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Abstract
C,H,CLN,0, monoclinic, P2;/c (no. 14), a = 6.215(2) A,
b = 16.544(5) A, ¢ = 85613) A, B = 108.707(4)°,
V = 833.8(5) A%, Z = 4, Ry(F) = 0.0339, WR,AF?) = 0.1265,
T=29K.

CCDC no.: 2133257

The molecular structure is shown in the figure (atoms are
shown with arbitrary radii). Table 1 contains crystallographic
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Table 1: Data collection and handling.

Crystal: Colorless block

Size: 0.18 x0.16 X 0.14 mm
Wavelength: Mo Ka radiation (0.71073 A)
u: 0.73 mm™

Diffractometer, scan mode:
Bmax, cOmpleteness:

N(hkD measureds N(hk[)unique, Rint:
Criterion for /ops, N(hkl)g:
N(param)reﬁned:

Programs:

Bruker APEX-Il, ¢ and w
27.4°, >99%

4900, 1887, 0.020

Iobs >2 c7(Iobs)v 1645

113

Bruker [1], SHELX [2, 32,3]

data and Table 2 contains the list of the atoms including
atomic coordinates and displacement parameters.

Source of material

To sodium hydride (0.44 g of 60 wt% NaH in oil, 0.011 mol)
suspended in dry tetrahydrofuran (40 mL) at O °C under a
nitrogen atmosphere was added 1,3-dihydro-2H-pyrrolo
[2,3-b]pyridin-2-one (1.34 g, 0.010 mol). The reaction
mixture was stirred at room temperature for 30 min and
then recooled to O °C. Then an excess of thionylchloride
was added (2.91 mL, 0.040 mol). The resulting solution was
warmed slowly to room temperature and stirred for 16 h.
The solvent was removed with a rotary evaporator at 80 °C.
The residue was extracted with ethyl acetate and saturated
NaHCO; solution. The organic layers were combined, and
the solution was removed. The product was separated by
column chromatography (petroleum ether: ethyl ace-
tate = 7:2, v/v). Finally, the obtained solution was evapo-
rated to dryness in vacuo and recrystallized from methanol
and dichloromethane (2:1, v/v) to obtain the title com-
pound as colorless block crystals.

Experimental details

All hydrogen atoms were placed in the calculated positions
and constrained to ride on their parent atoms.
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
cl1 0.37048 (8) 0.24819 (2) 0.82864 (6) 0.0503 (2)
2 0.11395(9)  0.37372(3)  0.92705(6) 0.0503 (2)
01 0.6308 (2)  0.41342(10) 0.96278 (14)  0.0528 (4)
N1 0.4736 (2) 0.44149 (9) 0.68521 (15) 0.0357 (3)
N2 0.2169(2)  0.45036 (8)  0.40938 (15) 0.0319 (3)
1 0.4863 (3)  0.40571(10) 0.83112(18)  0.0342 (4)
2 0.2742(3)  0.42094(9) 0.56104 (17)  0.0280 (3)
3 0.0139(3) 0.42439(10) 0.30775(19)  0.0357 (4)
H1 ~0.034451 0.443803 0.200121 0.043*
C4 0.2725(3)  0.35021(9) 0.79524 (18)  0.0309 (3)
s -0.1254 (3)  0.37144 (10) 0.3525(2)  0.0408 (4)
H3 -0.263322 0.356152 0.276506 0.049*
cé -0.0595 (3)  0.34049 (11) 0.5127 (2)  0.0382 (4)
H2 -0.149852 0.304094 0.546406 0.046*
c7 0.1461 (3)  0.36664 (8) 0.61830 (18)  0.0288 (3)
H1A 0.561(5)  0.4834 (13) 0.666 (3)  0.078 (7)*
Comment

Azaindole is an important nitrogen-containing fused het-
erocycle in pharmaceutical chemistry [4-6]. Azaindoles
exist as the basic structures of many natural botanicals and
bioactive compounds [7-9], and are widely found in herbal
medicines with therapeutic effects on diabetes.

In the molecules forming the title crystal structure,
charasteristic bonds are C1-C4, C2-C7, and C5-Cé6. Their
lengths are 1.562 (2) A, 1.389 (2) A, and 1.397 (2) A respec-
tively. The four C-N bond lengths range from 1.3240(19) A
for N2-C2 to 1.3919(19) A for N1-C2. The bond lengths and
angles are in the expected ranges [5, 6].
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