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= BRY:2 3 HPLC-DAD sk KIn# ik R I 8] AR B ik 3 K W T R B KR ik, Fik: R
A Agilent ZORBAX SB C4 &3 4£(250 mm x4. 6 mm,5 pum) , VA THE-m9 Sok vd- 7K B BR-/K (20:5:5:70) AR
A, 7% 1.0 mL - min ", A% 30 °C,#0 %k % 276 nm( 7] &) IE4k) 284 nm( ik 32 ) F2 303 nm( K4
BR) ., GEER I 8] I Ak AUE ik 35 Fe ik B KA BR & ) 48 38.37 ~383.71.9.60 ~96.05 F= 1.02 ~10.21 pg -
mL EEAEREE LRI, FH e S5 % 99.88% (RSD =0.23%).99.01% (RSD =0.46% ) #=
100.99% (RSD =0.75% ) , Ak 54 EF X4 TN LEREALNBEF, 2 FHAHEA+2.2S £4.7~6.4,
G0 ey A BN T ok R S, FIER T 8] IR AR R 6 R AR
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Determination of two components and salicylic acid in aspirin and
dipyridamole tablets by HPLC-DAD wavelength switching method

TIAN Haiyan, LIU Xiangguo "
(Dezhou Food and Drug Inspection Center, Dezhou 253015, China)

Abstract Objective: To establish an HPLC-DAD wavelength-switching method for the determination of aspirin
dipyridamole tablets and free salicylic acid. Methods: An Agilent ZORBAX SB C,4 column (250 mm x4. 6 mm,
5 wm) was adopted with acetonitrile-tetrahydrofuran-glacial acetic acid-water (20:5:5:70) as the mobile phase,
and isocratic elution was performed at the flow rate of 1.0 mL + min~", the column temperature of 30 °C, and the
detection wavelengths were 276 nm for aspirin, 284 nm for dipyridamole and 303 nm for salicylic acid.
Results; Aspirin, dipyridamole and free salicylic acid had a good linear relationship in the range of
38.37 -=383.71, 9.60 —96.05 and 1.02 — 10. 21 pg - mL ™' respectively. The average recoveries were 99. 88%
(RSD =0.23% ), 99.01% (RSD =0.46% ) and 100.99% (RSD =0.75% ), respectively. There was no signif-
icant difference for the content resuls between the established method and the standard method. The content uni-
formity of A +2.2S ranges from 4.7 to 6. 4. Conclusion: The established method is simple and suitable for the
quality control of aspirin dipyridamole tablets.
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Agilent 1260 755 50 AR (2,35 4 ( DAD #60 £5% ) |
KH-300 #4542 4 P i v e ( B LR B P S AT
FR/AT]) , Mettler Toledo XS205 i, 7K - ( I 1 4
R A ] KE% E:0. 01 mg) .
1.2 x5

CNE VUK Ry kol , KSR sl K
A K o Bl R TR R b R 2 A E F
e, it 5 100113201405 99. 8% ) , XN W& 1k 3 %o IR
i (PP Rt 2 i R 2 WSS B , 145+ 100244-201003
99. 8% ) KA TR Xk HR it (v [ 12 245 i A F 5
be, 35 100106-201605,99. 3% ) , B &) DEAK LI I
O (fE MR W 25 4 E], S5 A20211102,
A20210602 ,A20211101) ,

2 FEEER
2.1 @il

{4, 3% H:. Agilent ZORBAX SB C {4 % f&
(250 mm x4. 6 mm,5 wm) ;i SAH : L iU Sk
Mg -pK A fg-7K (20:5:5:70) ; 7 i# : 1. 0 mL - min ! ;
M :30 C 3 JERERE 10 WL A I B AR YK : 284 nm
(0 ~6 min, A MEIEEL) 276 nm (6 ~ 10 min, [ &) JT
#) 303 nm (10 ~ 15 min, /K ) .
2.2 R e
2.2.1 GRS SRUOAE E AR EOT ] DR O B it

