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W OE BN AEINERC T ITRAGNA TR XY Tk, Tk KA Gk RMMEEx, €44 Hypersil ODS2, 7
FhA8 A F BE-0.1 % B8R 7% (75: 25, pH=4) , %k 4 1.0 ml/min, 40 & ¥ 4 283 nm; B B 5 BR8GH £ ik SF & 4 Rrkk, 4R,
R BT TR R B AL TE A A 2~100 ug/ml(7=0.999 4) , T3 @l & 4 99.2% ,RSD 4 0.66% (n=6) ; %l FE 4 15 ng, &
BMRAASng; 2 Fh A EM A LR —5, Lt BT F HMAR Pk A, TR THAEE Y ITRA A F N B XY R
.
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Content Determination of Tamibarotene Raw Materials and Related Substances by HPLC
HUANG Ren-jie, XIAO Jian, YAN Xue-li, YE Ya-qin, LAI Cheng-min (Dept. of Pharmacy, Fujian Health Col-
lege, Fuzhou 350101, China)

ABSTRACT OBJECTIVE: To establish a method for the content determination of tamibarotene and related substances in tamibar-
otene raw material. METHODS: HPLC method was adopted. Hypersil ODS2 column was used with mobile phase consisted of meth-
anol-0.1% acetic acid (75:25,pH=4) at the flow rate of 1.0 ml/min and the detection wavelength was 283 nm. The result of the
method was compared with that of acid-base titration. RESULTS: The linear range of tamibarotene was 2-100 pg/ml (r=0.999 4)
with an average recovery of 99.2% (RSD=0.66% , n=6). The detection limit was 15 ng and the limit of quantification was 45 ng.
Two methods revealed similar results. CONCLUSIONS: The method is simple, rapid, accurate and suitable for the content determi-
nation of tamibarotene raw materials and related substances.

KEY WORDS Tamibarotene; HPLC; Related substances; Content
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{4341 . Hypersil ODS2(250 mmx>4.6 mm, 5 pm) ; i shAf :
FHE-0.1 % BE IR IA W (75 : 25, pH=14) , Jiiid : 1.0 ml/min ; K0
$:: 283 nm; L : 25 C5 AR 10 pl.

22 ETREMRE

b ok EL BT JERE 24 25 mg, B 50 ml =, 4B 1
mol/L AYELFR YA 10 ml., 1 mol/L )& EALANIE K 10 m1.0.5%
i F AL SR 10 ml, F H BRA RO RR R B 208 5250, BhoKis
HOINEA 30 min, ME N ERTBEIR AR BE IR AN A AL B RE T T B
KEL BT EORNZ 25 mg, BT 50 ml S, IS & EE AR I
TR R ZIRE 250, I TE AT BT 24 h in #4081 35 30
min, VE g6 R R A TR RS TV

BB AT R 2,37 T X BRI TR A N 2.1 T
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FEHFRIL 105 CT e i TR AR BT B 25 mg,
BT 25 mlstifirh, W B i I R 2 208 1250 e 2%
W A BIRE 2 BB R IR 457 900.2.,0.5.1.0,2.0 5.0, 10.0
ml, BT 100 ml =), I BER R E 208, 3250, R .
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Figl HPLC chromatograms
A. substance control; B. samples destroyed by acid; C. samples de-
stroyed by alkali; D. samples destroyed by oxidation; E. samples de-
stroyed by light radiation; F. samples destroyed by heat; 1. solvent; 2.
tamibarotene; 3. related substance; 4,5, 6. products after destroyed
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LR, AR L T TR o e vk B 2R M A 2~100 pg/ml.
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Tab 1 Results of recovery test(n=06)

A, mg  WSE,mg  BICE, % CFHIEECE, % RSD, %
9.95 9.80 98.5
9.89 9.83 99.4
9.91 9.93 100.2
99.2 0.66
10.10 10.01 99.1
10.05 9.93 98.8
10.04 9.94 99.0
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UK BT IR 2524 25 mg, WG AR E , BT 250 ml it
i AN TN Uaeed S iy e 0 e I (S 2 S TR S )
A SR 1 ml, BT 100 ml AP 0 ShAI G B 2= %)
& FRET AR BRI o BBOR HRVAR 10 pnl B 19 U R
RO i o A 0 o PR B AR 9 20% ~25% . E UL
ETE S T B VAR 10 pl R I St a0 I & kI
PR BRI ) 3, (b T VR T F] v g i o 0 e LA i
[T W TET AR TSR S B RY i . AR SRR A G
YIRS 314 0.36 % .0.47 % 0.46 % .
211 H#REENE

ok BT 5B 2 25 mg AR B FRE , BT 25 ml i
b, IR B RO R R 2B L R AT TR A R 1.0 ml, BT
10 ml S, 0 AR A R 20 B, #5019 Al S v, 10
wl ERENAE 5 SRE BRI 105 °C T S 1E R Ak BB 7T
PR, RIS A 0t B 4 MR 38 4R IR 2.

