2019 4E5 7 521 % 551 HEBE T2 Mod Chin Med May 2019 Vol.21 No.5

- FLRb o -
HPLC/UV | 52 #8482 55 oh 1 R A 2 6 S 4 & &

EHE, BHAT, BERE, hEW, TR, Kug'
I FRBIAY BIFRK PHEERATFHELEREL LR E(BEELR), & HI 518057;
2. PEEFHER, LAWRESRGAEIFLR, L 100193;
3. WHAMNE, W ET 530023

[(HWZE] B 87w 80RO [F I e KA b 5 R s g sy & E Nl DL IL&F AN C.
minimolide ¥, /N0 Z C AN B R Z 0 & B E ik, Ak KA Alltima™ Cyq (3% 4E (4.6 mm x 250 mm,
5 wm), K-ZHERTRBIAR, BEEEVERL, WEk 1.0 mL-min™", YK 223 nm, FEiE 35 C. &R ELMUEEHEN
5 AR BT (r=0.999 9) | A2 AL RSD ¥/NT 2% ; T RSD /T 3% 5 34N 2 94. 09% ~ 106. 32%
RSD #4)/NF 2% o 10 HLEES A 5 Fh AL Sl 423.3 ~1 4372, 144.1 ~498.0, 29.8 ~159.2, 66.8 ~188. 8,
1290.1~3476.4 pg-g™' o 5 FAAMEARFRHRA 250 PR S R2ZEF B, B EZ AL 44 NE D & 5
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[ Abstract]  Objective: To develop an HPLC/UV method for simultaneous determination of 5 sesquiterpene lactones ;
arnicolide D, arnicolide C, minimolide F, microhelenin C and brevilin A, in Centipeda minima. Methods: The HPLC assay
was carried out on an AlltimaTM C18 chromatographic column(4.6 mm x 250 mm, 5 wm)by a gradient elution using water-
acetonitrile. The detection wavelength was set at 223 nm, flow rate at 1.0 mL+min~' and column temperature at 35 C.
Results: The developed method had good linearities(r= 0.999 9), precision(RSDs < 2% ), repeatability(RSDs < 3% )
and accuracy due to all average recoveries ranged from 94. 09% to 106.32% (RSDs < 2% ). The contents of 5 components in
10 samples ranged in 423.3 ~ 1 437.2, 144.1 ~498.0, 29.8 ~159.2, 66.8 ~ 188.8, 1 290.1 ~3 476.4 pg-g™',
respectively. The contents of 5 components in different batches of sample were significantly different, and the contents of bre-
vilin A and arnicolide D were relatively higher, which could be used as the quality control index components for this
herb. Conclusion: This method is simple, accurate, sensitive and reproducible, and has certain reference significance for the
quality evaluation and control of C. minima.

[ Keywords | Centipeda minima; sesquiterpene lactones; arnicolide D; arnicolide C; minimolide F'; microhelenin C;

brevilin A; HPLC/UV
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R ANEHL Centipeda minima (L. ) A. Br. et Aschers.
FEGF}(Asteraceae) f1H1S2JRAHY), XA AW, H
PO E Ty, BARHNE, Was, hZZ
ks IR B FRIT 208t ks R, NE
PR AR A I, RN, Gk
WA 2 o B BRI PUR D R
T

PR B R, (b NRIEHE 2
By (2015 jg) b B BN E . CARGE 1Y 5 00 E 7
VSRR S M A LI R B R 2 B (AR
ZIHERERY, A ERMHURA .. PR BT
TSP A A BRI A A ST R,
IR il N R AL G i & i, AT LASE R
MIEAEFAGM MR, SR, 2451k, XA
BRI AE A mE R S I, AU P RS iR
SR

NI E-SUR: N EE LW N =N TR % )56 N
WL TR RORAEIE S A FEE AT FwE N BRI S
PRy & R 7 ik, RS AS B B A0 o 4 o S
FEEEM

e Lo Ine %M Dy 2. L4 4 s C; 3. minimolide F; 4. /NHEL>
HEC; 5 FMEEEER,
BE1 xsRmtEEERX

