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(- )HPLC ®E 2 k47§ 1+
Agilent 1100 series HPLC » # Z Degasser G1379A ~ QuatPump GI311A -
Sampler G1329B ~ DAD G1315B ; & +7 ¥ 1L Agilent ZORBAX Eclipse Plus
C18 Column (250 x 4.6 mm, 5 um) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC > # 3 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ° & +7 *g 1+ Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °
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BRI A P RGBS 20506 %) 1.0 g> 5 50 mL e g @ » &
FEde ~ 50%2 8 25mL 0 423 4R IF ASL(H F 300W » 45 % 40kHz) 30 A
S 8 15 A48 (54000 x ) > Bt A D 25 mL B IS o 4o
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Tk WAL S0 mL TE ALY 0 4 50%2 R T % B 0 453 F 18k (Syringe
filter, PTFE 0.45 pm) » 7 {# o
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BB SR A OE S0 3 % i £ (1000 pgml) > 14k -8 8L

FFZREREA A% 1255100755025~ 10~ 5.0 ug/mL e & 5.
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1. % #4& 2 (limit of detection, LOD) * #-2 fwjk & 2 -3 &3 i 7 474 > &
MBSO L =3 pF2 kR 0 (L BRHRILGIE o

2. %2 & 'Y(limit of quantitation, LOQ) * #-2 ik & 2 -5 503 i 7 ¥7iFf -
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. k47§ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 um)
KR E UV 326 nm
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1. %45 ¥ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 ym)
2. ¥Rl L UV 326 nm
3. i 0.4 mL/min
4. FHLER 125°C
5.4 28 1 1.0uL
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" pg 1213.1
75%° f% 2309.5
50% " fi% 2437.6
95%¢2 it 648.5
75%¢ fiE 1850.1
50%¢c fit 2695.3 \
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F 1= 4727.7
¥ 2= 467.8
% 3= 51.7

(I) RESLEREA RENR
EFPRERRERBEA (OFE D BTS00k BE(Y)TE IS
BER AN L y=41.837x +60.514 > R* =0.999 » &7 kA& & 5.0-125
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2= RBEREA ZREIMR 2SN

HEREF & kA& (ng/mL) S w g Az R?
LR A 5.0-125 y = 41.837x + 60.514 0.999

(=) HHFEm
A% kEA > 4% HPLC 2B R AR 24 » RS R A #
Rz AR L 5 2.89% 0 Bk AL h MR RPN o

(=) EAF B RUEER
FoEET o Jl* HPLC TR 2 e PR RhMR A €4
M2 ApER R L L 115% 0 B ki R Rp o BRE R A & 24 )P
PR BT AR L L 482% 0 1 LB ] FATT SIS
4oppER RS PlEc S LR o
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L kR R.S.D. (%)
#HeEk  (n=D) 10 png/mL 2.89
£4F1E (n=H) & &% i (No.3) 1.15
g (n=6) % 5% % (N0.3) 4.82
W& (n=1) 2.5 ug/mL
71T (n=1) 5.0 ug/mL

(L) Fiew e @ %
£S5 REEA TR w o L 10LT% » AR R L S 241% -

23~ BHRMA Greow ek

| FHMAHL) GF R 0B REE | vl | S0 s | RSD,
(9) (mg) | (mg) | (mg) | (%) (%) (%)
1 | 0506 | 060 | 064 | 124 | 997
2 | 0508 | 060 | 064 | 125 | 101.8
3 | 0505 | 060 | 064 | 124 | 1002 | 1017 2.41
4 | 0527 | 063 | 064 | 130 | 1059
5 | 0501 | 059 | 064 | 124 | 1010
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10344487 8 3 #F42 7 BRI TR F G &)icd » 977 » BEREA
5 0.05%-0.51% - 2:HA87 S X EHH BRI LB SR A § 3
B0 0.05% © FRIELHFERIE S R A L% T 7 K3 6000
(F %5 13028) -

A AFT LT X KREZ B ERRAGE

FH%ENo) | BEREA 8 (%) | FHHEN) | BEREA §E(%)
1 (SU-C) 0.34 6 (SU-B) 0.27
2 (CA) 0.51 7 (NB) 0.13
3 (NC) 0.29 8 (NI) 0.44
4 (NL) 0.45 9 (NH) 0.47
5 (NM) 0.26 10 (NK) 0.05
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1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 pm)
2. ¥%BplIAE UV 326 nm 3. ;i ¢ 1.0 mL/min
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Isochlorogenic acid A_MeOD_500 2017/08/04
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S)RBREA FE BB R

HO, 'COOH

- ~BEREA I - g F =4 (CD;OD)

position  dn (600 MHz) dc (150 MHz)

1 - 74.8

2 2.13-2.32 (m) 36.1%

3 5.38—5.442 (m) 72.1%

4 3.96 (7.5, 3.0) 70.7

5 5.38—5.442 (m) 72.6"

6 2.13-2.32 (m) 37.7%

7 - 177.5
1 - 127.8,127.9
2°,2”  6.05(d, 2.0), 6.06 (d, 2.0) 115.1, 115.1
3,37 - 146.8, 146.8
4 4 - 149.5, 149.6
5°,5”  6.77(d, 8.0), 6.77 (d, 8.0) 116.5,116.5
6>,6”  6.95(dd, 8.0, 2.0), 6.97 (dd, 8.0, 2.0) 123.0, 123.0
7,7 1.57(d, 16.0), 7.61 (d, 16.0) 147.3,147.0
8,8  6.26(d, 16.0), 6.34 (d, 16.0) 115.2,115.6
9,9” - 168.4, 168.9

%Multiplicity, J in Hz) in ppm. *“interchangeable.



