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18.82; Cl, 8.35; Fe, 13.15; N, 3.305 S, 7.55, &fi; C, 42,993 H, 6.44;
Br, 19.02; Cl, 8.15; Fe, 13.70y N, 3.44; S, 7.59), A (CH,CN):233 (e,
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" Table 1 Atomic Coordinates and Thermal Parameters of Compound 1

atom J‘ X | Y 4 ' Bea.
Fe(1) | 0.3213¢ 1) ‘ 0.44463(9) 0.15465(6) |  4.76
Fe(2) : 0.3516( 1) 0.74489( 9) 0.30143( 6 ) 4.81
Fe(3) 0.1400( 1) 0.45230(9) |  0.83177¢(6) 4.41
Xan® } 0.2071¢ 1) 0.4002(1) |  0.02927(7) ‘ 6.69
X(¢12)* | 0.4802( 1) 0.3785(1) |  0.16128(8) 7.21
Xcene ‘ 0.5282( 1) 0.8628(1) ‘ 0.39023( 8 ) 7.19
X(22)* 0.2477¢ 2) 0.8425(1) 0.24599(11) 8.91
Xt 0.0643( 1) 0.4145(1) 0.30161( 9 ) 6.98
X(32) 0.2042( 1) 0.3908(1) 0.43399(8 ) 6.74
S(1) 0.2324( 2) 0.6326( 2% 0.3518(1) 5.65
S¢2) 0.2022( 2) 0.3854(2) 0.2299( 1) 5.73
S¢3) 0.3917¢2) 0.6259( 2 ) 0.2126( 1) 5.54
CAun 0.2011(6) 0.7017¢6 ) |  0.4397(4) 4.2
C(12) i 0.2453(7) ! 0.8089(6) ' 0.4542(5) 5.2
ca3) ' 0.2258( 7) 0.8643(7) ' 0.,5164(5) 5.6
Ca4) 0.1565( 7) 0.8114(7) ' ' 0.5545(5) 6.2
C(13) 0.1112¢ 7) 0.7027C 7) 0.5393( 4) 5.6
Cc(16) 0.1331( 7) 0.6491( 6 ) 0.4687( 4) 5.2
can 0.1343( 9) 0.8713(9) 0.6242(6) | 9.3
czD 0.1330( 7) 0.2477(6 ) 0.1958( 4) 5.0
C(22) 0.1469( 9) 0.1907¢ 7) 0.1339(5) 7.2
C(23) 0.0942¢ 9) 0.0831( 8) 0.1090(5) 7.7
C(24) 0.0252( 8) I 0.0273( 7) 0.1447(5) ' 6.3
C(25) 0.0089(9) ! 0.0847C 7) 0.2042( 5) 7.9
C(26) 0.0609¢8) 0.1937¢ 8) 0.2305(5) 7.2
can ~0.0230(10) —~0.0902(8) 0.1211( 7) 9.1
C(31) 0.4757¢ 7) 10.6952(6) ~0.1621(4) 5.0
.C_(sz) 0.4969( 7) 0.6418( 7) . 0.1005(5) 6.0
C(33) 0.5598( B ) 0,.6959( 8 ) ! 0.0577( 5) 6.7
cG3n 0.6021( 8 ) 0.8010(7) | 0.0768(5) 6.7
C(35) 0.5820( 9) 0.8548(7) |  ¢.1391(6) 7.4
C(36) 0.5204( 8) | 0.8026(7)  (.1818(5) 6.2
Can 0.6649( 9) | 0.8558(10) ‘ 0.0278( 6 ) 10.1
N(1) } 0.8037¢ 7) | 0.2757( 6 ) ' 0.0362( 4 ) 7.6
C(41) j 0.2179(11) | 0.6753(9%) | 0.0319(6) 10.9
C42) 0.1159(1D 0.6543(6)  0.0637(6) 10.3
