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Abstract An Organometallic compound, C,,H,,B,,S,Co,, was synthesized from o-carborane, Cp*Co(S,C,B,,H,,) and BH;-THF.
The molecular structure of this complex has been determined by X-ray diffraction. Crystallographic data: monoclinic, space
group Cc, a=15.981(4) A, b=15.478(17) A, c¢=12.0562(17) A, p=115.063(16), Z=4, V'=9683(4) A’. The structure was
solved by direct methods and refined by full-matrix leat-squares methods to give a model with a reliability factor R =
0.0630 for 9948 reflections.
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The synthesis and crystal structure of [(1-Cp)Col,(1,2-S,S-o-carborane) (C,,H,,B,,S,Co,)
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Table 1
Experimental and crystal data

Chemical formular
Molecular weight
Crystal system
Space group

Unit cell dimension

Unit cell volume

Molecular number per unit cell
Radiation

Density

Theta range for data collection
Absorption coefficient
Temperature

Crystal size

Index range

Reflections collected/unique
Data/parameters
Final reliability factor

CoHyB,,S,Co,

M, = 454.40

Monoclinic

Cc

a=15.981(4) A
b=15478(17) A
c=12.0562(17) A
V=9683(4) A’

Z=4

A (Mo-Ka) =0.71070 A

D, = 1555 g/em’
0=145~2597

p=1921 mm"

T=2932)K
0.2x0.3x02mm’
—17<h<19, —68<k<68, 0</<14
—17<h<19, —68<k<68, 0<I<14

19719/9948
9948/1171
R=0.0630

Fig. 1. Molecular structure and atomic numbering scheme and
dis-placement ellipsoids drawn at the 50 % probablility level.
Hydrogen atoms have been omitted for clarity.
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Fig. 2. Unit cell packing structure, viewing along to a-axis.
Displayment ellipsoids drawn at the 50 % probability level.

