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H E BN ZIRHMNELFTEHEETEARTR KABPRXAZTLETW T . T . AR RMBEEE. GiEES
Kromasil Cis, 7L 48 A4 0.5 % #85 - ThE (Bh Z 2 B) , 7uig 4 1.0 mU/min, 420 7% K 4 273 nmGE AT 8 ) 254 nm( K xBAn KK &),
AR A 28 C,HHFAH 20 ul. LR XRTE® KFTR KT FEOEN R TR ELETESH 4 0.296 4~14.82.,0.215 0~10.75,
0.307 2~15.36 pg/ml(#=0.999 6.0.999 9.0.999 9) ; ¥ % B A& & M . & H MK % 69 RSD<3.0% ; M AF =l 55 % 95.1% ~
97.2% .95.4% ~97.2% .96.5% ~99.4% ,RSD %31 4 0.64% .0.42% .1.10% (n=6) , £t :% 7 ERAF 18 R E#H, TH T A
FIHFERETEETR KEABRARE LS EHRMNE,

KEBIF LA R TR KRR K & S aurAe ik ik

Simultaneous Determination of Three Kinds of Components in Compound Xiaozhi Suppository by HPLC
QI Guangcai, WU Jiangrui, ZHANG Mimi, CUI Shengfei, LIU Zhenye (School of Chemistry and Chemical Engi-
neering, Yan’ an University, Shaanxi Yan’an 716000, China)

ABSTRACT OBJECTIVE: To establish a method for the simultancous determination of gallic acid, rhein and emodin in Com-
pound xiaozhi suppository. METHODS: HPLC was performed on the column of Kromasil Cis with mobile phase of 0.5% phosphor-
ic acid-Acetonitrile solution(gradient elution) at a flow rate of 1.0 ml/min, the detection wavelength was 273 nm for gallic a€id and
254 nm for rhein and emodin, the column temperature was 28 “C, and the injection volume was 20 pul. RESULTS#The' lincar range
was 0.296 4-14.82 pg/ml for gallic acid(#=0.999 6),0.215 0-10.75 pg/ml for rhein(»=0.999 9) and 0.307 2-15.36 wg/ml for emo-
din (=0.999 9) ; RSDs of precision, stability and reroducibility tests were lower than 3.0%% recoveries “Wwere 95.1% -97.2%
(RSD=0.64% ,n="6) , 95.4% -97.2% (RSD=0.42% , n=6) and 96.5% -99.4% (RSD=140%,,7#=6) , respectively. CONCLU-
SIONS: The method is simple and accurate, and can be used for the contenfs determination of gallic acid, rhein and emodin in
Compound xiaozhi suppository.

KEYWORDS Compound xiaozhi suppository; Gallic acid; Rhein; Emodin; HPLC
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2 ) i, SR Bt R B PO AR I , B35 R R 8o
HA 3 (HPLC) iy 1 Rl I S 07 I Re A P B 1R K
PR AN B 3 17 5 HE S SR SR, SR I A A
BGERRE dh AT BRI AL , B S 2R A T3

A 98.1% ) R N BR A (Fit 5 : 110757-200206 , 46 1
98.0 % ) K Z X IR b (151 110756-200110 , 4113 : 98.7% )
e A v 2 A IS B s R L G 38Ok Al 3L
AARFNE R b4l , K ARtk
2 FES5ER
2.1 ‘LM

{03 : Kromasil Cis(250 mm x 4.6 mm, 5 pm) ; W80 AH :
0.5% W12 (A) - (B) , 6 B2 VR BE (BEMLFR T 2R 1) 5 ik«
1.0 ml/min; K : 273 nm (B TR .254 nm (K EFR AR
W) (PR YHFLF QT : 0~8 min, 273 nm; 8~ 10 min, 370

1 ## ) - .
nm; 10~ 14 min, 254 nm) ; F:7 : 28 °C, JEEEE 120 pl,
L1 'ﬁ(%% (iTiA AR/ nN=E u

®1 BE®RHERF

1200 %Y HPLC Y, GI311ARIPUITEE \ Fahit ke . —
" . BAPUTCHR F SR Tab 1 Gradient elution procedure

