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 E R ZSRENERAE KA PERR KR F FEREE KTR REE X EHPREETTREFTO S R, &
R ARG S aRAR &gk, €354 % Agilent Extend Cis, i3 48 4 TF-0.5 % B R ik (B 2R BE) L i7ik 7 1.0 mL/min, #0 5%
K551 4 327 nm (4% R B ) 280 nm(F 223 ) #2450 nm( P AKX H & K HBR KA F R EBF R £ FEk), BB A 30 C,#HH%
A10pL, &R . ZREM KEF FERXETE RFAR KETE KA RE L PR S A4FF LM E S H 4 0.209 4~4.188 0
ng (7=0.999 9) .0.372 0~7.440 0 pg(»=0.999 9) .0.006 3~0.126 2 ug(+=0.999 9) .0.011 6~0.232 2 pg(+=0.999 9) .0.005 3~
0.106 0 pg(r=0.999 8) .0.012 8~0.256 4 pg(r=0.999 9) .0.016 5~0.330 3 ug(r=0.999 8) ; & FFE 5 #| 4 2.01.1.93.0.76 ,1.25
1.24.0.53.1.53 ng, #nl FL 5 %] %4 0.98.0.65.0.25,0.42,0.41,0.18,0.52 ng; A # EHIK F 4 %) 4 98.41% ~100.40% (RSD=0.76% ,
n=9).96.17%~100.10% (RSD=1.58% ,n=9) .96.11% ~100.10% (RSD=1.33% ,n=9) .96.29% ~100.80% (RSD=1.85% ,n=
9).96.88% ~100.10% (RSD=1.22% ,n=9) .97.81% ~101.90% (RSD=1.64% ,n=9) .96.46 % ~101.30% (RSD=1.85% ,n=9) ,
Gl T R E , EAIF, TR TRAE KR T T RS SR RN,
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Simultaneous Determination of 7 Components in Kangjun Xiaoyan Tablets by RP-HPLC
XU Lili, WANG Yutuan, XU Lihua, LIN Yongqiang,NIU Yan(Shandong Institute for Food and Drug Control, Ji-
nan 250101, China)

ABSTRACT OBJECTIVE: To develop a method for simultaneous determination of chlorogenic_ acid, baicalin, aloe emodin, rhe-
in, emodin, chrysophanol and physcione in Kangjun xiaoyan tablets. METHODS: RP-HPEC method was adopted. The determina-
tion was performed on Agilent Extend C,s with mobile phase consisted of acetonitrile-0.5%  ‘phosohori€¢ acid solution (gradient elu-
tion) at the flow rate of 1.0 mL/min. The detection wavelengths wete.set at.327 nm\(chlorogenic acid), 280 nm (baicalin) and 450
nm (aloe emodin, rhein, emodin, chrysophanol, physcione).{The)column ‘témperature was 30 °C, and sample size was 10 pL. RE-
SULTS: The linear ranges of chlorogenic acid, baicalifty alee”emodin, rhein, emodin, chrysophanol and physcione were 0.209 4-4.188 0
pg(#=0.999 9),0.372 0-7.440 0 pg(x=0.999 9),0,006 3-0.126 2 pg(r=0.999 9),0.011 6-0.232 2 pg(+=0.999 9),0.005 3-
0.106 0 pg(#=0.999 8), 0.012/820.256'4 pg(=0.999 9), 0.016 5-0.330 3 pg(+=0.999 8), respectively. The limits of quantita-
tion were 2.01, 1.93, 0.76, 1.25,/1.24, 0.53 and 1.53 ng; the limits of detection were 0.98, 0.65, 0.25, 0.42, 0.41, 0.18 and
0.52 ng, respectively.\The recoveries were 98.41% -100.40% (RSD=0.76% , n=9) , 96.17% -100.10% (RSD=1.58% , n=9) ,
96.11% -100.109% (RSD=1.33% , n=9) , 96.29% -100.80% (RSD=1.85% , n=9) , 96.88% -100.10% (RSD=1.22% , n=9) ,
97.81%-101.90% (RSD=1.64% ,n=9), 96.46%-101.30% (RSD=1.85% ,n=9), respectively. CONCLUSIONS: The method is
accurate, reliable and reproducible. It can be used for simultaneous determination of 7 components in Kangjun xiaoyan tablets.

