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1. ERfWI-SHER ARREHERGERY Fifr. BNES5W/ T EREHE 2
JEAH M. ﬁ‘ﬂiﬂ%&(n-hrﬂﬂ}(ﬁ-Rs}FBg{CD)gFHFE;{'EG}", Et,N, RSH#n ArCOCI
#HUY, ZERM=XMAHC. PHER, BFrERI00~400H, IRF1'H NMRi§H IR-4037
ELSMEI (LR INMPMX 60 Si gk i SLAROUNIM, MREE R A204CRE 2 I 0LME, MAR
8.

FUEH MR T, BRSET (LHESTE) M25om] FOKAMA 1, 0mmol =3k
#H=¥M, 0, 8mmol (u-ArCO) (u-RS)Fe,(CO) Fus0ml¥, IFzhebmifitdt, Wik, £S5
SEBREEGHHET R NAEKE 2 A8, EZXREETEEI2M., $EZR, Ak
BEOOREREZ A, MathA A meER, ENEEGTEESR, £ 8 5%CHLCL/ A
Rk Ik IE T ok R BEA B AL A H i =R Bl = ik, BRJE o A 2026 CHLCL, St ki T
P, oR RS sy BRI AC A 1-5. 4 a5 Rk — 5 M 5 2 CHLCL/ o il ki &
HMEEREMG. ENMRE, HE. MENREWERBRE 1, IRF M NMR #ERL
F2,

# Ee@-sakE. B8, FERR HRE
Table 1 States, M. P., vizlua and C;H anslyzis data of
complexes 1-5

M. F Yields Cy Hx
Complexes Stales
*CH %) Caled, Found Caled. Found
1 red solid 168-170 7 64,60 56,48 3.70 3.51
9 red solid 175-17T 84 57,66 57, 92 4.13 407
' iy 128-131 43 53.07 53.36 3.48 3.43
4 hizck 168-161 52 54,29 54,57 3,89 3.88
solid c - " :
11 red solid 142-144 ag¥ 54,98 54,90 3.80 3.83

* refluxing for 4h

2. #R5itit RMNME, H=FRME (-PhCO) (u-RS)Fe,(CO), BB 2 /hBE, B
B 1 2 fo=d 2477 84 %, =3 ME (u-PhCO) (u-RS)Fe,(CO), T p712/h0F, FFfRHL
oty 3 M4 MR A43 M52 M. Bk =R = ME - RS RN, Rt
-5 &5 5% 1 Ik 2 FRRIR &40 o, IRFN'H NMRYUE M A, H471-5a IR H NMRE
185 AR AC A g ALk 10", T 2 BLIR AR 1 AR BRSO B 1 AR WRR IRF b ik
BEGLFEBETSREE FR. iR 2 v, 52030, 1970, 1945f11923em~', K
AL A #iyve.. 52060, 2040, 2010, 1082F11950em~" 2 {hd, gt Md._py H0.79 f11.21
ppm, HEHERI & M 0o pt M 0.-p 4rHI201. 2611, 54ppm, XTLIPEBREE SEMHIX
PP et B R AL A S SO, U R R Ay Y, Bi—F W R TAET
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Table 2 IR and *H NMR data of complexes 1-5

IR "HNMR
Complexes
¥.molom™!, KBr disc) (ppm, TMS, CDCl,)
2040Cvs), 1878(vE), 1,18(t, J=7Hz, 3H, CH,CH,)

1 185048}, 1928(8) 1.87-2,68(m, 2H, CH,CH,)

A-ATCO 486(m), 7.28-7.88Cm, 20H, C,H,CO, P(C,H,},]
2030(vs), 1970(vs) 0.79, 1.21(s, s, oH, a-C,HY, ¢-C,HY)

2 10450va), 1023(8), 7.20-8 0oCm, 20H, C,H,CO, P«C,H,),]
#-ArCO 1463(m), ;
2040(ve), 197B(vaE) © o 1,20¢t, J=8H=z, aH, CH,CH,)

