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£d ff# (Patrinia scabiosaefolia)

-
Mgt e LR E Y BT EH S 104

S REE RHTE A

(- )HPLC ®REZ2 B 47 ¢ 4o
Agilent 1100 series > # z Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; & 47 ¢ 11 Cosmosil AR-II C1s Column (250 x 4.6
mm, 5 um) o

(=) UPLC R B2 B 47 ¢ 4o
Agilent 1290 Infinity Series » #  TCC G1316 -~ Thermostat G1330B -~ Bin
pump G4220A - Sampler G4226A ~ DAD G4212A ; & +7 ¢ 11 Poroshell 120
EC-C18 (100 x 4.6 mm, 2.7 um) °

ECREEEEEA R

(=) 4
" F$(99.9%)r >+ Mallinckrodt Baker. Inc. 5 fir % (100%) R p >* Merck ;
o 3 (99.9%)FE A > E P b1 o

(=) ¥ &
% & (Chlorogenic acid) p {734 it » % & & 98% + o

T~ 3
(=) FPp4ma
Ak 4 & e 1090 B 50mL = £467550 ¢ o Mt
» R~ T5%7 FE - 50% 7 fE - 25% %§25m_¢£wzﬁf@ypé £ 200
W o 47 % 40 KHz) 30 4 48 > *c4 L AL 2 E £ » * BUA RV hE R 0 3
2 No. 1 g i g > B~# Jaik > L #8g(Syringe filter, 0.45 um) » {8 - & ¢
10 pL it~ % it iR 4p A 1 R(HPLC) » 12 #nipl 95 5L £ £ 2 3o % % & ff &
&%k?:%»%

() Frtet
Phgqde A X L0g MrEfle o E S0mL = £48255 ¢ o fFFg e » 50%
U AR 25mL o A A R I (3 F 200 W > #E 5 40 kHZ) 30 4 48 0 2 L
TEE % 50%° @A AR ehEE 0443 72 No. 1ig iR £ 8k (Syringe
filter, 0.45 um) » B~jhi% » T o & 410 pL i1 » HPLC » & A 30 A £4F F it
PR FAEE R TEN KGR



(Z) #REESZR
P~ 2 5 % R ik (Chlorogenic acid)# e fic € 1.0 mg > e 1 mL 97 fg ] =

# 1mL % % & & (Chlorogenic acid) 1000 pg =i & 5.2 % i3 7% o

(=) &%
PAgde 29 L0g AT B S0mL = & 425577 o Frde » 50%

?AE 25 mL v A2 ik B AR (54 & 200 W > #4E % 40 kHz) 30 A 48 > 1 No.l
T iERE 50mL 2 TEAY C RANA EAH/P- 0 & H gk 4 50%
v AR % R 4% 3 £ B (Syringe filter, 0.45 um) » Bk 0 TE o

CDRIES:
b WA FES BRI BR % s W&k 10 pl o 2~ HPLC > Bl * R
B B AR % R pa(Chlorogenic acid)=1 3 £ » T {F o
() ki@
A Few B~ % R f& (Chlorogenic acid) % =5 & /4 /% 1§ £ (1000 pg/mL) »
R LY i #] = 7 % J f&(Chlorogenic acid) 4 %] 2 375 pg/mL ~ 250 pg/mL ~
125 pg/mL ~ 50.0 ug/mL ~ 25.0 pg/mL ~ 10.0 pg/mL ek & 5208 7% o 12 R %
LP-10uL 4~ w)ix » HPLC &7 28 A 47 > f1* 8 52 % 6 (Y #0)fo
TRl w2 kR (X fh)iE TR F > X RERE R S 250 y=ax+h &

il R? .

(=) HH R
2 % Ja f& (Chlorogenic acid)ik & 7 50 pg/mL 2o &8 B.6% 8 % & )i i
BT 4 114 k pe(Chlorogenic acid) et % & ff 5 4p 1% Fodidp g 8

2_‘ o

() ERPEEFETPR%
LERfE oo -3 Bpefe ko el > 2 AR
i E{%ﬂﬁ Sei% i 0 B HRIRI R0 11 % R pe(Chlorogenic acid)ih 7 £ (%) & 4p 1
AR gL o
2. M PR - Bk ko RpeFRER R AR 2 2 WA TR
S AW 0~2-4-8-16-24 ) pEiEtRP 2 5 r fL(Chlorogenic
acid)erl % & ff 5 dp k> ROAPFHRE L -

