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Abstract

C/H, N30, triclinic, PT (no. 2), a = 6.719(1) A, b=17.525(1) A,
c=8.106(1) A, & = 95.192(2)°, 8 = 100.502(3)°,
y=100.555(3)°, V'=392.9 A’, Z=2, Ry(F) = 0.064,

WRet(F?) = 0.197, T=296 K.

Source of material

The title compound was synthesized by the reaction of ethyl 3,4-
dimethyl-1H-pyrrole-2-carboxylate (1.67 g, 10 mmol) with
hydrazine hydrate 80 % (10 ml) in ethanol (20 ml) under reflux
conditions for 24 h. The solvent was removed and the solid pro-
ductrecrystallized from methanol. After two days, colorless crys-
tals suitable for X-ray diffraction study were obtained.

As part of our ongoing studies of Schiff base ligands bearing
pyrrole units [2,3], the title compound was synthesized and cha-
racterized by X-ray diffraction.

The non-hydrogen atoms of the title molecule are situated in a fair
plane (r.m.s. deviation of the non-hydrogen atoms being
0.04(2) A), the torsion angle of C1-C5-N2-N3 is 173.3(2)°. The
molecules are linked into a centrosymmetric dimer by two
intermolecular N-H---O hydrogen bonds, forming a R;(10) ring
motif. The dimer units are interconnected by the network of weak
N-H:--N and N-H---O intermolecular interactions.

Table 1. Data collection and handling.

colorless block, size 0.13 x 0.15 x 0.20 mm
Mo K, radiation (0.71073 A)

: 0.91 cm™

Diffractometer, scan mode: Bruker SMART CCD, ¢p/w

26 max: 50°

N(hkl) measured> N(hkl)unique: 2042, 1366

Criterion for Zyps, N(hkl)y: Lobs > 2 (1), 1155

N(param)reﬁned: 100

Programs: SHELXS-97, SHELXL-97, SHELXTL [4]

Crystal:
Wavelength:

Table 2. Atomic coordinates and displacement parameters (in A%).

Atom Site X y z Uiso

Experimental details )
All H atoms were situated into the idealized positions with the HA) 20 0.1629 0.6116 0.6202 0.054

K X HQRA) 2i 0.4701 0.1552 0.6124 0.053
distances d(carrler atom—H) =0.93 A for aryl, 0.96 A for methyl, H(3A) 2i 0.1400 ~0.0074 0.3672 0.062
and 0.86 A for the secondary amine hydrogens. The Ui, values H(3B)  2i 0.3183  -0.0942 0.4249 0.062
were constrained to be 1.5 Ugq of the carrier atom for the methyl H H@A)  2i 0.3845 0.8626 0.8053 0.062
atoms and 1.2 U, for the remaining H atoms. H(6A) 2 0.6816 0.2788 0.7573 0.092

H(6B) 2 0.7551 0.3892 0.9386 0.092

. . H(6C)  2i 0.8548 0.4559 0.7888 0.092
Discussion H(7A) 2 0.7461 0.9238 1.0003 0.104
In our previous papers, we have reported a number of Schiff bases H(7B)  2i 0.8924 0.8134 0.9248 0.104
by the reaction of 3,4-dimethyl-1H-pyrrole-2-carbohydrazide H@C) 20 0.7921 0.7467 1.0743 0.104
with relevant aldehyde or ketone [1,2].
Table 3. Atomic coordinates and displacement parameters (in A?).
Atom Site X ¥ z Uy Un Uss Ui Uis Uz
oy 2 0.0814(2)  0.2857(2)  0.4838(3)  0.0294(9)  0.040(1) 0.083(1) 0.0107(7)  —0.0009(8)  0.0055(9)
N()  2i 02837(3)  0.6081(3)  0.6758(3)  0.037(1) 0.040(1) 0.060(1) 0.0145(9)  0.0056(9)  0.006(1)
N@) 2 0.3521(3)  0.1522(3)  0.5483(3)  0.031(1) 0.038(1) 0.062(1) 0.0113(8)  0.0008(9)  0.0026(9)
O 02615(3)  0.2959(3)  0.5617(3)  0.027(1) 0.038(1) 0.054(1) 0.011(1) 0.010(1) 0.013(1)
N@) 2 0.2580(3) —0.0032(3)  0.4317(3)  0.036(1) 0.036(1) 0.081(2) 0.01259)  0.005(1)  —0.002(1)
O 0.3760(4)  0.4601(3)  0.6707(3)  0.033(1) 0.035(1) 0.050(1) 0.010(1) 0.010(1) 0.011(1)
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Table 3. Continued.

Atom Site X y z U]] Uzz U33 U]z U13 U23

CQ) 2i 0.5685(4)  0.5097(3)  0.7791(3)  0.037(1) 0.046(1) 0.046(1) 0.009(1) 0.007(1) 0.009(1)
C(4) 2i 0.4122(4)  0.7474(4)  0.7817(4)  0.056(2) 0.038(1) 0.060(2) 0.011(1) 0.011(1) 0.002(1)
Cc@3) 2i 0.5898(4)  0.6928(4)  0.8491(3)  0.047(2) 0.047(2) 0.048(2) 0.005(1) 0.010(1) 0.003(1)
C(6) 2i 0.7293(4)  0.3985(4)  0.8196(4)  0.045(2) 0.062(2) 0.070(2) 0.018(1)  —0.009(1) 0.000(2)
() 2i 0.7713(5)  0.8041(5)  0.9732(4)  0.068(2) 0.064(2) 0.064(2) 0.003(2)  —0.002(2)  —0.007(2)

Acknowledgment. The authors are grateful for financial support from the
Doctoral Foundation of Henan Polytechnic University (grant no. B2009-65
648359).

References

1. Wang, Y.; Wu, W.-N.; Zhao, R.-Q.; Wang, Q.-F.; Qin, B.-F.: Crystal
structure of ethyl 5-[(3,4-dimethyl-1H-pyrrole-2-carboxylimino)-
methyl]-3,4-dimethyl-1H-pyrrole-2-carboxylate monohydrate,
C7H2,N4O; - H,0. Z. Kristallogr. NCS 224 (2009) 625-626.

2. Wang, Q.; Wang, Y.; Yang, Z.-Y.: Synthesis, Characterization, and the
Antioxidative Activity of 4-(3,4-Dimethylpyrrole-2-carbonyl)-
hydrazono](phenyl)methyl}-3-methyl-1-phenylpyrazol-5-ol and Its
Zinc(II), Copper(Il), Nickel(II) Complexes. Chem. Pharm. Bull. 56
(2008) 1018-1021.

3. Wang, Y.; Yang, Z.-Y.; Chen, Z.-N.: Synthesis, characterization and
DNA binding properties of four Zn(II) Complexes with Bis(pyrrol-2-yl-
methyleneamine) Ligands. Bioorg. Med. Chem. Lett. 18 (2008) 298-303.

4. Sheldrick, G. M.: A short history of SHELX. Acta Crystallogr. A64
(2008) 112-122.



