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Crystal structure of 2,4'-0xa-2'-bromo-2,2'-bisadamantane, CxH»;BrO
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Abstract

C20H27BrO, monoclinic, 712/al (No. 15), a = 24.359(3) A,
b=6.9025(6) A, c = 19.369(3) A, B =99.76(1)°, V = 3209.5 A%,
Z =8, Ry(F) = 0.055, wRret(F*) = 0.162, T= 193 K.

Source of material

A solution of 0.2 g (0.07 mmol) (1R*,2R*)-2-hydroxy-
4-(tricyclo[3.3.1.1>7}decylidene)-tricyclo[3.3.1.1*"]decane in
40 mL dichloromethane was cooled in an ice bath and treated
dropwise with bromine until the solution remained slightly col-
oured. After 1 min the solvent was evaporated under reduced
pressure. The residue was recrystallized from methanol to yield
an almost white solid (0.216 g, 85 %; mp 381 K - 384 K).

Discussion

The mechanism of bromination of adamantylidene-adamantane
was studied recently [1]. Now we have studied the bromination of
4-eq substituted adamantylidene-adamantanes in aprotic polar
solvents like dichloromethane and tetrachloroethane [2]. Stable
bromonium ions were obtained in solution with 4-eq halogen sub-

* Correspondence author (e-mail: mueller@chemie.uni-marburg.de)

stituted compounds. However, the 4-eq OH derivative yields an
addition- elimination product, whose structure is presented in this

paper.

Table 1. Data collection and handling.

Crystal: colourless, irregular
Wavelength: Mo K radiation (0.71073 A)
u: 25.62 cm™

Diffractometer, scan mode: Stoe IPDS-II, Aw = 1°
20max: 52.04°

N(hkl)measured, N(hkljunique: 13182, 2999

Criterion for Iobs, N(hkl)g: Tobs > 2 0(lops), 2424
N(param)refined: 200
Program: SHELX-97 3]

Table 2. Atomic coordinates and displacement parameters (in 1Y,

Atom Site x y z Uiso

H(2) 8f 0.1823 0.2601 0.3165 0.051
H(3A) §&f 0.2137 0.3566 0.4329 0.067
H(3B) §&f 0.1497 0.3095 0.4239 0.067
H(4) 8f 0.1676 0.6084 0.4833 0.065
H(5A) §8f 0.0967 0.7833 04119 0.063
H(5B) §f 0.0802 0.5631 0.4082 0.063
H(6) 8f 0.0663 0.6991 0.2934 0.049
H(7A) §f 0.1391 0.9320 0.3238 0.066
H(7B) 8f 0.1425 0.8318 0.2517 0.066
H(8) 8f 0.2323 0.8250 03173 0.064
H(9) 8f 0.2494 0.4965 0.3094 0.059
H(10A) 8f 0.2460 0.6906 0.4320 0.074
H(10B) &f 0.2043 0.8656 0.4277 0.074
H(12) 8f 0.0862 0.7091 0.1802 0.056
H(13A) 8f 0.0157 0.5739 0.0992 0.069
H(13B) 8f 0.0202 0.4567 0.1694 0.069
H(14) 8&f 0.0129 0.2391 0.0731 0.073
H(15A) 8&f 0.0916 0.0458 0.1201 0.075
H(15B) 8f 0.0630 0.1300 0.1806 0.075
H(16) 8f 0.1609 0.1780 0.2088 0.055
H(17A) 8&f 0.2053 0.3658 0.1315 0.063
H(17B) §&f 0.1768 0.1840 0.0917 0.063
H(18) 8f 0.1553 0.4644 0.0220 0.063
H(19A) §&f 0.0579 0.4236 -0.0022 0.073
H(19B) 8f 0.0869 0.2199 0.0092 0.073
H(20A) 8&f 0.1029 0.7144 0.0634 0.065
H(20B) 8&f 0.1602 0.6904 0.1139 0.065
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Table 3. Atomic coordinates and displacement parameters (in A%,

