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Deter mination of beclometasone dipropionate in compound beclometasone adhesive plaster by directly HPLC

microanalysis

Chen Yue! , Cai Zhr bo’ (1 . Zhejiang Institute for Drug Control , Hangzhou 310004, China ;2. Affiliated Children Hospital,
Zhejiang University College of Medicine , Hangzhou 310003 , China)

ABSTRACT:OBJECTIVE  To develop a reversed phase HPLC method to-determine the content of beclometasone dipropionate in
compound beclometasone adhesive plaster. METHOD The analysis was carried out on a column named Shim-pack CLC ODS (6.
Ommx150mm, 5pm) with a mobile phase of 0.05mol* L™ ' phosphate monobasic sodium solution (adjusted the pH value to 2.5 by
80 % phosphate solution) = methanol (20: 80) , The detection wavelength was 240nm and the column te mperature was set at 40 C .
RESULTS  The linear range was 0.109 ~4 .34pge mL’ '( r=0.999994, n=10) when the injection volume was 50puL ; the aver
age recovery of beclometasone dipropionate was 101 .6 % ( RSD=3.7 %, n=9) ; The reproducibilities of the method ( RSD) was 1 .
2% ( n=6) . The specificity of the.method was very well. CONCLUSION This method is a rapid, simple and accurate procedure ,
which is suitable for assay of beclometasone dipropionate in compound beclometasone adhesive plaster .

KEY WORDS:HPLC; beclometasone dipropionate ; adhesive plaster; determination
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2.3

1 >
1.1 . “2.27 (0.1pgs mL™ ")
Agilent 1100 s Ag- R 10,
ilent GI311 A \Agilent G1315B DAD VAgi- R s
lent GI313 A ALS ;Sartorius BP 211 D 5.45ng.
2.4
1.2 020107 30, 6 5 ., 2.
; . ;o ( 1 ) , ,
) , , 6
1.3 . >
( s 116.3,115.2,114.5,116.8,115.8,118.5%,
119-9101), 105°C 99 .5 % ; 116.2%, RSD 1.2%.
(4cm x 6cm/ s 2.5
20020117 ,20020123 ,20020126) . 1 , 2.1
2 , 024 48h 50pL
2.1 , (48h )
Shimadzu Shim-pack CLGCODS C;g ,6.0mm . ,
Xx150mm ,5p; 0.05mol* L ! ( / . ,
80 % pH 2.5)- (20: 80) ; 40°C
240nm. 5, , , s HPLC
s s 500mL s 250mL, >
50mL, s N s
s s 30 min s , 1h, 2.6
, 50pL s L >
omL 1.5 20ug* mL-! : 15,20,
s 2.0mL 25mL 3 1 500mL (
N . . i 80 % ,100 % ,120 %
)
2.2 5 s ; , 2.1
, “2.1”7 > >
0.109,0.217,0.4340.869,1 .09 ,1 . 2.
30,1.74,2.17,3.26 ,4 .34pg* mL~ ' , 2
50uL, ) 1. Tab2 The result of recovery test
1 (1igymL3h) RSD
Tab 1 The injection concentrations vs response peak area (mg) (mg) (%)

80 % 0.05976 0.05878 98 .35
0.05976 0.05603 93.76
0.109 9.98 1.30 110.61
0.05976 0.06266 104 .86
0.217 18 .76 1.74 146 .58
100 % 0.07968 0.08153 102 .32
0.434 36 .80 2.17 184 .27
0.07968 0.08325 104 .48 101 .56 % 3.7%
0.869 73 .67 3.26 276 .52
0.07968 0.08302 104.19
1.09 91 .89 4.34 368 .71
120 % 0.0996 0.1019 102.29
A > C 0.0996 0.09903 99 .42
, 1 s : 0.0996 0.1039 104 .36
A=84789 .0 C+0.10339 r=0.999994 (n=10) 2.7
, 50uL  ,  0.109 ~ 4 .34pg*
mL™! , , ,
0.8~1pgmL™", 50uL. HPLC ,
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8 .1 min

1.

VD1 A, Winalgh=240 vh (CYBECLOZT0.0}
LU 8

256.650

12.099

Y

\\"‘*! lfm Jo Jw/v
fo P % min

1 ( )
HPLC

Fig 1 Chromatogram of blank solution of compound beclometa-
sone adhesive plaster without beclometasone dipropionate

3

«l.3” 3 L “21”
s 3 2,
3

Tab 3 = The contents of beclometasone dipropionate of com-

pound beclometasone adhesive plaster samples

( %) RSD (n=3)
20020117 115.2 1.9%
20020123 I'13.1 2.2%
20020126 118 .5 0.3%
4
4.1 Shimadzu Shimr Pack CLC ODS Cig
(6.0mmx150mm,5yu) , 5
s 4~5
; Shim- Pack CLCG ODS Cy s

20 ~

507C, 5
, 40°C,
VWD A, Wavaiengin= 240 nm (CYOECLO258 D)
AL
20
15
10
1
5
[}
3 i) 1 ) 7 u 1 o
t/min
2
HPLC

Fig 2 = Chromatogram of sample solution of compound be-
clometasone adhesive plaster

1 beclometasone dipropionate

42 >

80 % , ; >

0.5h , ;
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(74 % ) s

44 >

:2002-12-28