Fig. 3. Unit cell packing structure, viewing along to c-axis.
Displayment ellipsoids drawn at the 50 % probability level.
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Table 2 Table 3
Atomic coordinates (* 10* and equivalent isotropic displacement Bond lengths [A]
parameters (A” x 10°) U(eq) is defined as one third of the trace of
the orthogonalized Uij tensor Co(1)-C(12) 1.96(3) Co(1)-C(8) 2.06(2)
Co(1)-C(9) 2.092) Co(1)-C(11) 2.13(3)
X y z Ueq) Co(1-C(10)  2.115(17)  Co(1)-8(2)  2.208(5)
Co(1) 3490(1) 83(1) 7570(2) 32(1) Co(1)-S(1) 2.217(5) Co(1)-Co(2) 2.365(3)
Co(2) 1873(2) 24(1) 6712(2) 39(1) Co(2)-C(5) 1.97(2) Co(2)-C(4) 2.01(2)
S(D) 2761(3) —146(1)  5932(4) 38(1) Co(2)-C(7) 2.12(2) Co(2)-C(3) 2.10(3)
S(2) 2823(3) —151(1)  8443(3) 31(1) Co(2)-C(6) 2.15Q2) Co(2)-S(2) 2.217(5)
C() 2980(12) —454(4)  7976(15) 40(4) Co(2)-S(1) 2.218(5) S(1)-C(2) 1.832(16)
CQ2) 2947(10) —449(3)  6591(12) 29(3) S(2)-C(1) 1.82(2) C(1)-C(2) 1.65(2)
Cc@3) 580(2) 39(7) 5190(3) 129(13) C(1)-B(4) 1.673) C(1)-B(5) 1.69(3)
C4) 525(15) 9(5) 6360(3) 102(10) C(1)-B(6) 1.81(3) C(1)-B(3) 1.79(3)
C(5) 1017(18) 210(6) 7180(3) 96(10) C(2)-B(11) 1.72(3) C(2)-B(3) 1.72(3)
C(6) 1327(15)  383(4)  6500(2) 83(7) C(2)}-B(7) 1.76(2) C(2)-B(6) 1.773)
C(7) 1076(15)  260(5)  5270(2) 75(7) C(3)-C(4) 1.46(5) C(3)-C(7) 1.44(4)
C®) 3747(15)  425(4)  8297(17)  61(6) C(4)-C(5) 1.48(4) C(5)-C(6) 1.48(4)
C©) 3709(13) 427(4) 7035(19) 62(6) C(6)-C(7) 1.52(3) C(8)-C(9) 1.50(3)
C(10)  4447(13)  2723)  71102) 54(5) C(8)-C(12) 1.63(5) C(9)-C(10) 1.43(3)
c(11)  4930(2) 153(5)  8240(3) 79(11) C(10%-C(11) 1414 C(10-C(12)  2.04(6)
C(12)  4590(3) 231(8)  8860(4) 150(3) C(11)-C(12)  1.19(6) B(3)-B(7) 1.74(3)
B(Q) 4018(17) —493(5)  7780(2) 63(7) B(3)-B(8) 1.73(3) B(3)-B(4) 1.83(3)
B(4) 3710(16) —663(4)  8859(17) 45(5) B(4)-B(9) 1.79(3) B(4)-B(5) 1.81(3)
B(5) 2470(17) -704(4)  8204(19) 51(5) B(4)-B(8) 1.81(3) B(5)-B(10) 1.79(3)
B(6) 1948(18)  —561(5)  6700(2) 55(7) B(5)-B(6) 1.82(3) B(5)-B(9) 1.82(3)
B(7) 3717(16)  —659(4)  6439(19)  54(5) B(6)-B(10) 1.75(4) B(6)-B(11) 1.77(4)
B(8) 4209(16) -801(4)  7920(2) 60(6) B(7)-B(8) 1.79(3) B(7)-B(12) 1.80(3)
B(9) 3228(17) -942(3)  8125(18) 60(6) B(7)-B(11) 1.87(3) B(8)-B(12) 1.84(3)
B(10) 2183(19) -871(4)  6820(2) 77(8) B(8)-B(9) 1.86(3) B(9)-B(12) 1.78(3)
B(11)  2442(18)  -709(4)  5823(17)  64(6) B(9)-B(10) 1.793) B(10)-B(11)  1.68(3)
B(12)  3205(19)  -934(4)  6639(19)  67(7) B(10)-B(12)  1.77(4) B(11)}-B(12)  1.73(3)
Table 4
Bond angles [deg]
C(12)-Co(1)-C(8) 47.6(15) C(12)-Co(1)-C(9) 69.7(14) C(8)-C(9)-Co(1) 67.7(11)
C(8)-Co(1)-C(9) 42.3(9) C(12)-Co(1)-C(11) 33.4(18) C(11)-C(10)-C(12) 34(2)
C(8)-Co(1)-C(11) 71.4(12) C(9)-Co(1)-C(11) 69.8(9) C(11)-C(10)-Co(1) 71.1(14)
C(12)-Co(1)-C(10) 60.0(16) C(8)-Co(1)-C(10) 67.5(9) C(12)-C(10)-Co(1) 56.3(12)
C(9)-Co(1)-C(10) 39.8(8) C(11)-Co(1)-C(10) 38.9(10) C(12)-C(11)-Co(1) 66(3)
C(12)-Co(1)-S(2) 108.4(14) C(8)-Co(1)-S(2) 112.8(7) C(11)-C(12)-C(8) 120(4)
C(9)-Co(1)-S(2) 149.4(7) C(11)-Co(1)-S(2) 126.1(8) C(8)-C(12)-Co(1) 69.2(15)
C(10)-Co(1)-S(2) 165.0(6) C(12)-Co(1)-S(1) 154.4(16) C(8)-C(12)-C(10) 77(2)
C(8)-Co(1)-S(1) 147.3(5) C(9)-Co(1)-S(1) 109.9(6) C(2)-B3)-B(7) 61.1(12)
C(11)-Co(1)-S(1) 121.2(11) C(10)-Co(1)-S(1) 102.5(6) B(7)-B(3)-B(8) 62.3(14)
S(2)-Co(1)-S(1) 84.91(19) C(12)-Co(1)-Co(2) 147.8(16) B(7)-B(3)-C(1) 106.4(17)
C(8)-Co(1)-Co(2) 107.3(6) C(9)-Co(1)-Co(2) 106.6(5) C(2)-B(3)-B(4) 101.0(16)
C(11)-Co(1)-Co(2) 176.0(8) C(10)-Co(1)-Co(2) 137.0(6) B(8)-B(3)-B(4) 61.0(13)
$(2)-Co(1)-Co(2) 57.89(14) S(1)-Co(1)-Co(2) 57.80(16) C(1)-B(4)-B(9) 104.4(15)
C(5)-Co(2)-C(4) 43.5(12) C(5)-Co(2)-C(7) 70.3(12) B(9)-B(4)-B(5) 60.8(13)
C(4)-Co(2)-C(7) 68.6(12) C(5)-Co(2)-C(3) 71.6(13) C(11)-C(10)-C(9) 116(2)
C(4)-Co(2)-C(3) 413(13) C(7)-Co(2)-C(3) 39.9(11) C(9)-C(10)-C(12) 82(2)
C(5)-Co(2)-C(6) 41.8(11) C(4)-Co(2)-C(6) 70.7(11) C(9)-C(10)-Co(1) 69.2(11)
C(7)-Co(2)-C(6) 41.8(9) C(3)-Co(2)-C(6) 70.0(11) C(12)-C(11)-C(10) 103(4)
C(5)-Co(2)-S(2) 104.0(10) C(4)-Co(2)-S(2) 115.2(11) C(10)-C(11)-Co(1) 70.0(14)
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Table 4
Continued

