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4718< 338 CH,,B, BrOSnE o-carborane 22 HE| E13led closo-1-[(methoxyl) methyl]-
o- carborane(HCabO FA5)3, SnMe,Br, S 7hsle] FAlegch XA IAYHS o] &3
C,H,,B,;BrOSn 3RHEY BAFEE 1 slgdet. o] FJHEQ) AAEA A2 orthorhombic,
space group Pna2, a = 17.9292(15) A, b = 7.2066(4) A, ¢ = 13.0582(10) A, Z = 4, V =
1687.2(2) Alelch AA Fx= AAWoz sAslgen, 1724719 A vkl Hale] 2F
AZE ¢lA} R = 0.0574¢] B2} 23S Falot

Abstract

An organometallic compound, CH, B,;BrOSn, was synthesized from o-carborane, closo-1-
[(methoxyl)methyl]-o-carborane (HCab®), and SnMe,Br,. The molecular structure of this complex
has been determined by X-ray diffraction. Crystallographlc data: orthorhombic, space group Pna2,
a=17.9292(15) A, b = 7.2066(4) A, ¢ = 13.0582(10) A, Z=4, V = 1687.2(2) A®. The structure was
solved by direct methods and refined by full-matrix least-squares methods to give a model with a reli-
ability factor R = 0.0574 for 1724 reflections.
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1.0 mmol &] o-Carborane 0.144 g5 THF 20 mL
ol 391 L, dry ice/acetone bathS- o] 43} —78°C
2 258 ¥3elvl. 1.0mmol® n-BuLi 0.4 mL
(2.5M solution in hexane) & FA71E o] &3}
A 3] 2718 ohg, —78°Col A 1A17F ks &
T Aeog 2=2 29A 12412 ket
12412k ¥, vH&-& BT THFE 27 A73K
o}, o] A2 deoizl s}k HHE-S THF §viell
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9] ©}&-, TBAF(Tetrabutylammonium fluoride) £}
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Table 1. Experimental and crystal data

Chemical formular C¢H;B(BrOSn
Molecular weight M, = 415.93
Crystal system orthorhombic
Space group Pna?2

a = 17.9292(15) A
b = 7.2066(4) A

c = 13.0582(10) A
V = 1687.2(2) A’

Unit cell dimension

Unit cell volume

Molecular number Z=4

per unit cell

Radiation A(Mo) = 0.71070 A

Density = 1.637 g/em®

Theta range for data collection 0 = 1.90-25.97°

Absorption coefficient U = 3.862 mm™

Temperature T = 293(2)K

Crystal size 0.2X0.3X0.3 mm’

Index range 0=h=22,
0=<k<8, 0<i<16

Reflections collected/unique 1724/1724

Data/parameters 1724/185

Final reliability factor R =0.0574

s, Bri

Fig. 1. Molecular structure and atom-numbering
scheme and displacement ellipsoids drawn at the
50% probability level. Hydrogen atoms have been
omiteed for clarity.
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Fig. 2. Unit cell packing structure, viewing along
the a-axis.

Fig. 3. Unit-cell packing along the c-axis.
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Table 2. Atomic coordinates (X 104) and equivalent
isotropic displacement parameters (A*X 10%) Ufeq) is
defined as one third of the trace of the orthogonalized
Uij tensor.

LS A

X y z U(eq)
Sn(l)  2353(1) 1662(2)  6974(1)  45(1)
Br(1)  3405(1) -267(4) 6226(3) 82(1)
o) 1142(9)  3340(3)  7484(14) 74(6)
C(1) 1469(12) 810(4) 5910(14) 43(6)
C(2) 625(10)  1660(3)  6082(16) 36(5)
C3) 488(11)  3060(3) 6960(3)  46(5)
C4) 1040(2) 4670(5) 8300(2) 107(13)
C(5) 2744(12) 4390(4) 6700(2) 71(10)
C(6) 2267(17)  380(5) 8430(2) 77(9)
B(3) 1134(16) 2520(5) 50802y 47(7)
B(4) 1638(18) 560(4) 4680(2)  52(8)
B(5) 1382(16) -1320(4) 5440(2) 59(9)
B(6) 798(12) -540(3) 6400(2)  34(6)
B(7) 162(13)  2010(4)  4880(2) 47(8)
B(8) 787(18)  1220(5)  4010(2)  64(10)
B(%) 957(17)  -1190(4) 4220(3)  58(10)
B(10)  444(15) —1880(4) 5330(2) 51(8)
B(11) -84(13) 150(4) 5760(2)  48(8)
B(12) 90(2) -110(7) 4430(3) 67(10)
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Table 4. Bond angles (deg)

