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Abstract

C22H24N206, monoclinic, P121/¢1 (No. 14), a = 10.982(2) A,
b=9.440(1)A, c = 10.3753) A, B = 111.06(1)°, V = 1003.7 A3,
Z =2, Ry(F) = 0.074, wRres(F*) = 0.222, T =293 K.

Source of material

The title compound, as a mixture of isomers, was prepared from
the reaction between di-fert-butyl peroxide and N-benzoylalanine
methyl ester in accord with literature methods [1,2]. These were
separated [3] and the analysed crystallographically to determine
the structure of the particular isomer. Colourless crystals of the
dl-isomer were obtained from the crystallisation of an ethyl ace-
tate/hexane solution of the compound (mp 421.5 K — 424 K).
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Discussion )

The molecule is centrosymmetric about the C2—C2' bond with
d(C2—C2") = 1.566(4) A; i: —x, 1—y, 1—z. Significant elongation
of the central bond was sought as a result of strain and stability of
the product radicals that would form through bond scission but,
this was not found in this structure nor in that of the meso isomer
[4].

Table 1. Data collection and handling.

colourless cube, size 0.57 x 0.57 x 0.57 mm
Mo Ky radiation (0.71069 A)

: 1.00 cm™

Diffractometer, scan mode: Rigaku AFC6R, w/26

260 max: 55.8°

N(hkl)measured, N(hkl)uniquel 2526, 2393

Criterion for lobs, N(hkl)g: Iobs > 2 0(Iobs), 1767
N(param)iefined: 137

Programs: teXsan [5], SHELXS-86 [6],
SHELXL-97 [7], DIFABS [8],
ORTEPII [9]

Crystal:
Wavelength:

Table 2. Atomic coordinates and displacement parameters (in AZ).

Atom Site X y Z Uiso

H@3) 4e -0.1759 0.4258 0.5084 0.057

H(lla) 4e 0.1410 0.0466 0.6419 0.098
H(l1b) 4e 0.2445 0.1586 0.6369 0.098
H(llc) 4e 0.1644 0.0736 0.5035 0.098
H(2la) 4e -0.1189 0.5763 0.2794 0.078
H(21b) 4e -0.0826 0.4304 0.2305 0.078
HQ2lc) 4e 0.0258 0.5449 0.2945 0.078
H(42) 4e —-0.3490 0.3905 0.5160 0.100
H(43) 4e -0.5514 0.3328 0.5141 0.115
H(44) 4e -0.6612 0.1467 0.3888 0.094
H(45) 4e -0.5648 0.0094 0.2729 0.097
H(46) 4e -0.3674 0.0723 0.2623 0.079
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Table 3. Atomic coordinates and displacement parameters (in AZ).

Atom Site X y z Ui Uxn Us3 Uiz Uiz Uz

o(1’) 4e 0.0624(2) 0.2253(2) 0.5494(2) 0.063(1) 0.0515(9) 0.066(1) 0.0113(7) 0.0327(8) 0.0161(8)
o(1) 4e 0.1662(2) 0.3380(2) 0.4330(2) 0.064(1) 0.053(1) 0.083(1) 0.0066(8) 0.0434(9) 0.0065(8)
04) 4e -0.1687(2) 0.2149(2) 0.2965(2) 0.065(1) 0.0506(9) 0.075(1) —-0.0003(7) 0.0348(9)  -0.0114(8)
N(3) 4e —-0.1453(2) 0.3874(2) 0.4512(2) 0.0456(9) 0.0426(9) 0.056(1) -0.0025(7) 0.0207(8)  —0.0040(8)
C(1) 4e 0.0774(2) 0.3282(2) 0.4723(2) 0.051(1) 0.039(1) 0.049(1) -0.0002(8) 0.021009)  -0.0010(9)
C(17) 4e 0.1613(3) 0.1170(3) 0.5860(3) 0.076(2) 0.054(1) 0.067(2) 0.020(1) 0.026(1) 0.015(1)
C(2) 4e —-0.0266(2) 0.4426(2) 0.4422(2) 0.0428(9) 0.040(1) 0.043(1) 0.0003(8) 0.0152(8) 0.0030(8)
C4) 4e -0.2102(2) 0.2783(2) 0.3740(2) 0.047(1) 0.037(1) 0.052(1) 0.0020(8) 0.0155(9) 0.0023(9)
C(2") 4e -0.0531(2) 0.5043(2) 0.2982(2) 0.059(1) 0.054(1) 0.039(1) -0.003(1) 0.0138(9) 0.0063(9)
C(41) 4e -0.3367(2) 0.2410(2) 0.3868(2) 0.046(1) 0.042(1) 0.047(1) —-0.0009(8) 0.0123(9) 0.0046(9)
C(42) 4e -0.3933(3) 0.3144(4) 0.4628(4) 0.071(2) 0.094(2) 0.099(2) -0.035(2) 0.048(2) -0.048(2)
C(43) 4e -0.5140(4) 0.2792(5) 0.4629(4) 0.076(2) 0.127(3) 0.102(3) -0.035(2) 0.054(2) -0.044(2)
C(44) 4e -0.5781(3) 0.1689(4) 0.3903(3) 0.054(1) 0.109(2) 0.069(2) -0.023(2) 0.019(1) -0.005(2)
C(45) 4e -0.5222(3) 0.0898(4) 0.3194(4) 0.061(2) 0.080(2) 0.092(2) -0.028(1) 0.016(1) -0.016(2)
C(46) 4e —0.4034(3) 0.1261(3) 0.3148(3) 0.059(1) 0.059(1) 0.076(2) -0.009(1) 0.020(1) -0.014(1)
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