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(Fig. 1).
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All bond lengths and angles in (I) are within normal ranges
(Allen et al., 1987). The crystal structure is stabilized by
intermolecular C—H- - -O hydrogen bonds (Table 1).

Experimental

The title compound was prepared according to the procedure of
Micetich et al. (1987) using 6-aminopenicillanic acid as the starting
material. Colorless single crystals of (I) were grown by slow
evaporation of a benzene solution.

Crystal data

CyHyN,058-CHy Z=2
M, = 51858 D,=1337Mgm™
Monoclinic, P2, Mo Ko radiation
a=89971 (17) A_ w=017 mm™'

b =103052 (19) A T=113(2) K
c=13954 (3) A Block, colorless

B =95374 (3)° 0.32 x 0.20 x 0.14 mm

V =1288.1 (4) A®

Data collection

Rigaku Saturn diffractometer 17106 measured reflections
 scans 6459 independent reflections
Absorption correction: multi-scan 4755 reflections with I > 20(1)
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Refinement

Refinement on F?

R[F? > 20(F?)] = 0.032

wR(F?) = 0.083

$§=10.96

6459 reflections

337 parameters

H-atom parameters constrained

w = 1/[0*(F,?) + (0.0416P)*]
where P = (F,2 + 2F)/3

(A/0)max = 0.001

Apmax =030e A7?

APmin = —027 ¢ A7

Extinction correction: SHELXL97

Extinction coefficient: 0.067 (2)

Absolute structure: Flack (1983),
2958 Friedel pairs

Flack parameter: 0.02 (5)

Table 1

Hydrogen-bond geometry (A, °).

D-H--A D—H H--A D---A D—H---A
C4—H4B. -0l 0.99 236 3.266 (2) 152
C8—HS8A-- -Ol'__ 0.98 2.40 3.242 (2) 143
C13—H13...04" 0.95 2.48 3.263 (2) 140

Symmetry codes: (i) —x+ 1,y —%, —z + 1; (i) —x+ 1,y +3, —z +2.

All H atoms were positioned geometrically and refined using a
riding model, with C—H = 0.96-0.97 A and Uy,o(H) = 1.2U.4(C) or
1.5U.q(methyl C).

Data collection: CrystalClear (Rigaku/MSC, 2005); cell refinement:
CrystalClear; data reduction: CrystalClear; program(s) used to solve
structure: SHELXS97 (Sheldrick, 1997); program(s) used to refine
structure: SHELXL97 (Sheldrick, 1997); molecular graphics:
SHELXTL (Bruker, 1997); software used to prepare material for
publication: CrystalStructure (Rigaku/MSC, 2005).

Financial support by the Science Project of the Hebei
Education Department (grant No. 2005349) is gratefully
acknowledged.

Figure 1
The molecular structure of (I), with the atom-numbering scheme and
30% probability displacement ellipsoids.

References

Allen, F. H., Kennard, O., Watson, D. G., Brammer, L., Orpen, A. G. & Taylor,
R. (1987). J. Chem. Soc. Perkin Trans. 2, S1-19.

Bruker (1997). SHELXTL. Version 5.10. Bruker AXS Inc., Madison,
Wisconsin, USA.

Flack, H. D. (1983). Acta Cryst. A39, 876-881.

Jacobson, R. (1998). Private communication to Rigaku Corporation, Tokyo,
Japan.

Micetich, R. G., Maiti, S. N., Spevak, P, Hall, T. W.,, Yamabe, S., Ishida, N.,
Tanaka, M., Yamazaki, T., Nakai, A. & Ogawa, K. (1987). J. Med. Chem. 30,
1469-1474.

Rigaku/MSC (2005). CrystalClear (Version 1.36) and CrystalStructure
(Version 3.7.0). Rigaku/MSC, The Woodlands, Texas, USA.

Sheldrick, G. M. (1997). SHELXS97 and SHELXL97. University of
Gottingen, Germany.

04432 Xiu-Ling Liu + CyHsoN4O55-CeHg

Acta Cryst. (2006). E62, 04431—-04432



