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Correspondence e-mail: a.l.spek@chem.uu.nl The synthesis and catalytic properties of a number of

new palladium iminophosphine catalysts for the oligomeriza-
tion of ethene were reported by van den Beuken ef al
(1998). The current paper reports the crystal structure of a
minor modification of the crystal structure reported in that
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Experimental

See van den Beuken ez al. (1998) for details of the synthesis of the
title compound. Crystals were obtained from a dichloromethane/
hexane mixture.

Figure 1

View of the title compound, with the atom-numbering scheme.
© 2003 International Union of Crystallography Displacement ellipsoids for non-H atoms are drawn at the 50%
Printed in Great Britain — all rights reserved probability level.

Acta Cryst. (2003). E59, m97-m98 DOI: 10.1107/5160053680300299X Anthony L. Spek + [Pd(CH,)CI(C5,H3, NPT M97



metal-organic papers

Crystal data

[Pd(CH;)CI(C5;H3,NP)]
M, = 606.45
Orthorhombic, P2,2,2,
a=11.6099 (7) A
b=142132 (8) A

¢ =17.0508 (10) A

V =2813.6 (3) A®

Z=4
D,=1432Mgm™

Data collection

Enraf-Nonius TurboCAD-4

diffractometer
 scans

7202 measured reflections
6433 independent reflections
6164 reflections with 1 > 20(1)

Rine = 0.020

Refinement

Refinement on F?
R[F? > 26(F?)] = 0.023
wR(F?) = 0.053
S§=1.02

6433 reflections

330 parameters

H-atom parameters not refined

Mo Ko radiation
Cell parameters from 25
reflections

6 =11.4-13.7°
n=0.83mm "
T=150K
Block, yellow
0.50 x 0.38 x 0.25 mm

1

Omax = 27.4°
h=0—15
k=-18 — 18
[=-22—0

3 standard reflections
frequency: 60 min
intensity decay: none

w = 1/[6*(F,%) + (0.03P)*
+ 0.663P]

where P = (F,” + 2F.2)/3

(A6 ) max = 0.004
Apmax=025¢ A7
APmin = —036 e A7

Absolute structure: Flack (1983)
Flack parameter = —0.020 (17)

Table 2 .

Hydrogen-bonding geometry (A, °).

D-H---A D—H H--A D---A D—H---A
C13—H13-- -le» 0.93 2.78 3.584 (2) 145
C22—H22.--CI" 0.93 2.79 3.708 (3) 169

Symmetry codes: (i) 2 —x, 14+ y,3—z; (i) x—L3—y,2—z

No correction for absorption was deemed necessary in view of the
only minor intensity variations observed with 360° v scans. H atoms
were introduced at calculated positions and refined riding on their
carrier atoms, with standard C—H values (SHELXL97; Sheldrick,
1997). The absolute structure is based on 2832 Bijvoet pairs (the
molecule is achiral).

Data collection: locally modified CAD-4 Software (Enraf-Nonius,
1989); cell refinement: SET4 (de Boer & Duisenberg, 1984); data
reduction: HELENA (Spek, 1997); program(s) used to solve struc-
ture: DIRDIF99 (Beurskens et al., 1999); program(s) used to refine
structure: SHELXL97 (Sheldrick, 1997); molecular graphics:
PLATON (Spek, 2002); software used to prepare material for
publication: PLATON.

Crystals were obtained from Professor B. L. Feringa and Dr
E. K. van den Beuken. This work was supported in part by the
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