C(43) 0.9221(9) | 0.3461(10) | 0.0946(6) 10.1
C(44) 0.9232(14) | 0.4599(10) | 0.1216(8) 123
C(45) 0.6047¢9) | 0.2689(11) |  0.0635(8) | 12.5
CU46) ‘ 0.6998(11) 0.2113(11)  ©  0.1313(7) | 11.3
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Ccun 0.8195(10) | 0.1695( 9 ) 0.0098( 7) 111
C(48) ‘ 0.7079(14) | 0.0903(5) | —0.0508(4) 12.6.
N(2) ) 0.4651( 6 ) | 0.2133(5) ) 0.3595( 4) 5.8
C(l) ! 0.5937(15) | 0.2267(11) | 0.3660(11) | 6.4
C(52) | 0.6529(10) ‘ 0.3249(11) ‘l 0.3371( 8) ‘ 11.9
C(53) ‘ 0.4191(15) | 0.1194(13) | 0.3893%9) | 5.5
C(54) | 0.2849(10) 0.0999(10) |,  0.3860(7) ' 11.2
C(53) 0.4331(15) 0.3158(13) 0.3992(12) 7.0
C(56) 10.5097(11) | 0.3463(10) 0.4854¢ 7) 10.5
C(D) 0.3946(16) . 0.1929(15) 0.2770¢10) 6.7
C(58) 0.4283(16) F;; 0.0935(14) 0.23187)  16.9
N(3) 0.8270¢ 7) ‘ 0.7274( 6 ) 0.3339(5) 8.1
C(61) \ 0.9495¢ 7) | 0.7387(10) 0.3382( 8) 12.5
C(62) ‘ 1.0024(14) | 0.8577(15) |  0.3215(8) | 17.9
C(63) o 0.797312) | 0.8177(10) | 0.3703(10) |,  18.0
C(64) { 0.8613(12) | 0.8433(12) 0.4605¢8) | 12.7.
C(65) 5 0.7866(13) , 0.6308(11) 0.3684( 8) | 1.3
C(66) \ 0.6495(12) | 0.6004(12) 0.3655(9) ' 13.8
C(67) | 0.7459(12) | 0.6999(12) 0.2559¢9) | 14.9
C(68) 0.783 (2) 0.6171(15) 0.2031¢10)  10.7
C(51) 0.507 (2) 0.3016(18) 0.3262(14) 11.8
C(53)’ 0.3315(18) . 0.1881(20) 0.3442(13) 10.6
C(55)’ 0.525 (2) 0.247 (2) 0.4459(12) 12.5
C(37) 0.498 (2) 0.1161(18) 0.3305(14) 1 11.4
* X=0.5(Br+CD
B2 {LEW2ARTEERASE
Table 2 Atomic Coordinates and Thermal Parameters of Compound 2
atom X Y VA 1 Beq.
Fe(1) 0.3058( 1) 0.09609( 8 ) 0.13329(7) ' 3.34
Fe(2) 0.3338( 1) 0.35801( 8 ) 0.17910( 7) 2.95 .
Fe(3) 0.1410( 1) 0.18216( 8 ) 0.34670( 7) 3.03
Clc1) 0.4858( 2 ) ~0.0346( 2) 0. 1700¢ 2 ) 5.17
Cl(z) 0.1925( 2 ) 0.1099( 2 ) 0.0287( 2) 6.99
Ci(3) 0.2373( 2) 0.5098( 2 ) 0.0927¢ 1) 4.16
Clc4) 0.5083( 2) 0.3495(2) 0.2293( 1) 4,52
CI(5) 0.2210( 2 ) 0.0907( 2) 0.4781C 1) 4.66
Cl(s) —-0.0525( 2) '0.2389(2) 0.3109(¢ 1) 5.70
S(1L) 0.2864( 1) 3.65

