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Dissolution Determination of Ketotifen Fumarate Tablets

QIN Bin'?, TAN Zhixin®, YIN Guo"*', ZHOU Yuanbo®, YAN Yan'*(/.Shenzhen Key Laboratory of Drug Quality
Standard Research, Shenzhen 518057, China; 2.Shenzhen Institute for Drug Control, Shenzhen 518029, China; 3.Guangzhou
Chest Hospital, Guangzhou 510095, China; 4.Guangdong Medical College, Dongguan 523808, China)

ABSTRACT: OBJECTIVE To establish an HPLC method for the determination of the dissolution of Ketotifen Fumarate

tablets. METHODS The paddle method was used with 900 mL water as dissolution medium at the rotate speed of 50 rrmin™".

1

Inertsil ODS-SP column(4.6 mmx250 mm, 5 pm) was used with the mobile phase of methanol-water-triehylamine(950 : 50 :

0.02) at the detection wavelength of 300 nm. RESULTS The calibration curve of ketotifen fumarate was linear in the ange of
0.1-25 pg'mL™". The average recovery was 99.9% with RSD of 0.1%. CONCLUSION The inherent quality of the product can
be objectively reflected in the above conditions. Furthermore, it has a significant distinction of the same agents from different

sources.

KEY WORDS: Ketotifen Fumarate tablets; dissolution; paddle method; HPLC

(R g TR~ S 7 N L TR L 574
T ROPE S R () 250 . SRR 258 36 i
o [ 25 4 2013 RIS AR WCEE SRR S5 1) R
FRRAE, E 2 2010 4RO B D I I R SR
bR vE R R I ok AN, IR AR AR
PR R AR e, HAE A
SZRRM ARS8 25 BUAT bR S A OGSk, B
AT IR FIZ R e ae 45 R R A T
AN IR R U, HEAERR), R5%
R E LRI R R R, L T R
G LRI R
1 UES5RY

RC806 LV Hi I A R T R KR AR
FRAH]); LC-20AD 2 i 250 AH (i A (H AR By o

WL EREEF B (A By C. D) FEMA 1L,
L5235 4. 110401, 110901, 1105053, 1107191,
A4 1 mg): BRI 250k HEh (o B
2y e T e, b5 100230-200602, 4
100%); HEE Rtk al, HAbRFR8 kbt
2 AEEH%
2.1 W RE E T
2.1.1 (A4 Inertsil ODS-SP {4i%41:(4.6 mmX
250 mm, 5 pm); VBAIAH: HEE-IK-= 4 f%(950 -
50 1 0.02); Wid: 1 mL-min~'s I3 K: 300 nm;
FE#R: 30 °C; HEREAR: 100 pL. K23 FREO R
fh 20 mg, 200 mL SEF, KSR IEE 2,
&), KSR 2 mL, # 200 mL &4, ik
SEA, FEAT, AR IR A T RER 20
WEmE, WEPYRE, U, RERRI b
TR T E SEREE Y 1 mg), & 1000 mL &

T 252 2015 48 1 55 32 857 1 4]

b, KGR, B REERIEE R, By, 1,
PER AR . MR 2 Mt re Il i, il
KEWE, WK L.

" L

N

00 10 20 30 40 50 60 70 80 9.0 100
t/min

o,

00 10 20 30 40 50 60 70 80 90 100
t/min

1 &R0 1
A=KV B R
Fig.1 HPLC chromatograms

A-standard solution; B—sample solution.

2.1.2 WHA BAT R 6 B, il Bk
0.1 mol-L™" #h/2 . pH 4.5 BEIR H 22 0F Wi+ pH 6.8 T
TR Eh 22 PR 900 mL Ay A R, R ARIED), %
# 50 rmin”', WEG7E0.5C, 4HHILE 5, 10,

15, 20, 30, 45 min BUAW 2 mL, 38, $#%“2.1.17
TR % 4 Il R . SR EOR,

RN SS A 4 BleE L A B R
M IEA—50, W 2, AWFIUEPE KN T T

I I

Chin J Mod Appl Pharm, 2015 January, Vol.32 No.1 .73



1200 ¢

100.0 t N
= I
R 80.0
E 600} ——K
ff —s— pH 4 SEER Fh 2
= 400 ¢ —=—pH 6 8T ER ER 1T