1 ##l

1.1 {Xgs

LC-20AT #Y &y 0K AH (3354 . SPD-20A 25 Hh K
MEE(HA R HA T ) 3 XS205 B+ /r 2z —H TR
SE-( B I Mettler Toledo 2AH]) 3 AY220 BI 74y —Hi
TRFE(HAEHAF); Elmasonic P 180H B
VeI VE S (45 [E Elma 237 ); HETTICH ZENTRIFU-
GEN 1205 BB, ML ( #%5 [E Hettich Zentrifugen 23] ) 5
Milli-Q & 4fi K B (48 [ % P A F) o

1.2 K2}

PR A I ENEE DL e E N CL
Minimolide F, /NG ZE C FI 22 8 B 22 1 AR
SR NS E Ry A2, HAk g (i 1
7R ) i i 2 B AT B 3 s BodE (IR, UV, MS,
NMR) Jf:%f B SCHR i, HCSE i HPLC [ A2
IH—ARIE I 2 KT 98% . FBEAN 20 35 Sy £ 33 4
(Fisher {27 30 F 242 7)) 5 B 4l K d Milli-Q il % .
10 HEAE R B TAE] - 4, 28 75 o B C RS TR I
e o DU A 2 7 28 F RSN B XL Centipeda minima
(L. )A. Br. et Aschers. FJTHpEE(FE 1),

x1 BIEEHRER

No. FE AR 7= b SR AR {A]
1 EBSC-1 T AR5 2018 4E7 J
2 EBSC-2 TGN 2018 4£ 6 J]
3 EBSC-3 IRTES 2018 4 8 J
4 EBSC4 MRS 2018 4E 5 f
5 EBSC-5 LM 2018 4£5 J
6 EBSC-6 ZRAEL 2018 4E 8 H
7 EBSC-7 S Gl 2018 4 8 J
8 EBSC-8 AR TR 2018 4£7 J
9 EBSC9 Lz 2018 4F6 A

10 EBSC-10 T AR 2018 4E 6 H

2 FHEMER

2.1 3% 5%

a3y Alltima™ C (8384 (4. 6 mm x 250 mm,
5 pm); FEEIAHHIK (A) - (B) 4, A6 5 vE
(0 ~12 min, 38% ~44% B; 12 ~25 min, 44% ~
47% B; 25 ~30 min, 47% ~50% B); KK
223 nm; JiiE 1.0 mLemin "5 ZEAERFR 20 pl; A
35 C,
2.2 Xf BRI IR A

BOG IR AR I8 - R D 3.0 mg, 4 MR C
3.0 mg, minimolide F 9.0 mg, /N[5 C9.0 mg
A EHE R K 8.0 mg, FFHARE, FHEE 10 mL
i, P ERBZIE, MASHE 23500 300, 300,
900, 900, 800 pg-mL~" 1445 Xt B S it 45 VS Vs 01
A RS o Rl B R B 1.0, 1.0, 0.1, 0.1,
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1.0 mL, %F 10 mL 5, MW EREZZE, B
BRE 4 N D 30 pg-mL ™', 14 AN C
30 pgemL~", minimolide F 9 pwg-mL™", /NHELEE
C9 wg-mL ™ FjE M ZEH K 80 weg-mL ™" (IR G Xt
RTINS
2.3 FERLE R T A

O AS B B (FiE5 EBSC-1) ¥y oK (3 2 S i)
0.5¢, MEWMWE, BT S50 mL Z.048 %,
10 mL, #ER40FE 30 min( B2 330 W, 4% 37 KHz) ,
B0 5 min (4000 remin~'), WA BIEWE; SRS
5 mL PEEE SRR K, B0, I8 Ligw; Rk
FH S mL FEEVE, B0, 913 R EIE| T 25 mL
s, MW ERRERZIE, RIS,
2.4 JrikEE R

