2.5.4  VUZKHIEN TR 7 v AT AR B 1) A T s HE AN T
JE& urel(C(C6H5)4BNa)

2 2 2
Upel (C(C6H5)4 BNa ) = \/urel (C‘Xéiih% ) TUy (VE@;E’{) Tl (V(C6H5)4 BNﬂ)

—J3.86x107 ) +(2.05x107 ] +(8.75x10 ]

=4.46x107
2.6 EHFFEATEE U (Co .y, mva)

u, (C(C(,Hs )s BNa) = Uy (C(C(,HS )s BNa) : C(C5H5 );BNa
=446x107 x0.02
=8.9%10"° mol-L"
2.7 VFETRAWEE U
WHE JIF1059.1-2012 €l 2 ANHf o BT e 53R
Y, B k=2,
U = ktt,(Cie ) o) =2%8.9%107 =1.8x10™ mol ' L™
3 g
W 7E TR 44 LA M 0.02 mol- L A9 U 2 A 49y
SEVRITIA I 2 485 5 49(0.020 38 £0.000 18)mol-L ™,
B IUAY A U RME, =2
HeHE JIF1135—2005 A1 JJF1059.1—2012 Kl
TTEAN E BRI AT, FERE ST I 0 A
BEAT ANHE FE LML, fES Rt ik, &
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0.05%. 1% MH AT B4 F T A BOAN W FE ik B 1)
ECA UL AU ORI T 573 bR ARR 1
WWHl. AL I % BT 5, Eaimid
AT AN E ERE M A 2 1V E

FEZG A S A T AR o, 7 iR & R A
JE VP RE IR B 23 A AN B R B AT RER IR o AR SCo A
1A ] 4 i 0 R A e D A R A
REREANHA E LI > BORYR, AL T IR AN E R
PPE T MRS BRI M, R
SE VBRI 2 7 SR B AN Wy 5 B S 52 W 1% 8 58 LR
FEAERAPE IR B KR AR, R A 2 B 26 A v
JE BB e e i R T E R IR B R R . K, ik
FRLE AR A BIOR RS, AR RS LR IR
JEE LA K 7™ 4% RV 15 1R S8 4 i A B v DI AR 1R AT
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HPLC BRI EEARE R PR, 2T . K&ER. KEEMKHE
MRS =

e ® O EATE, SHMEGMHEREGRKRI L, BT A% 312071)

WE: B #35 HPLC AWM E X e T A PMMKR., P T. KRFAKR. KALERKEHOALE. A% KA HPLC,
&4 5 Welch Topsil-Cyg #£(4.6 mmX 250 mm, 4 pm); »AF 85-0.1%A5ER 5% (78 © 22) A 7% 4; #Aik: 1.0 mL-min™';
AR 30 C; #mlikK: 280 nm, £5 M. FPT. KREBR., REZAREEEZELES A 0.020 82~
0.416 3 pg'mL™'(=0.9997) , 0.011 32~0.278 3 ug'mL™'(=0.999 3) , 0.017 22~0.344 3 pg-mL™'(+=0.999 5) , 0.015 79~
0.315 8 ug'mL™'(7=0.999 6)#= 0.051 34~1.027 pg'mL™'(:=0.999 9), T3 &I % 5 # A 97.4%(RSD=1.1%), 95.0%
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(RSD=0.88%), 97.5%(RSD=1.3%), 97.4%(RSD=1.4%)#= 96.3%(RSD=0.87%). &&if #HEFxM@. £#H, THAT ] B
BERGEZSNF ik

KEE: REeREHR; MM, P T; K®K; K¥%%; X¥%®; HPLC
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Simultaneous Determination of Ferulic Acid, Rutin, Rhein, Emodin and Chrysophanol in
Huangshiganmao Tablets by HPLC

CHAI Jun, WANG Jiaping, LYU Linfeng(Shaoxing Center for Food and Drug Control, Shaoxing 312071, China)

ABSTRACT: OBJECTIVE To establish an HPLC method for the simultancous determination of ferulic acid, rutin, rhein,
emodin and chrysophanol in Huangshiganmao tablets. METHODS A Welch Topsil-Cig (4.6 mmx250 mm, 4 pm)column was

used with the mobile phase of methanol-0.1% phosphate solution(78 : 22) at a flow rate of 1.0 mL-min"'

