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Abstract

C;,HsBr,0,, monoclinic, P2;/c (mo. 14), a = 4.1957(13) A,
b = 13.402(4) A, ¢ = 11.160(3) A, B = 99.645(10)°, V = 618.7(3) A®,
Z =2, Ry(F) = 0.0287, WRef(F? = 0.0701, T = 273(2) K.

CCDC no.: 2301074

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.

1 Source of materials

In a round bottomed flask, add 2,5-dibromobenzene-1,4-diol
(0.267g, 1mmol), 2-bromoethyl metal ether (0.590g,
5mmol), K,C05(0.267g, 2mmol), and 30mL of N,N-
dimethylformamide. React at 105 °C for 68 h, cool, filter to
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Table 1: Data collection and handling.

Crystal: Colourless block

Size: 0.18 x 0.17 x 0.13 mm
Wavelength: Mo Ka radiation (0.71073 A)
u 6.53mm™"

Diffractometer, scan mode:
Omax, cOMpleteness:
N(hkl)measured: N(hk/)uniquey Rint: 6207; 1503; 0.043

Criterion for Iops, N(hkl)gy: Iops > 20(Iops), 1120

N(param)refined: 73

Programs: Olex2 [1], Bruker [2], SHELX [3], Diamond [4]

Bruker APEX-IL, ¢ and w
28.2°,99 %

Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
Br1 0.98931 (7) 0.46954 (2) 0.75639 (2) 0.04303 (13)
01 0.6210 (5) 0.65299 (14) 0.66838 (17) 0.0406 (5)
a 0.6053 (10) 0.8509 (3) 0.4731 (3) 0.0702 (11)
H1 0.6648 0.8885 0.4103 0.084*
(] 0.5314 (8) 0.8043 (2) 0.5510 (3) 0.0468 (7)
a 0.4427 (8) 0.7443 (2) 0.6493 (3) 0.0432 (7)
H3A 0.4798 0.7830 0.7238 0.052*
H3B 0.2137 0.7290 0.6309 0.052*
c4 0.5531 (6) 0.5795 (2) 0.5825 (2) 0.0311 (6)
c5 0.3405 (6) 0.5896 (2) 0.4736 (2) 0.0325 (6)
H5 0.2317 0.6495 0.4550 0.039*
C6 0.7098 (6) 0.4891 (2) 0.6074 (2) 0.0309 (6)

remove K,COs;, reduce pressure distillation to remove sol-
vent, separate by column chromatography, and use
dichloromethane and petroleum ether as eluents to obtain a
white solid. Dissolve a small amount of solid in ethanol and
let it evaporate for 9 days before growing crystals.

2 Experimental details

Crystal data, data collection and structure refinement details
are summarized in Table 1. Using Olex2 [1], the structure was
solved using Charge Flipping and refined with the ShelXL [3]
refinement. All hydrogen atoms were positioned geometri-
cally, with the d(C-H) = 0.97-0.99 &, Ujo(H) = 1.2 times Ueq(C)
and Usso(H) = 1.5 times Ueq(O).
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3 Comment

The bromine atom of dibromobenzene is easily reacted with
vinyl pyridine to form compounds with large conjugated
structures, which have excellent luminescent properties and
are therefore favored by researchers [5]. Click chemistry has
been well applied in many fields such as drug development
and biomedical materials [6], and the reaction of copper
catalyzed azides forming 5-membered heteroatomic rings
with alkynes is one of the classic click reactions [7]. The
modification of alkynyl groups on the benzene ring provides
a basis for the click reaction. We synthesized compound
1,4-dibromo-2,5-bis(prop-2-yn-1-yloxy) benzene using the
reaction of 25-dibromobenzene-1,4-diol and propylene
bromide. The asymmetric unit of the title compound,
C1oHgBr,0,, contains one half molecule located around an
inversion center. The orientation of the two alkyne groups
is opposite, located above and below the benzene ring,
with C3-01-C4-C5 torsion angles of 5.02(0.36)°. Bond lengths
and angles are in the expected ranges [8, 9].
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