2.4 1 RIENMEEEE ORIFR 2. 2 T ] & iR
BRI 0.5 mL, BT S mL A, A
WBEREZIEZ, #25), W20 pL, #E4T HPLC 20 A,
HAZ 6 IR, T3 A% NS AR (00 T3 UG (1Y £ B S (] 10 i
R, AR AR HER 22 (RSD) o SRR, 5 DRy
AR DR B I (] AT T AR RSD X9/ 2% [l R, H3 41t
AN TR) #E o 7 Wk (EBSC-1, EBSC-2, EBSC-3), #47
HPLC 734, R A5 T AL 5 ) i 0 15 ol (335 0
ZIEI R (R) o BEEEAR R (N) Fidti B I 1 (T) .
LR R (E2), A EGE S BT R (R) BIR
F L5, &KI&ERY N {EH#KF 10 000, T {HAT0.95 ~
110 ZJa], RWZI7 kA AR R GEE N

2.4.2 MR R RIRFIUE RIREE K 2.2 50T
il 5 AR 45 X A IR B R B 2 6 ARG

—Do LY
SOoOoO
}|||||||||||||||||
o8
~

0 5 10 15 20 25 30
t/min

mAU

=]
0 5 10 15 20 25 30
t/min
W Lo i&%NER D; 2. 1I1& 4 M C; 3. minimolide F; 4. /)

HELAIER C; 5. MBI,
B2 xffRam(a)ERBR(D) BIEE

2.4 3 MRELLER RS E IR 2. 4. 1 TR i & AR S
X RSN 20 L, #EFT HPLC 2p#fr, fE[R] 1 RZNH
SEMNE 6 K, IosRIETHAR, THEIETARA RSD, %%¢H
PUARSRERESC s ELRE 3 K, BRI 2 I, HEH
[APRERERE . 2R 3 Frzs, 5 Mt rUgTa AR Y RSD
BT 1% (n=6) , RUIAITIEGEE RIT
*R3 KEE. REEMENENELER
K5 Rt

HIE(n =6)
. . - NN N . n= H(n=6) (n=7)
SRR b3 B 038 4% P SRR A3 0T 3 U LA IR oy HHC=6) AFC=6)
AT BUA AL AR (V) , WeHE (g mL™") Ry Ak b RSD/%  RSD/%  RSD/% %/"]ffg?/ RSD/%
_ IS
». 4 I / )\ /“El ] 1 g N ) :"_"
(X, ﬂ:ﬁ@ﬂ‘ﬁ*ﬁ" 131%@}3737&:@ )%@{B@j WA%ENEED 017 0.34 0.93  1051.3  0.91
GEILFRH S PP AE M B Ve N PE R R B AP R WA ZEREEC  0.12 0.49 1.6l 446. 5 1.89
FAAE M L300 5 B84 BT PRI B LOD ({51 Lt minimolide F .31 0.78 2,97 65.7  2.23
S/N :31)&%§KE LOQ(’{%H}%I:K S/N = 101) , gi;lz': INHEDBE C 0.22 0.35 0.35 179.3 1.61
EHZEEE 0.26 0.34 0.41 3476.4  1.67
W2, A L
R2 SHEXENELEUNEEER, KWNRMESMR 1
pg-mL~
otz EYE Py LIPS gy 2 NG| LOD LOQ
142 % g D Y =22 213 X —379.96 1.000 0 0.12 ~30 0.055 0.276
1142 7 G © Y =25 142 X —379. 02 1.000 0 0.12 ~30 0.042 0.256
minimolide F Y =21 473 X —447. 45 0.999 9 0.07 ~9 0.031 0.162
INHEL B 2 C Y =58 504 X —373.03 1.000 0 0.04 ~9 0.022 0.115
I Y =46 766 X —708. 35 1.000 0 0.16 ~80 0. 056 0.338
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2.4.4 IR BORE A BIR (EBSC-1) , A5 #FK
FE 6y, Al R 2.3 ORIk AR SR, 4%
2.1 0N @IS TEIE, TS X RSD, £
M3 P, 5 B &5 RSD B/NF 3% (n =
6), RUATEHEIMERLF