C(7)-Co(2)-S(2) 167.7(8) C(3)-Co(2)-S(2) 150.0(12) C(11)-C(12)-Co(1) 81(3)
C(6)-Co(2)-S(2) 126.9(7) C(5)-Co(2)-S(1) 170.8(10) C(11)-C(12)-C(10) 42(2)
C(4)-Co(2)-Co(1) 166.4(10) C(7)-Co(2)-Co(1) 116.0(7) Co(1)-C(12)-C(10) 63.7(14)
C(3)-Co(2)-Co(1) 149.7(12) C(6)-Co(2)-Co(1) 103.8(7) C(2)-B(3)-B(8) 107.0(18)
S(2)-Co(2)-Co(1) 57.50(15) S(1)-Co(2)-Co(1) 57.75(15) C(2)-B(3)-C(1) 56.0(10)
C(2)-S(1)-Co(2) 102.8(5) C(2)-S(1)-Co(1) 102.3(5) B(8)-B(3)-C(1) 104.2(18)
Co(2)-S(1)-Co(1) 64.45(16) C(1)-S(2)-Co(1) 103.7(5) B(7)-B(3)-B(4) 109.7(18)
C(1)-S(2)-Co(2) 104.0(6) Co(1)-S(2)-Co(2) 64.61(15) C(1)-B(3)-B(4) 54.9(11)
C(2)-C(1)-B(4) 111.7(14) C(2)-C(1)-B(5) 111.4(14) C(1)-B4)-B(5) 58.0(11)
B(4)-C(1)-B(5) 65.2(14) C(2)-C(1)-B(6) 61.3(11) C(1)-B(4)-B(8) 105.6(13)
B(4)-C(1)-B(6) 116.8(17) B(5)-C(1)-B(6) 62.5(12) B(9)-B(4)-B(8) 62.3(13)
C(2)-C(1)-B(3) 60.0(10) B(4)-C(1)-B(3) 64.0(12) C(1)-B(4)-B(3) 61.1(11)
B(5)-C(1)-B(3) 117.3(17) B(6)-C(1)-B(3) 114.2(15) B(5)-B(4)-B(3) 109.2(14)
C(2)-C(1)-S(2) 110.5(12) B(4)-C(1)-S(2) 126.4(13) C(1)-B(5)-B(10) 102.9(14)
B(5)-C(1)-S(2) 124.6(13) B(6)-C(1)-S(2) 111.7(14) B(10)-B(5)-B(6) 58.0(13)
B(3)-C(1)-S(2) 114.3(14) C(1)-C(2)-B(11) 109.9(13) B(10)-B(5)-B(4) 105.8(16)
C(1)-C(2)-B(3) 64.0(11) B(11)-C(2)-B(3) 113.9(16) C(1)-B(5)-B(9) 102.1(15)
C(1)-C(2)-B(7) 111.9(13) B(11)-C(2)-B(7) 65.1(13) B(6)-B(5)-B(9) 107.4(15)
B(3)-C(2)-B(7) 60.0(12) C(1)-C(2)-B(6) 63.9(11) B(10)-B(6)-C(2) 100.3(18)
B(11)-C(2)-B(6) 61.0(13) B(3)-C(2)-B(6) 119.9(13) C(2)-B(6)-B(11) 58.0(12)
B(7)-C(2)-B(6) 118.1(15) C(1)-C(2)-S(1) 112.5(11) C(2)-B(6)-B(5) 100.4(16)
B(11)-C(2)-S(1) 125.8(11) B(3)-C(2)-S(1) 114.3(13) B(10)-B(6)-C(1) 99.7(17)
B(7)-C(2)-S(1) 123.7(11) B(6)-C(2)-S(1) 111.7(12) B(11)-B(6)-C(1) 100.5(17)
C(4)-C(3)-C(7) 107(3) C(4)-C(3)-Co(2) 65.9(13) B(3)-B(7)-C(2) 58.9(11)
C(7)-C(3)-Co(2) 70.6(15) C(3)-C(4)-C(5) 109(3) C(2)-B(7)-B(8) 102.6(13)
C(3)-C(4)-Co(2) 72.7(16) C(5)-C(4)-Co(2) 66.9(12) C(2)-B(7)-B(12) 99.7(14)
C(6)-C(5)-C(4) 109(3) C(6)-C(5)-Co(2) 75.3(13) B(3)-B(7)-B(11) 105.8(15)
C(4)-C(5)-Co(2) 69.6(14) C(5)-C(6)-C(7) 104(2) B(8)-B(7)-B(11) 105.9(15)
B(7)-C(2)-S(1) 123.7(11) B(6)-C(2)-S(1) 111.7(12) B(3)-B(8)-B(7) 59.2(12)
