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4-(3-Methylanilino)pyridine-3-sulfonamide

In the title compound, C;;H;3N;0,S, the dihedral angle
between the pyridine and benzene rings is 62.1 (1)°. Molecules
are linked via N—H---N and N—H..-O hydrogen bonds,
forming a ribbon motif along the a axis.

Comment

The title compound, (I), is an important intermediate in the
preparation of torasemide, which belongs to a group of
medications known as loop diuretics (Rollinger et al., 2002;
Wouters et al., 2000). The structure of (I) (Fig. 1) exhibits an
elaborate hydrogen-bonding network involving N—H---O
dimers and two other hydrogen-bonding motifs (Fig. 2).
Selected geometric parameters are listed in Table 1, and the
hydrogen-bonding geometry in Table 2. Atom N1 acts as a
hydrogen-bond donor to atom O1" [symmetry code: (i) —x,
—y, —z], so generating a centrosymmetric R%(8) graph-set
(Etter, 1990) dimer. Intramolecular hydrogen-bond associa-
tion from N3—H301 to O2 forms an S(6) graph-set motif.
Another hydrogen-bond interaction, NI1—HI101---N2'
[symmetry code: (i) 1 + x, y, z], links molecules into a
hydrogen-bonded ribbon motif along the a axis.

\/

Experimental

Compound (I) was supplied by Linhai Dongdong Chemical Factory.
Crystals of (I) suitable for X-ray diffraction were grown from an
acetone solution by slow evaporation.

Crystal data

CoH 3N;0,8 zZ=2

M, =263.31 D,=1423 Mgm™
Triclinic, P1 ) Mo Ka radiation
a=6714 (3) A Cell parameters from 5401

b =8630 (4) A reflections
c=11.403 (4) A 6 =25275°

o = 98.640 (11)° =026 mm™
B =102.57 (2)° T =29 (1) K

y = 102911 (12)°
V=6147 (4) A®

Block, colorless
0.30 x 0.25 x 0.12 mm
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Data collection

Rigaku R-AXIS RAPID 2766 independent reflections

diffractometer 2055 reflections with F? > 20(F?)
w scans Rin = 0.085
Absorption correction: multi-scan Omax = 27.5°

(ABSCOR,; Higashi, 1995) h=-8—>38

Tnin = 0.921, Tphax = 0.969 k=-11—>11
4455 measured reflections l=—-14 — 14

Refinement

Refinement on F?
R[F? > 20(F%)] = 0.070
wR(F?) = 0.180

S =1.00

2055 reflections

163 parameters

H atoms treated by a mixture of
independent and constrained
refinement

w = 4F 2[0.004F % + 40(F,%) + 0.5]

(A/0)max < 0.001

Apmax = 050 ¢ A3

Apmin = —0.64 ¢ A2

Table 1

Selected geometric parameters (A, °).

S1-01 1.416 (2) S1—-C1 1.752 (3)
S1—-02 1.436 (2) N3—C5 1.356 (4)
S1—N1 1.589 (3) N3—C6 1.416 (3)
01-81—-02 11925 (14)

02—-81—C1—C5 —36.3 (3) C5—N3—C6—Cl1 622 (5)
N1-S1-C1-C5 78.4 (3) C6—N3—-C5—C4 2.6 (5)
Table 2 .

Hydrogen-bond geometry (A, °).

D—H---A D—H H A D---A D—H- A
N1—H101- - -N2! 0.88 212 2.890 (4) 147
N1—H102.--01" 0.86 217 2.985 (3) 157
N3—H301---02 0.86 2.10 2.824 (3) 142
N3—H301---02™ 0.86 2.47 3.124 (4) 134

Symmetry codes: (i) +x + 1, +y, +z; (i) —x, —y, —z; (iii) —x + 1, =y + 1, —z.

H atoms bonded to N atoms were located in difference Fourier
maps and included in the refinement based on the as-found N—H
bond lengths, but their Uy, paramenters were refined and fixed in the
final stage. All other H atoms were placed in calculated positions with
C—H = 0.96-0.98 A and included in the refinement as riding, with
Uiso(H) = 1.2U,q(carrier atom).

Data collection: PROCESS-AUTO (Rigaku, 1998); cell refine-
ment: PROCESS-AUTO; data reduction: CrystalStructure (Rigaku/
MSC, 2004); program(s) used to solve structure: SIR97 (Altomare et
al., 1999); program(s) used to refine structure: CRYSTALS (Better-
idge et al., 2003); molecular graphics: ORTEP-3 for Windows

Figure 1
The molecular configuration and atom-numbering scheme for (I).
Displacement ellipsoids are drawn at the 30% probability level.

Figure 2
A partial packing diagram for (I), showing the hydrogen-bonded (dashed
lines) motif. [Symmetry codes: (i) 1 + x, y, z; (i) —x, —y, —z.]

(Farrugia, 1997); software used to prepare material for publication:
CrystalStructure.
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