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HPLC determ ination of m etoclopram ide dihydrochloride
injection content and it s related substances
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Abstract Objective To establish an HPLC method for the detem maton of content and related substances form e
toc bpran de dihydrochloride n gction M ethods Cis cohmn(4.0 mm X250 mm, 5 Hm) was adopted w ith hemo-
bile phase of aceton itrile— 0.02mol* L 1 phosphon ic acid solitbn( adjustng fH to 4. Ow ith triethy lan ne) ( 19:

81). The fbw ratewas 1.0 mL* m n ' and the detectbn wavelength was set at 275 nm. Results Under the de-
scrbed chranatographic conditbn metoclopran ide was canp letely separated fran its mpurities A Inearity betw een
peak area and metoc bpran de concentration was achieved n the range of 12.4—- 124.0 Hge* mL L with r of
1. 000 The average recovery(n= 9) was99. 3% . The bwest detectable anountw as 0.3 ng Conclusiort The m el
od is convenien} accuratg specific and sensitive and can be used br quality control ofM etoclopram de D ihydroch b-

ride Injectbn
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mm, 5 Hm) M illpore , sartorus BP211D H 4.0 (19:81), : 1.0mL* mn |,
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Fig 1 Chomatograns of specificity test
A (negative sanple wihoutmetoclopranide) B ( decan posed by 6 mol* L~ ! hydrchbride acid) C.
( decan posed by 2 mot L7 ' wodim hydmwxide soliton) D ( decan posed by 3% hydwogen peroxide solution) E. (de-
can posed by heating at about 130°C ) FE (decan posed by stiong light irrad iation )
L. (meocbpran ide)
2.2.2 , mn , Imole L' ,
6mols L' 2ml, lh ., 1 1 mL 1.0mg
mol L : ,
ImL 1.Omg 2.2.4
2.2.3 , % 2ml ,
2mol* L 2 ml, 10 1 mL 1.O0mg
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2.2.5 , 130°C
5h ) )
ImL 1.0mg
2.2.6 ,
4000 k 48 h ,
1mL .Omg
2.2.7
S5HL, “2.17
, 1
2.3
. 0.
mol mL™' 2 mL
0.096~ 7.68 Ugs mL = 7
,  “2.1” ,
Y X (Mg mL™ ") ,

Y=5.627 x 10X + 3.703 x 10 r= 1.0000
0. 096~ 7.68 Hge mL ' (

0.0% ~ 4. 0o ) ,
1

2.4
, 0.1mols L'
2mL ImL
15.11 ng , 20 B, “2.17
) ) SN =3
0.3 ng
, 0.1mols L'
2mL ImL
70.02 ng , 20 UL, “2.17
) , SN =1Q
1.4 ng
“2.27 5 5 HI,
999. 997,
02481224h s
24 h ,RSD  0.4%% (n= 6)
2.5
,  “2.1” ,  “2.67
1 2

Tab 1 Systan ruggedness test of different colum ns

(sold phase)

(relative retention time)

( otal mpurities) o

DJ}monsilClg( 4.6 mm X 200 mm, 5Hm ) Q 61 Q75 091 1. 25 .57 0. 63
Agel C g (4. 6 mm x 250 mm, 5 Hm) Q55 Q 63 Q74 122 .47 0. 74
$H MADAJ VP- ODS(4 6 mm X250 mm, 5Hm) Q54 Q57 076 120 130 0. 66
2 1 mL 0.20mg
Tab 2 Systan ruggedness test of different instrum ents
y &8 s ; 1 mL 100 mL
2 2 2 2
(ol
( nstrum ent) (relative retentim tine) 20 KL , R
mpurities) %
S MADZU LC- 2010AHT  0.54 0 57 0.76 1 20 1.30 0. 66 2070’
« »
S MADZU LC- 2010C HT 0.550600.77 1.22 1.35 0. 64 ZOUL 2.1
2 2
’ 4
2
2
2.6 6 ; (1.0% ) 2 3
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3 (% )
Tab3 D eterm ination result of samples
RSD
( sources) (LotNo ) (m axinum inpurity) (‘total i purities) ( content) Mo
(WuxiNa 7 Phamaceutial Co, Ltd ) 04022313 0. 07 030 100. 05 0.09
( ShanghaiH arve st Phamaceu tical Ca, Lid ) 070103 0. 06 Q27 9.76 0. 09
( Zhengzhou L ngrui Pham aceutical Co, Ld ) 0701111 0.18 Q67 93.58 0.12
( Shandong Tianfi Pham aceutical Fac tory ) 0611091 0. 11 Q35 95.79 0. 08
(T ianjin Pham aceutical Group 0504071 0. 21 Q62 96. 53 0. 06
Xinzheng Cao, Ld )
(Jingsu Pengyao Phamaceu tical Ca, Lid ) 0608 141 0.27 093 95.79 0. 10
] , “5 1? 20 l’lL
I T e
5 R S A ) . 124~ 124.0Hg* mL'
1 ! N
Y=5.279 x10X + 2. 715x 10" r= 1. 0000
2.8
-1
254 e , 0.1 mol* L
r . ; ; a . 2mL ImL
0 10 20 30 t/min
B 62 Hg , ,
B2 AR , RSD (n=6) 0.7%
Fig2 Chromatograms of related substances 070103
A. X} B (reference)  B. £ ( sample) « N
1. H AU e ( metoclopramide) 2 ~ 6. Z%Jifi (impurities ) ’ 2.10 ’
20 KL , )
1
99.78%, 99.06%, 99.7%,
100.8%%, 99.3%, 99.7%%; R (n = 6)
0. 6%
: : - 0281218 24 h ,
A RSD(n=6) 0.51%, 24 h
1
29
Iml, 50mL " 9 3
( 3 ), 1.54mg-*
, - , ml’ . “2.10” :
0 5 10 t/min
B 9 D)
B3 IGCROE MRS B (A) SRR (B) 4t 80% , 100% , 120%, 3
Fig3 Chromatograms of metoclopramide reference substance (A) and U1, , 0. 1mol* | !
sample (B) 2 mL ) 1 mL
1. BT % ( metoclopramide ) 62 ug ’ ,
2.7 s 0.1 s 3
mol L~ 2 mL (n=3) 99.3%, 99. %, 99. 3% ; RSD

12,4~ 124.0 Bge mL.' 5

0.53%, 0. 650 ., 0. 36k

(n=9)
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99. %, RSD 0. 46%
2.10 6 20
s 2 mL, 50 mL s
, s SmlL 25 mL ,
. , , 20
bL o “2.17 )
; s 0. 1 mol*
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3 3
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3.1 - -
(H 3.8) (7:15:78), - -
0.02mol L ' ( H
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3.2 « ”
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214 i , .
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0.76 1. 14
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