2.4.5 foE iy BOEIR R BCE I Rl — 0 B b i
W(EBSC-1), 703 Tl #)5 0, 2, 4, 8, 16, 24,
48 h, % 2.1 WU R @3EIEME, iCREmA, it
S RSD fHo Z5RANFE 3 Fron, S ARy i i AR Y

RSD BJ/NTF 3% (n=7), KWIHRBERTE 48 h N
2.4.6 [l BE R A L (EBSC-1)
K6y, B2y 0.25 g, FEEHRE, BT
B — 2 5L O BRI, H IR 2.3 TR 7 ik ol
FRERIAT, TR 2.1 TR R E S A &,
THE R K RSD, 2553k 4 Fios, 5 Tl i)
SIS R AE 94.09% ~ 106.32% , X I 1 RSD 43
EINT 2%, FWIT LR HERR B R AT

4 BIEEOKREMNESER

wEY) Fedhi/g B g AR g MR/ g B/ % SB[ e 3/ %o RSD/%
14N s D 0.249 6 262. 40 164. 86 430.25 101. 81 99. 84 1. 81
0.2499 262.71 164. 86 424.34 98. 04
0.250 4 263.24 164. 86 428. 40 100. 18
0.250 0 262. 82 164. 86 430.71 101. 84
0.250 3 263.13 164. 86 424.07 97.62
0.2499 262.71 164. 86 426. 84 99. 56
W4 ZE R C 0.249 6 111. 44 114.15 221.97 96. 83 94.79 1.58
0.249 9 111.57 114.15 217.93 93.17
0.250 4 111.79 114.15 219.47 94.33
0.250 0 111.62 114.15 221. 44 96. 22
0.250 3 111.75 114.15 218.26 93.31
0.249 9 111.57 114.15 219. 90 94. 90
Minimolide F 0.249 6 16. 41 16. 04 31.38 93.37 94. 09 1.61
0.249 9 16. 43 16. 04 31. 61 94. 68
0. 250 4 16. 46 16. 04 31.26 92.31
0.250 0 16. 43 16. 04 31. 41 93.39
0.250 3 16. 45 16. 04 31.54 94. 05
0.249 9 16. 43 16. 04 31.94 96.73
INELBE C 0.249 6 44.76 42.57 89. 01 103. 94 103. 38 0.95
0.249 9 44.82 42.57 88. 82 103. 35
0.250 4 44.91 42.57 89. 04 103. 67
0.250 0 44. 84 42.57 89. 38 104. 64
0.250 3 44. 89 42.57 88.21 101.77
0.249 9 44.82 42.57 88. 62 102. 90
S N e 2 0.249 6 867. 70 806. 71 1730. 28 106. 93 106. 32 0. 69
0.2499 868. 74 806. 71 1729.02 106. 64
0.250 4 870. 48 806. 71 1732. 44 106. 85
0.250 0 869. 09 806. 71 1 728. 44 106. 52
0.250 3 870.13 806. 71 1717.22 105. 01
0.2499 868. 74 806. 71 1723. 46 105. 95

- a%ﬁ@q&%:w*@ﬁh‘u%xm%c
T
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2.5 FEah I E

