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2,2’-Dibromo-3,3’,4,4',5,5’,6,6’-octamethyl-

1,1’-biphenyl

The title compound, C,oH,4Br,, has crystallographic twofold
rotation symmetry. The Br atom in the 2 position is disordered
with the methyl group in the 6 position. The biphenyl bridge
bond distance and the torsion angle between the rings are in
good agreement with similar previously reported structures.

Comment

The title compound, (I), crystallizes in the space group Pbcn,
with the molecule on a crystallographic twofold axis, which
bisects the angle between the two rings. One half of the
molecule consists of a benzene ring, to which are bonded a Br
atom and four methyl groups. The Br atom is bonded in the 2
position and is disordered between the 2 and 6 positions. The
methyl group in the 6 position is concomitantly disordered.

Me Br Me

Me Me

@

The major-component C2—Br1 distance is 1.871 (4) A and
the minor-component C6—Br2 distance is 1.809 (5) A. The
major-component C2—Br1 distance is comparable to the C—
Br distances in 2,2’-dibromobiphenyl (1.895 and 1.905 A,
MacNeil & Decken, 1999).

The C—C distance of the biphenyl bridge is 1.502 (9) A,
similar to that of 2.2'-dibromobiphenyl (1.499 A), deca-
chlorobiphenyl (1.522 A; Pedersen, 1975) and decakis(di-
chloromethyl)biphenyl (1.534 A; Biali et al., 1988).

The interplanar angle between the phenyl rings in the
molecule is 85.2 (8)°. This compares well with the corres-
ponding angles in 2,2'-dibromobiphenyl (86.0°), decachloro-
biphenyl (86.7°) and decakis(dichloromethyl)biphenyl (84.4°).

Experimental

The title compound was synthesized according to a previously
reported method (Shibata et al., 2003).

Crystal data

C,0H,4Br, Mo Ko radiation

M, = 42422 Cell parameters from 2260
Orthorhombic, Pbcn reflections
a=13530(4) A 0 =24-240°

b =10.987 (4) A w =459 mm™"

c=11916 3) A T=1742K

V =1771.4 (9) A®
Z=4
D,=1591 Mgm™

Block, colorless
0.29 x 0.21 x 0.13 mm

Received 9 July 2004
Accepted 13 July 2004
Online 7 August 2004

Acta Cryst. (2004). E60, 01499—01500

DOI: 10.1107/5160053680401709X

Hemamala Karunadasa et al.

+ CyoH24Br

01499



organic papers

Data collection

Bruker SMART 1000 1483 independent reflections

diffractometer 1061 reflections with I > 3o(I)
w scans Ri, = 0.046
Absorption correction: multi-scan Omax = 24.7°

(Blessing, 1995) h=-13 - 15

Tnin = 0.280, Tpax = 0.554 k=-12— 12
7776 measured reflections I=-13 —> 13

Refinement

Refinement on F H-atom parameters constrained

R =0.038 w = 1/[0*(F,) + 0.00022|F,]
wR = 0.050 (AI6) max < 0.001
§=185 APmax = 028 A3

1061 reflections ApPmin = —035¢ A3

101 parameters

Table 1 .

Selected geometric parameters (A, °).

Brl—C2 1.871 (4) cl—ct 1.502 (9)
Br2—C6 1.809 (5)

C2—Cl1—Cl'—C2 —83.7 (8) C2—Cl1—Cl'—C6' 95.6 (3)
Symmetry code: (i) 1 —x,y,3 — z.

Table 2 .

Contact distances (A).

Brl.--Br2" 3.557 (2) Br2- - -Br2" 3.532 (4)
Br2.--C11f 3.502 (2)

Symmetry codes: (i) x, —y, z — & (iii) x, =y, 14+ z; (iv) 1 —x, —=y,2 — z.

Atoms C10 and C11 were inserted along the C—Br bonds at a
fixed distance of 1.54 A from the ring C atoms. The displacement
parameters of these atoms were fixed at 0.0456 A? because their
positions are not well defined and the C—Br distance is too short to
allow for proper resolution of the disordered atoms. The Brl atom
occupancy was allowed to refine and then fixed at 0.73. The occu-
pancies of atoms Br2, C10 and C11 were tied appropriately to that of
Brl.

Data collection: SMART (Bruker, 2003); cell refinement: SAINT
(Bruker, 2003); data reduction: SAINT; program(s) used to solve
structure: STR97 (Altomare et al., 1999); program(s) used to refine

Figure 1
The molecular structure of the title compound, including the disorder.
Displacement ellipsoids are drawn at the 50% probability level.

structure: TEXSAN (Molecular Structure Corporation & Rigaku,
1998); molecular graphics: TEXSAN; software used to prepare
material for publication: TEXSAN.
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