HPLC MERKRE FIRER I B R EEFNEEL S MEAT YA HE
EF Y A T s L ER AR, WHT Sl 316021 2874 LT 2T, WIT SRl 316021)

BE. BN ZIBRTHAREFPSCHRALAD LB DHINGER BN T, HiE KBEE, 2L 0.1 mol-L' 4y sk
R ATERAF, ik 50 rminT', BRAER A A 30 min, A& AR &£ % KA ZORBAX SB-Cig(150 mmx4.6 mm, 5 pm)
G, A TIE-0.02 mol- L™ BIEsk s 40 (15 85) ARS8, Al sk % 4 237 nm, ik % 1.0 mL-min™", 428 % 30 C,
HR A TBALBHE 4.588x107°~0.458 8 ug A F RAFAI LM £ £ (=0.999 8), T3 DI F % 98.1%,RSD # 1.06%(1n=9);
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Dissolution Determination of Acetaminophen and Moroxydine Hydrochloride in Ganmaoqing Capsule
by HPLC

WANG Fangl, CHEN Xiangz*(l‘Department of Pharmacy, Hospital of Zhoushan City, Zhoushan 316021, China;
2.Zhoushan Municipal Institute for Food and Drug Control, Zhoushan 316021, China)

ABSTRACT: OBJECTIVE To establish the method of dissolution determination of acetaminophen and moroxydine
hydrochloride in Ganmaoqing capsule. METHODS Paddle apparatus was used with 0.1 mol-L™" hydrochloric acid solution as

the dissolution medium at a speed of 50 rmin™"

and dissolution time limit was 30 min. The analysis was carried out on a
ZORBAX SB-C;3(150 mmx4.6 mm, 5 pm) column, the mobile phase was composed of acetonitrile-0.02 mol-L™" sodium
heptanesulfonate(15 : 85) at the flow rate of 1.0 mL-min"' and the detection wavelength was 237 nm. RESULTS  Acetamino-
phen showed good linearity in the range of 4.588x1072—0.458 8 ug(r=0.999 8), the average recovery was 98.1% with RSD of
1.06%(n=9); moroxydine hydrochloride showed good linearity at the range of 4.654x107—0.465 4 pg(r=0.999 6), the average
recovery was 97.9% with RSD of 1.09%(»=9). CONCLUTION The method is convenient, accurate and practicable. It can be
applied to determine the dissolution of the preparations.

KEY WORDS: Ganmaogqing capsule; acetaminophen; moroxydine hydrochloride; HPLC
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AN PEANFE S B . W 259097 S0 A 30T 1
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A .
1 UES5RH

RCZ-8M ¥ IR KR RZQ-8D [ BhHUFEIL
LRGN H RFR KR K ;s Agilent 1200 HPLC
RY(ER Agilent 247, GI1322A HAZNBAHL.
GI1311A VYtH .G1329A HEhEFEIL . G1316 DAD
Rl %% . Agilent 1200LC k2~ T {E3uk); BS124S
BB RP (bRt 3€ 2 FT); Delta-320S pH it
(MEF -5 4] 2); UBC-302 75 i v 2e( ik
JE)

X T B8 L 0 L (R 2 g A= A ) A
JT, fit5: 100018-200408, ft&H e ) Hik
e b TG H o (H L 2 S 2R S e BT, LS

BEVEE: MM, B, BiL, EEY Tel:
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100483-200402, L3 &WllE H); LR k4l
KR TEZEAR K SLAR I A a9 HEK B NG
WEHE AR5 A LS 1T 45 Sl (AL A48 R
WA I A F, it 20130117; B. Ak
T 25 A B A 7], 45 120505, 130104,
120804; C. VLVim EHIZGH MR A, 5.
20121113, 20120802; D. LG F 25\ AT PR A A,
fIt5: 1211165 E. IRYIGIE R4 29I A7 BRA
fit5: 1101215 F. WLRAIRLARA A, it
5 130302).

2 HESHR

21 FEWE T

211 A& i A : ZORBAX SB-Cig
(150 mm X 4.6 mm, 5 pm); FE: 30 C; Ry
K 237 nm; WEARMY: Z05-0.02 mol- L™ Pekilitk
BRANVEW(15 ¢ 85); Yiik: 1.0 mL-min~'; BEFER:
10 pL.