, the column
temperature of 30 °‘C and the detection wavelength was 280 nm. RESULTS  The calibration curves of ferulic acid, rutin, rhein,
emodin and chrysophanol were linear over the ranges of 0.020 82—0.416 3 pg-mL™'(+=0.999 7), 0.011 32—0.278 3 ug-mL™"
(r=0.999 3), 0.017 22-0.344 3 pg-mL™'(7=0.999 5), 0.01579-0.3158 pg-mL™'(+=0.999 6) and 0.051 34-1.027 pgmL™'(=
0.999 9) respectively, and the average recoveries were 97.4% (RSD=1.1%), 95.0% (RSD=0.88%), 97.5% (RSD=1.3%), 97.4%
(RSD=1.4%) and 96.3%(RSD=0.87%) respectively. CONCLUSION This method was simple, accurate and can be used for

quantitative analysis method of Huangshiganmao tablets.

KEY WORDS: Huangshiganmao tablets; ferulic acid; rutin; rhein; emodin; chrysophanol; HPLC
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B AR, TERE R, BB IR, H TR
EMEEABRT 2 —; KNEZ. AME., PR
MFH A, HphKEAHEE NI, B
K, EEILREE, ZIES, FRIBEZIhR, H
FEEPRSE RKER. KEEMAEmRY, H
FE AT ot B FR AR X R 24 P ARRT S R AR AR
| B ti Rt ok | R NG e S N
ST — PR E O E AR E R .
TV KHER. KERXRMKHEm SR HPLC, %
JriE TR HER, AT T A ECE R R E A
ik
1 UESRAH

Agilent 1100 /& B AH 15, DAD Fll#%,
Chemstation &3 T.{F 35 (35 [E Agilent A 7).
XS-205PU HLF R (MR 816 7 24 3 BilgA IR
2Aw]); USCS502 i 75 i P a8 (i e i1 k4%
HIRAT); FBLAiKIREIIEA ).

R E B 26554 2015 46 8 45 32 B4 8 W)

B B G 0 FE S 110773-200611, & &0k
99.6%)~ 7 I ATHE S (HE5: 100080-201408, & &
7 90.2%) KREEE X S A5 : 110757-200206,
e EWE M) KRR S
110756-200110, H5 Fll e A ) A0 K 3 By %o B (4
5 110796-201017, 5N 99.6%)3 H 1 [E 25 i
AW R E Pt WA ERE (s s
HZiARAE, fit'5: 130404, 130713, 131201,
Bk R 035 amiE s Bk, E[E
B3 MERCK); ZBE(rtral, FE 24 F =)
HIRAT); BERR( T4, B 254 H 7 F R
A KONHBAIK,

2 HEEHR
2.1 BiEKMS RGIE N MR

gt : Welch Topsil-Cg 8 1% 4% (4.6 mm X
250 mm, 5 pm); VLBHAH: FEE-0.1% 0 R VA W
(78 :22); ¥id: 1.0mL'min"'; AdE: 30 C: &
ME: 280 nm; AR 10 uL. FTERER. 75
TV KR KREZAKEE S5 ARE T 7
A BRI,

2.2 RV TR %

Al 2 R B BT 2R 06 R 10.45 mg BT 50 mL
BT K HRES T 12,55 mg BT 100 mL &5
HH s 43 R R EOK S R R K 2 2 0] R 10.76 A
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9.870 mg & T[Al— 250 mL & k&I
By B8 A 10.31 mg & 100 mL &£ HEH, 405 B
R RRIEMBE R ZIEE, R, WIS 5 Fhoct HE A £k
BT o ks E TR . P T X R i
BT % 1 mL, KB R AR T Z0T IR i 2% T
4mL, KEBMIIESESAB TS mL BT 100 mL
B, IR EIEmERZIE, B, WE
VRSB 5% HEL VS VAR
2.3 RS TR T