Atom Site x y z U U Uss Uz Urs Uz

Br 8f 0.05806(2) 0.28082(7) 0.30513(3)  0.0544(3) 0.0592(3) 0.0632(4) -0.0217(2) 0.0274(2)  -0.0007(2)
(o) 8f 0.1872(1) 0.5435(4) 0.2266(2) 0.041(2) 0.064(2) 0.039(2) -0.011) 0.010(1) 0.005(1)
C(I) 8f 0.1179(1) 0.4585(5) 0.2883(2) 0.028(2) 0.035(2) 0.040(2) -0.003(1) 0.010(2) 0.003(1)
C(2) 8f 0.1736(2) 0.3910(6) 0.3310(2) 0.042(2) 0.045(2) 0.040(2) 0.008(2) 0.008(2) 0.013(2)
C(3) 8f 0.1770(2) 0.3974(8) 0.4100(2) 0.050(2) 0.078(3) 0.041(3) 0.006(2) 0.011(2) 0.019(2)
C@4) 8f 0.1656(2) 0.6034(8) 0.4324(2) 0.043(2) 0.088(3) 0.033(2) 0.000(2) 0.008(2) 0.000(2)
C(5) 8f 0.1067(2) 0.6569(7) 0.3960(2) 0.044(2) 0.065(3) 0.049(3) 0.001(2) 0.012(2) -0.007(2)
C(6) 8f 0.1037(2) 0.6599(6) 0.3161(2) 0.037(2) 0.041(2) 0.044(2) 0.005(2) 0.004(2) -0.004(2)
cM 8f 0.1459(2) 0.8102(6) 0.3018(3) 0.073(3) 0.044(2) 0.047(3) -0.010(2) 0.003(2) 0.003(2)
C(8) 8f 0.2044(2) 0.7375(7) 0.3310(3) 0.051(3) 0.067(3) 0.042(3) -0.028(2) 0.006(2) 0.000(2)
C9) 8f 0.2104(2) 0.5381(7) 0.3015(2) 0.033(2) 0.078(3) 0.039(2) -0.007(2) 0.010(2) 0.004(2)
C(10) 8f 0.2092(2) 0.7353(8) 0.4109(3) 0.050(3) 0.092(4) 0.042(3) -0.016(2) 0.005(2) -0.007(2)
C(11) 8f 0.1309(2) 0.4609(5) 0.2117(2) 0.034(2) 0.036(2) 0.039(2) -0.006(1) 0.012(2) 0.002(1)
C(12) 8f 0.0937(2) 0.5863(6) 0.1582(2) 0.058(2) 0.041(2) 0.039(2) 0.012(2) 0.007¢2) —0.000(2)
C(13) 8f 0.0392(2) 0.4871(7) 0.1306(3) 0.048(2) 0.074(3) 0.051(3) 0.018(2) 0.008(2) —0.009(2)
C(14) 8f 0.0488(2) 0.2998(8) 0.0914(3) 0.042(2) 0.076(3) 0.064(3) -0.011(2) 0.008(2) -0.028(2)
C(15) 8f 0.0836(2) 0.1640(6) 0.1436(3) 0.077(3) 0.037(2) 0.081(4) -0.013(2) 0.038(3) -0.019(2)
C(16) 8f 0.1386(2) 0.2653(6) 0.1753(2) 0.046(2) 0.046(2) 0.049(3) 0.014(2) 0.0142) 0.001(2)
C(17) 8f 0.1697(2) 0.3052(7) 0.1140(3) 0.041(2) 0.069(3) 0.049(3) 0.006(2) 0.016(2) -0.008(2)
C(18) 8f 0.1350(2) 0.4384(7) 0.0605(2) 0.064(3) 0.055(2) 0.042(2) -0.001(2) 0.019(2) —0.004(2)
Cc(19) 8f 0.0800(2) 0.3403(8) 0.0321(3) 0.049(3) 0.087(3) 0.044(3) 0.009(2) 0.001(2) -0.020(2)
C(20) 8f 0.1249(2) 0.6278(6) 0.0966(2) 0.073(3) 0.049(2) 0.041(2) 0.003(2) 0.009(2) 0.005(2)
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