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Table 1 Atomic Coordinates and Thermal
Parameters of Non—Hydrogen Atoms
Table of Positional Parameters and

Their Estimated Standard Deviations

atom x y z B( A’)
Cr 0.7138(1) 0.362 0.87824(9) 3.28(2)
ol 0.5477(2) 0.2555(2) 0.7604(2) 5.39(5)
Cci2 0.7255(2) 0.2239(2) 1.0187(2) 5.18(5)
ci3 0.9195(2) 0.2685(3) 0.8130(2) 6.02(6)
P1 0.6363(2) 0.5757(2) 0.6783(2) 3.69(4)
o1 0.7033(5) 0.5028(5) 0.7746(4) 4.4(1)
02 0.5459(5) 0.4474(4) 0.9514(4) 341
03 0.8368(5) 0.4796(5) 0.9899(4) 39()
o1 0.4083(8) 0.3898(8) 0.9674(7) 5.42)
02 0.6067(9) 0.5134(8) 1.0496(6) 4.6(2)
03 0.7451(9) 0.5729(8) 1.0242(7) 49(2)
04 0.9825(9) 0.526(1) 0.9724(7) 6.4(2)
CBI 0.6799(8) 0.7293(8) 0.7086(5) 4002
CB2 0.8249(9) 0.7596(9) 0.7536(7) 52(2)
CB3 0.865(1) 0.871(1) 0.7835(7) 6.6(2)
CB4 0.761(1) 0.9642(9) 0.7652(7) 7.1(2)
CBS 0.616(1) 0.9378(8) 0.7220(7) 5.8(2)
CB§ 0.5743(9) 0.8213(8) 0.6937(6) 49(2)

CRB7 0.4371(7) 0.5618(8) 0.6487(6) 4.7(2)
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Table 2 Bond Lengths and Selected Bond Angles

Table of Bond Distances in Angstroms

atom 1 atom 2 distance
Cr cy 2.263(2)
Cr Cl, 2.285(Q2)
Cr Cly 2.275(3)
Cr [o]] 2.000(5)
Cr 02 2.092(5)
Cr 03 2.089(5)
P (0]} 1.481(5)
P CBI . 1.776(9)
P CB7 1.797(7)
P CB13 1.799(8)
0, cl 1.438(9)
0, C2 1.442(9)
0, 3 1.42(2)
0, C4 1.46(2)
(o Cc3 1.49(1)

Numbers in parentheses are estimated standard

deviations in the least significant digits
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Table 3 Table of Bond Angles in Degrees
atom | atom 2 atom 3 angle
ch Cr Ci2 94.63(8)
Cl Cr ci3 95.59(9)
Cll Cr o! 92.3(2)
Cll Cr 02 92.6(1)
Ci! Cr 03 170.3(2)
cn2 Cr C13 93.67(9)
Ci2 Cr o1 170.8(2)
C12 Cr 02 87.0(1)
C12 Cr 03 88.1(2)
c13 Cr Ol 91.3(2)
C13 Cr 02 171.7(1)
Ci3 Cr 03 93.5(2)
0Ol Cr 02 86.7(2)
ol Cr 03 84.1(2)
02 Cr 03 78.2(2)
[0 P CBI 107.7(3)

(0]} P CB7 113.7(4)
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atom 1 atom 2 atom 3 angie
ol Pl Cb13 111.8(4)
CBI Pl CB7 108.2(4)
CB1 P1 CBI13 107.5(5)
CB7 Pl CBI3 107.7(3)
C1 02 C2 110.7(6)
c 03 C4 1LA7)
02 02 C3 106.9%(6)
03 03 c2 106.X(7)
Pl CBI CB2 119.(7)
P1 CB1 CB6 123.2(6)
P CB7 CB8 119.5(6)
P CB7 CBI2 121.7(8)
CB7 CBI12 CBI1 118(2)
P CB13 CBl4 120.47)
P CBI13 CB18 119.7(9)
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Fig.1 Molecular structure of Cr{(OPPh,) (CH,OCH,CH,0CH,)Cl,]
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Table 4 Table of Positional Parameters and
Their Estimated Standard Deviations (Cont.)

atom x y z B(?)
CBS8 0.3553(9) 0.574(1) 0.7303(8) 6.4(2)
CB9 0.2038(9) 0.559(1) 0.712(1) 8.4Q3)
CB10 0.136(1) 0.529(1) 0.616(1) 13.7(4)
CB11 0.218(1) 0.515(2) 0.535(1) 28.0(6)
CR12 0.371(1) 0.539(2) 0.549(1) 23.0(6)
CB13 0.7128(7) 6.537(1) 0.5539(6) 6.0(3)
CB14 0.7543(9) 0.422(1) 0.5358(7) 7.8(3)
CBI15 0.812(1) 0.394(2) 0.4427(8) 11.4(4)
CB16 0.828(1) 0.477Q2) 0.3695(8) 14.7(5)
CB17 0.788(1) 0.593(2) . 0.3802(9) 16.6(6)

CB18 0.727(1) 0.623(1) 0.4777(T) 10.9(3)
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SYNTHESIS AND CRYSTAL STRUCTURE
OF TRICHLORO-TRIPHENYLPHOSPHINE
OXIDE-ETHYLENE GLYCOL DIMETHYLETHER
CHROMIUM, Cr[(OPPh,}CH,0CH,CH,0CH;,)Cl,]

Lin Changzheng Huang Jinshun Lu Jiaxi

(Fujian Institute of Research on the Structure o f
Matter, Academia Sinica, Fuzhou 350002)

The chromium complex Cr{(OPPh,(CH,0CH,CH,0CH,)Cl,] was prepared by the reac-
tion of Cr(CO), with PPh; in 50ml CH,OCH2CH20CH3 under reflux, after 5 hrs, the precipi-
tate was filtered off, then a solution of S,Cl, was added to a stirred filtrate. On standing, crystal
of the title complex were obtained.

The X—ray crystal and molecular structure of the chromium complex has been determined
from diffractometer data. Crystallographic data are as follows: monoclinic; space group P2,,
with a=9.062(3)A., 5=11.088(3)A., ¢=12.1533)A. B=9793(1)°, V=1209.4(18)A°,
Z=1,

The structure was solved by Patterson and Fourier methods and refined by full matrix
least—square techniques for 1772 reflections with /> 3 (/), R=0.046, R, =0.054.

The molecule consists of the Cr atom bonded to three oxygen atoms and three chlorine at-
oms. The mean Cr—O(CH,0CH,CH,0CH;) and Cr—-O(OPPh,) distances are 2.091A and
2.000 A, respectively. The mean Cr—Cl distance is 2.274 A . The coordination polyhedron can be
described as a octahedron.
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