F2 3tEM2THEENESELER(%)
Tab 2 Results of content determination for 3 batches of sam-
ples by 2 kinds of methods (%)

= HPLC ¥: R B S 7
080910 99.39 99.14
080921 99.47 99.27
080929 99.27 99.26

PR EMKEZ ITIFERIZY 0.5 ¢, B F 25 ml i, in
ot B TG R R 20 R AT IR TS 7R 7 33 , &%
AL AN O VR AT, O SR AR R TR R SR R 2,
P 2 AL, 2 ROy e 25 R — 3k, TR E 5 .
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-2, 5- & be ) L& AR =z A, Hofth 4 A rp ) i 5 3 A%
Ay FA R & (o A, 28 4R AN H B Hp TR 1) B SR A
WO S FE AT, SR W 5 R K R 2 283 nm.
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MK BT 5 5 F R DR AR SR 30k P R AR
i Tz & B, LA A 0.1 9% ISR /K V75 108 15 3 sh Al
pH & 4 2247 AR A W ARG I 33 Rt v A 2R A iy TR A, £
{35 1 P 3 R B R N TR 1.02 247, RERRIELT 48
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W OE A Mg A F A RRER P 2AAS S TN R, Fik R A SRR E SR, &4 A Kromasil Cis, 56
AR A A 0.8% = Tl (pH £4.9) -iAZh A8 B ¥ 82 (90 : 10) # AT S, 4o 8 fiemivg 4R, A5 L hd g SR Bl i Zh 48 AR 3 A0 B
(60:40) ZEt 10 min J& #8552 2,22, 7k 4 1.0 ml/min, 2 9k % 4 260 nm, B A T8, &R B gve S Aiii 2.0 20
ol B E KT B 4 #) 4 0.051~0.153 mg/ml (r=0.999 9) | 20.32~60.96 pg/ml(#=0.999 9) , F 35 =i F 5 3] 4 99.3%
(RSD=0.75% ,n=6) .98.0% (RSD=0.90% ,n=6), Z5it: AL L0 7 kT E e f AR AT E LA SH B LT HL
T, Bk R4, e AR R AR E,
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Content Determination of 2 Ingredients in Compound Silver Sulfadiazine Suspension by HPLC

ZHAO Yong-de', TIAN Hong-gen’, DING Chang-ling', DING Zhao-xing', CUI Guang-huai', LIU Cheng-hua' (1.
The Affiliated Hospital of Binzhou Medical College, Shandong Binzhou 256603, China; 2.Binzhou Institute for
Drug Control, Shandong Binzhou 256618, China)

ABSTRACT OBIJECTIVE: To establish a method for content determination of 2 ingredients in Compound silver sulfadiazine sus-
pension. METHODS: HPLC method was adopted. Kromasil C;s column was used. Mobile phase A 0.8% triethylamine (pH value
adjusted to 4.9)-mobile phase B methanol (90:10) was used to elute for the determination of silver sulfadiazine; after peak value
appeared, mobile phase A-mobile phase B (60:40) was used to elute for 10 min for the determination of chlorhexidine acetate at
the flow rate of 1.0 ml/min. The detection wavelength was set at 260 nm and column temperature was room temperature. RE-
SULTS: The linear ranges were 0.051-0.153 mg/ml for silver sulfadiazine (»=0.999 9) and 20.32-60.96 pg/ml for chlorhexidine ac-
etate (#=0.999 9). Average recoveries were 99.3% (RSD=0.75% ,n=6) and 98.0% (RSD=0.90% ,n=6). CONCLUSIONS: Es-
tablished method can separate silver sulfadiazine from chlorhexidine acetate completely and avoid mutual interference, and the meth-
od is simple, sensitive and effective for the quality control of the preparation.

KEY WORDS HPLC; Compound silver sulfadiazine suspension; Chorhexidine acetate; Content determination
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A FEEIH I B2 BRI %85 H (No.BY2009KJ40)

R ARG, WSS 25 A B, HUTE - 0543-3256753, E-
mail : byfyzyd1961@126.com

# AR VER W) EATZ500 . IS 7 il I PR 2 2 5 8 il 70T o
B35 s 0543-3256751. E-mail: dingling256603@163.com

- 816 - China Pharmacy 2013 Vol. 24 No. 9

U6, FL 3 18 A, R T Sr s  Ay i 430 (% B s R 19 3435
25 LSRRI AR AR P A, AT R E BT
T SR R I E
S Ak
[1]  WSARE 2000, SR gl g it A e 2ok 1 2
7T (tamibarotene ) [J]. 15 Is /K 25 4% ,2007,28(4 ) : 252.
[2] KN, B2 MK B2 7T Ml 0 il 4 Ao HL 5 B0 2 [J1].
4A~H 25,2010, 20(10):10.
(Wi H #1:2012-04-01  f&nI H #]:2012-05-09)

HEZE 5 2013 4F45 24 4555 9 1