3 1845(8), 1930(8), . 2.08-2.56(m, gH, CH,CH.) | &
B-ArCO 1465¢m>, 7.23-7.00[m, 20H, C,H,CO, As(C,Hy),]
2040(va), 1975(vs) 9.84, 1.21(s, s, sH, o-C HY, e-C . HY)

& y 194308y, 181508}, " 7.11~7.84Tm, 20H, C,H,CO, As({C,H,),]
p-ArCO p4e5(m),
20100ve), 1574(vE) 0,80, 1.2148, &, +H, = HY, « 2. HY

5 10420ve), 1922(s), 7.04-0,150m, 19F, CIWC0,E, 0, PoCyH,) ]

p-ATCO 1452(m)

o B O O B B 4 I SR NN B A o ROHERINR , MO C=O0 AR EME R, F—
FhdcWl B4 FRWICHEBREIHRER (USRS ERBELHTEiEEIAES Mk
TiEsER e L RS R, HERYMEERSS 1-5 FERBR=%MELD
EEREBEEEFRENMERY L, SRLCESRATHENS—&RATE, WFER—
Mk E, WREET X AR,

i & M

1. R4 SHBESENNE EM0,3x0,5x0,5mmfy 48 EHTHELE. ARS8
2 0 38 B CADAPI R AT (UM Al B, FAMo-K, 9468, v/20535 R, 762" <20<48’
TEE P R B B i, el S 1TT AL AT AL, JCrh I >80 (D F 10474 T A i N R
#1E, BMESLpEIE, B

RER=SHRAFR, AL P1, a=10,536(2), b=11,T14(4), ¢=14 841(B)A;s a=
08,47(4), F=102,70¢4), ¥=105,78("s V=1677.1A% Z2=2y D.=1,468g+cm™?, f
Patterson { ¥ ¥ £ ME -4 RFEFHRALE, XSYEFourier & 103 £ 401k SR T 1 8847,
REMPERTFES, RENCERTHEE, SHELEERMREEE, RRENS
e, RAEERTR=0,005 R.,=0,078,
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Table 3 Atomic coordinales and eguivalent isolropic thermal parameters

Atoms

Feild
Fei2)

a1y
S(1)
Cley
Ot1)
Oc2)
o3y
OcC4)
0O(s5)
Odie)
Ci{1)
Ci2y
Cis)
Cia)
Cis)
Cigy
CiT)
Cilay
Cio
Cio
can
Ca2y
Can
Cau
C5)
Cas
C{zn
Caen
Caen
C{a)
Cz5)
Cze)
Cn
Caz
C (a3}
Ca)
Cis
C(38)
Cun
Cun
Cun
C {44y
C 45
C 46

0, 13B0C2)
D.134102)
C.21134 4 )
0.3265(4 )
0.1804086)

=0.15301)
0.118(1)
0.146(1)
¢, 058¢2)
-0.14T(1)
b 265(2)
=0.035(2)
0.129(2 )
0,185(1)
0.108(2 3
=0.04502)
0.214C2)
D.44102)
R.50102)
0.85502)
0. 37407 3
LTI
002602 )
-9, 09502 )
-g.15462)
-0.11002)
-0.00302)
0, 30801 )
0,240¢2 )
0.32802)
D.46402)
0.52602)
0.43702)
0.310C2)
9321402
D.402¢2)
b.48102)
0.478(2)
0.400¢C2)
0.147C 1)
0.118( 2%
0.12802)
0.172C2)
019702 )
0,184C2)

¥

0215602}

0. 4257¢2 )
0. 0742¢ 03
0.8717¢ 33
0.7737C6 )
B 04TC 1)
0.1128¢87
0.308308)
0.376C1)
0.411¢1)
0.687C 1)
0.143¢ 1)
0,161¢1)
0.411012
0.396( 1)
0,412¢2)
0, 586¢ 1)
0,380013
3,080 0 2
0.504( 2
37202 )
- 004213
—0,184¢ 1)
—0,24402)

C o= 3062 )

—0,08202)
0.,90002 )
=0, 0061}
=0, 0681}
-0,122(2)
-0, 103022
-0 048012
0.01001)
0,127(1)
0.04401)
0,086(2)
0,208(2)
028602 )
0,250(1)
0,408¢1)
0,804C1 3
0681020
0. GE4C L)
0,661}
047701

i,
0.
2,

152

17672 )
263003 )