4 : CENTIPEDAE HERBA

i : Small Centipeda Herb

A R A &G § 4 Compositae 1 4487 & ¥ Centipeda minima (L.) A. Braun et
Asch.z_ 57’ > & o

- N3 E

(-) ® &R [F2221]1 (¢ #4335 {vREL 2015)
— B AEHR AR 1.0g> 4ez & 7% 20mL > 425 & A3 30
& Bl IRk REEI fo o AR T B 2mL # 203 3
5t &SBR -
[552i22] (A7 BHEES - )
— A Bk 1.0 g0 4 70%0 @3 10 mL v 423 i AJT 1
LR R PYRIRITRRSEBR
[55=23)(p %)V
—BAEH A 1.0g 4?10 mL o A2 AST 30 &
48 0 Wi PoRRITEHRSESBR -

(=) PR PR % RAE A (Isochlorogenic acid A) ¥ PR 8 & > 4c ¥ A%

pif4

A #l&% ImL 5 02mg 3% o 1t 5 $RIE SR o
(=) & & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
() B2 B & [ER#1)] (& L AL {cREL 2015)
—pelioFTE (300
[EmR# 2] (457 EFHEES-p)V
— - F 7o gt TRk (5:5:52:00.0)
[EB#H3) (p FEF)
—-F "% PR IPE 4:1:0.2)
) B B # 10cmx10cm~20cm x10cm
(=) & 2 EBRWIEATG IS5rs > VFER  ERIEH 8om -
() Hd &R AR 365nm 2 K HFERET AR
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F 5P E o 106/08/14

10 #H% & (RH) © 53%

E B ([RT):28 C
[EEH 2] (B EHEES - p)— F " micHef: "Ik (5
5:2:0.1)

KL - A L
1-2-3 P % Rpk A(0.2 mg/mL) 1>2>5uL
4>556 ¥Bair 1 [F522 1] 25> 8ulL
7-8°9 iz 7055202 2] 2-5->8uL
10> 1112 a7 [F23 2 3] 25> 8uL

ZREE vk [FE2 02 2] 2 [FP223) 2k&EBR7 G ARERIESR
R SR A A EE SRR R mER [F520 3]
2Rl d RS RBARESAR LUl B5ak [F532 3] 20l -
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F 5% 1 106/08/15
A0 %R (RH) * 56%
B R (RT) 126 C

[Ema 1] (847 £ L folEL 2015)—p et 2 §9% (31 1)
[55~=2 3] (f 7@ %) — HPTLC % * (365 nm)# #1( % Rt AR/ &

g J

e

% 0)

[ERA2] (Fib % FHBEN = )—2 § 7% e et "k (50

5:2:01)v
[5P~= 2 3] (f F@ %) — HPTLC % * %365 nm)i& (2 % R AR/

5 0.48)




[EEA 3] (p FRF)—=F "% " 9@ 20:5:1)
[55223) (f "B %)— HPTLC % * %(365 nm)# 41(2 % Rt AR &
5 0.47)

1 : Blank

2B %R A

304 wmEBIRT

5 : Spike

EHRAE AR [FE23) 2N o rm [ERH2) 2 [BERH3) BBV fL
BEmar? ~RRBBINBERBE A A D EFET R LR 4B EFHE
'y -p 2 [BEA2)



T RENER
F 5% P 106/08/15
B ¥% & (RH) @ 56%
B RERT) 26 C
[EB&H2) (AP BHEES - P)—- F 9o e fig: ik (5

5:2:0.)
[55~=23)(p F#%)—HPTLC % [% =2 3] = #%)—HPTLC %
/% (254 nm) i (365 nm)t 11V

1 : Blank

2: RS REA

3o4i BT

5 : Spike

FBRBLE T N AR A k(365 nm) T BT dUaRcE b k(254 nm) G g b P B2 GE
2R Rpk AR



I~ A7 TR SRR

F 5% 1 106/08/16

0 4% B (RH)  52%

B R(RT):27 C
[EB#2) (A" FHEES - p)—-F R ie ek (5
5:2:0.1)
[3P~= % 3) (p FE%)—HPTLC % *} (365 nm)i& !

Blank

1
2 P % Rpk A(0.2 mg/mL)

&% % 1 (NB)

4
’ 6 ¥ &% % 2 (NC)
8 ¥ 505 0% 3 (NH)

' 10 e &% 0% 4 (ND

1112 ¥ 5% 0% 5 (NK)

13 Spike (¥& &3 7% 7)




1 Blank

2 P % Rpk A(0.2 mg/mL)
3:4 &% % 6 (NL)
5:6 &% T (NM)
708 &5 % 8 (CA)
9-10 ¥ &% % 9 (SU-B)
1112 &% % 10 (SU-C)

13 Spike (¥ &% i 7)

BHAER I FRFL [FRo 3] 2N AR BHRES SR 2
BREA2)] A4 B %R AGRE 8 k(365 nm)T HRAREE o