(1) PRV E T & 1B UE%
1 ipl4& 2 (limit of detection, LOD): #-¢ vk & 2 {5 2.4 7% 2 @*ﬁﬁ? )
T Tl L= 3Lz kR ITE PR G 2 E S T8 & Y(limit of

I



quantitation, LOQ) © #-¢ ik & 2 R 573 % 3 $74F1F > s ggest §
=101 pF2 kR 0 1T 5 T EBUGIE -

(+) A
P~ Gk J & (Chlorogenic acid) 7 & ﬁﬂﬂi%%%a“ﬁ R 0S5 HmETZ 7 o
A w4~ % 0.5~ 1.0 ~ 2.0 mg % & @& (Chlorogenic acid) » & 346 &3 i 1l &
FEIEIER R BB 10pL i~ RARE TR F BRPISEFZ T4 o
(+ - ) HPLC & {715 2
1. k47§ : Cosmosil AR-1l C1g Column (250 x 4.6 mm, 5 pm)
2. #RAE UV 327 nm
3. /i 1.0 mL/min
4. FHE R 1 25°C
5
6

Ca o~ 110l
. #E AR
P R (min) z ¥ (%, VIV) 1% % (%, VIV)

0 5 95
5 5 95
6 9 91
18 9 91
22 90 10
24 90 10
27 5 95
30 5 95

(F2) 447 ez 2R
L 33 %Fi%%’]‘#fzfﬁ%/%ﬁ%ﬂ% = ik %ﬂ%%%/%/& ;23 10 HL
HMAFZ 41 0 HPLC A 45 0 »1i8 T3 s 5 f ik idr | S X2 E RS SR
fiz (Chlorogenic acid) s 7 4 3 £ -



(

4 = ) UPLC 4 #7i% ¢

1. k47 : Agilent Poroshell 120 EC-C18 (100 x 4.6 mm, 2.7 um)

2. ®RIAE DUV 327 nm

3. /it 1.0 mL/min

4, ¥HIER 125°C

5 /A ~& 120uL

6. ##4p -
P& F (min) v 3% (%, VIV) 1%fis & (%, vIv)

0 5 95

3.0 5 95
3.6 9 91
10.8 9 91
13.2 90 10
14.4 90 10
16.2 95
18.0 95




7 ~8%
(- ) ¥ %% k pa(Chlorogenic acid)z. HPLC % 47
S F G PER 15.8 4 48 A ot % pé(Chlorogenic acid) & # &k 4% (B - ) -

80+

[

o
L

% J7 8% (Chlorogenic acid)

N
| L

Bl- ~ % J p&(Chlorogenic acid)# # &-7% /% 22 HPLC & 17 [l

ﬁ{“"“—w

T T T T T T
s i 15 20 25 min

204

(=) 7 Bpeif 2 HPLC & 47
ik g PR 15.8 4 4R T R de @ % R iz (Chlorogenic acid) s 4 (] =) -

mAL
500+

400+

#% /7 & (Chlorogenic acid)

300 \

200+

b

T T T T T
10 15 20 25 min

W= % 8 EcH e S2 HPLC & 14 B

en—

(Z) ¥P35ng
v 50% " A 5 R 4R & 5L £ £ 978 % R i (Chlorogenic acid) e &
o+ > BT 50%7 B% 5 B iF B BR 4

:“..

- R RBEER LR

pE Lt 75%°7 f%  |50%°" f% | 25%° p%
HE 1069.7 2346.0 2491.8 1318.1
Rank (1=Best, 4=Worst) 4 2 1 3




(z) ZP=dcy B
BE KT 3 PA XA A e % R A& (Chlorogenic acid) 3 2~ % 2 (>99%)

IS L Tt o

50% ¥ % % B~ = dik BE G AR
% - = 2222.2
% - = 2125
EEEE 27.1

(7 ) &% %%k fk(Chlorogenic acid) & £ 4t
&7 I % fa(Chlorogenic acid) (X)¥F & B & 174 & #f 0 F B E(Y) T
Brlee RS 250 5 1y =32307 x—116.61> R2=0.9995 & 77 Jk & % 10.0
—375 pg/mL § L4Fens LB %

12000 ¥ =32307x - 116.61
R*=00003

e B
g

0 109 130 00 250 0 350 400

FE (ug/ml)

Bl = ~ % & pa(Chlorogenic acid) 2. # & 4@ [§]