25 mg, BUMEIR ST B S 12,5 mg, ZKAZ IR X B SL 10
mg, 43 & 50 .25 200 mL FHEH ANIER (5 1% B
FR1Y 50% BV ) ik i, B I RS IR = i,
TIN5
2.2.2  XPHRSWATR AES 2.2, 17 IR ) E] T
MAEEI 3 mL, SR VG 1 mL, KGR 25 T
1 mL, 4355 & 10 mL S, ISR 2205 $55] .
2.2.3 RAXISER  ORSEIC2.2. 1750 fi
R VCARGE AR 3 mL, XUBEIABEAE A 1 mL, KA R
AW 1 mb, B [F] A~ 10 mL S, Hes 5 # 2 %)
B RS ORI PR B8 Bt i e v ) o
2.2.4 SR B, 10 F, 430 R
Y URWFEE I A% 8 100 mL i P, 8 A I, IR
R, PRI RE R 20 B 3550 5 1o U8 % s s
UEIR 5 mL, B 25 mL b, e R R 20 R 1
59, H0.22 pum SEFLIE ML U8, IREEIE TR o
2.2.5 ZHEENAR FREURSHSM 1 Fikds
SEHELE 100 mL S, 45242, 2. 47 TR il £ 28
FIRHAR
2.3 FikFEA
2.3.1 FRGEGEHMEARETEESE  S0lloE
AN X RSV TR, T A % BRI L, 28 1 A RHA TR S
PR 2. 17 A S il e, WA 1,
XU TR B Al ] D AR 7K A7 R 1) O B3 B 18] 4333 o 5.3
6. 6.,12. 2 min (& {3 X R b A W E i TR s ) L 45 4
RS R BT T, R aigsRiF,3 4
BT A B EERBIR T 5. 9 BSHREIY KT 7300,
2.3.2 AMERRFA a2, 2. 17300 %R
st it B VB o, I R 7 SV B ) R SR R
RATW 4% 2. 17 TR @354 Rt , DA IR
ARV (X, ng + mL ™) SRR AR AR, WETETRL(Y)
WA pre bt 2, A5 A R (n =7)

Y=3.708 7X -1.1124 r=0.999 9

Y =34.842 0X +33.745 r=0.999 9

Y=16.263 0X -2.646 8 r=0.999 8

Bif ) DG A | X Gk B I B K A R 43 il A
38.37 ~383.71.9. 60 ~96.05 F11.02 ~10.21 pg -
mL ™ S N PESE R AT
2.3.3  REmEEEY  HC2.2.37 3 F iR A NG
VR H2. 17 R gk A, AR AR 6 IR, 5%
UG TR RR, 25 SR B ] DCAR  OBUE A 5L D) K K A R
16 AL RSD 43514 0.36% ,0.20% ,2.39% . < B i
] DCARFIRL I T8 BN 5 B R AT . K RS % B R
005 B I
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1. 3 % 55 ( dipyridamole) 2. Bl &) PEAK (aspirin) -~ 3. /K AZ IR (sali-
cylic acid)

A. 25 (%Kl (blank)  B. R4 X8 %5 W ( mixed reference solution )
C. B S (sample)

B 1 HPLC &#H

Fig.1 HPLC chromatograms

2.3.4 HRSHIER 2.2, 37 W R A X
H’E"pﬁu{ﬁ{ﬁu_g; BAFRRE 2. 17 WUF Ak S F ik
FEMAE e sRgE AR, UEME L 10 Sy s [R, LUE
WL 3 ARG I B o AT ] DC AR | XRS5 K A7 R 1
RS 5k 620 37 131 ng + mL™" KB4y 31
7190 11 F19 ng » mL™",
2.3.5 ®EmEMERAE  HE -SG5
A20211102)60 F, #2“2.2.47 30 F ] 45 432 i B )
(10 Fr 1 4y, 486 f5) , 3 il 48 2. 17 T (8335 25 2k
FEDE eI RO R T AR i, 45 SR P W] DR AR
XU TR L L K K 4 1R & 1 19 RSD 43331 2 0. 69% ,
0.31% F10.61% . FUIJLMELIERLF KR
2 Al — i BRI AR o
2.3.6  foEtkils  ER s s, o I TE
0.15.30 45 min ;2 1.2 .4.6.8.10 12h JEWEHEFH,

25 SR B ] DUARFI AU A B2 4E 0.1 .2 .4.6.8 10,12 h
IR AR A RSD 435124 0. 67% .0.30% (n =8) ; 325
R A YR P BT ) DT PR S AU SR BEAE 12 h PSR AS
R IKHERTE 0,15 .30 45 min W FLY RSD A
1.93% (n=4), 7 0,15.30.45 .60 min I & FH
RSD 5 2.39% (n =5),60 min J5 WL RSD K
F 2.0, FE PE R AE . 45 3R WAt o V3 9 b Ui
TKGBRAERIAE S 0.5 h PIASE M v AT, A B B[]
JCE, T B A S SR R