0.216303)
0.B4BTC4 D
0, 1642C8 )

0.
a.
.
0.
b,

0.
‘M
0.
0.
0.
0.
0.
b,
b,
o,
o,
0.
b
0.
0.

o013¢7T )
3207(6)
0311(8)
164C1)

20619 )

017401 )
0,0786( 9 )
030601
.
1
4
]
i

060C 1)

L6401
L1850 1)
L1801
LdB(1 )

183013
2341}
2AI(1)
22801}
242010
B06C1)
SEGCL D
EETT ]
205(1)
107C1)
0E2C 1)
=L
18801}
24501 )
FRGCLD

0442010

0.
0.
o,
0.
o,
0.
o,
0.
'R
0.

BITCL)
Brec1)
§16(1)
42001 )
LTS D]
382013
462(1)
BBCL)
BEBC1D
aTEC1 )

B'ﬂ
2.71(5)
2BTCE)
2.8(1)
3.001)
7.1(1)
4.B03)
4.203)
3.85(3)
7.005)
80040
T.704)
3,604}
3.104)
2.603)
3.804)
6.TCE8)D
4,505
3.904)
4,705
5.6(5)
5.9(E6
2,104
3.004)
4.905)
5.9(6)
6.0(6 )
4.3042
2.804)
4.004)
4.9(5)
6.5(6)
4 8(6)
2.804)
3104 )
4,004
6.8(7)
T.6(T)
6.306)
3.604)
2.6(8)
4,805
G405
43040
4.7(8 )
4,104}
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Table 4 Selected bond lengths/ 3

Bond lengthe Bond lengths
Fec1)-Fac2) 2,648(2) Fiiy-Can 1.788C8 )
Fe¢1)-Pc1) 2.204¢3) Pcri-Ceend 1.B20C10)
Fe(1)-8(1) 2.243(2) F(1)-Cosny 1,882(8)
Fe(13-0¢3) 2.006(6) 8C1)-C(r1) 1.853(8 )
Fe(1)-Cc1) 1.783(11) Cle1y-Coadd 1,746(8 )
Fa(1)-C(2) 1,738C10) 0¢1)-Cq1 1.161C11)
Fe(2z)-8(1) 2.264C8) 0¢23-Cc2) 1.187(8 )
Fe(2)-Cc3) 1.94609) C(3)-C 1.463(11)
Fec2)-Cc4) 1.808(12) Ce73-Cea) 1.517(13)
Fe(23-C(5) 1.B1¢2) can-ca 1,418¢11}
Fec2)-Cog} 1.782¢89) Cearr-Coa2d 1.366(12)
® SHoAm/ded,
Table 5 Selected bond angles/dog
bond Angle baad Angle
Fe¢2)y-Fe¢11-F¢1d 56,2000 ) Coan-P1y-Cezn 106.1( 4)
Fa(2)-Fe(1)-0(3) 71602} Fe(1y-8(1)-Fe(2) 68 B4C 8D
Fecz2)y-Fec1y-ilr2 ) 95.5(3) Fe{1)-8¢1»-C¢7) 124.0€ 3 )
Pr15-Far13-800, 106,8( 1) Fe(23-8(1)-C(7) 121.5(4)
P(23-Fei1)-G(2) 91,202 Fec13-003)-C(3) 106,1(5 )
P(1y-Fec13-Cc1d 87,203 ) Feg2)-Ci3)-0ca) 112,108 )
8¢1)-Fe(13-0¢3) 80,102 Fe(2)-C(3)-Cun 132,806
S¢1)-Fe(12-CC1) 185.3¢3) O¢3)-Ce3r»-Cun 114,408
Oc3)-Feg13-C(1) an_6{4) Po1y-Can-ca 125,407
Cei1y-FeC1)-Cz) 90,2¢4) F¢13-C11)-CQed 116 .8(6)
Fe(1)-Fe(2)-8B(1) 56,1807 ) Pr13-Coe1y-Coe2d 118,8¢ 8 )
Fe(1)-Fe(2)-Cad T0.¥C2) P¢13-Cezay-Cized 121.3(7}
B8(13-Fe(2)-C(3> B1,2(3) F{13-Ceaty-Ciazd 118,87 )
Cia)»Fe(zy-Ciad 164.4€ 4 F¢1)-Ceany-Cagd 118.9¢7 )
C(4)-Fe(2)-C(5) B2.2(5) Cl13-Ceagd-Cum 116,1¢8 )
Fe(13-P(13-Coin 112,2(3) Cl( 1)-Caa)-C s 120.001)