2.1.2 XTI E S OREARION £ s
Py f HE A 45.88 mg,  h R IBKATONS FE I 46.54 mg,
& [F]— 200 mL A, 0.1 mol-L™" 1 R¥ i
WARICFRRE R ZIE, ok 201k 24 2 19y Fl 6 1 g
WBK DT B2 43 1) A 229.4 F1 232.7 pg-mL™ R &%t
FIELT 7 88 980 o 4 il s 36 VR TS 45 ) Rk 2 4594 1.0,
2.0, 4.0, 5.0, 8.0, 10.0mL, & 50 mL &=k,
B 0.1 mol- L™ (bR B2, 4, 1ENIR
AR S 17~6", 2

2.1.3 PRSI E S KBS MR
WAEDIRAT, WH, REEREOR RL 02 g, &
200 mL I, A 0.1 mol-L™" f £h 2 v Wi
100mL, T 37 C#/A 20 min, W 2= E, H
0.1 mol-L™' AR MRIEWIE R B ZIRE, #4, e,
K EESEEW 5 mL, & 10 mL &4,
0.1 mol-L™" [ R R B %I, 750,

2.1.4  YIPERE SIS IR ACIEAR . KT
2% 6 M2y, oAb Ll A i e ot 2.1k
G4 1y R 5 TR N BRI 1 B PR s B B AR A
BIRE 5 ()2 IR FE SR IRAD, WFA, K FRENZ 0.2 g,
F “2.0.37 T 70 R B A

2.1.5 ZFEATYIRE o 3RS it
WA AR ARSI % “2.1.17 TR
P, S5 1. UEWRE S X 2R 3
Ty R R N b At 2 4 0 ]k 3 Sk 2k 4y
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X B IE>1.5, HoAh ey AT P06 £ B R WA R IR
M R TG ) 000 5

1 A B C

0 2 4 6 8 0 2 4 6 8 0 2 4 6 8
t/min t/min t/min

1 B i

A=XFIR s BB C-BIPERE R s 14 SR LMY s 2— AR TR b
Fig.1 HPLC chromatograms

A-standard solution; B-sample; 3-blank control; 1-acetaminophen;

2-moroxydine hydrochloride.

2.1.6 ZPERRFES  KHWI FIRTR G0
VW 17~6"% 10 uL, 29 N S OB AR (A,
DLEFRE f (ng) b Xl VTR Y 3l s — 3
AT EIRNE, 15 B0 WS L 1 2 AR
N Y=2.40 X 10°X+29.6, LML 4.588X 10~
0.458 8 ng(r=0.999 8), ERFRMIMKINLEYE TR Y=
174X 10°X+19.1, ZE L A 4.654 X 107~0.465 4 pg
(r=0.999 6).

2.1.7 AXESKE R BRI R I E] O B T
IRFEME T, EEHERE 6 IR, e X S E
By AN ER R S IR s T AN, THE RSD. 45 L0
THIA K RSD 439 4 0.64%, 0.79%, 2 WX #K5 2%
B R Uf .

2.1.8 FoEMERE  BHbRSA W, 2, 4, 6,
8, 12h &uEFE 1 Ik, MEUERAR, 4580 2
FEWY K RSD K 0.79%(n=5) HRMLIHITIY RSD
A 1.07%(n=5), UtHIFE 2 /DAE 12 h NESE .
2.1.9 BEEMRE AR (A K
A, #1t5:20130117)2 0.2 g, 3L 6 14, 20 9 4%“2.1.3”
TR k4, I “2.1.17 TR Ak 4 &,
DUAG NS £, 128 1 0 56 1 0 Wb U 11~ 25 57 2 4 )
kR B 94.72%11 93.04%, RSD 18 23 %1k 0.8%
N 1.3%, RIEREGERL.