KEYWORDS Kangjun xiaoyan tablets; RP-HPLC; Chlorogenic acid; Baicalin; Aloe emodin; Rhein; Emodin; Chrysophanol;

Physcione; Content detcrmination
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VA (55 e 2 v i P D B AT BR 2 \], D7 2% : 500 W, it
.40 kHz) -
1.2 #mE5iRF

PUR R A (B R, AT HiE5 . 20151101,
20151102,20151103, B4 « B F #H 24 T IR 2544 0.5 g; b
KA ,BJ 5 :150501,150603 150606, KiA% : 5 - 4H
MM 05 g B R, CT L4145 : 215001079,
215004060 .,215005062 , Kiks : & 7 A0 T2 44 0.5 g) 5
23 J R o BE G (1652 110753-201314, 403 : 96.6% ) . i
A R S (42 110715-201117, 2hFE . 91.7% ) %%
K2 N B (452 110795-201308, 46 i . 97.8% ) . K
FR X IR (A5 110757-200206, 464 . 97.8% ) K
20T A b (£ 110756-200110: 1 : 98.5% ) . K )
Xof R it (5 110796-201319, 41 F : 99.6 % ) K Hi 2
fik of B S (HE5- 2 110758-200610, 46 )3 98.6% ) ¥ [ v
E B 2 R e 5T e s W G ¥ h takali, e
ATAl, KRR AlK
2 FiEEHR
2.1 fiEEH

{384 : Agilent Extend Ci5(250 mm=4.6 mm,5 pm) ;
TN AH : 25 -0.5% s R VA W, A6 B2 e M (0~5 min, 5%
A,5~20 min, 5% —9% A, 20~64 min, 9% —21% A,
64~80 min, 21%—30% A,80~95 min, 30%—80% A,
95~100 min, 80% —90% A, 100~105 min, 90% —
100% A) 5 i : 1.0 mL/min; K30 37 K 4351 - 327 nm (43
J5R ) 280 nm (BEATF ) F1450 nm (2 R R,
RHEE B W FI R B 2 B ) 5 A - 30-9C Sk < 10
plo
22 BEHHE
2.2.1 TRA XM EVE O PRI 25 K RN R
6.45, Mg, ANE R % BE 5 11.61 mg ., K 2 6 B 5.30
mg KRBT W % B 12.87 mg 1K 85 2 H g X BEh 16.75
mg, & T 6] — 200 mL & b, i A B i 004 R 2 41
B BRAT, A5 KB 5 R BOER 2 B 4 I TR A5 X EL A
W o R PRI LR JE R X HR ) 10.84 mg ., 0% &F X R 4
20.28 mg, FIRE % i B F IR IR A0 IR AR IE 457 10 mL, B
T[] — 100 mL &, i B i A O 70 B 2 20 5, 2
57, BIASER R R BT LSRR KR KR
TR B K v 2R H Tk T R B 4 i R 104.7,186.0
3.154 1.5.805 0,2.650 0.6.409 3.8.257 8 ug/mL IR 4
X B S T
222 HERMTEW BURES OB R Br A, ARAK
F TR B4R, L2 0.50 g KRR E BT B 22T
A GBI T0% HBES W 25 mL, %% %8, FRE i
B 75 AbEE 30 min, B FRRPRE TR, i 70 % H B
ZANAERI B N )T O i - 18 g L
2.2.3  PAMEXTREVEW ke S IO T2 Rk Jr el
il B BB BB R R A R B AR O, PR “2.2.27 0
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KR 2. 2" TR IRA X IRV R s TR
I A o R T %3 T, 2.1 7 T (i S R R R 5
TG TEILE 1, LA R AR AN &
BT A RE IR BN 4 59, 43 B > 1.5 BS R B LA 4 it
TR A 208 75, {4 BB B[] 7 21.485 min, 45520, H
VN5 025 R VA v v S
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Fig1 HPLC chromatograms

24 ZMXRER

SR PRE R I 2.2.17 T R A X B A 2,510,
15,2040 pL, #% 2. 175N (35 SRR E | 10 SR04 T
o DURFIN S dERE i e, ) R AR AR L BB TETRR () 1
INABBRFEA TN, [ R S 2R 3R 1

