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Determination of substances in 4 nimesulide preparations by ultra-fast liquid chromatography
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[Abstract] Objective To establish an ultra-fast liquid chromatography (UFLC) method for detecting the substances in
different preparations of nimesulide. Methods  Ultra-fast liquid chromatography instruments Shimadzu and Syncronis Cpg
column (100 mm X 2, 1 mm X 1. 7 yum) were used. The mobile phase was a mixture solvent of methanol-acetonitrile-0. 1%
solution of orthophosphoric acid (adjusted to pH 6.5 with ammonia) (45 ¢ 15 ¢ 40). The flowing rate was 0. 3 mL/min,and the
detection wavelength was 230 nm. The system suitability solutions of European Pharmacopoeia and Chinese Pharmacopoeia, the
damaging samples and the accessories of different preparations of different manufacturers were used to investigate the method
applicability. Results The method had high resolution, strong specificity and can efficiently and quickly detect the related
substances in nimesulide preparations. Various degradation products of damaging tests and the accessories of different
preparations from different manufacturers had no effect on the determination results. Conclusion The method is efficient, fast,
widely applicable and can be used for detecting the substances in different preparations of nimesulide by different manufacturers.
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Fig 1 Chromatograms of the mixed reference substance
solution(A) and system suitability(B)
1: Impurity A; 2: Nimesulide; 3: Impurity B; 4. Impurity
C; 5: Impurity D; 6. Impurity E; 7. Impurity F; 8. 4-Chlo-

roaniline



S5 11300 sk N L S R R VRO €0 3 DI SE J SR AT R 4 A 30 b A G T

+ 1269 -

2.4 mafmMnE R SHKEERRA~F 64
K25 RHA RO H i I 45 1 pl, AR

B T 4 IR 2. 1 IR A9 3% A5 AT 0 A
ISR I IE (] 2) .

2 1 1
— b b b
a a a
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 400 6.00 8.00 10.00
Time #/min A Time #/min B Time #/min C
3
3
0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00 0.00 2.00 4.00 6.00 8.00 10.00
Time #/min D Time #/min E Time #/min F
B2 z=aHEREE

Fig 2 Chromatograms of blank excipients

A-F: Pharmaceutical factories. A, B: Dispersible tablets; C: Tablets; D; Capsules; E, F: Granules. a: Blank excipients; b:

Preparations. 1: Nimesulide; 2: Saccharin sodium; 3: Aspartame
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Fig 3 Chromatograms of destructive experiments

A Original sample; B: Acid damage samples; C: Alkali damage samples; D: Oxidation damage samples; E. High temperature

damage samples; F: Light damage samples. a: Room temperature for 2 h; b: 80 C water bath for 2 h; c¢: 80°C water bath for

4 h; d: Blank of hydrogen peroxide; e: Room temperature for 4 h; f; 105C for 8 h. 1: Nimesulide
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Tab 1 Determination results of substances in nimesulide preparations

%

Relative retention time #/min Total impurity

Dosage form Factory Lot number

0.3 1.9 2.5 3.0 5.9 9.1 content
Tablet A 130505 0.009 2 0.0237 0.032 8 - - 0.065 7
Tablet B 130507 0.007 9 0.008 4 - - 0.0253 0.042 7 0.084 3
Tablet C 130202 0.005 9 0.017 4 0.006 2 0.037 9 0.067 4
Tablet C 130502 0.007 2 0.052 5 - 0.012 9 - - 0.072 6
Dispersible tablet D 130704 0.014 3 0.020 1 0.011 2 - 0.030 8 - 0.076 4

Dispersible tablet E 130701 0.028 7 0.011 3 - - - 0. 04

Dispersible tablet F 130314 0. 005 4 0.010 8 0.013 9 - - - 0.03
Dispersible tablet G 130707 0. 006 7 0.017 2 - 0.009 7 0.033 6
Capsule E 130324 0.004 6 0.039 5 - - 0. 044
Capsule H 130709 0.008 3 - 0.008 8 0.0057 0.022 8
Capsule F 130705 - 0.015 3 0.010 9 - 0.026 3
Capsule A 130201 - 0. 006 3 0.026 1 - 0.032 4
Granule 1 120303 0.008 8 0.007 5 - - 0.037 4 0.029 2 0.082 9
Granule D 130706 0.008 9 - 0.009 2 0. 006 6 - - 0.024 6
Granule J 120843 0.010 7 0.029 8 0.007 7 0.0238 0.072
Granule J 120364 0.009 8 0.033 6 0.039 3 0.082 7

A-]J: Different pharmaceutical factories
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