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W OE AW EIREMNES Rk S A KRS FH AR E &R (HPLC) . % % R A ZORBAX Extend-C,, & %4
(4.6 mmx250 mm,5 pm) , KA A THE-0. 1% TER K 6 E B, Ak 4 1 mL/min, #0% K 4 330 nm, 4284 35 C, &R %
B B AAEY LELBEF KABEEFRAARKBEEL LA 18.57~371.40 pg/mL(r=0.999 7). 15.33 ~306. 60 pg/mL
(r=0.999 9) .5.62~112.40 pg/mL(r=0.999 7) .1.29~25. 80 we/mL(r=0.999 8) % 3. 54~70. 80 wg/mL(r=0.999 7) & B M &
F AR P A FE A 98.98% ~100. 20% , 45t AFFREZ T RN R E2R 5 fhm 48 HPLC 3, 3% 7 sk Bed 12 |
FTHMRI BRER TR, TAH RERSH R /A ERITRELFIRE,
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Simultaneous Determination of 5 Active Components in Callicarpae caulis et Folium by High
Performance Liquid Chromatography*

WU Yingxin', WANG Rushang”, LIN Mingyue’ (1. Dept. of Pharmacy, Foshan Hospital of TCM,
Guangdong Foshan 528000, China; 2. Research and Development Center, Guangzhou Consun Drug
Research Ltd. , Guangzhou 510530, China; 3. Preparation Center, Foshan Hospital of TCM,
Guangdong Foshan 528000, China)

ABSTRACT  OBJECTIVE: To establish the high performance liquid chromatography ( HPLC ) method for
simultaneous determination of 5 active components in Callicarpae caulis et Folium. METHODS: ZORBAX Extend-C 4
column (4.6 mmXx250 mm, 5 wm) was adopted, the mobile phase was acetonitrile and 0. 1% acetic acid with
gradient elution, the flow rate was 1 ml/min, the detection wavelength was 330 nm and the column temperature was
35 °C. RESULTS: Forsythiaside B, poliumoside, verbascoside, galuteolin and luteolin from 18. 57 to 371. 40 wg/mlL
(r=0.999 7), from 15. 33 to 306. 60 wg/mL (r=0.999 9) , from 5. 62 to 112. 40 pg/mL (r=0.999 7), from 1. 29
to 25. 80 pg/mL (r=0.999 8) and from 3. 54 to 70. 80 pwg/mL (r=0.999 7) were with a good linear, the average
recoveries were from 98.98% to 100.20%. CONCLUSIONS: The established HPLC method for simultaneous
determination of 5 active components in Callicarpae caulis et Folium is simple, rapid, reproducible, accurate and
reliable, and can be used to control the quality standard of Callicarpae caulis et Folium.
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2 A B AT B A A D, OF BEFE AR A0 M A TNF-oc 1 1L-6
AR LIRTRR S RARR 3 FOR N R R A WA
ABESRIPIRAE . AR AR R R AR FH S L
B RS WA O s BA IR kAR, X AT fE
JEJTA SER B A WSk | 3 A R ) ARG T AR
BT G RAT 2R 2R 20 D R R
P& G B A2 AR IBLHI B 2 20 SRR E 1~2 MEA
Yy B RGBT 15T BAT BOR T I MELA ST 50 S Bk 2 41
HFRAEE . P #5r DUA RO 9 0 i Z2 1645 v 25 5
PRI RA BRI X, AT 25 ML SO0 ) AR5 Bk b
A MGEEEEH B RS RO MUE , B AR AR
B BR A e rh S i e | 24 B 2 A 9 A o R
JAT ARG B BT FEAE . PRI, AR BIF 5 SR T oo R0 A (1%
(HPLC) X AR SER P RO IR 1 B 0 ety BaSAEHY |
ARBRREZR MR R 5 F 20 MUR - #E A7 & B E DU
AR R TR AR E R HE PSR THR S B R

1 W7
1.1 {4z

Waters 2695 T = S A (2,38 1 ( PDA #5:01#% , 35 [ Waters
2NHE]) s ME204E T3 432 — 40T RF(d=0.000 1 g, %= Mettler
Al s KQ-300DE 78 8 745 U v W A% (TRl 300 W, 45 3%y
40 kHz, RIIAT A A BR AR ) ; AX-205 T /02 — M T
FF-(d=0.000 01 g,Hit+ Mettler 237 ) ; CX-500A Fl & # £ 1)
REMIEHIL( it i 3 i 2L BR A BT ) 5 Milli-Q Synergy
HBAE KA (35 Millipore 23 F]) 4
1.2 ZmE5iH

