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Abstract
C26H21NO3S, triclinic, P1 (no. 2), a = 11.7598(11) Å,
b = 12.7434(12) Å, c = 17.0020(16) Å, α = 104.146(3)°,
β = 103.926(3)°, γ = 102.322(3)°, V = 2295.5(4) Å3, Z = 4,
Rgt(F ) = 0.0453, wRref(F 2) = 0.1320, T = 293 K.

CCDC no.: 2351938

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

Under nitrogen atmosphere, compound 2-bromoaniline (1.0
equiv), Pd(PPh3)2Cl2 (2mol%), CuI (4mol%) were dissolved in
DMF:Et3N = 2:1 (0.5M). Then 1-ethynyl-2-methoxynaphthalene
(1.3 equiv) was added. The resulting mixture was stirred
overnight at 100 °C. After the reaction was completed (moni-
tored by TLC), the reaction was cooled to room temperature
and quenched with brine. The reaction system was extracted
three times with ethyl acetate. The combined organic layers
were dried over anhydrous sodium sulfate, filtered and
concentrated in vacuo. The mixture was purified by flash
column chromatography (PE/EA) to afford the coupling
product. The mixture of corresponding p–toluenesulfonyl
chloride (1.1 equiv) and coupling product (1.0 equiv) in pyri-
dine (0.2 M) was stirred overnight at room temperature. After
completion of the reaction (monitored by TLC), the
mixture was treated with HCl (1 M) and extracted with
ethyl acetate. The combined organic layers were dried
over anhydrous sodium sulfate, filtered, and concentrated
under reduced pressure. N-(2-((2-methoxynaphthalen-
1-yl)ethynyl)phenyl)benzenesulfonamide was purified by
flash chromatography on silica gel using petroleum ether/
ethyl acetate (10:1) as eluent.

2 Experimental details

In the title compound, all non-hydrogen atoms were refined
anisotropically. All hydrogen atomic positions were taken
from a difference Fourier map. Hydrogen atoms were

Table : Data collection and handling.

Crystal: Colourless block
Size: . × . × .mm
Wavelength: Mo Kα radiation (. Å)
μ: .mm−

Diffractometer, scan mode: Bruker SMART APEX II, φ and ω
θmax, completeness: .°, >%
N(hkl)measured, N(hkl)unique, Rint: ,, , .
Criterion for Iobs, N(hkl)gt: Iobs > σ(Iobs), 
N(param)refined: 

Programs: Bruker, SHELX
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Table : Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (Å).

Atom x y z Uiso*/Ueq

S . () . () . () . ()
O . () . () . () . ()
O . () . () . () . ()
O . () . () . () . ()
N . () . () . () . ()
H . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
H . . . .*
C . () −. () . () . ()
C . () −. () . () . ()
H . −. . .*
C . () −. () . () . ()
H . −. . .*
C . () −. () . () . ()
H . −. . .*
C . () −. () . () . ()
H . −. . .*
C . () −. () . () . ()
C . () −. () . () . ()
C . () . () . () . ()
C . () . () . () . ()
C . () . () . () . ()
C . () −. () . () . ()
H . −. . .*
C . () −. () . () . ()
H . −. . .*
C . () −. () . () . ()
H . −. . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*

Table : (continued)

Atom x y z Uiso*/Ueq

S . () . () . () . ()
O . () . () . () . ()
O . () . () . () . ()
O . () . () . () . ()
N . () . () . () . ()
H . . . .*
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
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assigned with common isotropic displacement factors
Uiso(H) = 1.2 times Ueq (C, phenyl ring and methylene carbon)
and Uiso(H) = 1.5 times Ueq (C, methyl carbon). All the H atoms
were refined as riding on their parent atom.

3 Comment

Aromatic alkynes, as highly active organic synthesis
intermediates, have been widely studied. In recent years,
many reactions involving addition, substitution, coupling,
and polymerization involving aromatic alkynes have been
reported and widely applied in biology, new drugs, and
functional materials.3–5 The strong conjugated structure of
aromatic ringsmakes aromatic alkynes and their derivatives
more unstable than general substituted alkynes,6 making
them more prone to form carbon negative ions and exhib-
iting high reactivity.7 The intramolecular cyclization of al-
kynes is an effective method for constructing various
heterocycles,8 intramolecular cyclization has been widely
studied due to its ability to synthesize special structural
cores, which always start from bifunctional substrates.9 And
ortho alkynylbenzamide is one of the important and useful
bifunctional structural units, which can synthesize various
heterocyclic compounds through regioselective cyclization
of triple bonds.10 The construction of ortho alkynylbenza-
mide is regarded as a desirable and valuble synthetic goal,11

which would be of great significance to the synthetic and
pharmaceutical fields.12

There are two crystallographically independent
molecules in the asymmetric unit (see the Figure). The
title compound contains one naphthalene and one
ethynylaniline. The dihedral angles of ring 1 (C8–C9–C10–
C11–C12–C13) and naphthalene is 10.8°, indicating that these
rings are almost coplanar. The dihedral angles of ring 2
(C2–C3–C4–C5–C6–C7) and ring 1 (C8–C9–C10–C11–C12–C13),
ring 2 (C2–C3–C4–C5–C6–C7) and naphthalene are 63.3° and
68.4°, And the torsion angles of C13–C14–C15–C16 are −58.2°,
the angles of C13–C14–C15 and C14–C15–C16 are 174.9° and
176.7°. The short bond distance between C14 and C15 indicates
the presence of triple bonds. All the bond lengths and angles
are comparable with their analogues and in the expected
ranges.13–19
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