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An Assay of Bidronate and Its Related Metabolites by lon-par RP- HALC

ZHANG Xieo- ging, JIANG Ye, XU Zhi-ru
(Shool of Pharmecy, Hebel Medicd Univerdty, Shijiazhuang 050017, Ching)

Abstract: An andytica method for determination of etidronate and related metabolites was developed , based
onion-pair reverse-phase high performance li qui d chromatography (ion-pair RP- HRLC) coupled with evaporar
tive light- scattering detection(ELSD) . The ion-pair RP- HALC was performed on a BDS Cs column(5y; m,
4.6 mmx 150 mm) at room tenperature , us ng the nobile phase of metharol buffer ol ution(5 mnol/ L amno-
nium acetate and 8 mnol/ L amjlarmine , adjusted to pH 7. 0 with acetic acid) (5 95 by volune) , at aflow
rate of 1.0 mi/min. The linearity range wes 110- 994, g/ mL(r=10.999 9, n=5). The recovery was
99% - 102% with RD of 0.70%(n=9) . The active ingredient —etidronate was successully separated
fromits related metabolites , i ncl uding res dud phogphoric acid duri ng the synthes sof eti dronate and other pos
sdble inpurities from ox dation and deconpostion such as phogphate. The method was rapid, Snple, accu
rate and reproducible. It was success ully enployed for the assay of etidronate in bulk meterial and pharmeceu
ticd dosage form, as well asfor the deternination of its related metabolites. It provides a new and reliable
means for qudity control of efi dronate.
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1.1
( 99. 5%) ( : 020824, 020825, 020826)
; ( )3 ( : 021115, 021116, 021117; 200
my ) ; ;
1.2
LC- 10ATwp ( ) , Alltech 2000 (
), T-912 ( )
1.3
: Hypersl CsBDS (5 m, 4.6 mmx 150 mm, ) ;
- 8 mnol/ L 5 mnol/ L ( pH 7.0 ( 5 95 : : 1.0
mL/ mn; : ; : ZOH L
: 113 N2 3. 1L/ mn; o : 16
1.4
1.4.1 300”g/m_ 500”glr‘rL
1.4.2 , 4OOIJ g
1.4.3 3 10 ) )
( 200 ng) , 100 m_ , ) ) ,
2m 10 mL ,
2
2 1
2.1 3
i 33 7 9
t/min
1
6.5 mn, 1
4 500, 1.07 Fig.1 Chromatograms of mixture of eti dronate
2.0 reference substance and related netabolites
2.2 1. etidonate; 2. phogphoric acid; 3. phogphate
55 ny 50 m_
, , 110 331 552 773 994U o/ mL
20“ L , (A g A
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400U o mL , 012 46 8h , RD
0.51%, 8h
2.4
, 9% 102%, RD 0.70% 1
2.5
1.4 3 3 , 2
2.6
2.6.1 pH 40 7.5 , 4 14 mmol/L
, 0 9% 5 50 mmol/L
( )]
, - 8mml/L 5 mnol/ L ( pH
7.0) ( 5 95
3.8mn 3.2mn
2.6.2 ,
' 1
! Table 1 Recovery results for eti dronate
Added Found Recovery ~ Average recovery R
(ALD) palg- ™) pelg- M) R % R % s/ %
' 317.2 315.2 99 100 0.81
324. 4 326.3 101
(ALD) 321.2 324.1 101
371.8 373.3 100 100 0.72
) 399.6 398.6 100
425.6 430.7 101
480. 8 485.1 101 101 0.79
) , 483.2 490. 4 102
475. 4 475.0 100
) 2 (n=3
Table 2 Resultsof sanple andyss(n=23)
Sanple Lot No. C%“Z:t 38;)
Buk drug 020824 98. 97 0. 86
’ 020825 99. 23 0.97
, 020826 99. 16 0.89
Tablet 021115 99. 76 1.0
021116 99. 57 0.98
021117 100. 1 1.2
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