HUA 10 B4, R 25 FREX 0.40 g, B 100 mL
MM, N 70% 48 S0 mL, #3i% 2h, #
AL 30 min, IFPE, BRI 2 K, AIFRIL
W, WOEEOE R T, AR EEREFEER
100 mL &, EAERZE, ®, HE%EEN
1 mL #% 10 mL &, AREEHELZE, 75,
FH 0.45 pm JERSIE 8,  EXSRIEMRAE N BER R
24 FHRE

RIEHAKE FLT7, B AR St
AR B 24 1) FL At Ab D7 250, 44 3 ot & A 14 4 il 1)
BRAH L) 2 AR, A% “2.37 TR J5 k43 0 il
HRBATEXF A TR T . I IO, F4% “2.17
TR i 2o il e, ok, gREs

Xof R R I ) £ 1 0 A7 Ab T TP B, 45
DL 1.
2.5 LMERRFEHE

a3 G a5 UR A 6 IR AW 1.0, 3.0, 5.0,
10.0, 20.0 mL T 100 mL &, HEEEZ%1E,
o). 4% “2.17 BT ik 2 A 43 RS B L 10 ul
BEFENE , dsk S IEmAR, DL AR (Y) ALk
s DA HE it 5 VR IR (X)) D9 s AR A A E B 1ml )
EPASRTERRR . 79T . KIEER. K38 AR B My U
WA AR AE M 2k, PR EE T FE LR 1.
2.6 RN BR AN E IR

RS BR A2 i AT TP P X 43 s e 0 S A
BRI IE, BIfEMELL N 3 I RIRERIREE, EEIR
SE R N S X 20 A ) B IR
RIS e LE o 10 B PRRE SRR EE . 5 AN 40 (oA U
M5 e R ILE 1.
2.7 FeoE R

KB “2.37 BT B A I 10 ul, %
MR “2.1” TR EiE %, 4T 0, 2, 4, 6, 8,
10, 24 h WE, FRPIREEE. T KER. K
HEM K E G RSD 220~ 1.1%, 1.6%,
1.1%, 1.0%#10.8%, FRUEMAE 24 h WEE .

5
5 A C
1
34 2 3y
i L
0 5 10 15 0 5 10 15 0 5 10 15
t/min t/min t/min
> D E
3
1 4 1
A M Az
0 5 10 15 5 10 15
t/min t/min

B1 ##AKE R HPLC B HE

AR B S B—AHRK MV - X BB SV T (BRAPAR) s DB PR HRRE VL TL(BR ) BB PR xd BEORE S v TR K B 24

1-FTEEER: 2-79T s 3-KMHE: 4-KEHR; 5-KEB.
Fig. 1 Huangshiganmao tablets HPLC

A-mixed reference substance solutions; B—sample solution; C—negative sample [ (without reed rhizome); D—negative sample 11 (without mulberry leaf);

E—negative sample III (without Elsholtzia); 1—ferulic acid; 2—rutin; 3—rhein; 4—emodin; 5—chrysophanol.
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x®1 MHR.

FT. RER. KEZFMAAROE L. BIRAEER

Tab.1 Regression curve, LOD and LOQ of ferulic acid, rutin, rhein, emodin and chrysophanol

wa Bl 57 72 r HEREVE Fl/pg - mL ! R /ng-mL ™! 5E B fR/ng-mL™!
R 3 7 Y=67.33X-1.699 0.999 7 0.020 82~0.416 3 5.657 14.66
T Y=103.7X-23.65 0.999 3 0.01132~0.278 3 2.084 6.323
KHER Y=23.65X+18.84 0.999 5 0.017 22~0.344 3 3.780 10.23
NS Y=37.29X-3.639 0.999 6 0.015 79~0.315 8 4.250 13.68
KHEH Y=23.78X-9.421 0.999 9 0.051 34~1.027 6.942 20.90

2.8 (UERKEE AL

RS E “2.27 TR VR A0 B SR 10 pL,
e €217 WUF IS &, HEHRE 6 Ik, MmN
U EIEAR—S BIEIR. & T . KR, Kk
FAK B By v [ A RSD 43 118 0.6%, 1.0%5 0.8%,
0.7%H1 0.6%
29 HEMKE

B —HERE SIS 130404), “FATHI4 6 4>
PR VAR, T “2.37 TUR J7 ik 4 B SR e
WM & B g e mA, SRR, 1. K
BEPR K 28 2K AR B Wy W 04 THT AR RSD 43 31°H 1.2%s
1.5%, 1.1%, 0.9%7F1 0.7%.
2.10  [FICRARES

R B O S R PR BE AR S
130404)0.4 g, 3t 6, 7 nlvERMARTEER.
T XA & 0.5 mL, KEE. KEZEMK
T R A A 1.0 mL, $EMR “2.37 TR 7R
il K S IR, TR RIS, g5 R AR 2~6.