A4S W 51 M s (3% ] Agilent 23w ) 5 SPE-12G Glass Column

Processor 7[5 FHZEHUH: & (35 [ J.T. Baker /A ) ) ; HyperSep Cis Eiltj,min 22&(7; 28%
U A AE U (32 [ Ameritech A F] ) ; AUY 220 T 5 432 — 1 4~5 30:0 70:0
F4rHiRF-(H A Shimadzu 22 A ) ; KQ-250B BB A i e 8% 5 550 550
(RALTT A A R A AL T : 200 W, 8% - 40 kHz) ; §~9 590 410
LG10-2.4A B i g DAL (L R EOAL ) o 9~13 690 310
1.2 #HEm5iEH 2.2 AR E

ST PR IR A AR 2SO AT RUA W A5 2 130508, g p ) gt BRI BB T IOXE B KSR X R

140301, #A% - 2 g/kr ) s BB TR0 IR (H1E45-: 110831-201204,
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336.0 ug K% 96.00 pg A HA—XF LI 2R . 43 G % i
B iR F IR B IE A5V 1.00 mi B R T HE i I 45 T
0.80 ml 1K 35 2 X BE S I 49 4.00 ml, B F [ — 25 ml &l
oI R 2 AR 1 ml A I TR 14.82 pg KHHR
10.75 pg K& 15.36 pg MRS X ISR AT
2.2.2 fHRSEB BRSNS VTR E R AR R E AR 2.0
g , BT 25 ml HIERLOE T R I MR 0.04 mol/ml Yk
AV 1.00 ml.709% FH i 24.00 ml |, FRE S o, 7 (522 200
W, #5i2% . 40 kHz) Zb 30 min, ¥ H1 Z 5, FH 70% FF 4D 2
W TR, AAEAR N 3.0 em .7 500 r/min 5.0 10 min, B F 3%
W25 0.45 pm LIRSS . A% I EL 5.00 ml L2 _ LA 2
T4 F AR I Ak 7K (B ml)~P-A ) AR S IR b, B 5% FR ik
Ve, F LTI, B FH 80 % HEE (5 mD) VMR , RIAS
2.2.3  [AMEXS RO H A I R AR B AL Dy e ) B i A% T
20 WUy R BT LR T A 24 A B X 4
“2.2.27 U A2 A RS 1 185 i G IS 1 Yo REA
2.3 REERMRE

25 HC“ 2.2V TS YR T i VA TR A i VS YRR BH 2
X BT WA L $ 2.1 I i A R ERE Y RS 1 32k oy
BB > 15 IR KRB FIETHAMITT 3 000, SR F
)24 13 min o Z55R0, HAth sl ot e 4. g il 1,
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Fig1 HPLC chromatograms

A.mixed reference substance; B.test sample; C.negative control; 1.gallic
acid; 2.rhein; 3.emodin

24 ZMHXRERE
AR EL 2.2, 17 TR IR A X IR A A T 4% 0.50,1.00,2.00
5.00,10.00.,25.00 ml, 235 & F 25 ml F 0, I e 25, 1l
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JRFR SR A R R VRWR . 452,17 T (3 A5 R E R 2 3]
SRUETATRN . DABREHE P (x, pg/ml) SRS AR AR I IR () A4
PREEATEANE R, A5 B R S L, PRIk 2.

®2 OEAFESZMEE

Tab 2 Regression equations and linear ranges

R EVEEE: AIER, b g/ml r

UETH y=20034r+5.001 6 0.296 4~14.82 0999 6
KER y=652461+12.59 02150~1075 09999
K% P=52.5820+6.795 5 03072~1536 09999

25 WNMRESESRER
B2, 2.1 T AR XS BRI, S A AL MR, 2.1
T ERE ARSI E 6 ¢, IC IR, HEMR N 301
I, AR (LOD) 5 {5 M HE oy 10 LINF, A3 E S BR(LOQ) , 45
RIS,
*3 WNREEEMERER
Tab 3 Determination results of detection limit and quan-

titation limit

FeR LOD,ng L0Q.ng
WETR 0.10 035
KHER 0.15 051
Kt 0.18 059

2.6 BEEIRE

R 2.2, 1730 N YRA T IR S A 010.0 mil, & F 25 ml
SRR I R E A, H2, LI E E AR AR A i s
R S50 B AR K Ry, O 2 I B RSD 43318
1.60% .0.96%.0.67 %(n="6) , F AL 2 kG %51 RLIT.
277, RE MR

o 7 U] — LR A TR (LS 2 130508) 20 wl, 23 ik
H0.2.4.6.8,10 hIH4E“2. 17300 (6 3% A A E AR , T s
R, S50 W E TR  RKHIR K R IR BLH RSD 4318
2.40% .2.20% .1.50% (n="6) , AL 5L W TE 10 h R E
PERAT.
2.8 EEEMRW

