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W OE AW AIRENEMRTREET SRR BITAR JTAR | At AT 4E0 5k, F ik RS04
@38k, @34 A Ultimate™ XB-Co A, A48 A 0.1% W B8R - TRHE (B B2 BL) , ik A 1.0 ml/min, &0 5% K 4 270 nm, #H4F A
10ul, AEH30C, &R —ASHAWI BALAM, ﬂ-i‘iﬂ‘iﬂl VFHAER T AR 2R JE 4 #) 42 0.053 2~5.32,0.051 2~5.12,
0.050 8~~5.08.,0.053 7~5.37 pg/ml & B I 5% @ARR L2 RIFOI &R £ R (X 2855 4 0.999 5.0.999 9.0.999 6.0.999 7) ;
HEE AT F A XIS RSD 3 <1.42% ; T3 A= % 5 #1 H 97.93% .99.66% .99.02% .99.92% ,RSD %% 4 0.72% .
0.38% .0.54% .,0.22% (n=6), %t iz 77 kbeid a8 T EAAF, TR 2 S0 2B BRI & P AF FF A RIS RS o

KEEE AR B E AR | I AR AR 1A S0 m ek 2N

Simultaneous Content Determination of Dihydrotanshinone I , Cryptotanshinone, Tanshinone I and Tanshi-
none II , in Xianling Gubao Capsules by HPLC
GUAN Ling-hua(The First Affiliated Hospital of Xiamen University, Fujian Xiamen 361003, China)

ABSTRACT OBJECTIVE: To establish a method for simultaneous determination of dihydrotanshinone I , cryptotanshinone, tan-
shinone I and tanshinone Il » in Xianling gubao capsules. METHODS: HPLC method was adopted. The determination was per-
formed on Ultimate™ XB-C;s column with mobile phase consisted of 0.1% formic acid-acetonitrile (gradient elution) at the flow
rate of 1.0 ml/min. The detection wavelength was set at 270 nm, and sample size was 10 pl. The column temperature was 30 C.
RESULTS: The linear ranges of dihydrotanshinone I , cryptotanshinone, tanshinone I , tanshinone Il » were 0.053 2-5.32 pg/ml
(r=0.999 5), 0.051 2-5.12 pg/ml (»=0.999 9), 0.050 8-5.08 pug/ml (»=0.999 6), 0.053 7-5.37 pg/ml (»=0.999 7), respective-
ly. The average recoveries of four active ingredients were 97.93% (RSD=0.72% , n=6), 99.66% (RSD=0.38% , n=6) ,
99.02% (RSD=0.54% , n=6) and 99.92% (RSD=0.22% , n=6) , respectively. RSDs of precision, stability and reproducibility
tests were all lower than 1.429% . CONCLUSIONS: The method is rapid, accurate and repeatable, and can be used for quantitative
determination of 4 liposoluble constituents in Xianling gubao capsules.

KEY WORDS Xianling gubao capsules; Dihydrotanshinone I ; Cryptotanshinone; Tanshinone I ; Tanshinone Il ,; HPLC; Con-
tent determination

R FEE TGO ZY, HEEE JHS gl e 21 BiERG5RSEERMERR
N A HRE A 2 RORS R T R, LA AN T L@ 4% 3R Ultimate™ XB-Cis At (250 mmx4.6 mm, 5 pm) ;7
WS 2 5k, TR R AME VBT VB R VB A TS AT A N 0.19% B BRI K, W sh 1 B b 20 , %
PR M IRAE S A 2R A FF%%“ Ao EET, B PO S B K B2 Uk B (0~8 min S 90% A, >8~15 min & 90% —30%
HRURLRET R AERE T IR AME IR R MR C & A, >15~25 min 5 30% A, >25~30 min % 30% —10%
TR T — RN 1HX1122543§E@75§51526}E@E§ A, >30~50 minH 10% A, >50~60 min & 10%—90%A) ;
PR T SCHR AR B b o Ot B SR S ARG @3 . 1.0 mU/min; AR £ 30 °C KK 270 nm; JERERE: 10 pl.
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Fig 1 HPLC chromatograms
A. substance control; B. test sample; C. negative control; 1. dihydro-
tanshinone | ; 2. cryptotanshinone; 3. tanshinone I ; 4. tanshinone II
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Tab 1 Results of linear range and regression equation of 4

components
5 2R, wg/ml ElEpig r
ZESHB T 0.053 2~5.32 y=69.456x+0.620 7 0.999 5
[Soae ] 0.051 2~5.12 y=56.968x+4.257 5 0.9999
e | 0.050 8~5.08 y=38.489x+4.2319 0.999 6
FISHE 0.053 7~5.37 y=T74.494x+0.538 8 0.999 7