A7 G

Table 3. Bond lengths (A)

Sn(1)-C(5) 2.12(2)  Sn(1)-C(6) 2.12(3)
Sn(1)-C(1) 2.19(2)  Sn(1)-Br(1) 2.538(3)
O()-C(3) 1.373) O()-C4) 1.44(3)
C(1)-B(4) 1.64(3) C)-C2) 1.65(3)
C(1)-B(5) 1.66(4) C(1)-B(6) 1.67(3)
C(1)-B(3) 1.754) C(2)-C(3) 1.55(3)
C(2)-B(6) 1.67(3)  C(2)-B(3) 1.71(3)
C(2)-B(11) 1.73(3)  C(2)-B(7) 1.79(4)
B(3)-B(4) 1.76(4)  B(3)-B(8) 1.79(4)
B(3)-B(7) 1.80(4) B(4)-B(5) 1.74(4)
B(4)-B(8) 1.83(4) B@#)-B©®) 1.85(4)
B(5)-B(6) 1.72(4)  B(5)-B(10) 1.74(4)
B(5)-B(Y) 1.76(4)  B(6)-B(10) 1.81(4)
B(6)-B(11) 1.85(3) B(7)-B(12) 1.64(5)
B(7)-B(8) 1.69(4) B(7)-B(11) 1.82(4)
B(8)-B(12) 1.67(6)  B(8)-B(9) 1.79(4)
B(9)-B(12) L77(5)  B(9)-B(10) 1.78(5)
B(10)-B(11)  1.83(4) B(10)-B(12)  1.84(6)
B(11)-B(12)  1.77(5)
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C(5)-Sn(1)-C(6) 125.5(12) C(5)-Sn(1)-C(1)
C(5)-Sn(1)-Br(1) 101.3(7) C(6)-Sn(1)-Br(1)
C(3)-0(1)-C(4) 111(2) B(4)-C(1)-C(2)
C(2)-C(1)-B(5) 108.0(18) B(4)-C(1)-B(6)
B(5)-C(1)-B(6) 62.3(16) B(4)-C(1)-B(3)
B(5)-C(1)-B(3) 113.1(19) B(6)-C(1)-B(3)
C(2)-C(1)-Sn(1) 118.2(13) B(5)-C(1)-Sn(1)
B(3)-C(1)-Sn(1) 116.4(17) C(3)-C(2)-C(1)
C(1)-C(2)-B(6) 60.6(14) C(3)-C(2)-B(3)
B(6)-C(2)-B(3) 115.6(18) C(3)-C(2)-B(11)
B(6)-C(2)-B(11) 66.2(14) B(3)-C(2)-B(11)
C(1)-C2)-B(7) 110.9(16) B(6)-C(2)-B(7)
B(11)-C(2)-B(7) 62.3(14) O(1)-C(3)-C(2)

113.0(10) C(6)-Sn(1)-C(1) 113.2(10)
99.3(9) C(1)-Sn(1)-Br(1)  98.1(6)
110.2(19) B(4)-C(1)-B(5) 63.5(16)
116(2) C(2)-C(1)-B(6) 60.2(13)
62.4(15) C(2)-C(1)-B(3) 60.4(14)
113.4(19) B(4)-C(1)-Sn(1) 121.0(17)
124.0(17) B(6)-C(1)-Sn(1) 116.2(14)
119.2(16) C(3)-C(2)-B(6) 118(2)
115(2) C(1)-C(2)-B(3) 62.6(13)
118.4(17) C(1)-C(2)-B(11) 114.0(18)
115.8(19) C(3)-C(2)-B(7) 119.0(18)
115.8(18) B(3)-C(2)-B(7) 61.8(15)
109.3(16) C(2)-B(3)-C(1) 57.0(13)
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Table 4. Continued