0.2143(2) ‘ 0.83131¢ 1)
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atom [ X 5 Y i z [ Bl g
s(2) | 0.2020(2) | 0.0917(2)> |  0.2573(1) } . 607
S(3) | o.seeC2) | ea1sczy | e.sncn) | 43
NCI>) . 0.4691(6) | 0.7993(5) 0.4722(4) | 3.9
N(2) 0.8024(6) | 0.1163(4) 3971353( 4) | 35
N(3) 0.8571(6) | 0.5738(5) | 0.1751C4) | 4.0
cay 0.2020( 7) 0.3838(5)  0.3526(5) 2.9°
Cca2) 0.2524( 7) '0.4582( 5 ) 0.3318( 5) 3.8
cas3) 0.2488( 8 ) 0.5109( 6 )  0.3870(5) 4.6
C 1) 0.1957( 8) 0.4904( 6 ) ©0.4610( 5) 4.3
C15) 0.1433( 8) 0.4175( 6 ) 0.4791(6 ) 4.8
C(16) 0.1468( 8) 0.3633(6 ) 0.4258(5 ) 4.4

- can 0.1971€10) 0.5452¢ 7) 0.5208( 6 ) 6.3
cen 0.1488( 7) ~0.0104(5) 0.2898( 5) 3.2
C(22) 0.0898C 7) ~0.0269(6) 0.3626(5) " 3.6
caed) - 0.0430( 7) ~0.1056( 6 ). 0.38636) , | , 4.2

" CG 0.0558( 7) ~0.1658(6) 0.3388(6) ! 4.6
cs) 0.1192(8) ~0.1499( 6) 0.2670(6) | 4.8
ces) | 0.1654( 7) ~0.0721(5) 0.2420(5) | 4.0 b
cen ~0.0019¢9) 0.2467(6) 0.3609( 7) ] 6.4 .\
CGD 0.4315C7) | 0.2681(5) - 0.0276(5) |2
C(32) 0.4505(7) | 0.3578(5) . —0.0012(5) . 3.5
c@33) 0.5157( 7) - 0.3789¢(6) 1+ —0.0715(5) 3.9
C (1) 0.5591( 7) 0.3116( 6 ) -0.1115(5) 3.7
C(35) 0.5387¢ 7) 0.2219C 6> ~0.0818( 5) 3.9 °
C(36) 0.4757¢ 7) 0.1996(5) ~0.0127(5) 3.3
cen 0.6288( 8 ) 0.3368( 7) ~0.1874(5) o
cun 0.5387( 7) 0.7878( 6 ) 0.5515( 5) 4.2
C42) 0.4946¢ 8 ) 0.8713C6 ) 0.5846( 6 ) 5.0
C43) 0.5225(10) 0.7054C7) .  0.4556{ 7) 6. 6
cuy 0.4646(10) 0.7037¢8) |  0.3736(7) 7.2
cusy 0.4707(10) | 0.8915(7) - f 0.3982( 6) . 6.6
CUB | 0.589(1 0885810 | 0.31N7) | Bd
cun 0.3403(8) | 0.8182( 7) 0.4834 6 ) 5.7
C(48) 0.3170(9) | 0.7358(9) 0.5572¢ 7) 9.1 - -
C(51) 0.7192¢8) | 0. 2206C 6 ) 0. 1053 6 ) 4.8

Tcen | eqmmeae) | 02967 0 014KT) | 67
ced | 0.8520(8) | 0.0289(6 ) 0.2261(5) 4.2
CGH | 0.7606¢9) [ 0.0974(7) i 0.2801(6) . 5.5
C(55) ; 0.9056( 8 ) [ - 0.1026( 7) \ 0.0849(6) | 5.0
C(56) 0.8726(9) . 0.1286( 8 ) ~0.0099( 6 ) 6.4
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"% 2
atom ‘ X : 14 ! Z { Beq. .
cen | 0.7252(8) | 0.0552(6) |  0.1296(6) 5.0
Qe | 0.7878(9) ~0.0557(6 ) 0.1658¢(7) 6.3
cGéy 0.8638(10) 0.5491( 8 ) 0.0945C6) 6.4
C(62) 0.9573(9) 0.4458( 7) 0.1063C 7) 6.2
C(63) ’ 0.7550(9) 0.6691C 7) 0.1557¢ 7) 6.3
Ce4) | 0.7357€10) 0.7070( 7) 0.2294( 7) 7.4
C(5) 0.8394(9) 0.4924( 7) 0.2506(6) 6.0
C(66) : 0.7236( 8 ) 0.4735( 7) 0.2394( 7) 6.1
G 0.9720( 8 ) 0.5862( 7) 0.2015( 7) 6.3
C(e8) 0.9980C 9 ) 0.6747C7) 0.1371(9) 8.6
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Table 3 Selected Bond Distances ¢ £ ) and Bond Angles(® )
of [(Fe,;(p-CH,PhS);Br,Cl1,33"