20.0 - —u—0.1 mol-L'#5 %

0.0
0 10 20 30 40 50

t/min

B2 4 FAFFEH &

Fig. 2 Dissolution curves in four dissolution mediums

2.1.3 B AR SCER[S], VL MEH 50~
75 rmin~' (. TR EH AN S AR AN [ v
BE R R DX 4, AR 2 B AR R P A A OGS
50 r-min~" [R5 A [R] T P AR NI 1 B I B
JE, e R 2GS R, WO BT
J3 50 rmin',

2.1.4 IR KRS FEET KA R4 B
HUEURE 6 F, BLZK 900 mL 2§ HiA 5, SR I3k,
B3 50 rmin”', WEQG7£0.5)C, SHHIZE 5, 10,
15, 20, 30, 45 min P 2 mL, 38, HLZE
WHEREN e, PR, Wl WA 3.

120.0
100.0 W L i *
& L
P 80.0
;—:[ 60.0 | ——A]
= 400 f :
200 t —=DJ
0.0 . - . . i
0 10 20 30 40 50

t/min

RN L LEE A
Fig. 3 Dissolution curves of ketotifen fumarate tablets

SR SR, BB U aE RSN, AL C.
D 71 30 min VA HI 584, WA RS 7 vE
WA LML, EHHAERTE 2 30 min,
TV v L RE B b 2 1Y 80%
2.2 kil

i PR BB W T S B, KA
W 0.1, 05, 1, 2, 5, 10, 25 pgmL™ (5%
WS B AR 0 I BEREIN E , AT SR T AR
LAWK JE C Xt Rl 4 BEATERAERIE, G2k Jr e
A=33 526C-1132.4, HIZKHEL r=0.999 8. Zijik
W, B SRR 2R O AE 0.1~25 pgmL ™ 5 0%
AR R R RAF .

<74 - Chin J Mod Appl Pharm, 2015 January, Vol.32 No.1

2.3 XERTE A

B “2.27 TR E SIREIZ 2 1 pgmL™
PR R, TESHERE 6 K, VAR E IR
BrIFIETH AR Y RSD 4 0.25%
2.4 FE MR

A AR S, TR 0, 2, 4, 6,
8 F1 10 h 573 MIBEREIE, 45 0L F IR M S5 e
A RSD 4 0.35%, FHFEaLTE 10 h WEE
2.5 [l

R 2 BRI R T 1R I B S5 6 Y 16, 20 Al
24 mg, %34, ForE 200 mL =T, I
Ak LA ) SEAR A RL, KRR e 2, R4,
UE, K EEEEYEW 2 mL, & 200 mL &,
KES, &5, WHRENE, THEA R
3 99.9%, RSD H 0.1%(n=9).
2.6 % H R

BASR) Z R 6y BLIE, 7K 900 mL
VR, B 50 rminT! B4R, 30 min JEBURE,
ihyE, WSEMEATI R, MECPIE T, &
KA, C, D3 AT FKEEM -0 5 A A
100%, 102%F1 100 %, 3J7E% H B (80%) LA L,
M B KIFIH ) 78%, A NEIREER,
3 it

AT B SRR 25 v ot AR SR H A R
TN, 250 BRIV AE Tk L
RIS IR AR B, FLAE 2 BR .
DAL S A0 R KMV HY . HPLC JE f, SR 25
BRW, INGEREARRIE 100 pL, ] 35 2 vl
SEM TR

AW S v H 2 M) Bk & F, ARk
e, LRI BIAH I KA HLAH ) B9 DL 4 6 R A
W) . SEge g5 R, LB -K- = 4%
(950 : 50 : 0.02)fF R yiahAH, wIvERA . PRI &
LIRSy g, AR, AIAENE DR
By s R A

FUIATARAES 2 4 AN KIE SBIRE 25 F
(¥, 30 min ¥ HH 5 3>80%; 1 FH A BT
AL, 4N FE BT 30 min B
HIRAG, WAL AT DARILAS[R] ) 55 08) 7= i ot i
MZE5, RN F= A= T EA R .