2.3.7 [ASGRES AR S AR T LA 2 R R ]
DAL TR BT ity B s 1 f Ao o, e ) o Yk
i) 80. 0% ,100. 0% 120. 0% | £ fHia i 1, AR Al b
Y X B A R I PR, FREGE f 7K A7 X R
G B BE A AR i AR . R TR AU T
il 3 4, 432, 17 TS A SRR A T sk 0
AP A, 452K 1,

R1 FEEAREELLR P 3 ARy FE

Tab.1 Recoveries of three compounds in aspirin dipyridamole

tablets
MARE PR
o it ) (o™
(component ) %
(pg-mL™")  recovery)/%
Fa] ] PEAR (aspirin ) 120 100. 63 0.12
150 99. 56 0.38
180 99. 46 0.19
KA L ( dipyridamole ) 40 99.32 0.39
50 98.99 0.20
60 98.70 0.80
W /KAHIR (free salicylic 4.0 101. 67 0.72
acid) 5.0 101. 18 0.73
6.0 100. 11 0.81

2.4 FESHINE

HUAS 5 3 ARV, #3622, 47 T5 R 77 e i 45 Ak
ARV, JEEC2. 2. 37 TR J5 i AR IR A 6 IR
“2. 1IN AT SRR, DAAMR T
SERRED T8 B R BT I UEAK, xx(tﬂﬂ_:%{zﬁ&
IKABTRAH 4 F Bl w] U ARAR R F I 7 B 53R 2,

3 itig
3.1 (REAESRIA I E

BU2.2. 27 R 3 Flot BRSO, 4 4 2. 17
T 35 25 AR HERR I S , RO TR 5L ] ] DC AR A K A7)
FRAR IR H 06, 5 BR ISF ] 2350 R 5. 3.6. 6 i1 12. 2 min,,
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Tab.2 Determination results of content

A20211102 A20210602 A20211101
%
(component) bl WG Rl BTk bl WG
(standard method) (research method) (standard method) (research method) (standard method) (research method)
r] ) PEAA ( aspirin ) 101.20 100. 61 100. 71 100. 42 100. 54 101. 15
WAL (dipyridamole ) 98. 89 98. 65 101. 33 100. 98 99.27 99.96
WFES /KAHIR (free salicylic acid) 0. 60 0.53 0.77 0.83 0.54 0.51
3.2 PhRmEE (2] RO - F Rl TR bR 55
B2.2. 27 U 3 B B VAR, A 2. 17 LS. 200295

National standards for pharmaceutical chemicals. Vol VI [ S].

T @R 2 F BERE N E , H] HPLC-DAD 460 &% %) 3

2002 .95.
PRI SRIM AT SR OURR S PTRIDS () gy e goamer. RoOMAR Gt D 00535
MAKAGER 53 W 7E 284 276 F1303 nm H i KA WU H S 7k 9 [ 0], R MR ALK 2 2 4%, 2007, 13
I KRNI, 43 1 BEHF 284 276 1303 nm 1 KK (1):102,108.
ml‘”ﬁﬁ . WEL HY, LIU Y, ZHANG YS. Determination of aspirin and dipy-

3.3 7}??(“9,]5%,_, ridamole double-layer tablets by HPLC[ J]. J Tianjin Med Univ,
) o & 2007,13(1) :102, 108.
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U s ORI (5 1% UKIEER Y 50% LW Je s KTk, TUHR25% SIS, 2004,12(3) .25,
Tfl] ﬂa‘lj T Wﬁ] [E?H(é}% " %% Ti%zl\%‘lﬂgo YI XF, MIAO DD. Determination of free salicylic acid in aspirin
3.4 Xﬂugijjﬁé\%ig/gg dipyridamole tablets by HPLC [ J]. Jiangsu Pharm Clin Res,
% N L [7] [ ] T LI 1k 2 10 2004,12(3) :25.
SEAOCUR URRIVARRAURIOC 10T ) e e, 4. RO 505 9 W
1)1 25 B AR Sy B ] DE ARSI 35 B 7 v ] ] DC AR AN
Jr o SRS RIEZL,2019,28(18) :27.
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