C(2)-B(3)-B(4) 102(2) C(1)-B(3)-B(4) 55.8(14) C(2)-B(3)-B(8) 103(2)
C(1)-B(3)-B(8) 104(2) B(4)-B(3)-B(8) 61.9(18) C(2)-B(3)-B(7) 61.4(16)
C(1)-B(3)-B(7) 106(2) B(4)-B(3)-B(7) 107(2) B(8)-B(3)-B(7) 56.2(18)
C(1)-B(4)-B(5) 58.8(16) C(1)-B(4)-B(3) 61.8(16) B(5)-B(4)-B(3) 109(2)
C(1)-B(4)-B(8) 107(2) B(5)-B(4)-B(8) 105(2) B(3)-B(4)-B(8) 60.1(17)
C(1)-B(4)-B(9) 106(2) B(5)-B(4)-B(9) 58.7(17) B(3)-B(4)-B(9) 108(2)
B(8)-B(4)-B(9) 58.1(16) C(1)-B(5)-B(6) 59.2(13) C(1)-B(5)-B(10) 110(2)
B(6)-B(5)-B(10) 63.3(15) C(1)-B(5)-B4) 57.6(15) B(6)-B(5)-B(4) 108.5(19)
B(10)-B(5)-B(4) 113(2) C(1)-B(5)-B(9) 109(2) B(6)-B(5)-B(9) 112(2)
B(10)-B(5)-B(9) 61.0(18) B(4)-B(5)-B(9) 63.9(19) C(2)-B(6)-C(1) 59.2(13)
C(2)-B(6)-B(5) 104.3(19) C(1)-B(6)-B(5) 58.5(15) C(2)-B(6)-B(10) 104.6(18)
C(1)-B(6)-B(10) 105.6(19) B(5)-B(6)-B(10)  58.7(16) C(2)-B(6)-B(11)  58.5(13)
C(1)-B(6)-B(11) 106.8(17) B(5)-B(6)-B(11)  106(2) (10)-B(6)-B(11) 59.9(15)
B(12)-B(7)-B(8) 60(2) B(12)}-B(7)-C(2)  103(2) B(8)-B(7)-C(2) 103.6(16)
B(12)-B(7)-B(3) 109(2) B(8)-B(7)-B(3) 61.7(15) C(2)-B(7)-B(3) 56.8(13)
B(12)-B(7)-B(11)  61.2(19) B(8)-B(7)-B(11)  110(2) C(2)-B(7)-B(11)  57.0(14)
B(3)-B(7)-B(11) 106.9(19) B(12)-B(8)-B(7)  58(2) B(12)-B(8)-B(9)  61(2)
B(7)-B(8)-B(9) 109(3) B(12)-B(8)-B3)  107(3) B(7)-B(8)-B(3) 62.1(16)
B(9)-B(8)-B(3) 109(2) B(12)-B(8)-B(4)  108(2) B(7)-B(8)-B(4) 108.5(19)
B(9)-B(8)-B(4) 61.7(16) B(3)-B(8)-B(4) 58.0(15) B(5)-B(9)-B(12) 105(3)
B(5)-B(9)-B(10) 58.7(18) B(12)-B(9)-B(10)  63(2) B(5)-B(9)-B(8) 105(2)
B(12)-B(9)-B(8) 56(2) B(10)}-B(9)-B(8)  108(2) B(5)-B(9)-B(4) 57.3(16)
B(12)-B(9)-B(4) 103(2) B(10)-B(9)-B4)  106(2) B(8)-B(9)-B(4) 60.2(15)
B(5)-B(10)-B(9) 60.3(17) B(5)-B(10)-B(6)  58.0(14) B(9)-B(10)-B(6) 107.1(19)
B(5)-B(10)-B(11) 106.8(18) B(9)-B(10)-B(11)  107(2) B(6)-B(10)-B(11)  61.1(13)
B(5)-B(10)-B(12) 103(2) B(9)-B(10)-B(12)  58.4(18) B(6)-B(10)-B(12)  104(2)
B(11)»-B(10)-B(12)  57.6(18) C(2)-B(11)-B(12)  100(2) C(2)-B(1D)-B(7)  60.7(13)
B(12)-BUI1)-B(7)  54(2) C(2)-B(11)-B(10)  101.5(17) (12)-B(11)-B(10)  61(2)
B(7)-B(1 1)-B(10) 105(2) C(2)-B(11)-B(6)  55.4(12) B(12)-BU1)-B(6)  105(2)
B(7)-B(11)-B(6) 105.9(16) B(10)-B(11)-B(6)  59.0(14) B(7)-B(12)-B(8)  61(2)
B(7)-B(12)-B(9) 113(3) B(8)-B(12)-B(9)  62.6(19) B(7)-B(12)-B(11)  64(2)
B(8)-B(12)-B(11) 113(3) B(9)-B(12)-B(11)  111(3) B(7)-B(12)-B(10)  113(3)
B(8)-B(12)-B(10) 110(2) B(9)-B(12-B(10)  59(2) , (11)-B(12)-B(10)  60.9(19)
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Table 5. Anisotropic displacement parameters (A*X10%). The anisotropic displacement factor exponent
takes the form: —2n’[h’a**U,, + ... + 2hka*b*U,,]