BRI AC, RIEFRAE 3 1y, o 3¥% 2.3 3
DTk s AR IR, RIS A PR 20 pl, $%
2.1 BUR @RGSR PFREATINE , FAMR LTI A 4
GURILES, kKL 2,

RS BIREHERPS MEFENELEIH

EE(n=3) )
g g
PRI
RIS s wes LMD
WEED RS C WEC  EmEE
EBSC-1 1051.3 446. 5 65.7 179. 4 3476.4
EBSC-2 1437.2 498.0 90.2 102.9 1783.2
EBSC-3 922.9 256.4 58.2 172.5 3224.6
EBSC4 503.6 170. 6 159.2 169. 3 1394.7
EBSC-5 655.0 161.5 50.3 118.7 1946. 1
EBSC-6 508.0 155.5 29.8 89.3 1 698.2
EBSC-7 614.6 185.0 36.5 106. 6 2 065.5
EBSC-8 911.9 332.0 71.7 188. 8 3242.1
EBSC-9 628. 8 192.4 38. 1 106. 6 2128.4
EBSC-10 423.3 144. 1 33.1 66. 8 1290.1
SEI(E 765.7 254.2 63.3 130. 1 2224.9
3 i

31 RERER

ETFRRER WA MISRIERR, A5
THRAAHIEAINEE, 28, LML, xR
AR FT R HOHEIORR, 5 5 % BT IR B2
HEBR ST S R s 5 T A P
SEROT, SR % B B B M RO 2
K, A EERB L TR S AT O, e
T ARERARIUT s 5 TR A5 OB (5 30 min)
HORIUECR S BLURI 2 BN TR 5E 4 A
SRR B R 7 I 4IR30 i,
B2 K
3.2 (il

WENAHE 5 T K-H I, K-ZF. 0. 1% W IR
IK-FEEFN 0. 1% HIRK-L M, Z5RKIHK-CHEH
- 620 -

VRS AH PR AT A6 BE VB, A% 103 0 7Y o) B R e O
5 AT B 43 1) €0 335 U4 4 BE A AT S O e
R it PAD R ILE AR, & EE 223 nm
AN ) AR B s, PR 223 nm AR
Rl e 45 FF AR IR B TE 35 C, RBAE o3l B 4k
P
3.3 MERL S N E

XF 10 HRKIGA B HRE S IEAT TR E, £1k
B RIEAR AL h 2575808, S MR &
U LA R D 423.3 ~1437.2 pg-g ™',
4 ZE NS C 144.1 ~498.0 pdg-gfl , minimolide F
20.8 ~159.2 pgrg™", /IHELEEE C 6.8 ~188.8 pg-g™'
Pt ZERER 1290.1 ~3 476.4 pug-g™'; WEA]
PSR LR, 2R R > a5 NN
D > 14 ZE MBS C > /M35 R C > minimolide F, 45
MR R A R, TSR] 2224.9 pgeg ',
HUCHILA N D, P& 765.7 ngrg ™' o
3.4 /gt

AR ZE My, BAYR. PuUMREEE,
I 3 P 367 B R A G T BRI T R
B A RS o A il R o, BRI, A b 2
SCZROT R & R E DTk, LSRR B W e
WP IS A BB M R NTETU R . AT T
HPLC/UV WER AR RIS NEE D, ILE&4HEN
fig C. minimolide F. /NMEL3 2 C fldgnf s &2
S5 5 BRAEAETE A TR A & R DT R . R AR T
R R EL, % Allima™ C 8 3% 4% (4.6 mm x
250 mm, 5 um), WA K-CHE, BREVER, 1
MNP 223 nm, FH 1 mLemin™', #HJE35 C, &
G WAL o B AR, OTIERE L HERA
R EHEL

X ASTR] 7 ) RE AN B AR S AT T, 4R
FMW] S T3 EA [ TR RE AN B B 2 b4 o i) 5 4
225 W3, BLUIASIRD ™ 0 38 A £ 2 o A 2R s
e o 2x BEAE O BEASG | AUfe  DGIRA PRI 22 5 K
AR, BRI ENE D A R
L SCHRIRHE o B A A 2 i Y A
HIEA B ) R AR PR . SR DL A
R, Tk ERER R MER . REUE S, RN
I, MIEABEREIN SEHRA —ENS%E
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