Fe(1)—Fe(2) i 4.409(1) } Fe( 1)—X 1) 2.374(2)
Fe(2)—Fe(3) | 4.389(1) | Fe(1)—X(U2) 2.366( 2)
Fe(3)—Fe(1) 4.420(1) | Fe(2)—X2D) 2.372( 2 )
Fe(1)—S(2) ’ 2.353(2) ! Fe(2)—X(22) 2.328(2)
Fe(1)—S(3) , 2.351(2) | Fe(3)—XGD | 2.340(2 )
Fe(2)—5(2) | 2.336(2) | Fe(3)—X(32) | 2.354(2)
Fe(2)—S(3) 2.363( 2) ; SC1)—Ccan ‘ 1.774( 7)
Fe(3)—S(1) ;2.312(2) ‘ S(2)—C(2D ' 1.771( 7)
Fe(3)—S(2) S 2M2Z) L S(3)—CGBD 1,770 7)
S(2)rFe(1)—S(3) \ 99.93(8) | S(2)—Fe(3)—XG1) 112.24( 7 )
SC(1)—Fe(2)—S(3)  100.62(8) | S(2)—Fe(3)—X(32) l 111.08( 7 )
l

SC(1)—Fe(3)>=5(2) - 100.28(8) XUD—Fe(1)—X12) 110.07¢ 7 >
S(2)—Fe(1)=X(11)  110.64(7) ' K(21)—Fe(2)—X(22) 109.90( 7 )
S(2)—Fe(1)—X(12) \ 112.46C 7) X(31)—~Fe(3)—X3D 110.58( 6 )
S(3)—Fe(1)—XUD 113.33( 7) ‘ Fe(2)—S(1)—Fe(3) | 139.56(9)
S5(3)—Fe(1)—-X(12) 110.11(7) | Fe(1)—5(2)—Fe(3) 139.95(10)
S(1)—Fe(2)—X21) ' 112.95(7)  Fe(1)—S(3)—Fe(2) | 138.54(9)
S(1)—Fe(2)—X(22) \ 110.35( 8 ) Fe(2)—S(1)—CWUD 111.6(3 )
S¢3)—Fe(2)—X(21) | 110.86(7) Fe(3)—S(1)—CUD 108.8(3)
S(3)—Fe(2)—X(22) | 111.90(8) ] Fe(1)—S(2)—C(2D 109.4(3)
S(1)—Fe(3)—X(31D) } 109.35(8) | Fe(3)—S(2)—C(2D) | 110.6(3)
S(1)—Fe(3)—X(32) * 112.96( 7) l Fe(1)—S(3)—CGD 110.6¢3 )
A |

Fe(2)—S(3)—C(31) | 109.1(3)

EAARGD, BIHTFe,SyBEN Fe, S XHFINARIE, Fe T
WL o T D AR A L, BrAI CURL T U 543 i T A BRI B 7EF e, So B by %
S(3)--Fe( 3)H AR Co MHtt, EMKETAATZAUETHELE & 5 M,
Fe(1), Fe(2), Fe(3 )5} 5= T HHFE0.098, 0.18071-0.0948 ., ¥AATH
BMTME, Fe(1)-~5(2)-S(1)~Fe( 2)BAK.E, HE—12° WM, X
BEAGH SR HEMY, RE 1, 2, FENELRETHR SEFRE, 4%
IR A S BT R T M2 5.8, 6.1H18.9°, ' |