F2 MHEBRMEERERKE

Tab. 2 The results of recovery test for ferulic acid

R BRI ARy SR/ ks FHE RSD/
g R 5 /mg mg mg % W% %
0.401 2 0.107 2 0.1045 0.209 2 97.68
04113 0.109 9 0.1045 0.2108 96.58
0.396 8 0.106 0 0.1045 0.208 5 98.13
97.4 1.1
04128 0.1103 0.1045 02104 95.87
0.3979 0.106 3 0.1045 0.208 1 97.39
0.409 8 0.109 5 0.1045 0.2129 99.01

®3 P TIERE RS
Tab.3 The results of recovery test for rutin
PERR FERRRFS AR SR/ s CPE RSDY

g T H/mg mg mg % &% %
0.401 2 0.0570 0.06275 0.1170 95.68
04113 0.0584 0.06275 0.1180 94.98
0.396 8 0.0564 0.06275 0.1151 93.62
95.0 0.88
04128 0.0587 0.06275 0.1189 96.03
0.3979 0.0565 0.06275 0.1162 95.06
0.409 8 0.0582 0.06275 0.1177 94.77

R E B 26554 2015 46 8 45 32 B4 8 W)

R4 RERWHERERGSE

Tab. 4 The results of recovery test for rhein

PEfE FERRROR ARy WM/ EfcR/ CPEL RSDY

g R i /mg mg mg % W% %

0.401 2 0.0847 0.08208 0.1646 97.36
04113 0.0869 0.08208 0.1673 97.98
0.396 8 0.0838 0.08208 0.1628 96.27
97.5 1.3
04128 0.0872 0.08208 0.1679 98.37
0.3979 0.0840 0.08208 0.1654 99.16
0.409 8 0.0865 0.08208 0.1652 95.81

RS AREZFHEREREE

Tab. 5 The results of recovery test for emodin

Peiidi FRRER mARY SRy R CPEEL RSDY
g R E/mg mg mg % WE% %
04012 00718 007896 0.1486 9735
0.4113 0.0736 0.07896 0.1509  97.86
0.3968 00710 007896 0.1470  96.23
97.4 1.4
04128 00738 007896 01515 9831
03979  0.0712 0.07896 0.1495  99.21
0.4098  0.0733 0.07896 0.1487  95.53

R6 AHEMMEERERE L
Tab. 6 The results of recovery test for chrysophanol

PR FERRTOR AR JUFHEY  ENkgE PHIEL RSD/
g Wy E/mg  mg mg % KEre %
04012 02620 0.2062 0.4608  96.39
04113  0.268 6 0.2062 0.4648 95.13
0.3968 0.2592 0.2062 0.4604 97.58
96.3 0.87
04128 0.269 6 0.2062 0.4692 96.82
0.3979  0.2599 0.2062 0.4580 96.07
0.4098 0.2676 0.2062 0.4653 95.88

2,11 FEEIE

B3 M5 B ECABE R, IR €237
TR 7V & e 23 Sl A 5 WOUTR 6 %o B
WS AR S 10 uL, FEANBRHEREAY, % -
R B IE TTEBEAT I E , THEAE b 2R
T ORERR. KEEMKEMMSE, 4RI
* 7,
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Tab.7 The results of determination mg.g
it 5 PR T NN ¢ SN
130404 0.267 1 0.142 1 0.2112 0.178 9 0.653 1
130713 0.250 8 0.139 8 0.223 8 0.198 5 0.702 1
131201 0.2713 0.150 2 0.254 1 0.188 1 0.678 9

3 itig
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