2.1.10  fnFERI R BOE — RO A S R
B (AT %K A, IS 20130117)49 0.1 g,
FEBRE, AT 9 4, o ilda i\ — & =1
TR AT S A, % “2.1.37 TR ik A it
R VAT, 2117 TR A SRR 2,
THENFE R . 6 £ 2 SE 1 0 A [
) 98.1%(RSD 4 1.06%), #HERMWEIEITA 97.9%
(RSD 4 1.09%), Ut FH 7V HERIFE B o 45 R W3 1,
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K1 ERERLH=9)

Tab. 1 Results of recovery test (#=9)

o ke R AR WY [k, P RSD/
o
7| g mg mg mg % KR /% %

0.1017  4.705 2.294 6.923 96.7
0.1029 4760  2.294 7.022 98.6
0.1053  4.871 2.294 7.108 97.5
0.1038 4.802  3.670 8.380 97.5

xg 0.1004  4.645 3.670 8297 995
g 01027 4751 3.670 8370 986 981  1.06
g 01031 4769 5276 10.009  99.3
0.1012 4682 5276  9.805  97.1
01031 4769 5276  9.945  98.1
01017 4621 2327 6890 975
01029  4.676 2327 6940 973
01053 4785 2327  7.089  99.0
L 01038 4717 3723 8377 983
B 01004 4562 3723 8256 992 979 109
ﬁﬁ 01027 4.667 3723 8304 977
M 01031 4685 5352 9935 981

0.1012  4.599 5.352 9.720 95.7
0.1031  4.685 5.352 9.967 98.7

2.2 BN E TV

221 FEEMER PEZAM 2010 FRIET 3
Bl e BE M s ik VA RIEAUNRE. EKE
T M 3w St 2 T 2 ik 7y R 3 R R R A 52K
ZIEBIAM T A RKERAMEEE M TRE, &
7 O R T AT RE A i SRR R O Y, WOCR 2Rk
T BEE S

222 WHATMEE ALK, 0.1 mol-L™
() 5 R VA pH 6.8 Al pH 7.2 HIZE T 900 mL
WA T, SRR AT I, HeE o 50 rrmin”,
7E 5, 10, 15, 20, 30, 45 min 4> HECEE 5 mL(JA]
I b 78 45 U RN RS A S mL), s, HSE
Wi “2.1.17 N E, THE 9 ANtk
FE ARSI ) ) SRFRA . 45 A AE7K . pH 6.8
FpH 7.2 MIZErh,  SHEUCRE i o) ka3
i R R BRI ATCLE 15 min B [P 34038 HE i (n=6)34
>85%. fE 0.1 mol-L™" [KEh MWW, A FIRE S AE
15 min B (1 F38%5 e 22 AR, BB A
(1P 14 <85%, %18 0.1 mol-L™ ) b iR v
WS N W B, IS 0.1 mol- L™ 1)
RIS WA R A

223 AAERIMEEE WAL A P
FASG AT H AR IR 468, L 0.1 mol-L™" [
R RO AR, HE R 50 rminT', T
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FES (A=) K A, 5 20130117) % LB
By A R PR IR ATCAE S A AR RA 750, 900,
1000 mL I, AR a) i i) SRAR A e, 25 2
Pl 76 ERARFUR, BRI 22 A K HLAR e
SEAVH, % EE 900 mL S5 AR AL IE P AR 1A
Rl h ™), R £ A AR 900 mL.,
224 FHIIERE MO N SRR B M AR
50 rmin~' W, SIEH B HIEE SRS, FFL
50~75 rmin' ) B B H W L, Bk B
0.1 mol-L™" [ Eh RV 900 mL ¥ th Ao, 3k
50, 75 rmin', WEEEREET K A,
fit'5: 2013011 7)BEATH H LK. /£ 5, 10, 15,
20, 30, 45 min 73 BIEUFE 5 mL([F] R4 78 2535 1 6
N A S mL), 98I, HERIEMIE “2.1.17 I
GG AT, U ERE SR & I TR R SR AR
M. R RWIAEEE K 75 rmin” I, AR5 HT
W R, 1T 20 min S5, KRS TR 2R
SEM RN R R A R AE 2 G T (1 BRI R
REIA B 85% LA I H ZRIA K, bk B i oh
50 r-min_'. LK 2.

