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Abstract

CeHgIN;0,, monoclinic, P2;/n (no. 14), a = 7.0704(3) A,
b = 157781(6) A, ¢ = 9.1495(4) A, B = 112.114(1)°,
V = 945.61(7) A3, Z = 4, Ry((F) = 0.0187, WR,(F?) = 0.0522,
T =150(2) K.

CCDC no.: 2065269
Table 1 contains crystallographic data and Table 2 contains

the list of the atoms including atomic coordinates and
displacement parameters.
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Table 1: Data collection and handling.

Crystal: Yellow block

Size: 0.20 X 0.15x 0.10 mm
Wavelength: Mo Ko radiation (0.71073 A)
u: 3.37 mm™

Diffractometer, scan mode:
Bmax, completeness:
N(hk[)measured: N(hkl)unique: Rint:
Criterion for /ops, N(hkl)g:

Bruker APEX-II, ¢ and w
26.4° >99%

13473, 1936, 0.024
Iobs >2 G(Iobs): 1798

N(param)reﬁned: 146
Programs: Bruker [1], Olex2 [2],
SHELX [3, 4]

Source of material

All of the reagents are commercially available and were used
without further purification. 1.53 g 4-nitrobenzene-1,2-diamine
(10 mmol) was added to a solution mixed by 9 mL THF and
1 mL hydroiodic acid (40%). After stirring for 10 min at room
temperature, the solution was filtered and let evaporate
automatically. Many yellow block crystals were obtained,
yield 74.6% (based on 4-nitrobenzene-1,2-diamine).

Experimental details

The structure was solved by direct methods with the
SHELXS-2018 program. All H-atoms from C atoms were
positioned with idealized geometry and refined isotropically
(Usso(H) = 1.2U4(C)) using a riding model with C-H = 0.95 A.
The H-atom from N and O were positioned using Q peaks and
refined freely.

Comment

The crystal structures of 4-nitrobenzene-1,2-diamine has
been reported [5, 6]. The mono-hydrochloric acid salt, and
mono-hydrobromic acid salt were reported too [5]. And even
the co-crystal structure of 4-nitrobenzene-1,2-diamine with
1,4,7,10,13,16-hexaoxacyclo-octadecane (18-crown-6) has
yet been studied [7]. Moreover, the crystal structure of an
analogue of the 4-nitrobenzene-1,2-diamine, 1,2-Diamino-
4,5-dinitrobenzene, has been reported [8]. To the best of our
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
c1 0.6528 (4) 0.10901 (15) 0.4044 (3) 0.0253 (5)
c2 0.5861 (4) 0.03329 (16) 0.3178 (3) 0.0264 (5)
c3 0.6662 (4) -0.04302(15) 0.3974 (3) 0.0265 (5)
H 0.625453 -0.095210 0.342738 0.032*
C4 0.8021 (4) -0.04414 (15) 0.5520 (3) 0.0265 (5)
HA 0.853014 —-0.096304 0.603720 0.032*
Cc5 0.8632 (3) 0.03254 (15) 0.6311 (3) 0.0243 (5)
cé 0.7899 (4) 0.10905 (15) 0.5583 (3) 0.0249 (5)
HB 0.833366 0.160878 0.613673 0.030*
11 0.09198 (2) 0.28908 (2) 0.45256 (2) 0.02856 (8)
N1 0.5731 (4) 0.19135 (15) 0.3327 (3) 0.0286 (4)
N2 0.4455 (4) 0.03286 (17) 0.1677 (3) 0.0316 (5)
N3 1.0092 (3) 0.03308 (13) 0.7924 (2) 0.0275 (4)
01 1.0708 (3) 0.10246 (12) 0.8557 (2) 0.0348 (4)
02 1.0701 (3) -0.03492 (12) 0.8601 (2) 0.0350 (4)
01w 0.1563 (3) 0.20292 (13) 0.1247 (2) 0.0310 (4)
HC 0.631 (8) 0.208 (2) 0.257 (6) 0.074 (14)*
HD 0.453 (6) 0.188 (2) 0.284 (4)  0.047 (10)*
HE 0.410 (6) -0.012 (3) 0.122(5) 0.051 (10)*
HF 0.601 (6) 0.234 (3) 0.410(5) 0.054 (10)*
HG 0.441 (6) 0.072 (3) 0.109 (5) 0.053 (11)*
HH 0.083 (6) 0.225(2) 0.168 (5) 0.051 (11)*
HI 0.089 (6) 0.164 (3) 0.083(5) 0.058 (12)*

knowledge, the crystal structure of the mono-hydriodic acid
salt of 4-nitrobenzene-1,2-diamine has not been reported.

As shown in the figure the asymmetric unit of the title
structure contains one substituted anilinium cation, one
iodide counter anion and one water molecule. The non-
hydrogen atoms of the cation are nearly co-planar. Only the
N1 atom is protonated to counterbalance the negative
charge of iodide anion. There are different types of
hydrogen bonds, O-H:--I and N-H-:--I, through which a
two-dimensional structure is generated. All the bond
lengths of the tilte compound are comparable with its an-
alogues [5-9].
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