FPEZG 2017 4E55 28 555 214



F1 HAFREXMEERE

Tab 1 Regression equations and linear ranges

PRl ElEp r G, pg
RIFH $=2963 167x—33 491 09999 0209 4~4.188 0
WA =3299 889x+70 686 09999 03720~74400
RN ¥ y=1663 606r—266 09999 0.0063~0.1262
N y=15169750+344 09999 00116~02322
N E =2 162 563x—2 026 09998 0005 3~0.106 0
K y=1817266x—1280 09999 0.0128~0256 4
KHENH =94 028x—3 889 09998 00165~03303

25 EER(LOQ) SR (LOD)%EE
B2.2.17 30 TR A 6 BRI TGS B A5 LR RE 4%
“2.17 U AT A SRR E 6 K, IC IR . 2
fRME LR 10 1S, 73 LOQ; {5 Mtk 2y 3: 1 1), 5 LOD,
g2,
®2 LOQ5LODWUELR (ng)
Tab2 Determination results of LOQ and LOD (ng)

TER L0Q LOD
R 201 098
B 1.93 0.65
[N 076 025
K 125 042
K% 1.24 041
KR 053 0.18
KEX TR 153 052
2.6 HETERR
K B ELC2.2.17 T IR A X BRI W10 uL, 4%

“217IN AR AU E O SRIG TR . S5, SRR
BR HCET SRR KRR KR KR KO
2% HH ik U 1T FR Y RSD 43 91 K 1.50% . 1.62% 2048 |
0.28% .1.09% .0.92% .1.12% (h=6 )% 72 I {Lgs X5 25 fir
R4t
2.7 HBEMILE

i B 2.2, 27 1 A S A T (K50 20151102)
1 TSR I CE 0.2.4.8,12.,24 hiH%“2.17 33
TEIEAAFHFENE ORI . S5 SRR A
EINGE PN EION 1N & SN 1 NN b ]
1A FL A RSD 43 %1 K 0.75% . 0.30% . 0.28% . 0.39% .
1.07% .0.11% ,1.78% (n=06) , ML SRR E IR T
JiE 24 hINFRE M R AT
28 EEHIKE

BURE (1651 20151102) 38 &, $%“2.2.2" TR J5 ¥
il £ AR AR VA TR, PR 2.7 IR (4% A R 22 i
SEUETRIAURTE S, 4550, GRS R
R ORFIR K K& By A TS 2 kg i AL A RSD
A5k 1.24% .0.96% 1.84% . 1.67% .1.45% .0.79% .
1.18% (n=6) , RIAIILEE M R AT
2.9  IniEEIYZEK T

E S BERORE L (FE 50 20151102)0.25 g, K5 B PR
LA E T HIEHIE D, 40 ARG B I AR s
A 5 0 32 o B A, 22 2.2.27 T ) v ) A At A v
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W, PR 2.1 U 5 S R RE I 2 | 10 S0 IR F I
SRR IR, G5 R IR 3,
*3 MEERRIKIGER (n=9)
Tab 3

B W HEE OMAE,  WERE, MEERIK THEMEERE RSD,
) g Eag opg Ig %,% 1, % %

Bt 02504 1563 119 2755 99.67 9939 0.76

Results of recovery tests(n=29)

02512 1568 1196 2745 9841
02533 1581 119 2759 9849
02498 1559 1495 3054 10000
02505 1576 1495 3061 9933
02541 13586 1495 3058 9846
02509 1566 179 3368 10040
02512 1568 1794 3360 9989
02501 1574 1T 3365 9983
WA 02504 3075 2727 5800 99.93 9876 158
02512 3085 277 5815 10010
02533 3L 2727 S8l 9901