K BB HRIBUR] — AR (L5 - 13050834, 4 42.2.2" 0
J7 AT A8 A VA TR 6 0%, TR 2.1 TN (A S Rl A
WZE s, 2550, W IR KRR KA R
RSD 43514 1.80% . 1.60% .1.10% (n=6) , F& WA Jy vk 1 & 1k
R47
2.9 InEEE R

T I AR (FH5 2 130508) 18 i, 3L 6 4%, 20 iK%
TNA—E BT B E TR R K X I 642.2.27
TN 7 ik i A (A R VA TR, P 2.1 T A S AR E
JO SRR A I INRE Mk, 25 1 L2 4,
2.10 #HEEENE

IRPHERE S 45 18 B, 4522.2.27 00 F Jr kil A b i v
F 2. 17T NS SRR E | e S AT SR S A
R NES,
3 itig
3.1 EEFHERERE
311 $RBOTARHRICEER P A2 aUR K e
i AR P RO A R AT IR I . S5 A TR iR

China Pharmacy 2016 Vol. 27 No. 15 - 2139 -



WORCRIF O] R 22 S, BE TR S SR IO B D BR A L 5 T4
VE A8 s ] s S SR O AR e iR O .
x4 ERRERRIGLEER (n=06)
Tab 4 Results of recovery tests(n=6)

Pl Tk Hfe AR, WEE, IR PEER RSD,
i g g pg g % W% %
BRTH 2,002 35.20 29.63 63.68 96.1 960 064

2.005 3525 29.63 64.05 972
2.004 3503 37.04 7097 96.5

2001 35.18 37.04 7048 953
2008 3530 445 7158 95.1
2001 35.18 4445 773 957

KER 2002 5339 468 95.06 954 %3 042

2.005 5347 43.68 95.49 96.2
2.004 5345 5376 105.10 96.1

2001 5337 53.76 10520 96.4
2.008 5355 63.84 115.60 972
2,001 5337 63.84 115.20 969
IS 3 2,002 95.30 76.80 17090 984 978 1.10

2.005 95.44 76.80 17040 97.6
2.004 95.40 96.00 188.00 96.5
2.001 95.25 96.00 189.30 98.0
2.008 95.58 115.20 210.10 99.4
2.001 95.25 115.20 206.50 96.6

F5 HMNESER(n=6)
Tab 5 Results of content dedermination of sample(n=6)
kAR N1 KEE

it

o i, mg/g RSD, % T&,mg/g RSD, % TiE,mglg RSD,%
130508 0.01758 12 0.026 67 14 0.047 60 0.96
140301 0.01029 10 0.01639 12 0.03021 11
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70 % F A AR B A H R B 7

3.3 PRI ICHCR 5 58 ARIG IR 5152 T A
[ 4R BT ] 10.30.50.70, 110 min X ¥ £ F8 R E R K
K I RPCRAFEN . 255 A 30 min 4214 IO HE I
JLASUT | 4 A B 3 30 min, & 20 4 AR IBCEA 25 FoR
I, AR IG I ], B 7E B 30 min Jy ARG Y Fe AR B
L21]8
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52, B, 5% P EEAMYAEA ALk 244 0T A5 5] R AT IIETE
HIFAREG IR KR R 3 Ve, ik #: 5% H
LGS NT R

3.2.2 VRBLAFDG B ZE BRI EE A I XA [ AR
AR (10% .30% 50% .70% 80% . 100% )/E R e i
T T8, S5, BEE I IARBL B0 3 K, KR 5
R BICRE FF S H Y R EE R H6E 10 % /) & T
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BE IR, B, 256 25 TR 80 % Y RV 1 ol A it
BRI 7 o
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[V (1.3.5.7.9. 10 ml) X [ AH A TSR SE 0 . 45

B MURBAEUY 5 mlb, B TR KR  KH K 34150 1]

B SE A PR, AR, AR BB AARFR R 5 ml,

L5 PR Ay IR A A5 A, v TR T R
P& B IR R IR AR 2 o i[RI
S0k
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