#IFPHERPEFH R REESNHEE, R4 L85 NFIHAEXBRERSA,
M1 ha THRENE.

2, SR NN, REHILHSTEHR, &SP RFFe(D,
Fe(2), C(3), O3k, mbRTFERD -REmMMMBIIE M 50,0324, REa&Hh i
S(ILETFEMETFFER 1.850A, 5Fe(l), FeQIE—ENSE=ATB(LE 1 BLEB.
ESE=ME 5Fe() ,Fe(2), Fe(d), O@MUMT-FHER EH" AT, “HMAD 43.3°,
RAHS T hHEE—KEN—RELE. Fe T RN sp ik, Fe(l) 5Fe(2), S(I), 03,
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P(1), C(), C(ERfE, Fe(2) 5 Fe(Dd, S,
C@, Cd, CG), CEE. @Kk, RANES
B, FelfFSHRAEFERAG\HEHE, 5
FfldcBiERL Y, SHharRadRd, =
H B EACH ik 7E Fe(D)-Fe2) @Rk, #R5
ot AR O F RS L o BRI FFe (1) Ay Bar g 2. AT
#5h'H NMRI{R &ic—58, BIFasil t K
BOERRMM Yy FEEVARMAY M o ikl
3% H O o XA At R 19 B E 9.
BFI1-SmBAOERLREGD M=%KRS
S OCRA RN BB REYE, Ei{iHies
-4 h R kbR ESEME M B E T
b SR F B A {4 1R iR HUR R B P A X I R,
kG iE 2 THE T WA T Ak d
Bl RARSHFHEERE ik, M S EHEMSRE T B & & S i

Fig.1 Perspective drawing of the 3
structure of complex 5§ *

8 5 X W
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STUDIES ON NUCLEOPHILIC SUBSTITUTION REACTION OF
p-ACYL IRON-SULFUR COMPLEXES
- SYNTHESIS AND STRUCTURES OF SOME PPh,- OR
AsPh,-SUBSTITUTED p-ACYL Fe-S COMPLEXES

Song Licheng* Liu Ronggang Hu Qingmei Wang Jilao
(Depariment of Chemisiry, Naskai University, Tianjin)
Liu Xiaolan Miao Fangming
(Department of Chemistry, Tianjin Normal University, Tianjin)

ABSTRACT

Mono-PPhy~ or mono—AsPh;—substituted derivatives (p—ArCO) (u-RS)Fe,(CO),PPh,
(Ar=Ph, R=Et or B} ; Ar=p-CIC,H,, R=B}) and (u-ArCO) (u-R51Fe,(CO),AsPh,
(Ar=Ph, R=Et or B ) have been synthesized threugh reartion of th= corresponding
p—acyl complexes (u-ArCO)(u-R5)Fe,(CO); with PPh; in bolling benzene for 2h or
with AsPh; in the same solvent refluxing for 12h, For these new substituted deriva—
tives the structures were characterized by combustion analysis, IR and 'H NMR spec-
troscopy . Furthermore, ike =rystal sivucture of one representative of these new com-
plexes (4 -u—CICHT 20 (u-13% 5)Fe,(CO) ,PPhy has been determined by an X-ray dif-
fraction *tcchuique, The crystals belong to triclinic system with space group P1. The
cell parameters are a =10 536(2), b=11,714(4), ¢=14 84(8)A; a=08,47(4), A=
102,.70(4), v=105.78(3)"s V=1677,1A% £=2y D,=1 468g+cm™*, Final devia-
tion factor R=0_065.
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