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Abstract

CeH1sCLN, triclinic, P1 (no. 2), a = 6.9579(4) A, b = 8.1852(5)
A, ¢ = 879125) A, a = 66.606(2°, B = 86.105(3)°,
y = 89.834(2)°, V = 458.30(5) A%, Z = 2, Ry(F) = 0.0226,
WRe(F?) = 0.0599, T = 200 K.

CCDC no.: 2048021

The molecular 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

The compound was obtained commercially (Merck Schu-
chardt). Crystals suitable for the diffraction study were
taken directly from the provided product.
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Table 1: Data collection and handling.

Crystal: Colourless block

Size: 0.58 x 0.57 x 0.31 mm
Wavelength: Mo Ka radiation (0.71073 A)
u: 0.64 mm™*

Diffractometer, scan mode:

Bmax, cOMpleteness:

N(hkDmeasured> N(hkDuniques Rint: 7662, 2255, 0.020

Criterion for Iops, N(hkl)g: Iobs > 2 0(Iops), 2129

N(param)efined: 89

Programs: Bruker [1, 2], SHELX [3],
WinGX/ORTEP [4], Mercury [5],
PLATON [6]

Bruker APEX-Il, ¢ and w
28.3°, 99%

Experimental details

Carbon-bound H atoms were placed in calculated positions
(C-H 0.99 A for methylene groups) and were included in
the refinement in the riding model approximation, with
U(H) set to 1.2Ue,(C).

The H atoms of the methyl groups were allowed to
rotate with a fixed angle around the C—C bond to best fit the
experimental electron density (HFIX 137 in the SHELX
program suite [3]), with U(H) set to 1.5Ue4(C).

The nitrogen-bound H atom was located on a differ-
ence Fourier map and refined freely.

Comment

The effect of size and steric pretense of large ions on
chemical and spectroscopic properties of compounds
have been a focus of research for many decades [7-12]. In
continuation of our interest in metrical features of large
cations [13-15], the structure of the title compound has
been determined. The latter has only been reported once
in connection with an anionic platinum coordination
compound [16].

The structure solution shows the presence of the
chloride salt of a triethylammonium derivative. One of
the ethyl chains bonded to the pnicogen atom features a
chlorine atom as terminal substituent. N-C bond lengths
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
Ccla 0.35047 (5) 0.88692 (4) -0.32071 (3) 0.04592 (11)
N1 0.23092 (11) 0.67604 (10) 0.17716 (9) 0.02131 (16)
H71 0.1014 (19) 0.6751(16) 0.1737 (15) 0.031 3)*
C11 0.31705 (13) 0.79164 (13) 0.00694 (11) 0.02602 (19)
H11A 0.457391 0.772328 0.000870 0.031*
H11B 0.298160 0.918254 -0.013008 0.031*
C12 0.22682 (15) 0.75177 (14) -0.12677 (12) 0.0307 (2)
H12A 0.088198 0.779483 -0.128003 0.037*
H12B 0.239353 0.624190 -0.105621 0.037*
C21 0.27873 (15) 0.75203 (14) 0.30097 (12) 0.0299 (2)
H21A 0.418458 0.781351 0.287736 0.036*
H21B 0.248800 0.661343 0.414932 0.036*
c22 0.16680 (17) 0.91766 (14) 0.27850 (14) 0.0357 (2)
H22A 0.210644 1.013723 0.172519 0.054*
H22B 0.188062 0.954029 0.369771 0.054*
H22C 0.029131 0.892594 0.278639 0.054*
C31 0.29449 (15) 0.48656 (12) 0.22950 (13) 0.0299 (2)
H31A 0.431760 0.480535 0.253941 0.036*
H31B 0.283287 0.448836 0.136436 0.036*
32 0.17640 (18) 0.35942 (14) 0.38105 (14) 0.0386 (2)
H32A 0.200600 0.386264 0.477330 0.058*
H32B 0.212892 0.236850 0.402767 0.058*
H32C 0.039207 0.372770 0.361223 0.058*
Cl2 0.79351 (3) 0.68042 (3) 0.14921(3) 0.03337(9)

span a range of 1.5003(11)-1.5067(12) A with the shortest
bond realized to the halogenated alkyl chain. These
values are in good agreement with the most common
values reported for this type of bond in other alkylamines
whose metrical parameters — determined on the basis of
diffraction studies performed on single crystals — have
been deposited with the Cambridge Structural Database
[17]. The non-hydrogen atoms of the halogenated side
chain are almost co-planar with the central atom as the
least-squares plane defined by these very atoms shows a
maximum deviation of only 0.027(1) A for the nitrogen-
bonded carbon atom. The least-squares planes as
defined by the non-hydrogen atoms of the respective side
chains enclose angles of 81.02(12)°, 77.91(12)° and
76.11(13)°.

In the crystal, classical hydrogen bonds of the N-H---Cl
type are observed next to C—H---Cl contacts whose range
falls by more than 0.1 A below the sum of van-der-Waals
radii. These contacts are established by one hydrogen atom
each on both methylene groups of the halogenated alkyl
chain. In terms of graph-set analysis [18, 19], the descriptor
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for these contacts is DDD at the unitary level. In total, the
entities of the title compound are connected to chains
along the crystallographic a axis.
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