*3a R ([) sudl V0 Al ALY L Al elsl as

33 cslas S -4.2 Cu\ﬂYL oMl addl

13

Wl et e g st ol S|
2l lell o 1 7/ gl ol
ARMVAMARU Y N PR R TVARATNU RS2 )
1ol jae

S Gl al L Al Al By 2 gy Vil e Rl S S ) Aoy Ty R R T il Bl 5o
500 s yolall 6,5\ Wy 5 imey s Ul 3 13135 WU 5 a_,_,f\w QL_..J @l Lol 3 sl (ilaal U -4,2 Xl ey S L3l Jels
Yofplt 0.0119 Jile sy V=V =Jye. 3 410 x1.199 & Yye iobialel 5 U/ (s U B =1 (o oo s 56 Wil il L Aes
%99.6 R?r«\q-})..&\ i 3] plle Plgy B Wl AW, e Sl 0.3371g§\):m\ s b L AL/ fhs50L0.1011 (sl s s
)0 LS Blell slye 505 030 o Al &l anie 3 5l o 3 rboms 2ol R0 s K, 2 o B (RSD)) g ol 1,21
oAl 5l 35Tl Rl e o 2kl
bl S0 Y ¢ ¥ ¢ W1 U Jolis ¢ gyl Soldall: 2Tl e

Abstract:

A quick ,convenient and sensitive method has been developed for the determination of microgram
amounts of mesalazine in its pure form and pharmaceutical preparations . The method is based on the
coupling reaction of the drug with diazotized 2,4 - dinitroaniline reagent in an alkaline medium to produce an
intense orange coloured water soluble and stable azo dye which exhibits a maximum absorption at 500 nm. Beer's
law was obeyed over the concentration range 1 - 8 pg/ml with molar absorptivity of 1.199 x104 L.mol-1.cm-1
and Sandell's sensitivity index of 0.0119 g/cm2. The limit of detection is 0.1011 pg/ml while the limit of
guantitation is 0.3371ug/ml . The method shows high accuracy (average recovery 99.6 %) and precision(relative
standard division(RSD) is less than 2%.The suggested procedure was applied for determination of mesalazine
without any interference from common pharmaceutical excipients .The proposed method is successfully
compared with the official method .
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Scheme 1: Mesalazine structure
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Tween-80 1% 0.264 0.316 /495
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Order Order of addition | Absorbance
number
I R+A+N+F+D+B+S 0.465
IT R+A+N+F+D+S+B 0.421
111 R+A+N+F+S+D+B 0.428
IV R+A+N+F+B+S+D 0.314
*Reagent (R) + Acid (A) + Nitrite (N) + Sulphamic acid (F) + Mesalazine (D) +
Base (B) + Surfactant (S).
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Standing time Absorbance / Temperature C

min
0C’ Roorznlg?mp' 30C 40 C
After addition 0.369 0.467 0.381 0.416
5 0.366 0.460 0.379 0.389
10 0.368 0.455 0.375 0.388
15 0.365 0.454 0.372 0.386
20 0.360 0.453 0.372 0.386
25 0.356 0.453 0.371 0.385
30 0.354 0.424 0.368 0.385
40 0.353 0.424 0.363 0.379
50 0.338 0.423 0.363 0.377
60 0.336 0.423 0.361 0.375
70 0.326 0.422 0.356 0.368
80 0.323 0.398 0.356 0.368
90 0.320 0.398 0.351 0.355
100 0.321 0.392 0.350 0.355
110 0.276 0.380 0.349 0.354
120 0.271 0.378 0.348 0.354
130 0.269 0.371 0.345 0.351
140 0.257 0.363 0.342 0.350
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0 T T T T 1
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Conc. pg/ml

Vel o)l gl 2y S
\lsy Kl 5
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- e Pl

Il padd gl y Kol 235 2 (V0) Jyuer

Concentration of Average -
mesalazine (pg/ml) Recg very recovery* R%D
(%) %) (%)
2 100.32 1.57
3 99.87 99.6 0.844
6 98.75 0.818

*Average of five determinations
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Foreign Recovery% of 100 pug of Mesalizine per pg foreign
com compound added

pound 50 100 150 200 250 300

Clucose 99.7 101.17 | 101.88 102.9 99.2 93.6

Lactose 98.58 99.5 98.3 99.29 94.8 94.1

Acacia 101.65 104.2 102.12 97.6 94.57 93.86
Starch 98.1 98.8 99.7 102 104.9 94.3
Nacl 103.3 103.7 99.05 97.16 94.56 94.3
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: e Amount Drug
Pharmaceutical | Certified Present Recovery content
Preparations Value (%) Found*

(hg/mi) Mo

Mesacol capsules 400 2.0 98.45 393.5
Unipharma (Mg) 6.0 99.33 397.33
Damascus —Syria J 8.0 97.45 389.75
Pentasa tablets 500 2.0 98.97 494.5
Fering pharma (Mg) 6.0 99.13 495.66
Turkey 8.0 97.75 488.75

*Average of four determinations
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F-test s t-test ‘.gs ol é\:.d\ 2 (VA) Jave

Ph cal Recovery (%0)*
armacel-ltlca Present | Standard t-test F-test
Preparation Method Method
Capsule 99.38 08.6 2.78 8.71
Tablet 99.22 98.6 2.18 7.8
*Average of four determinations
Corhns disease : evidence based ..
Al
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Aliment Pharmacol Ther 26:987 .
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