JUARERW B TN 2R T 8, 2 R ) P AR AR T
(8 HEHIZR H [F]—Flil A H ) | SR USET ] 2 2019 4F 8 H & 2019
1A, & MRELYIIRA RN T Eik b mg TR
N LM RMEY T AR ER Callicarpa kwangtungensis Chun [
TR ZE R Kent, AR B (5. 111811-201603; 7 & LU
96.6%11) . 4 A & AF (L5 111812-201303; % & L 96. 9%
i) BB (5 111530-201914; &4 L) 95.2%11) A
JBER (#5 . 111520-201605; 7 & Lh 99. 6% 1) S A B B 4F
(5. 111720-201810; F & L) 93. 5%+ ) X A S 34 15 v [ 24
MmEmKEMR G, OIE (BI%al, M E Merck A F) ; L1
(el B T30 A BR A &) 5 JLA T A 70 38 S 7T 85 43
Mrati,

2 AEEHER
2.1 #iXEARNEE

PRI B AR S BRAR IR T S %, B 5 =5 2
i PR R 1 T2 0.5 o R B AR, BT 50 mL H 284
FEHI, A 70% H B 25 mLL,50 °C T #7442 H 30 min, %54
(25 C) AR, FH 70% I 82k 3 o 5 4 20 I i v R I
T, 3T 0. 45 wm SAFLUENR, RIAS T A SR BR LR S VAW
2.2 RENBRARNEE

I3 BRE B FRBOR R R ERERTT B ORB R AR
MBS 2, B F 10 mL AES, INAE =
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70% H BERE PR AR, RO BRI G H 70% H e A B 205 6
PR B A w1 BRI RBRE BORER R Rk
FES5 0 1,857 .1.533.,0.562.,0. 129 }% 0. 354 mg/mL BIR &
X PR TR
2.3 BILEGRAFEHMEER

3%+ A Agilent ZORBAX Extend-C . (434 (4.6 mmx
250 mm,5 pm) . W NG (A)-0. 1% LEEK (B) , BEEETE
B :0~5 min,20% A5~ 20 min,20% ~ 50% A ;20 ~ 30 min, 50%
A;30~ 70 min, 50% ~ 80% A, i A 1.0 mL/min; £ i 4
30 °C;i#FEEN 10 pL,

B AR TR 5 X JUR O VS VA AL 3 U VR, R R
R AOTE S IERE AT, I S Fh AR 43 DT | 4 5 3 R B
ISEMRBCFARIR . S5 R WoR 5 FhRRI A A 0 i I8 A R B T
FR, U RTVR BG4S Y = 1. 5, R BE A S g HR 14 L
T B HEAMLT 3 000, EMBE T B 4 & 1T EEERTT K
JER R AR JR B 25 A B4 BsF 1) 43 14 17. 911 ,26. 026,39. 767
45.480 F157. 003 min, #IZ LT IEME R I, 25 HEEEUE
TR VB A %ot HEL ot T R R R i o v R (T T LI 1
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A. blank control; B. mixed reference substance; C. test samples;
1. forsythiaside B; 2. poliumoside; 3. verbascoside; 4. galuteolin; 5. luteolin
E1 HPLCHE
Fig 1 HPLC chromatogram

2.4 EMXRER
i W BBUIR A B S AE 0.1.,0.25.0.5.,1.0 F1 2.0 mL
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210 mL ZEH T 70% W B e S 2205, 8RS W55
BIVASHA6P 32 8 R 3 Xk IR AR W, e b €033 2% 1 A7
S, LASKT HE e BE SR8 A R (X)), A O €0 33 06 06 T Rk 0 Al
FR(Y) 2zl 2, T H R EE D R AR WK 1,
®1 SABSHRAE#HZEDAGE
Tab 1 Regression equation of standard curve of

5 components

B mH# r SR (pg/mL)
T B Y=2749.7 X+1 984. 4 0.999 8 18.57~371.40
SNETT Y=1837.9 X-2392.7 0.999 9 15.33~306. 60
TR AT Y=1184.2 X-3783.5 0.999 7 5.62~112.40
AR A Y=974.3 X+2318.7 0.999 8 1.29~25.80
ABEZ ¥=756.5 X-872.4 0.999 7 3.54~70. 80

