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Crystal structure of N’2,N’¢-bis((E)-1-(pyrazin-2-yl)
ethylidene)pyridine-2,6-dicarbohydrazide —
methanol (1/2), C21H25N904
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Abstract
C1H25No04, monoclinic, P2/n (no. 13), a=10.277(3) A,
b=10.081(3) A, c=11.264(4) A, B=104.582(4)°,

V=11294(6) A3, Z=2, Rg(F)=0.0452, WR(F?)=0.1278,
T=296(2) K [1-3].

CCDC no.: 1957155

The crystal structure is shown in the figure. Table 1 contains
crystallographic data and Table 2 contains the list of the atoms
including atomic coordinates and displacement parameters.

Source of material
2,6-Pyridinedicarboxylic acid dihydrazide (1.95 g, 0.010 mol)
was added to a dry methanolic solution (50 mL) of the methyl
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Table 1: Data collection and handling.

Crystal:
Size:

Wavelength:

It

Diffractometer, scan mode:

Omax, ComPIEtEHESS:

N(hk[)measuredy N(hkl)uniquer Rint:
Criterion for lops, N(hkDg::

N(param)efineq:
Programs:

Block, colorless

0.08 0.06 0.04 mm

Mo Ka radiation (0.71073 A)
0.1 mm !

25°,>99%

9828, 1991, 0.016

Iubs >2 U(Iobs), 1805

158

Bruker APEX-Il, ¢ and w-scans

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

Table 2: Fractional atomic coordinates and isotropic or equivalent

isotropic displacement parameters (A2).

Atom x y z  Uio*/Ueq
01 0.60883(12) 0.66117(10) 0.43181(9) 0.0493(3)
02 0.47501(15) 0.5878(2) 0.19204(12) 0.0886(6)
H2A 0.5107 0.5902 0.2658 0.133*
N1 0.7500 0.61340(16) 0.7500 0.0327(4)
N2 0.68861(13) 0.47479(12) 0.53866(11) 0.0408(3)
H11A 0.7287 0.4419 0.6088 0.049*
N3 0.64888(13) 0.39280(12) 0.43823(10) 0.0387(3)
N5 0.61892(15) 0.04813(13) 0.37856(12) 0.0480(4)
N6 0.54283(16) 0.14168(15) 0.13770(12) 0.0562(4)
C1 0.7500 0.8885(2) 0.7500 0.0442(5)
H1 0.7500 0.9808 0.7500 0.053*
C2 0.70931(15) 0.82006(15) 0.64109(13) 0.0407(4)
H2 0.6814 0.8647 0.5668 0.049*
c3 0.71110(13) 0.68233(14) 0.64552(12) 0.0338(3)
C4 0.66495(14) 0.60590(14) 0.52754(12) 0.0348(3)
H4A 0.8010 0.2147 0.6131 0.095*
H4B 0.6795 0.1157 0.5813 0.095*
H4C 0.6640 0.2533 0.6412 0.095*
C5 0.65901(15) 0.26815(14) 0.46068(13) 0.0378(4)
Ccé 0.61670(14) 0.17798(14) 0.35373(13) 0.0376(4)
C7 0.57707(17) 0.22334(16) 0.23303(14) 0.0460(4)
H7 0.5745 0.3143 0.2187 0.055*
C8 0.5463(2) 0.01231(18) 0.16439(16) 0.0588(5)
H8 0.5234 0.0487 0.1006 0.071*
c9 0.5824(2) 0.03319(17) 0.28271(16) 0.0565(5)
H9 0.5814 0.1241 0.2966 0.068*
Cc10 0.5693(3) 0.6184(3) 0.1273(2) 0.0820(7)
H10A 0.6275 0.6873 0.1693 0.123*
H10B 0.5242 0.6482 0.0465 0.123*
H10C 0.6215 0.5409 0.1213 0.123*
C11 0.7050(2) 0.20754(18) 0.58520(15) 0.0635(5)
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ester of iminopyrazine-2-carboxylic acid (2.6 g, 0.025 mol),
prepared in situ from 2-cyanopyrazine and sodium metal
(stirred at room temperature for 12 h) and the mixture
refluxed for 24 h with the formation of a yellow powder. The
solid was filtered off washed with water, methanol and ether
and dried under vacuum. Yield (6.5 g, 80%,).

Experimental details

The C-bound H atoms were geometrically placed (C—
H=0.95-0.98 A) and refined as riding with Ujs,(H) =1.2-1.5
Ueq(C) and with Ujs,(H) set to 1.2 Ueq(N) [1-3].

Discussion

The extended “polytopic” ligands 2pzoap (N’?,N’®-bis(1-
(pyrazin-2-yl)ethylidene)pyridine-2,6-dicarbohydrazide) con-
tain multiple, contiguous coordination pockets, and in prin-
ciple there are many different ways in which they could bind
metal ions. The complexes containing the ligand 2pzoap have
been reported. But the structure of the ligand/educt 2pzoap
has not been reported [4-7]. As shown in the figure, the com-
pound 1 crystallizes in the monoclinic space group P2/n with
the title molecule located on a twofold axis and a methanol
molecule in general position. The bond lengths of N3 =C5,
N2—C4 and C3—N1 are 1.281, 1.344 and 1.338 A, respectively,
which are similar with the reference [8].
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