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Abstract

C7HsF4NOS, triclinic, PI (no. 2), a = 6.1249(7) A,
b=9.9306(10) A, ¢ = 13.1754(13) A, a = 83.116(8)°, B = 80.305(9)°,
y = 73.204(9)°, V = 754.08 A3 Z = 2, Rg(F) = 0.0460,
WR(F?) = 0.1078, T = 150 K.

CCDC no: 2234414,
Table 1 contains crystallographic data and Table 2 contains

the list of the atoms including atomic coordinates and
displacement parameters.

1 Source of materials

The 2-(chloromethyl)-N-(2-fluoro-4-methyl-5-((2,2,2-trifluoro-
ethyl)thio)phenyl)benzamide (CTPB) was synthesized
according to the literature method [4]. Sodium hydride (60%
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Table 1: Data collection and handling.

Crystal: Colourless needle

Size: 0.14 x 0.11 x 0.08 mm
Wavelength: Mo Ka radiation (0.71073 A)
I 0.26 mm™’

Diffractometer, scan mode:
Omax, cOMpleteness:
N(hkl)measured: N(hkl)unique: Rint: 4888: 2652: 0.031

Criterion for Iops, N(hkl)gy: Iops > 20(Iops), 2036
N(param)refined: 218

Programs: CrysAlis™ [1], Olex2 [2], SHELX [3]

SuperNova, w
25.0°,>99%

in oil, 0.15 g, 3.75 mmol) was washed with hexane three times
and the washed sodium hydride was added to a stirred
solution of CTPB (1.00 g, 2.56 mmol) in dry tetrahydrofuran
(20 mL) at room temperature. The reaction mixture was
continuously stirred at room temperature for 6 h and the
reaction was monitored by TLC. After the reaction was
complete, the reaction solution was poured into 0.1 N
hydrochloric acid, which was then brought to basic using
aqueous sodium bicarbonate solution, and extracted with
ethyl acetate. The organic layer was collected, and distilled
under reduced pressure. The remaining substance was
purified by flash column chromatography using petroleum
ether: ethyl acetate (20:1, v/v) to give a white solid (0.69 g,
75.9% yield), M.p.: 85.1-86.5 °C. 5.80 mg of white solid was
taken and dissolved in 10 mL of dichloromethane and 5 mL
of ethanol was added. After slow volatilization for three
days, crystals of the title compound were obtained.

2 Experimental details

The hydrogen atom positions were fixed geometrically at the
calculated distances and allowed to ride on the parent atoms.
The Uiy, of the H-atoms were set to 1.2 and 1.5 times U of the
parent atoms with C-H = 0.93 A (aromatic) and C-H = 0.97 A
(aliphatic).

3 Comment

Isoindolin-1-ones can be found in various natural and syn-
thetic products that show a wide range of biological activities
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A2).

Atom X y z Uiso*/Ueq
S1 0.18420 (12) 0.45943 (8) 0.88482 (6) 0.0299 (2)
F1 1.0196 (3) 0.50923 (15) 0.60674 (12) 0.0295 (4)
F2 0.1815 (3) 0.18028 (19) 1.02542 (13) 0.0454 (5)
F3 0.1931 (4) 0.05626 (19) 0.90021 (15) 0.0564 (6)
F4 0.4719 (3) 0.14536 (17) 0.90564 (13) 0.0410 (4)
01 1.2038 (3) 0.21223 (18) 0.61478 (13) 0.0235 (4)
N1 0.8326 (3) 0.2969 (2) 0.57365 (15) 0.0181 (5)
a 0.8841 (4) 0.1918 (2) 0.42068 (19) 0.0184 (6)
2 0.8680 (5) 0.1430 (3) 0.3288 (2) 0.0236 (6)
H2 0.728041 0.165367 0.303476 0.028*
a 1.0672 (5) 0.0595 (3) 0.2756 (2) 0.0259 (6)
H3 1.059601 0.024370 0.214316 0.031*
c4 1.2765 (5) 0.0280 (3) 0.3122 (2) 0.0256 (6)
H4 1.408173 -0.026069 0.274375 0.031*
c5 1.2925 (4) 0.0757 (3) 0.4041 (2) 0.0228 (6)
H5 1.432562 0.053408 0.429404 0.027*
c6 1.0931 (4) 0.1579 (2) 0.45783 (19) 0.0174 (6)
c7 1.0608 (4) 0.2224 (2) 0.55712 (19) 0.0189 (6)
c8 0.7021 (4) 0.2852 (3) 0.49284 (19) 0.0202 (6)
HBA 0.637340 0.376686 0.458536 0.024*
H8B 0.579140 0.242068 0.520800 0.024*
(@] 0.7342 (4) 0.3878 (2) 0.65465 (19) 0.0182 (6)
C10 0.5348 (4) 0.3750 (3) 0.71954 (19) 0.0209 (6)
H10 0.467375 0.305299 0.710621 0.025*
c11 0.4366 (4) 0.4661 (3) 0.7973 (2) 0.0225 (6)
12 0.5317 (5) 0.5750 (3) 0.8103 (2) 0.0233 (6)
13 0.7278 (5) 0.5868 (3) 0.7444 (2) 0.0240 (6)
H13 0.793895 0.658067 0.751200 0.029*
C14 0.8259 (4) 0.4944 (3) 0.6691 (2) 0.0216 (6)
c15 0.4248 (5) 0.6771 (3) 0.8931 (2) 0.0316 (7)
H15A 0.265369 0.719900 0.886532 0.047*
H15B 0.504101 0.748972 0.885453 0.047*
H15C 0.437121 0.627302 0.959923 0.047*
C16 0.1204 (5) 0.3001 (3) 0.8621 (2) 0.0306 (7)
H16A -0.044331 0.312885 0.878949 0.037*
H16B 0.162634 0.284809 0.789203 0.037*
c17 0.2417 (5) 0.1721 (3) 0.9229 (2) 0.0364 (8)

[5-10]. Many references showed crystal structures of the de-
rivatives with the isoindolin-1-one group [11-20].

As shown in the figure, in the main moiety of title
compound, the nitrogen atom on isoindole-1-one connects a
phenyl group, and the dihedral angle between isoindole-
1-one plane and phenyl plane (C9 — C14) is 55.04°. All C-C
bond lengths in aromatic rings range from 1.373 to 1.407 A.
All of C-C single bond lengths are between 1.484 and 1.513 A.
N-Cbonds are 1.374 and 1.468 A. The C-S bonds are 1.779 and
1.804 A. All bond lengths and angles are within a reasonable
range [11-18]. In the crystal, title molecules are linked by
hydrogen bonds, which are the major intermolecular force
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to maintain the stability of the crystal structure. The angle
of hydrogen bond C(8)-H(8B)---0(1) is 160°, and the length
is 2.50 A. The angle of hydrogen bond C(16)-H(16B)---0(1) is
163, and the length is 2.44 A.
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