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The structure of the title compound, C,,H;gsN¢O,, (I),
comprises two unique molecules that separately form
hydrogen-bonded polymer chains via N—H- - -N interactions.
Molecular independence arises due to a difference in the
dihedral angles between the linked rings, i.e. 52.19 (4) and

46.17 (5)°.
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Experimental

Crystals of (I) were obtained from Spa Contract Synthesis.

Crystal data

C1HoN;0,
M, =21521
Monoclinic, PZ;/C

D,=1462Mgm™>
Mo Ko radiation
Cell parameters from 9171

a=9.9036 (2) A reflections

b =19.9452 (4) A 0 =2.91-27.48°
¢ =13.6660 (3) A w=0.105 mm™"
B =133.561 (1)° T=150(2) K

V =1956.12 (7) A® Block, yellow
Z=8 0.30 x 0.20 x 0.20 mm

+ Contact e-mail: 106355.1670@compuserve.com.

Data collection

Enraf-Nonius KappaCCD area
detector diffractometer

¢ and o scans

Absorption correction: multi-scan
(SORTAV; Blessing, 1995)
Tnin = 0.969, Tax = 0.979

18 006 measured reflections

4333 independent reflections

Refinement

Refinement on F>
R[F? > 20(F?)] = 0.044
wR(F?) = 0.120

S =1.037

4333 reflections

297 parameters

3232 reflections with 1 > 20(1)
Rin = 0.044

Omax = 27.46°

h=-12 - 12
k=-25—>122
I=-17 — 16

Intensity decay: none

w = 1/[o*(F,?) + (0.0691P)*
+0.1181P]
where P = (F,” + 2F.%)/3
(AI6)max = 0.001
Apmax =026 A7
APmin = —027 ¢ A7

H atoms treated by a mixture of
independent and constrained

refinement

Table 1

Hydrogen-bonding geometry (A, °).

D—H---A D—H H--A D---A D—H---A
N41A—H41A---0324  0.882(19)  2012(17)  2.6434 (14)  127.5(15)
N41A—H41A-- N1A'  0.882(19)  2595(19)  3.3802 (16)  148.8 (15)
N41B—H41B---032B 0851 (17) 2031 (16)  2.6547 (14)  129.4 (14)
N41B—H41B---N1B' 0851 (17)  2638(17)  3.4064 (16)  150.7 (13)

Symmetry codes: (i) 1 +x,5—y, i+ z (i) x—1,3—y,z—1

All H atoms were included in the refinement at calculated posi-
tions as riding, with the C—H distance set to 0.95 A, except for the
two amine protons, which were located in the difference syntheses
and for which both positional and displacement parameters were
refined.

Data collection: DENZO (Otwinowski & Minor, 1997 and
COLLECT (Hooft, 1998); cell refinement: DENZO and COLLECT;
data reduction: DENZO and COLLECT; program(s) used to solve
structure: SHELXS97 (Sheldrick, 1997); program(s) used to refine
structure: SHELXL97 (Sheldrick, 1997); software used to prepare
material for publication: SHELXL97.

The authors thank the EPSRC National Crystallography
Service (Southampton).
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