 0.1646(4) Co(2)-P(2)-0(8) 113.6(1)

Co(1)-Fe 0.2535(1) Co(2)-Co(1)-S(1) 54.87(4)
Co(1)-P(1) 0.2177(2) Fe-Co(1)-S(1) 54.10(5)
Co(1)-C(5) 0.1787(6) S(1)-Co(1)-P(1) 97.53(6)
Co(2)-S(1) 0.2168(2) Co(1)-Co(2)-Fe 60.50(3)
Co(2)-C(6) 0.1797(6) Co(1)-Co(2)-P(2) 95.01(5)

Fe-S(1) 0.2161(2) Fe-Co(2)-P(2) 150. 30(5)

Fe-C(2) 0.1753(7) Co(1)-Fe-Co(2) 59.15(3)
S(2)-P(1) 0.2065(2) Co(2)-Fe-S(1) 54.35(4)
S(3)-P(1) 0.2064(2) Co(1)-S(1)-Fe 71.84(5)
P(1)-0(8) 0.1634(4) Co(1)-P(1)-0(8) 113.7(2)
C(8)-C(9) 0.143(1) P(1)-0(8)-P(2) 122.3(3)

1.2 mBEEHSH
FEHL 0. 20mm x 0. 20mm x 0. 30mm Y 545 B F Rigaku AFC7R DU RIATHHX L, f# FH Mo Ko
(A =0. 71069 L . IR L 23R ClHCo.FeOsP,Ss, M. =664. 14, )8 THENR R, P2,/ n
25 [a)BE s S 0 =0.9986 € )nm, b=2.0128 € )nm, ¢=1.2274 € )nm, B=114.06 10 )°;
V=2.2529(6) nm*, Z=4, F(000)=1312.00e, D.=1.958 g * cm~*, u=27.31 cm~'. fF 4°<
20< 50%EFIN, b o —20 47 ILER] 4004 A7 ATH AT, 1> 30 UBY 2707 EHE
TS5 fEHT IS 5 5o BB I . 254715k - TEXSAN B&7 41, B2 Fourier £ A%
fite th AR R R, BURINE, 2 MER/D RER B A . B RS T R=0.034, Rw=
0.042, w=F3/*(F}). S=1.43, Apmex =520, Apmin= —350 e * nm > J FARBRFIE ][R S
B 1, B R A ULER 2, A LA 1.

2 #R5ie

JCE 53T IR \'H NMR FI MS [RAEZE R AT, 75 FeCox(CO): (us-S) (O[P(SCH:): 1)
() 285 KE) 5 it AR 25 AR 0 Py 245 SR — 3

B 1 AT, SRS Y A — B R B DU T A% FeCo,S, Hift Fe . Co(1).Co(2) 1 S Jii 43
S HE DU AR A PN TR, AT AR R S AR E S FeCor L&A —ANIEHE w-S T . Fe
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JEF B = AR B, MR Co Ji+ B HA M s BB, . Co(1) —Co(2) B E& A
—PHERCKR O[P(SCH.) . 1. BV B& , BEW S HEHATE A Y FeCo.(CO) o (us-S) HA R
W JREER S TERR A FeCo:(CO):(us —S) (O[P(SCH:).1.) ', 4 J& (Fe Ml Co) — fiil (Fe —
S 1 Co — ) F¥HK (0. 2163 nm) HHEBHARE G (97 24584 (0. 2158 nm) K . Fe — Co
H# (0.2533 nm) H Co(1) = Co(2) 8 (0.2500 nm) K 0. 0033 nm, 3X+&H T XA BEECARLE Co
(1), Co(2) EMAIIEL. Co(1) -P(1) —0(8) 5 Co(2) —P(2) —0(8) #MIHIE 113. 7 F
113.6° Co(2) =Co(1) =P(1) 5 Co(1) —Co(2) —P(2) H#f4rillJ& 94. 83 1 95.01°, #ffi P
(1) —0(8) —P(2)7& 122. 3°, It Co(1)Co(2)P(2)0(8)P (1) FJFFHM—FHIFLA 0(8)
5 Co(1) — Co(2) 8y H AL NI FR &8 - 67 - @i C1. 33 LA AW
AR5 @2, 6° )RS/ . -1 Co(1)Co(2)P(2)0(8)P(1) 51l Co(1)Co(2)S(1) Z [alf
TR 96. 44°, A Co J5—F L Al e 5 43 SR BT IR CAR 1) — A~ P R TR
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Synthesis and Crystal Structure of FeCo.(CO)+( us-S) O[P(SCH;)21, )

Wang Xiaoling  Suo Quanling  Wang Yibing

( Department of Chemical Engineering Inner Mongolia Polytechnic University, Hohhot  010062)

Sun Jie

( Laboratory of Organometallic Chemistry, Shanghai Institute of Organic Chemistry, Chinese Academy of Sciences,
Shanghai ~ 200032)

Abstract  The reaction of FeCo0:(CO)o(us-S) with O[P(SCH:):]. ligand in mixed solvents of
hexane and dichloromethane at 50 C leads to the compound FeCo,(CO)-(us-S) O[P(SCH.): 15 ).
The compound has been characterized by element analysis, IR, "H NMR, MS spectra and a single
crystal X-ray structure determination. Its structure consists of a distorted tetrahedral core FeCo.S in
which the Co(1), Co(2), Fe, and S atoms occupy a vertex of the tetrahedron respectively, and the

P atoms of O[P(SCH:):]> bonded to two Co atoms in their axial positions.
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