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Crystal structure of 4-pyridazinecarboxylic acid, CsH;sN,0,
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Abstract

CsH,4N,0,, orthorhombic, Pnma (no. 62), a = 11.165(2) A,
b=6215(1)A,c=74132)A, V=5144 Al Z=4,

Ry (F) =0.0567, eref(Fz) =0.1515, =153 K.

Table 1. Data collection and handling.

Crystal: light yellow blocks,

size 0.25x0.28x0.32 mm
Wavelength: Mo K, radiation (0.71073 A)
u: 1.28 e
Diffractometer, scan mode: SuperNova, Dual, Cu at zero, Eos, w
20 max: 51.96°
N(hkl)mcasurcda N(hkl)uniquc: 1793> 553

Criterion for Lyps, N(hkl)y: Lops > 2 0(lops), 470
N(param);efined: 55
Programs: SHELX [5]

Source of material

4-pyridazinecarboxylic acid (0.0124 g, 0.1 mmol),
Pr(NO;);-6H,0 (0.0435 g, 0.1 mmol), triethylamine (0.01 mL),
and H,O (8 mL) were added respectively to a 15-mL Teflon-lined
steel autoclave, which was sealed and heated to 443 K for 3 days
and then cooled to room temperature. The obtained clear solution
was evaporated at room temperature. Clear light yellow block-
shaped crystals formed over a 1-month period.

Experimental details
All H atoms were located from the difference Fourier map and re-
fined using riding model, with Ujso(H) = 1.2 U(C, N).

Discussion

The construction of metal-organic coordination polymers is of
current interest in the fields of supramolecular chemistry and
crystal engineering [1]. Up to date, metal-organic coordination
polymers based on pyridazine derivatives are very rare [2, 3]. The
synthesis of title compound is out of the expectation of our origi-
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nal purpose. The asymmetric unit is composed of one half 4-
pyridazinecarboxylic acid molecule, located on a mirror plane in
the orthorhombic, centrosymmetric space group Pnma. All bond
lengths are within normal ranges [4]. In the crystal,
intermolecular O2-H2---N1 hydrogen bonds link the molecules
into infinite chains. The chains are further connected by the weak
supramolecular interactions into a 3D supramolecular network.

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

Atom Site X y z Usso

H(3) 4c¢ —-0.0085 Va 0.5082 0.026
H(4) 4c 0.0285 Ya 0.2006 0.026
H(1) 4c¢ 0.3523 Va 0.5689 0.026
H(2) 4c 0.2322 Ya 0.9939 0.026
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Table 3. Atomic coordinates and displacement parameters (in A?).

Atom Site P y V4 U]1 U22 U33 U12 U13 U23
C(1) 4c 0.2818(2) Va 0.5013(4) 0.028(2) 0.020(2) 0.017(2) 0 -0.002(1) 0
C(2) 4c 0.1684(2) YVa 0.5785(4) 0.029(2) 0.015(1) 0.015(2) 0 -0.001(1) 0
C(3) 4c 0.0713(2) YVa 0.4658(4) 0.024(2) 0.023(2) 0.019(2) 0 0.003(1) 0
C4) 4c 0.0941(2) Va 0.2796(4) 0.030(2) 0.024(2) 0.017(2) 0 -0.003(1) 0
C(5) 4c 0.1504(2) YVa 0.7812(4) 0.028(2) 0.018(2) 0.019(2) 0 —-0.001(1) 0
N(1) 4c 0.2039(2) Va 0.2149(3) 0.031(1) 0.020(1) 0.018(1) 0 —0.0007(9) 0
N(2) 4c 0.3004(2) YVa 0.3227(3) 0.030(1) 0.023(1) 0.014(1) 0 0.0005(9) 0
O(1) 4c 0.0517(2) YVa 0.8455(3) 0.028(1) 0.044(2) 0.017(1) 0 0.0025(8) 0
0(2) 4c 0.2516(2) YVa 0.8715(3) 0.029(1) 0.027(1) 0.012(1) 0 —0.0008(7) 0
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