2.5 WiR . EERER

IR ARV BE i TR & 0 R, VR (R B & A &
BB AEME A A R K R vk B 4 il 46. 43
38.33.14.05.3.23 11 8. 85 we/mL) , F 70% W B F& i 22 571
WP W, o3 4% IR €6 3% 2% PR AR A A, LAMR IR L
S/N=3 AR (LOD) , MEHE L S/N=10 AERR(10Q) ,
SRR ERNR T B A& BT ORRE A
JREEZAY LOD 4351 0. 348 0. 383.,0. 281 .0. 215 H1 0. 295 ng,
LOQ 4351 1. 160 1. 277 .0. 936 0. 717 £ 0. 983 ng,,
2.6 FEFER
2.6. 1 KE# LS  BOR A% IR A W e A 85 S5 1 2 2
FEEME 6 WK, ic5% 5 FRpl LoV ARIF 55 RSD, 25 W
N EMEET B & AR BT ABREITMAREER
6 Y2 W T AR RSD 43 51°h 0. 46% 0. 48% .0. 67% .0. 53%
F10.98% (n=6) , R IZAUAHE R E RIT .
2.6.2 FUEMERE B AR B g A o,
2.4.8.,12 #1124 h BHEREAT 1057 5 Fp AR B 4304 1 AR 3
B RSD, 45NN 24 h N 6 IRIFEEE BRI B & AETF B
SETEMET AR R B IR R B BT AR A RSD 4351124 0. 84%
0.58% .0. 78% .0. 69% F 0. 54% , & WA ¥ i A6 i v T 7 22 U
ST CE 24 h BAEPER LT,
2.6.3 FEEMERL . FREYT AR EIREE T (5. 190816) K
6 0, B0y 29 0.5 o RSB RRE , #ie 1 iR C #7197 5 43 ) il &
At A S Y I AR, 1 SR 5 AR I B 43 0 T AR T
6 KN E -2 & At RSD, 53R WoR, E BT B. & A&
T BSERT RBEET AR RS E0 R 7. 84,
6.88.1.29.0.09 F1 0.20 mg/g, 6 W Il & 1 RSD 43 % N
0.98% .0.81% .1.01% .0. 88%F1 0. 85% (n=16) , F A ET K7
B ES R,
2.6.4  JIRE RS . BRI R 28K (HiE45 . 190816) #i oK
6 1, B3 29 0. 25 g AEBRRE , 43 I HT BE B X S,
Fie LR B g 1Y 5 k43 ) A K S s WO T R 1R
5 FPRFIN BB nAE mD R G5 R TR B S
FEMIT A 99.59% , RSD 9 1. 04% 5 A JiR F5 S 44 Jin A [l g
K 100. 20% ,RSD N 2. 30% ; 4 A1 A 17 - 34 JAE [l il 50
98.98% ,RSD K 1.51%; & & 76 W5 1 T 33 I A 180 e 2
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99. 05% ,RSD 4 2. 04% ; AR FEZ - YA R %k 99. 83%,
RSD 1 1. 87% , FHEE N 1 & Bt 5 v B v, WL 2,
F2 MEERKERNELSR
Tab 2 Results of recovery rate
ke, FEAPE MAZ/ WEE e P RS/
g 1/ mg mg mg % WEE %
FB 02505 19639 1.9752 3.95%92 10L.02  99.59 104
0.2498 1.9584 19752 3.9054  98.57
0.2507 19655 19752 3.9271  99.31
0.2501 1.9608 1.9752 3.9050  98.43
0.2496 19569 19752 3.9262  99.70
0.2508 1.9663 1.9752 3.9518  100.52
SOEH 0.2505 1.7234 1.7035 3.4083  98.91  98.98  1.51
0.2498 17186 1.7035 3.4505  101.67
0.2507 17248 17035 3.3921  97.87
0.2501 1.7207 1.7035 3.3813  97.48
0.2496 17172 17035 3.3951  98.50
0.2508 1.7255 17035 3.4191  99.42
LEEFH 02505 03231 0.3266  0.6394  96.85  99.05  2.04
0.2498 0.322 0.3266 0.6453  98.93
0.2507 0.3234  0.3266 0.6514  100.43
0.2501 0.326 03266 06487  99.85
0.2496 0.320 0.3266 0.6541 101.68
0.2508 0.3235 0.3266 0.6389  96.57
YN 0.2505 0.0276 0.0253 0.0532 10119  100.20  2.30
0.2498 0.0275 0.0253 0.0519  96.44
0.2507 0.0276 0.0253 0.0534  101.98
0.2501 0.0275 0.0253 0.0530  100.79
0.2496 0.0275 0.0253 0.0524  98.42
0.2508 0.0276 0.0253 0.0535  102.37
ABEZ 0.2505 0.0526 0.0481 0.1022 103.12  99.83  1.87
0.2498 0.0525 0.0481 0.1001  98.96
0.2507 0.0526 0.0481 0.1003  99.17
0.2501 0.0525 0.0481 0.1010  100.83
0.2496 0.0524 0.0481 0.1000  98.9
0.2508 0.0527 0.0481 0.098  97.92

