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/ABSTRACT \

Three simple spectrophotometric methods (A, B, C) have been described for the assay of silodosin, in
bulk and pharmaceutical formulations. Method A is based on the oxidation of silodosin with iron (l1I)
and subsequent chelation of iron (lI) with 1, 10-phenanthroline (PTL) to form a red colour complex
with A max at 479nm. Method B is based of the oxidation or reduction between the silodosin and folin
ciocalteu (FC) reagent to form a blue coloured chromogen with Amax 732nm.Method c is based on the
oxidation of silodosin with iron (11I) and chelation of iron with 3-methyl- 2-benzothiozoline hydrazone
hydrochloride (MBTH), to form a green coloured complex with A620 nm.
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INTRODUCTION reaction of silodosin with FC reagent in the
1-(3-hydroxy propyD)-5[(2R)-({2-[2-[2-(2,2,2- presence of sodium carbonate to form a blue
triflouroethoxy) ethyl] amino} propyl] indoline- 7 coloured solution (Amax: 732nm). Reduction of
carboxamide, is widely used for the treatment of hetero poly acid complexes by organic reagents
symptomatic benign prostatic hyperplasia(BPH). was utilized as the basis for the determination of
A survey of literature revealed that there is no several organic compounds, particularly
report on visible spectrophotometry. Therefore, phenols, amines, enols. Among the various
the need for a fast, low cost and selective hetero poly acids, phosphomolybdo tungstic
method is obvious. Especially for the routine acid, the well known folin ciocalteu (FC) reagent
quality control analysis of pharmaceutical was preferred by a number of workers for the
formulations containing silodosin.This paper determination of drugs containing not only
describes three visible spectrophotometric phenolic or amino group but also certain other
methods for the determination of silodosin by drugs which contain neither these groups.
making use of the reported procedures. 1,10 - Method c is based on the formation of green
phenanthroline is commonly used for the coloured species on treating with ferric chloride
determination of metal ions like iron, cobalt, and and MBTH and 0.1N HCL (A max 620nm).
cadmium. It is used for the determination of
some phenolic compounds and drugs.Method A EXPERIMENTAL
is based on the formation of a red coloured INSTRUMENT
species (A max: 479nm) on treating with A systronics UV- Visible double beam
silodosin with ferric chloride and 1,10 - spectrophotometer (model:2202) with 1cm
phenanthroline in the presence of Ortho- matched quartz cells was used for all spectral
phosphoric acid. Method B is based on the measurements.
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REAGENTS

All chemicals used were of analytical grade and
all the solutions were prepared with double
distilled water. Aqueous solutions of ferric
chloride (0.03M) , 1,10-phenanthroline(0.01M)
and Ortho-phosphoric acid (0.02M) were
prepared for method A. aqueous solution of
sodium carbonate (10% w/v) and commercially
procured FC reagent (2N) were used for method
B. Aqueous solution of ferric chloride (0.2M),
MBTH (0.2M), 0.1N HCI, were used for method
C.

STANDARD DRUG SOLUTIONS

Stock solution of silodosin (1mg/ml) was
prepared by dissolving 10mg of silodosin in 10ml
of methanol. The working standard was
prepared by dilution to 200ml with distilled water.

SAMPLE SOLUTIONS

Capsules of one brand was used for the purpose
of analysis. One capsule was taken and the
powder taken according to the labeled claim.
The solution was prepared as under standard
solution preparation and filter if insoluble portion
present.

ASSAY PROCEDURES

METHOD A

Aliquots of standard drug solution representing
10-50ug/ml of silodosin, 1.5 ml of ferric chloride
solution and 2.5 ml of 1,10-phenanthroline
solution were successively added to a series of

15 ml graduated tubes. The contents of each
tube were mixed well and heated on a boiling
water bath for 15min. the tubes were cooled to
room temperature and 2ml of Ortho-phosphoric
acid was added to each tube and the volume
was brought to 12ml with distilled water. The
absorbance was measured against a reagent
blank at 479nm. The amount of drug present in
sample solution was deduced from calibration
curve.

METHOD B

Aliquots of stock solution representing 300-
500pg/ml were transferred to 10ml graduated
tubes. 1.25 ml of FC reagent and 4.5 ml of
sodium carbonate solution were added
simultaneously and kept aside for 10min a room
temperature. The soluton was made upto
volume with distilled water. The absorbance was
measured at 732nm against a reagent blank.
The amount of drug in the sample solution was
deduced from calibration curve.

METHOD C

Aliquots of standard drug solution 10-50ug/ml
were transferred to a series of 10ml with
graduated tubes. 1ml of ferric chloride solution
and 1ml of MBTH solution were added mixed
well then 1ml of 0.1N HCL solution was added
and made upto volume with distilled water. The
absorbance was measured at 620nm against a
reagent blank. The amount of drug in the sample
solution was calculated from calibration graph.

Table 1
Serial no. Optical character Method A Method B Method C
1 Amax 479nm 732nm 620nm
2 Beer’s law limits(pug/ml) 10-50 300-500 10-50
3 Molar Absorptivity 19.63x10° | 7.333x10° | 24.77x10°
4 Sandell’s Sensitivity 0.30 0.67 0.20
5 Regression Equation(Y)
Slope(b) 0.054 1517 0.069
Intercept(a) -0.015 -0.017 -0.017
6 % RSD 0.60 0.87 3.76
7 % Range of Error +0.50 +0.72 +3.14
Table 2
Sample Labelled Amount obtained(mg) % Recovery
Amount Method A Method B Method C | Method A B C
(mg/cap)
1 8 mg 8.67mg 10.2mg 8.23mg 102.37%  128% 102.9%
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RESULTS AND DISCUSSION

All the three methods are simple sensitive and
reproducible and can be used for the routine
estimation of silodosin in bulk form and in
pharmaceutical formulations.
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