668 C43H3oN>,On

577]1‘:1_—57 ::gg g; gso—zizccgg :}g-g(i) 1.447 (3) A. In _the five-membered oxazole rings, C1—
—] 9 44—N: 9@3) _ 2 _ 2

C10—N2—C9 H713)  C53—Na—C49 06 O =1345(2)A and C1—N = 1.289 (2) A.

C10—N2—C6 117.93) C53—N4—C52 116.3 (3)

C9—N2—C6 123.3 (3) C49—N4—C52 122.6 (3)

C6—C1—N1 118.9 (3) C49—C44—N3 1209()  Comment

C2—CI1—N1 121.5 (3) C45—C44—N3 1200 (3) . . .

C1—C6—N2 1206 (3) C44—C49—N4 12113  The title compound, (I), was obtained after a solution of

NI—C7—C31 111.8(3) N3—C50—C74 1253)  mer-tris(2-trimethylsiloxyphenyl isocyanide)tricarbonyl-

N1—C7—C8 110.4 (3) N3—C50—C51 110.1(3) hromium i thanol d to daylight for th

C31—CT—Cs 1123 3) CI—C50—C51 li21¢»  chromium in methanol was exposed to daylight for three

C9—C8—C7 1144(3)  €52—C51—C50 11363 weeks. The metal complex decomposes in methanolic

N2—C9—C8 125¢3)  06-C52—C51 10393)  golution and 2-trimethylsiloxyphenyl isocyanide is liber-

03—C9—C8 103.5 (3) N4—C52—C51 113.2(3) ; L : ! .

N2—C9—C25 112.0(3) 06—C52—C68 108.3(H) ated, cycllzatlon Of.~ the free llgand results in helerocycllc

03—C9—C25 107.9 (3) N4—C52—C68 110.9 (3) benzoxazole (Ferris et al., 1973; Fraser er al., 1985).

Program(s) used to solve structure: SHELXS86 (Sheldrick,
1985). Program(s) used to refine structure: SHELXL93
(Sheldrick, 1993).

Supplementary data for this paper are available from the [UCr
electronic archives (Reference: AB1494). Services for accessing these
data are described at the back of the journal.
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Abstract

In the title compound, C;4HgN,O,, the oxazole ring
systems are in a coplanar configuration. The length
of the C—C bond between the benzoxazole units is

© 1998 International Union of Crystallography
Printed in Great Britain — all rights reserved

Photodehydrodimerization of this compound yields 2,2’-
bibenzoxazole (Grellmann & Tauer, 1974).

)

Dense packing of the molecules in the crystal struc-
ture is reflected in the stacking distance of 3.34 A be-
tween two molecules.

H31

Hs1

He6l

Fig. 1. Plot showing the displacement ellipsoids at the 50% probability
level and the atomic numbering scheme. H atoms arc shown
as small spheres with arbitrary radii. Starred atoms (*) have
transformed coordinates (—x, —v, —2 + 1).

Experimental

Crystals were grown by slow diffusion of hexane into a
solution of 2,2-bibenzoxazole in chloroform.

Crystal data

C14HsN>O» Mo Ko radiation

M, = 236.23 A=071073 A
Monoclinic Cell parameters from 25
P2i/n reflections
a=4.6443) A 0 =50-115°

b = 16.559 (5) A = 0.101 mm™'
c=7.007(3) A T=293(2)K

B = 94.19 (4)° Prism

V =537.4(4) A’ 0.61 x 0.28 x 0.28 mm
Z=2 Colourless

D, = 1.456 Mg m™*

D, = 1.460 Mg m™*

D,, measured by flotation in
CHCI:/CH;Cl;
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Data collection

Enraf-Nonius CAD-4 R = 0.027
diffractometer Omax = 25°
w/26 scans h=0-5
Absorption correction: none k=0-19
1064 measured reflections I=-8—-8

3 standard reflections
every 200 reflections
intensity decay: 1.8%

944 independent reflections
791 reflections with
I > 20(])

Refinement

Apmax = 0270 ¢ A73

Apmin = —0.186 ¢ A3

Extinction correction:
SHELXL97 (Sheldrick,

Refinement on F2

R[F? > 20(F%)] = 0.044
wR(F?) = 0.133

S =1.084

944 reflections 1997)
99 parameters Extinction coefficient:
All H atoms refined 0.14 (2)

w= U[c2(F2) + (0.1P)}]
where P = (F2 + 2F2)/3
(A/U)max < 0.001

Scattering factors from
International Tables for
Crystallography (Vol. C)

Table 1. Selected geometric parameters (A, °)

0—ClI 1.345(2) C3—C4 1.379(3)
0—C2 1.381(2) C7—C6 1.390 (3)
N—Ci 1.289(2) C5—C6 1.367 (3)
N—C7 1.393 (2) C5—C4 1.384 (3)
C2—C3 1.368 (2) cl—Cr' 1.447 (3)
c2—C7 1.377 (2)

Cl—0—C2 103.40(13)  C6—C7—N 130.94 (16)
C1—N—C7 103.21(14) C6—C5—C4 122.51 (19)
C3—C2—C7 124.47(17)  C5—C6—C7 116.38 (18)
Cc3—C2—0 128.21 (16) N—C1—0O 116.92 (15)
C1—C2—0 107.32¢15) N—C1—-CI' 126.1 (2)
C2—C3—C4 114.88 (17) o—Ci1—r' 117.01 (19)
C2—C7—C6 119.92(16) C3—C4—C5 12183 (17)
C2—C7—N 109.14 (15)

Symmetry code: (i) —x, —y, 1 — z.

Data collection: CAD-4 Software (Enraf-Nonius, 1990).
Cell refinement: CAD-4 Software. Data reduction: MolEN
(Enraf-Nonius, 1992). Program(s) used to solve structure:
SHELXS86 (Sheldrick, 1985). Program(s) used to refine
structure: SHELXL97 (Sheldrick, 1997). Molecular graphics:
ZORTEP (Zsolnai & Pritzkow, 1995). Software used to pre-
pare material for publication: SHELXL97.

We thank the Fonds der Chemischen Industrie and the
Deutsche Forschungsgemeinschaft for financial support.

Supplementary data for this paper are available from the IUCr
electronic archives (Reference: KA1251). Services for accessing these
data are described at the back of the journal.
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Abstract

The title compound, CgHgCl,N,0,, is an intermediate
compound in the synthesis of one of the important 1,2,4-
triazoles that possess diverse pharmacological activities.

Comment

Various 1,2,4-triazoles are found to possess varied phar-
macological activities. Many of them are conveniently
prepared starting from hydrazides. They are important
due to their analgesic, antibacterial, antifungal, antivi-
ral, herbicidal, insecticidal and antitubercular (Rudnicka
& Osmialowska, 1979) properties. They also find appli-
cation in the preparation of photographic plates (Mar-
tin et al., 1978), in polymers and as analytical reagents
for the estimation of metals such as silver, copper and
lead. Various condensed nitrogen heterocycles derived
from hydrazides are important due to their antibacterial
and anticancer properties. The title hydrazide, (1), is an
intermediate compound in the synthesis of 4-amino-3-
(2,4-dichlorophenoxymethyl)-5-mercapto-1,2,4-triazole.

cl
al O—CHy—C—NH—NH,
(03]

The bond distances and angles of (I) do not show any
large deviations from expected values.
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