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Key indicators

Single-crystal X-ray study
T=295K

Mean a(C—C) = 0.007 A
Disorder in solvent or counterion
R factor = 0.080

WR factor = 0.190
Data-to-parameter ratio = 11.7

For details of how these key indicators were

automatically derived from the article, see
http://journals.iucr.org/e.

A perchlorate salt of 1-[(2-dimethylaminoethyl-

imino)methyllnaphthalen-2-ol

In the title compound, 1-[2-(dimethylammonio)ethyl-
iminiomethyl|naphthalen-2-olate perchlorate, C;sH;oN,O"--
ClO;, N—H-:--O hydrogen bonds link the ions into chains
along the a axis. Adjacent chains are interlinked via C—H- - -O
hydrogen bonds into layers parallel to the ac plane.

Comment

Compounds derived from 2-hydroxy-1-naphthaldehyde have
been of great interest in coordination chemistry (Nishijima et
al., 1995; Zhao & Sun, 2005). We report here the crystal
structure of one such compound, (I).
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The bond lengths in (I) show normal values (Allen et al.,
1987). As expected, the molecule adopts a trans configuration
with respect to the C11=N1 double bond. An intramolecular
N1—H1---O5 hydrogen bond is observed in the molecular
structure (Fig. 1). The cations are linked into chains via N2—
H2A---O5(x — 1, y, z) hydrogen bonds along the a axis. The
chains are interlinked into layers parallel to the ac plane by
C—H- - -O hydrogen bonds involving the perchlorate O atoms
(Fig. 2 and Table 1).
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Figure 1
The structure of (I), showing the atom-numbering scheme. Displacement
ellipsoids are drawn at the 30% probability level. Only the major
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Experimental

2-Hydroxy-1-naphthaldehyde (0.2 mmol, 17.2mg) and N,N-
dimethylethane-1,2-diamine (0.2 mmol, 17.6 mg) were dissolved in
ethanol (10 ml). The mixture was stirred for 15 min to give a clear
yellow solution. To this solution was added an aqueous solution of
HCIO, (0.2 mmol, 70%), with stirring. The mixture was stirred for
15 min at room temperature and filtered. The filtrate was allowed to
stand in air for 12 d, after which time yellow block-shaped crystals
formed on slow evaporation of the solvent.

Crystal data

C1sHuN,0"-ClO; D, =1428Mgm™®

M, =342.77 Mo Ko radiation
Monoclinic, P2, /n Cell parameters from 1287
a=6.126 (2) A reflections

b = 8405 (2) A 6 =25-224°

¢ =30.985(5) A =027 mm™*

B = 92275 3)° T=295(2)K

V =1594.1 (7) A®
Z=4

Block, yellow
0.28 x 0.23 x 0.21 mm
Data collection

Bruker SMART CCD area-detector 2960 independent reflections

diffractometer 2030 reflections with I > 20(1)
w scans Ri, = 0.058
Absorption correction: multi-scan Omax = 25.5°

(SADABS; Sheldrick, 1996) h=-7—>1

Tnin = 0.929, Tpax = 0.946 k=-10 - 10
11 554 measured reflections l=-37— 37

Refinement

Refinement on F?

R[F? > 20(F?%)] = 0.080

wR(F?) = 0.190

S=110

2960 reflections

253 parameters

H atoms treated by a mixture of
independent and constrained
refinement

w = 1/[o*(F,?) + (0.058P)*
+ 1.812P]
where P = (F,” + 2F2)/3
(AI6)max = 0.001
APmax =042 ¢ A3
ApPmin = —025 ¢ A3

Table 1

Hydrogen-bond geometry (A, °).

D—H---A D—H H---A D---A D—H---A
N2—H24.--05' 0.90 (1) 179 (2) 2.670 (5) 168 (5)
N1—HI---05 0.90 (1) 176 (3) 2.564 (5) 147 (5)
C5—H54---04" 0.93 2.56 3.395 (10) 150
Cl14—H14C---03" 0.96 2.36 3.301 (12) 165
C15—HI15B---03 0.96 2.50 3.393 (9) 155

Symmetry codes: (i) x — 1, y, z; (ii) —x +3, y

Atoms H1 and H2A were located in a difference Fourier map and

=L —z+3 (i) —x+1,—y+1,—z+2.

refined isotropically, with the N—H distances restrained to
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Figure 2 N

The crystal packing of (I), viewed along the b axis. Intermolecular
hydrogen bonds are shown as dashed lines. Only the major disorder
component is shown.

0.90 (1) A. The other H atoms were placed in idealized positions and
constrained to ride on their parent atoms, with C—H distances in the
range 0.93-0.97 A, and with Uiso(H) = 1.2 or 1.5U.4(C). The O atoms
of the perchlorate anion are disordered over two distinct sites with
occupancies of 0.613 (12) and 0.387 (12). The CI—O and O---O
distances in both disordered components were restrained to be equal.
The U7 components of atoms 02, O4, O1', O3 and 04 were
restrained to isotropic behaviour.

Data collection: SMART (Bruker, 1998); cell refinement: SAINT
(Bruker, 1998); data reduction: SAINT; program(s) used to solve
structure: SHELXS97 (Sheldrick, 1997a); program(s) used to refine
structure: SHELXL97 (Sheldrick, 1997a); molecular graphics:
SHELXTL (Sheldrick, 1997b); software used to prepare material for
publication: SHELXL.97.

This work was supported by the Natural Science Founda-
tion of Shanxi Province (grant No. 2002B22) and the Main
Project (grant No. 04JS37) of the Key Laboratory of Shanxi
Province, People’s Republic of China.

References

Allen, F. H., Kennard, O., Watson, D. G., Brammer, L., Orpen, A. G. & Taylor,
R. (1987). J. Chem. Soc. Perkin Trans. 2, pp. S1-19.

Bruker (1998). SMART (Version 5.628) and SAINT (Version 6.02). Bruker
AXS Inc., Madison, Wisconsin, USA.

Nishijima, K., Nozaki, T., Miyasaka, H., Mago, G., Matsumoto, N. & Okawa, H.
(1995). Inorg. Chim. Acta, 234, 131-137.

Sheldrick, G. M. (1996). SADABS. University of Gottingen, Germany.

Sheldrick, G. M. (1997a). SHELXS97 and SHELXL97. University of
Gottingen, Germany.

Sheldrick, G. M. (1997b). SHELXTL. Version 5.10. Bruker AXS Inc.,
Madison, Wisconsin, USA.

Zhao, B. & Sun, Y.-X. (2005). Acta Cryst. E61, m652-m653.

Acta Cryst. (2005). E61, 01182—01183

01183

Chun-Lan Yuan + C;5H;4N,O"-CIO}



	mk1