02498 3068 3030 6025 97.59
02525 3100 3030 6028 9660
02541 3120 3030 6035 96.17
02509 3081 3334 6413 99.94
02512 3085 3334 6405 99.58
02521 309 3334 648 9994
02504 371 305 6336 9802 9701 133
02512 B8R 3025 6329 29
02533 3411 3025 o 6358 19742
02498 3363 750 W029 * 9776
0252 5/ 3400 37504 0.2 9632
02541 3421 375 7025 %611
02509 3378 4502 7896 10010
02512 BK 40 W6 916
02521 3% 4512 7854 9885
K 02504 5589 a6 10023 933 9847 1.85
02512 5606 4464 9956 9745
02533 5653 e 958 9644
02498 5575 5580 10948 9629
02525 5635 5580 1102 9636
02541 3671 5580 11225 9953
02509 5600 6012 11625 10020
02512 56.06 6012 11668 10080
02521 5626 6012 11628 99.83
INES 02504 5823 4965 10736 98.95 9835 i)
02512 5842 4965 10655 9694
02533 5891 4965 10701 9688
02498 5810 5910 11569 9745
02525 87 5910 1723 99.00
02541 5910 5910 11687 9175
02509 5835 7028 12869 100.10
02512 5842 7028 1863 99.90
02521 5863 7028 12765 9821
Kl 02504 10871 9540 20369 9956 9984 1.64
02512 109.05 9540 20236 9781
02533 109.9 9540 20458 99.18
02498 10844 10750 21678 10080
02525 10962 10750 21521 9822
02541 11031 10750 21569 9803
02509 10892 11930 23005 10150
02512 10905 11930 23058 10190
02521 10944 11930 230.69 10160
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&GxR3
Cotinued tab 3

" I RS OMAE,  WUERE,  MEERMC REMEER RSD,
frich iy H,pg pg pe %,% i, % %

KEZARE 02504 3576 29.65 6436 9646 9867 1.85
02512 3587 2965 6559 10020
02533 3617 2965 6587 10020
02498 3567 3820 436 10130
02525 3606 3820 Y 9914
02541 3629 3820 7439 9974
02509 358 458 8061 9758
02512 387 4589 8027 9675
02521 3600 4589 8035 96.64

2.10 HmEENE
IO A il 453 B, i “2.2.27 T il A (R
VW, PR 2.1 U (R AR E R | T S e T AR
RS 4R IR 4.
F4 HEREENEER(n=3,mg/k)
Tab 4 Results of contents determination of samples

(n=3, mg/tablet)

TR HGMS SRR RS RERER KA KRR ORER KERFR

Al 20151100 15600 29900 0.0344 00534 0.0560 01060  0.0323
20051102 15300 3.0100  0.0330  0.0547 0.0570 0.1060  0.0350
20151103 15000 28800 0.0346 00593 00580 01100 00321

B/ 150501 172000 27300 00155 00206 00240 0.0490  0.0140
150603 18200 28500 00170 00217 00260 0.0530  0.0155
150606 18000 28100 00180 00214 00250 0.0510  0.0153

cr 215001079 19500 22700 0.0145 00148 00280 00530 00150
215004060 1.8400 22300 00141 00182 00270 00520 00148
215005062 1970 0 22800 0.0143  0.0191 0.0280 00540 _0:0150

3 it
3.1 EEFK REEhEFREAEFEE

G AR T B IR L PR R IR , S5 R
FEPGE RS 17, HARBUSCR AL T i i s g
T AR FE 15,30 .45 min AR EBURCE , 45 S8 A A B
30 min RV A] 35 B B AR ERACR s ILAh i8558 17K \50%
FH AT 70 %% WY B85 YRR FR T A B BB 5] ) 4 B
S, 45 F 709 FBEVE IRO6E 7 R AR I A0 i 4 BO R d
T DRI A 3R 0 i 2 5 L 70 9% FFY I 8 75 2 B 30
min (177 A FHEEL
3.2 HMEAKHERE

FRAE 7 AR B A3 1) 40 K A R3S 2 B, R ) PR
TE 327 nm P T WO A, 351 7E 280 nm P T WK
W GF 5 5 Fh R R 2 1 43 7E 220 ~230 nm YK
PN R U Fe ey, (R A TR s B, T T R HR
i, 22 FEAS /3 HT , 76 450 nm P AL B T ik i
HBR, BRERE 450 nm PN E T EE KB R IR KR
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F KRB AR B 3R Rk 5 FpEER S 531, 7 280 nm

PRI E T, AE 327 nm P KA I G SR

33 HMmUNEERSH

XF O HURE S HEA T 40 H , 45 R W REASI 1 2t )i R |

BT A RER KRR KR O KEM A KSR

ik 7 Fh st oy, AHASHERE St b B3R 7 R o 1 1 SR AEAE

—E A5 X AR AL R KBRS AR

Pl TS X

25 LTI AR Ty e T A R PELE AT T

THR TR 7 Fh o35 A [ € .
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