%
A

e

2.7 HERENE

B8 AANTRR AL CRYIS [E] A 2019 4F 8 H 2 2019 4F
11 F) B AREERRRE AL, 43l 1R 2 g v i o ik il s
IEBOTHEREINE ICSRASHE SRETELAR, LAMREE TR IR 1T B
SR BT AREATFARE R 5 Mo r-F
Hi WK 3,

x3 HRHESENELR(n=3,mg/g)

Tab 3 Content determination results of samples (n=3, mg/g)

. A O (/) A
EERED  AAET  TLREE  AREE  ARRZ

190816 7.84 6.88 1.29 0.11 0.21
190818 7.95 6.73 1.36 0.11 0.23
190915 8.21 7.49 1.87 0.13 0.34
190919 8.33 7.53 2.15 0.17 0.37
190924 8.47 7.84 2.48 0.15 0.42
191016 8.76 7.97 2.65 0.15 0.35
191019 8.64 8.16 2.42 0.13 0.32
191107 8.23 7.72 2.16 0.12 0.32
3 itig

3.1 #ilmiAR & ERTHE

PRI BRI 1% R BCRRF ) 56 245 b v A 380 o
PRI R A S0 A T X 2 IR A% AR R AT T ik,
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BT PR BRI R 25 B4R BHR LEh 1 250 L 709% F BN
WA B A AL 30 min XF 5 FP AR I B 0 45 A B BUSCR
ST

3.2 WeMEKAEE

ZIRC A W SCHRIE R 1T B & A & 1T F B A e
F R R I FE 330 nm BT, A 2R B4 RIA J 3 28 4 K
W K AE 350 nm BRI Xt R R IR EAT 4 i K
(190~400 nm) YEi 14, A& BRI I 4 B 330 nm B, 5 FpFF
A0 Ve FE R 0 P R B AR e i o (B X K, R A
I R LR S rf S BRI A A 1 & e AE B ORI AR A
330 nm REGIH
3.3 HIRAERE

TR TR 2L L B ESF () | 43 8 B R W T BT O [ R B 1 B
M), 65 i P A 90 P A 5080 0 € s DA L B B [ 1 AR AT 08 5, DT
RIS HTIT IR 4R I B E e L, AR ER T ERE
45 °C Y5 N AR X 5 o A 005 2 72 D 7 58 SR 1) S
SRR FEIRE 35 °C fedl, 5 PR DN A S04 B A E o £
TEETE R AT AR A HL S AHAR e B REA R
3.4 MEZERSH

HEIR SRR LA A REBR N R R R, &
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R M TR, P2 A R 2y AW
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AN ATH T IAS SEHG %5 58 1) PEAE AR T ] —FioR 5 rh oS
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FHMARIER S AR S &, 458 BxR,8—11 HR
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B =0.5%) , BEIT A EKERTE 8—11 A B[R] BER W e 2
AZGER, W S FAR IR AN 7R AR KBk R A i, R
SFRATE] REERP S R 2ZERER, )R EIRA R RO
5 RS S N BN R T B> & AR >TRANE
> ARERECZE S ARREY |l Y i ¢ Aie A R A 2 ) e %
FERAE TR & A B N AR bR . L3 5 PR U8 AR Rk
WA i SRR, S R SR & e 8—11 A ¥ 5ET
G A, Horp R B & A B B EAERTE 10 A
TR A, KB ARBEERTE O H N & e, %
TR i N PR D ] 24 L) T4 s o S SR e AR SR WA 7T
10 A,
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