1201 A 120r B
100F 100 F
< 801 o 801
]Hﬂ 60} . I8 60} .
= == 50 r'min”' == ——50 rrmin”'
¥ 40 . K 40r .
== 75 rmin! ——75 rmin!
20F 20F

0O 1I0 2I0 3.0 4IO 5l0 6IO 00 ll() 2I0 3I0 4IO 5IO 6IO
t/min t/min

2 IR RS A R
AN LA AR B—#h IR kI
Fig. 2 Dissolution curves of sample by different rotation
speed
A—acetaminophen; B—-moroxydine hydrochloride
225 Wil —dlE IR feRE s R
% B, 5. 120505)6 Ki, fic LR e 1
Wik, 485, 10, 15, 20, 30, 45 min B, 4
OV G 45 AR R R PO £ R Py A
R RN AE S5 1 AN HBORE IS R) 5 ARt A
RSD #J<16%, H AR NI Stk i RSD 1
<8%, R RLT.
22.6 WHEIMAE I K B3 AFEME]
F: 120505, 120804, 130104)%% 6 Fi, 4% FidH
5E M RS T, 7E 5, 10, 15, 20, 30, 45 min
IF, 2 O v, &5 R 0 s 25 ORI T R )
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S H B RSD $4<5%, KW HEE RS .
22,7 wHMhZm gl BARFE AT K
Mt Fe BRI B I E Uik, 78 S, 10,
15, 20, 30, 45 min 737U 5 mL([A] I 4b 78 45 i
(I A BT 5 mL), 8, HUEEMR “2.1.17 1
NGRS T, VSRR ST I ) AU SR
A, 2 2, 4 SRR W EUORE I 1A) 24 30 min,
X0 T 3 g R R e R ADIG (1 ¥ ) PR 3k b v
=1 80% LR AIE, WK 3,

120 A 120 B
100 F

o 80f ° 80

18 L ——A [\ﬂﬂ ——A

iaii* 2 —-B(120505) 3= %0 —— B(120505)

% ol ~CR2ITI) £ 49 - CR0121113)
20t ~E 20 —~E

——F

0 —— 0
0 10 20 30 40 50 60 0 10 20 30 40 50 60
t/min t/min

B3 i Rt &

AR LA FEDY; BRI

Fig. 3 Dissolution curves of sample
A-acetaminophen; B—moroxydine hydrochloride

2.3 FREELEHEINE
Bl 6 N K 9 MR EIEEE, 1%
“2.27 TR TN E S AL L, AR IR 2.

R2 O AR A R R (n=6)

Tab. 2 Dissolution results of samples(n=6)

] % it Xt L IREIE 1% HE 1 M/ %
A 20130117 94 92
B 120505 102 96

120804 96 89

130104 98 99

C 20120802 88 104
20121113 92 89

D 121116 91 82
E 110121 94 98
F 130302 101 108

3 Wig

3.1 AR IR FE

VA 2N S AR5 24 W B DR A R R A )
I, AR B TRy e, i ep 2 52
TS 22 DL ffe I BRI 2 i 245490 1003 L 1R 0
B Z B RPEANA RN . O S M A 122 1 5 5
AT BRI RTINS 24 R REAT
BEME . B E T RRB T I AX LA B TR IR
Nl R AT 5 K R SR IS, i P = A6 5 o R A
AN R, AE SR, IR R R A

. 1248 -
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AIBF bR T mEARERLS 1 mg), &% LR%
HRRE I J7 VRN I, R P B SR R SR TSR
M FEHEME RSD N 15.3%, EK K. LiE5%E,
e 2R AR PN 2T B Ty A 1R v bR AT A g J T 3
JREHE TR tH R B FRFR 17 b ok PR S
IR HSBURIS HH BE T5 R /AR HdE— 2 52
3.2 R FE

5 5 W BT A o IR RV 47 10w, 23 BIAE RS
BRI 3 1 J KR K 249 nm 1 3 8 M R I
() e KW K 237 nm R REFENISE, 45 Xt 2.0k
R CORIETARTE 2 R R AL, i
P M B T €2, 3 e T AR A A R, AN S K 25 0
EFE 237 nm R K.

3.3 IQURE I [ Rt B A )

W R, KEB A FE f 75 20~30 min B,
500 A R 2R Sy A SRR M R EE 1 Yk H B
W ILE 85% LA b, H 2 AN Ia] v B
7 S%LLA, BIAW MR “FEI7. HREH
IR B 1] —FBE A Z0Bh () 3 50, MOESE 30 min
O H RS PR IR B T),  [] BSFoeg EDORY RO HH R U
25 15%AE s PR, ff e 8B T IR h X £k
G4 T R 1 o R DTG PR 35 e B 5 39 O b v 1 1
80%, X 55 HH Ak 2 ) 75 BT A TR A T A9 H R
JE A3
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