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A simple, rapid and reproducible RP-HPLC method waseloped and validated for the estimaﬁon\(
Prasugrel Hydrochloride in tablet dosage form. Abéx, SB-Phenyl 250x4.6mm, 5u in isocratic modehwi
mobile phase containing Buffer (pH 6.5 with Triddiyine and Potassium dihydrogen ortho phosphate):
Acetonitrile: Water (90:10) [40:60 (v/v)] was usethe flow rate was 1.2 ml/min and the analyte was
monitored at 235 nm. The retention time for PrasugCl was 11.5 mins. Linearity was obtained in th
concentration range of 50ppm to 150ppm with cotiehacoefficient of 0.999. The percentage recovalry
Prasugrel was found to be in the range of 98%-102%.

v

4 )

Author for Correspondence:

Alagar Raja. M,
Department of Pharmaceutical Analysis and
Quality Assurance, Nalanda College of Pharmagy,
Cherlapalli, Nalgonda, Andhra Pradesh, India.

Email: madurairaja@hotmail.com

\_ J

Available online: www.uptodateresearchpublicatiomc

INTRODUCTION
Prasugrel Hydrochloride chemically is 52
cyclopropyl-1-(2-fluorophenyl)-2-oxoethyl]- 4,5,6,7

tetrahydrothieno [3,2- (] pyridin-2-ylacetat
hydrochloridé. (Figure Nol). It is a member of tl
thienopyridine class of ADP receptor inhibitors.€§l
agents reduce hé aggregation (“clumping”)
platelets by irreversibly binding to P2Y12 recep
Prasugrel inhibits adenosine diphosphate inc
platelet aggregation more rapidly, more consisye
and to a greater extent than do standard and |
doses of clopidgrel in healthy volunteers and
patients with coronary artér§. Literature revies
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revealed that few analytical
reported like UV and HPTLC, HPLC for its analysfs o
pure drug™®. The purpose of this study was to develop

simple, rapid, precise, specific and accurate RP -

HPLC method for the estimation of the drug in pure

and in pharmaceutical dosage forms. The method was

validated by evaluation of the linearity, presion,
accuracy and as per ICH guidelifies

MATERIAL AND METHODS

Apparatus

A Zorbax, SB-Pheny 1250x4.6mm, 5u in isocratic
mode, with mobile phase containing Buffer(B.5
with Triethylamine and Potassium dihydrogen ortho
phosphate) Acetonitrile: Water (90:10) [40:60 (Yy/v)
was used.

Reagent and Materials

A Zorbax, SB-Phenyl 250x4.6mm, 5u in isocratic
mode, with mobile phase containing Buffer(B.5
with Triethylamine and Potassium dihydrogen ortho
phosphate) Acetonitrile: Water (90:10) [40:60 (y/v)
was used.

Preparation Standard Stock Solution

Accurately Weighed and transferred Prasugrel HCI
equivalent to 10 mg of Prasugrel Working Standard
into a 100 ml clean dry volumetric flask, and 60ahl

diluent was added, sonicated for 10 minutes, and

diluted to volume with diluent.
Chromatographic conditions
A Zorbax, SB- Phenyl (250 x 4.6mmpi) was the

column used for separation. Mobile phase consisting

of a mixture of Triethylamine: buffer (1.36g potass
dihydrogen phosphate in 1000 ml water, pH-6.5
adjusted with Ophosphoric acid) in the ratio of64D:
v/v delivered in isocratic mode at a flow rate o2 1
ml/min quantified at 235 nm. The mobile phase was
filtered through a 0.45 nylon filter and sonicated25
min.

Method development

Buffer (1.36g Potassium Dihydrogen Phosphate in
10000 ml water, pH-6.5 adjusted with O-phosphoric
acid) and triethylamine in different proportions reve
tried and finally buffer (1.36g Potassium Dihydroge
Phosphate in 1000 ml water, pH-6.5 adjusted with O-
phosphoric acid) and methanol (40:60v/v) was setect

methods have been as an appropriate mobile phase which gave go

resolution.

Procedures

Sample preparation

Weighed and powdered 20 tablets. Transferred t
powder equivalent to 10 mg of Prasugrel into 100 n
of clean, dry, volumetric flask and, to this ad@&&dml

of diluent and sonicated for about 10 minutes,hient
made up the volume with diluent and then filtere
through 0.45 micron filter and use the filtrateeaft
discarding the first 5 ml.

Standard solution for Prasugrel

Accurately Weighed and transferred Prasugrel H(
equivalent to 10 mg of Prasugrel Working Standar
into a 100 ml clean dry volumetric flask, and 60ahl
diluent was added, sonicated for 10 minutes, at
diluted to volume with diluents.