C(5)-C(6)-Co(2) 62.9(12) C(7)-C(6)-Co(2) 68.2(11) B(7)-B(8)-B(4) 108.3(13)
C(3)-C(7)-C(6) 111(2) C(3)-C(7)-Co(2) 69.5(13) B(7)-B(8)-B(12) 59.1(12)
C(6)-C(7)-Co(2) 70.0(11) C(9)-C(8)-C(12) 96(2) B(3)-B(8)-B(9) 107.7(15)
C(9)-C(8)-Co(1) 70.0(11) C(12)-C(8)-Co(1) 63.2(15) B(4)-B(8)-B(9) 58.3(12)
C(10)-C(9)-C(8) 104.8(13) C(10)-C(9)-Co(1) 71.1(11) B(12)-B(9)-B(10) 59.5(13)
B(10)-B(9)-B(4) 106.8(14) B(12)-B(9)-B(5) 107.7(14) B(5)-B(4)-B(8) 111.3(15)
B(7)-B(8)-B(12) 59.1(12) B(4)-B(8)-B(12) 103.6(15) B(9)-B(4)-B(3) 106.3(14)
B(3)-B(8)-B(9) 107.7(15) B(7)-B(8)-B(9) 106.2(15) B(8)-B(4)-B(3) 56.6(12)
B(4)-B(8)-B(9) 58.3(12) B(12)-B(8)-B(9) 57.3(11) C(1)-B(5)-B(6) 62.0(12)
B(12)-B(9)-B(10) 59.5(13) B(12)-B(9)-B(4) 107.3(14) C(1)-B(5)-B(4) 56.8(12)
B(10)-B(9)-B(5) 59.5(13) B(4)-B(9)-B(5) 60.2(12) B(6)-B(5)-B(4) 109.5(15)
B(12)-B(9)-B(8) 60.8(13) B(10)-B(9)-B(8) 108.2(14) B(10)-B(5)-B(9) 59.3(13)
B(4)-B(9)-B(8) 59.4(12) B(5)-B(9)-B(8) 108.6(13) B(4)-B(5)-B(9) 59.1(13)
B(11)-B(10)-B(6) 62.0(14) B(11)-B(10)-B(5) 110.2(16) B(10)-B(6)-B(11) 57.1(14)
B(6)-B(10)-B(5) 61.8(14) B(11)-B(10)-B(12) 60.1(14) B(10)-B(6)-B(5) 60.1(14)
B(6)-B(10)-B(12) 111.3(16) B(5)-B(10)-B(12) 109.3(17) B(11)-B(6)-B(5) 105.1(18)
B(11)-B(10)-B(9) 109.0(13) B(6)-B(10)-B(9) 112.0(16) C(2)-B(6)-C(1) 54.8(10)
B(5)-B(10)-B(9) 61.2(13) B(12)-B(10)-B(9) 59.9(13) B(5)-B(6)-C(1) 55.5(11)
C(2)-B(11)-B(10) 105.4(13) C(2)-B(11)-B(12) 104.0(15) B(3)-B(7)-B(8) 58.5(13)
B(10)-B(11)-B(12) 62.4(14) C(2)-B(11)-B(6) 61.0(12) B(3)-B(7)-B(12) 106.7(15)
B(10)-B(11)-B(6) 60.9(14) B(12)-B(11)-B(6) 112.3(15) B(8)-B(7)-B(12) 61.8(13)
C(2)-B(11)-B(7) 58.5(11) B(10)-B(11)-B(7) 110.6(16) C(2)-B(7)-B(11) 56.3(11)
B(12)-B(11)-B(7) 59.6(13) B(6)-B(11)-B(7) 112.4(15) B(12)-B(7)-B(11) 56.3(12)
B(11)-B(12)-B(9) 107.5(16) B(11)-B(12)-B(10) 57.5(13) B(3)-B(8)-B(4) 62.4(12)
B(9)-B(12)-B(10) 60.6(13) B(11)-B(12)-B(7) 64.0(12) B(3)-B(8)-B(12) 105.1(15)
B(9)-B(12)-B(7) 110.0(16) B(10)-B(12)-B(7) 110.2(15) B(4)-B(8)-B(12) 103.6(15)
B(11)-B(12)-B(8) 109.8(15) B(9)-B(12)-B(8) 61.9(13) B(7)-B(8)-B(9) 106.2(15)
B(10)-B(12)-B(8) 109.9(15) B(7)-B(12)-B(8) 59.1(12) B(12)-B(8)-B(9) 57.3(11)