UII U22 U33 U23 U13 U12 Ull U22 U33 U23 U13 UIZ

Sn(1) 38(1) 58(1) 41(1) 7(2) —10(1) —4(1) B(4) 80(2) 31(17) 48(19) —10(15) 14(16) 14(15)

Br(l) 47(1) 107(3) 92(2) -2(3) 2(2) 20(2) B(5) 57(18) 60(2) 54(18) —33(18) 3(16) 25(16)

O(1) 59(11) 110(15) 54(10) =33(13) —8(9) 5(13) B(6) 32(12) 26(14) 45(15) 19(14) -9(13) -5(11)

C(1) 45(13) 79(17) 6(9) —6(11) 15(9) -6(12) B(7) 17(11) 50(2) 70(2) -12(16) —19(13) —6(13)

C(2) 23(9) 46(12) 37(12) 9(14) 5(9) 12(11) B(8) 70(2) 80(3) 34(15) -14(17) -37(16) 14(19)

C(3) 58(12) 45(14) 37(10) -31(19) —10(2) 11(10) B(9) 70(2) 27(17) 80(2) 1(16) —45(19) 22(13)

C(4) 140(3) 110(3) 70(2) —-60(2) 10(2) 30(3) B(10) 60(17) 32(16) 59(18) —30(16) —11(16) —10(14)
C(5) 43(14) 84(19) 90(3) 60(18) 3(14) -20(14) B(11) 22(12) 57(17) 64(19) 9(17)  —20(13) —23(13)
C(6) 90(2) 100(2) 48(15) 6(18) 5(17) —-20(2) B(12) 38(19) 110(3) 50(16) —10(2) -15(14) —-29(19)
B(3) 51(17) 57(17) 33(15) 7(16)  18(14) 16(15)
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Table 6. Least-squares planes (x, y, z in crystal
coordinates) and deviations from them (* indicates
atom used to define the plane).

TS A%

* —0.0111 (0.0134) C1
*0.0092 (0.0170) C2
*0.0011 (0.0195) C3
* —0.0067 (0.0161) O1
*0.0075 (0.0094) Snl

Table 7. Selected angles and bond lengths.

0O1-Snl1-Brl 169.78(40)
01-Sn1-C1 71.72(70)
Sn1-01 2.5739(176)

Table 6 3} Table 794 B 5o} C1, C2, C3, Ol,
Snl Axp7h A9 Hg o] F= x| a3l o743
£ o]F1, SnlF O1E A7) 25742) A=
733 AZARS-S 3 3l Ao E Vel
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