Calibration curve

Accurately measured volume of working standar
solution of Prasugrel Hydrochloride was transferre
into a series of 100ml volumetric flasks and ditute
appropriately with mobile phase. @®f each solution
was injected under operating chromatograph
conditions. Calibration curves were obtained b
plotting the response (area of drug peak) vers
concentration of drug. Regression equations we
calculated. The method was found linear over
concentration range of £@/ml to 5qug/ml.

Method Validation

Precision

The precision of the method was demonstrated |
interday and intraday variation studies. In theaday
studies, solutions of standard and sample we
repeated thrice in a day and percent relative stahd
deviation (% RSD) for response factor was calcdlate
The intraday % RSD of Prasugrel hydrochloride we
found to be 0.12. In the intraday variation studie:
injections of standard and sample solutions werdema
on three consecutive days and % RSD was calculat:
The interday % RSD for Prasugrel hydrochloride we
found to be 99.3. From the data obtained tf
developed RP-HPLC method was found to be precise
Repeatability

Repeatability was obtained by injecting 6 injectiaf
100ug/ml and % RSD was found to be 0.41.
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Accuracy (Recovery studies)

The accuracy of the developed analytical method was

determined by recovery experiments. The recovery
studies were checked at three different conceatrati

levels (98 and 102%). The analyzed samples yielded

high recovery values from the proposeded method.
The % recovery results of the method are given in
below Table No.1.

Linearity

The method was linear in the range ofudnl to

10Qug/ml

for Prasugrel

Hydrochloride.

Regression data were calculated.

Linear

RESULTS AND DISCUSSION

A simple, rapid and reproducible RP-HPLC metho
was developed and validated for the estimation
Prasugrel Hydrochloride in tablet dosage form.
Zorbax, SB-Phenyl 250x4.6mm, 5u in isocratic mods
with mobile phase containing Buffer (pH 6.5 with
Triethylamine and Potassium dihydrogen orth
phosphate) Acetonitrile: Water (90:10) [40:60 (y/v)
was used. The flow rate was 1.2 ml/min and th
analyte was monitored at 235 nm. The retention tin
for Prasugrel HCI was 11.5 mins. Linearity wa:
obtained in the concentration range of 50ppm |
150ppm with correlation coefficient of 0.999. The
percentage recovery of Prasugrel was found to be
the range of 98%-102%.

Table No.1: Result data of Recovery Studies

S.No Sample No Spike level pg/mL Added pg/mL found % Recovery
1 1 50% 50.0 50.8 101.3
2 2 50% 50.0 50.6
3 3 50% 50.0 50.5
4 1 75% 78.0 79.1 101.4
5 2 75% 78.0 79.0
6 3 75% 78.0 79.1
7 1 100% 99.5 99.5 99.9
8 2 100% 99.5 99.5
9 3 100% 99.5 99.4
10 1 125% 125.0 123.9 100.2
11 2 125% 125.0 126.1
12 3 125% 125.0 125.9
13 1 150% 158.2 159.8 101.4
14 2 150% 158.2 160.9
15 3 150% 158.2 160.5

Acceptance The accuracy (recovery) for the average of tripéica each concentration level should be within
Criteria 98.0% to 102.0%.
Table No.2: Result data of Validation Parameters
S.No Parameter Acceptance criteria Observation
a) % RSD of Peak Area should be NMT 2 0.07
1 System suitability b) Theoretical Plates should be NLT 2500 4061
¢) USP Tailing should be NMT 2 1.52
2 Linearity NLT 0.999 0.999
a) RSD of % Assay results should be NMT 2.0 0.12
3 Precision b) The Assay of Prasugrel Hydrochloride tabletsutthbe 9'9 3
within 98%-102% '
Mean Recovery of Prasugrel at each spike levelldHme
4 Accuracy YO it 0Boe 1000 99.03 % -101.30% wiw
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Calibration Curve of Prasugrel HCI y = 22049x - 34322
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Figure No.1: Calibration Curve of Pasurgel HCL
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Figure No.2: Chromatogram of Standard
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Figure No.3: Chromatograms of Sample Prasugrel Hydy chloride
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CONCLUSION

Literature review revealed that no RP-HPLC metisd i
yet reported for the estimation of Prasugrel
Hydrochloride in tablet dosage form. Thereforeyas
thought worthwhile to develop simple, precise,
accurate RP-HPLC method for estimation of Prasugrel
Hydrochloride in tablet dosage form.
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