REFERENCES

[11  PEZi%. =3 [S]. 2010: 1057-1058.
[2] ZHANG C X, WANG J. Determination of the dissolution of

R EEACR 252 2015 4E 1 45 32 555 1 )



Roxithromycin Soft capsules by HPLC [J]. Chin J] Mod Appl
Pharm( [E AR H 242%), 2013, 30(3): 303-306.

[3] XIE M F. How to develop and validate the dissolution test on
the quality criteria [J]. Chin J Pharm( [E B 25 Tk 24 i),
2012, 43(3): A23-A32.

[4] T, sRAE, BERAL B IR SE v R E T
[0]. " 25k, 2002, 11(4): 50-51.
[5] WA, BRI RN E ) ). T E B2
k2R, 2006, 37(12): 970-972.
W E #E: 2014-04-09

HPLC EIBMEST P S HERNKS S =

*

Ekk, R s MR, JE 100853)

WE: BN ZIiZz0rRMesEReMeash PARATH. XEF. EHARF. XEFT. FHRHAZTEEZNT X, A
3% KA Hypersil ODS 2 &,4£4£(200 mmx4.6 mm, 5 pum); ZHE AR A, FEARIHA B, 1.8%KEF8ER A AA
C, #BLARES A 0min(A: 8%, B: 10%, C: 82%)—28 min(A: 8%, B: 10%, C: 82%)—28.1 min(A: 0%, B: 38%, C:

62%)—55 min(A: 0%, B: 38%, C: 62%), ik 1 mL-min',

Aok kA 254 nm, AEE: 30°C., ER O HKTFH. X

B, EHAF. KEFA, EHARES A E 12.36~396.00, 3.50~112.00, 3.36~116.00, 3.00~96.00 = 1.63~52.00 pg-mL™"
AL R RIF, FHEDFE S5 100.0%, 100.3%, 99.8%, 99.4%, 99.9%, RSD %% % 0.14%, 0.97%, 0.83%, 0.98%,
1.23%. %iE AFEZHEG. FHRWER, TLBAT, THTARMNG R TN,

KR %k 23; SRRMEEX; KTFHF; SN
FE4SZES: RI17.101 XHktRERS: B
DOI: 10.13748/j.cnki.issn1007-7693.2015.01.019

XEHS: 1007-7693(2015)01-0075-04

Simutaneously Determination of Five Active Ingredients in Black Curd Beans Tables by HPLC

WANG Huanhuan, XU Fenghua*(The PLA General Hospital, Beijing 100853, China)

ABSTRACT: OBJECTIVE To establish an HPLC method to simutaneously determine the content of geniposide, soybean
glycoside, genistin, soybean aglycone and genistein in Black Curd Beans tables. METHODS Hypersil ODS 2 chromatographic
column (200 mmx4.6 mm, 5 pm) was used, the mobile phase was consisted of methyl cyanides, methanol and 1.8% glacial acetic
acid as A, B and C, respectively. The elution procedure was 0 min(A: 8%, B: 10%, C: 82%)—28 min(A: 8%, B: 10%, C:
82%)—28.1 min(A: 0%, B: 38%, C: 62%)—55 min(A: 0%, B: 38%, C: 62%), the flow rate was 1 mL-min~', the detected
wavelength was 254 nm and the temperature of column was 30 C. RESULTS The linear relationship of geniposide, soybean
glycoside, genistin, soybean aglycone and genistein were 12.36-396.00, 3.50-112.00, 3.36-116.00, 3.00-96.00 and
1.63—52.00 ug'mL’l, respectively; the average recoveries were 100.0%, 100.3%, 99.8%, 99.4% and 99.9%, the RSD were 0.14%,
0.97%, 0.83%, 0.98% and 1.23%. CONCLUSION This method is sensitive, specific and reproducible, and can be used to

control the quality of this preparation.

KEY WORDS: Fermented Soybean; HPLC; geniposide; content determination
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