EAAWARIKY, BIBTFe SALIMS(2)Fe( 2 8B % C, XK, =4
B THT AR FRATVEO N, 4700 2RI, K3,

LA VR Fe-SBICTII02.319 8, HSeAERADPHF(IFe-S BHE, (A
FaR/D EAFTE R, X ATRE b T R 2R A TS R B 2
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Table 4 Selected Bond Distances( A )and Bond Angles(’ )
of [Fe,(p-CH,PhS),Cl1,)*" '

Fe(1)—Fe(2) 4.406( 1)
Fe(1)—Fe(3) : 4.422C1)
Fe(2)—Fe(3) | 4.399C1)
Fe(1)—5(2) 2.361C 2)
Fe(1)—S(3) | 2.353(2)
Fe(2)—S(1) ’ 2.361( 2)
Fe(2)—S(3) 2.338( 2)
Fe(3)—S5(1) ©2.358(2)
Fe(3)—S(2) ‘ 2.345¢2)
S(2)—Fe(1)—5(3) 99.64(6)
S(1)—Fec(2)>—S(3) 101.16C6)
S(1)—Fe(3)—S(2) 101.09¢6 )
$(2)—Fe(1)—CI(1) 109.70C 7)
S(2)~Fe(1)—CI(2) 110.96( 8 )
$(3)—Fe(1)—CI(1) 111.93(8 )
S(3)~Fe(1)—Cl(2) 110.51€8)
S(1)—FeC2)—Cl(3) 107.48C 7)
S(1)>—Fe(2>—ClC4) ' 132.82(7)
S(3)—Fe(2)—CI(3) | 111.70(7)
S(3)—Fe(2)—Cl(4) ' 111.29(7)
SC1)—Fe(3)—CI(5) ' 112.40(7)
S(1)—Fe(3)—CI(6§) | 109.51(7)
S(2)—Fe(3)—CI(5) ' :09.38(7)

!

|
I

Fe(1)—CI(1)
Fe(1)—C1(2)
Fe(2)—Cl1(3)
Fe(2)—CI(4)
Fe(3)—CI(5)
Fe(3)—CI(6)
5C1)—CAan
S(2)—CD
S$(3)—C@n

S(2)>—Fe(3)—CI(6)
Cl(1)—Fe(1)—Cl(2)
Cl(3)—Fe(2)—Cli(4)
Cl1(5)—Fe(3)—Cl(6)
Fe(2)—S(1)—Fe(3)
Fe(1)—S(2)—Fe(3)
Fe(1)—S(3)—Fe(2)
Fe(2)—S(1)—CUD
Fe(3)—S(1)—CUD
Fe(1)—S(2)—C(21)
Fe(3)—5(2)—CQD
Fe(1)—S(3)—C@D
Fe(2)—S(3)—C@D

<N
(34)
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INVESTIGATION OF SYNTHESIS AND STRUCTURE
OF TWO NEW Fe,S, CLUSTER COMPOUNDS

Liu Ping lluang Liangren Yang Yu Lu Jiaxi

( Fujian Institute of Research on the Structure of Matter,

Academia Sinica, Fuzhou)

The new cluster compounds (Et,NJ;CFe;(p~-CH;PhS),ClsBr,J( 1 )and
CEt,N);(Fes( p-CH;PhS);Cl,1(2) have been synthesized through one step
reaction. The skeletons of anions in compounds 1 and 2 are six membered
in ring of Fe, S— alternative arrangement, they are in boat form.

The crystal of compounds 1 and 2 are triclinic, with space group P1.
Unit cell paraments of the crystal 1 are a=12.801(2), 5=13.780(4),
c=19.097( 2)A, @=101.39(2), £=101.92(11),y=106.15(2)°, Z=2.Unit
cell parameters of the crystal 2 are ¢ =12.226(4 ),6=15.323( 2 ),c=17.012
(2)A, a=70.72(1), f=88.65(2), y=72.51(2)°, Z=2.

Keywords Fe,S; cluster compound  crystal structure