2.5 EEEIRE

A3 HL“2.2.17 350 Ko BE R A VRS o, $ 2.1 IR A3
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Tab 2 Results of recovery tests(n=06)

PP Frei, A, AR, AnRERNEER,  SESHIRE RSD,
mg mg mg % R, % %
ZEFEMT O 0321 0235 0.548 98.56
0332 0235 0555 97.88
0315 0235 0544 98.91 .
0322 0235 0543 97.49
0317 0235 0534 96.74
0334 0235 0558 98.07
(SRR ] 0314 0313 0.621 99.04
0287 0313 0.601 100.20
0298 0313 0.606 99.34
0283 0313 0592 99.33 9966 038
0301 0313 0612 99.67
0291 0313 0.603 99.83
FH50 1 0.843 0824  1.646 98.74
0854 0824 1651 98.39
0.846 0824  1.665 99.70
99.02  0.54
0837 0824  1.658 99.82
0852 0824  1.666 99.40
0833 0824  1.636 98.73
FISEI . 1417 1187 2597 99.73
1428 1187 2.609 99.77

1410 1187  2.605 100.30
1.453 1187  2.645 100.20
1424 1187 2.605 99.77
1.467 1.187 2.641 99.89

29 HmEBENE

B3 HERE A3 B, $22.2.27 IUT Jy vk A s A R
IR 2.7 0N (g e PRERE DI E  THR B A R AR 3,
#3 HmAEENELER (mg/g, n=>5)
Tab 3 Results of content determination of samples (mg/g,

99.92 0.22

n=>5)
Hats —ESEm TS FI&H 1 FIEEI
1208018 0.014 0.015 0.040 0.062
1208047 0.010 0.008 0.029 0.058
1209075 0.008 0.010 0.028 0.047
3 iTig

3.1 REUFEHIERE
PYZ WS T AE LM P HATBOR M R L, A R ]
S R IRBGRT I X E0E ek S SR EGA BT
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AR, R EN AR A BEER 2 2% b ik - TG (9317, V) ik 2 1.1 ml/min, A& 9k K 4 267 nm, AR A 30 °C,#AF A 20 pul, LR FEHR
THM R 2R EAE 0.02~0.20 pg/ml LB W 5@ AR E RAF XX A (r=0.999 9) ;45 % B A2 M E F K349 RSD
¥ <0.54% ;T3 A F 4 99.92% ,RSD=1.16% (n=9) ; 3£ % T ¢4 AN A 0.5 ng, TR A 2ng, TR EZERT L
R BERIF, Bk %oy kB B VERE S E AT, TR RIS T IEANR A B Tk

KER EEHTEHR A EAWIR A ENE; SRR E X

Improvement of the Method for Content Determination of Main Component and Related Substances in Fa-
motidine Injection

SU Yan-bin',ZHANG Feng-rong®, SU Yan-wen'(1.Jilin Institute of Chemical Technology, Jilin Jilin 132022, Chi-
na; 2.Jilin Institute for Food & Drug Control, Changchun 130033, China)

ABSTRACT OBIJECTIVE: To establish the method for the content determination of main components and related substances in
Famotidine injection. METHODS: HPLC method was adopted. The determination was performed on Wasters Cis column with mo-
bile phases consisted of acetate buffer-acetonitrile (93:7, V/¥) at the flow rate of 1.1 ml/min. The detection wavelength was set at
267 nm, and the column temperature was 30 “C. The sample size was 20 pul. RESULTS: The linear range of famotidine were
0.02-0.20 pg/ml (»=0.999 9) with an average recovery of 99.92% (RSD=1.16 %, n=9). The RSDs of precision, stability and
repeatability tests were all lower than 0.54% . The lowest limit of detection was 0.5 ng, and the limit of quantity was 2 ng. The
main component famotidine and impurity substances were well separated. CONCLUSIONS: The method is specific, accurate and
reproducible for quality control for Famotidine injection.

KEY WORDS Famotidine; Injection; Related substances; Content determination; HPLC
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