B(12)-B(9)-B(4) 107.3(14)




66 Sung II Cho

sl AR Tw(F) - F[)YS Aasteigen o=
V[o(F2) +(0.1319 x Py +1.08 x P], P =[Max(¥.)+2
x Fo]/3 o]l WRe] e 11710t g EE 59
BTl 994871l thate] R =0.06300]T}. o]
o]-8-3t YA} AHIRIAN= International Table for X-ray
Crystallography[15]°]] 5% 7 ©]-&38lT}.

w

Zot g

C1,Hy B S,Co, AFe} YAPHE Fofof] gk YA 2
S ORTEP ©& Fig. 1 9] AlZ Yollae] B
& Fig. 29} Fig. 39 a3 59 projections LERH
Al Table 200 HE A2 A9 RE Axjo]
®E, Table 3= AHZolE, Table 4oll= A2
UERNRITE. Table 5ol& HI5HA &% xS Z42F U
ER STt

o] #xte] EdoA o] 9= cyclopentadienyl
71¢] €3, C4, C5, C6, C7, C8, C9, C10, Cl1, C129]
25002k & Ao YERESH Fig. 19X % ZA
et 28 E 4 Uk

Table 5

Anisotropic displacement parameters (A’ x 10%). The anisotropic
displacement factor exponent takes the form: —2r* [h’ a** U, +
..T2hka*b* U]

U] 1 U22 U33 U23 U13 U]2

Co(l) 32(1) 31(1) 27(1) 6(1)  7(1)  4(1)
Co2) 31(1)  452) 36(1) 5(1)  8(1) 10(1)
S(1) 3583)  352) 2200 602) 172  52)
S(2) 40Q2) 393) 170)  -32) 152)  6(2)
C(l) 61(10) 49(10) 22(8) 3(7)  29%7)  —6(7)
CQ) 538) 26(7) 17(6) 8(5)  24(6)  8(5)
CB3) 86(16) 1703) 802)  9(18)  —12(15) 92(17)

C@d) 36(11) 98(18) 160(3) —24(18) 30(14) —4(11)
C(5) 55(14) 1202) 1102) -30(18) 38(15) 31(14)
C6) 62(11) 57(12) 108(17) 0(11)  16(11)  37(9)

C(7) 57(10)
C@8) 74(12)

73(14)  72(13)
33(10) 47(10)

34(11)  49)  2009)
~108) —-4(9)  -8(8)

C9) 4909) 52(11) 55(11) 7@8)  -78)  —18(7)
C(10) 41(8)  36(10) 81(13) 118) 22(8)  —14(7)
C(11) 55(14) 55(14) 1002) 36(15) 3(14)  —20(11)
C(12) 903)  140(4) 150(4) 503) -302) —-80(3)
BG3) 79(14) 91(17) 29(10) 22(10) 31(10)  33(I1)

B@) 76(13) 46(11) 198)  13(7)  26(8)  10(9)

B(5) 92(14) 38(10) 31(9) 7(7)  339) -11(9)
B(6) 81(16) 42(13) 43(12) -3(9)  26(11) —17(10)
B(7) 99(15) 30(10) 37(10) 3(8)  33(10) 19(9)

B@®) 75(13) 62(13) 43(11) 159)  26(10)  33(10)
B(O) 108(16) 29(9) 3809) 11(7)  26(10) 11(9)

B(10) 130(2) 46(12) 48(12) 5(9)  29(12) -31(12)
B(11) 124(18) 47(11) 279) -1@8)  37(11) —13(11)
B(12) 140(2) 32(10) 42(11) 11(8)  50(12) 13(11)

Co(1)-S(1), Co(1)-S(2), Co(2)-S(1), Co(2)-SQ)y= 7zt
7} 2217(5) A, 2.208(5) A, 2.218(5) A, 2.217(5) Ao
Z i Aastez YeRdtl. Co(1)-CoR)y= 2.365(3) A=
A A Ao Yepdes'® Bazk A% Van
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