4. = ~ % Jp & (Chlorogenic acid) z_ #& £ % > f2.;%

P8 E 5 % A (ng/mL) PRy R R2

%R

. 10.0—375 y =32.307 x—116.61 0.9995
(Chlorogenic acid)

(=) £ RPBEH TR RS
F k2% ko741 % HPLC % 8 i ¢ ek % B 245> % & iz (Chlorogenic
acid)t % B 2 AP iR £ 5 1.06% 0 £ L2 AP iR ® X 5 154% 5547
Pz m% Flrap o




(=) BTpE=

d &% ¥ 12 {8 sk R e (Chlorogenic acid) 7 24 ] prph #E£ 24 > dp ¥R £
A wl G 350% 0 it LR BT %J%c‘?r/iii‘—l?r‘ B 24 RS PlE s kAL
ﬂ )

() RpHER LS T 8 1R UGE%
-4 H ¥ J e (Chlorogenic acid) i ip/4& ' (limit of detection, LOD) = 1.0
ug/mL (Bl =) » 7_£ 4&*L(limit of quantitation, LOQ) % 3.0 ug/mL (B 7 ) -

7

%% J& & (Chlorogenic acid)

T T T T T
5 10 15 20 F-3

Bz ~ % J % (Chlorogenic acid)z. LOD k& 17 &l

#: J7 & (Chlorogenic acid)

T T T T
5 10 15 20

B ~ % & p&(Chlorogenic acid)z. LOQ & +7 [

Fow ~ LRSI

% J f&(Chlorogenic acid)
W R|IE B .
kR R.S.D. (%)
#Hmr  (n=5) 50.0 ug/mL 1.06
£ w4 (n=5) ¥ &% % (No.5) 1.54
T (n=6) ¥ &% % (No.5) 3.50
WpHET (n=1) 1.0 pg/mL -
T E &' (n=1) 3.0 pg/mL -




(L) i dew fe ik ok
7% 4c ¥ J iz (Chlorogenic acid) = 35 fz 5 95.8% - tp $Hf2F i £ 6.09%

% 1 ~ % J pk(Chlorogenic acid) 7 4¢ v 2 &
o | EHHAL |ZFE |2 E |RIFE | wicF (%) | TiEwdc |RSD.
£ @ | Mg | (my | (mg) 50 | )
1 0.50 1.17 0.5 1.673 |101.7410.6
0.50 1.17 1.0 2.120 95.545.87 95.8 6.09
0.50 1.17 2.0 2.967 90.143.76

(+) o7 BpeFz ZRlE
10 fRefF#FH 2 G BRI LS ® %7 B 1 i FEH S R

(Chlorogenic acid)enz &

T
LR B 6 m?z%’”‘ % 11 % J & (Chlorogenic acid)

g7 % ot B 481 4 % K i (Chlorogenic acid)= 7z € % 0.19—0.30% -
72 25 Bcdt % J fe(Chlorogenic acid)z* & i # .+t 5000 -

FE Y E’{%?%ﬁr%i.?& J f& (Chlorogenic acid) 7 £
P& M | % fa(Chlorogenic acid) | ® %k S5 | % & & (Chlorogenic acid)
(No.) ¢ (%) (No.) & £ (%)
1 0.12 6 0.52
2 0.30 7 0.22
3 0.19 8 0.23
4 0.20 9 0.21
5 0.25 10 0.19
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(+-) &% 5% & f&(Chlorogenic acid)z. UPLC & +%
E G PR 7.0 & 487588 7 % R 4 (Chlorogenic acid) 1% 2 & 2% (B =) »

s
i ‘ % J& 8% (Chlorogenic acid)
] L
o]
. |
0 |
L J e —— e

B~ ~ % J p&(Chlorogenic acid)# # &-7% /% 22 UPLC & 17 Bl

(+=) % g2 UPLC & 17

W F G R 7.0 A 455 T % R 4 (Chlorogenic acid) st 4% (] = ) ©
] #/REE(Chlorogenic acid)
| /
204 Il |f
“ |
0 AN J\-“_«._._A_,J L_,\_A—f_} H\'\——,__,_’____q_‘_

: H 16 i

B- 7 &R s UPLC A& 15

(+ =) % & pi(Chlorogenic acid)ea &+ 3¢ ~ & 3 § &3 81
v & FHE ;4 F 7% CeHi1s0g; Mol. Wt.: 354.3; mp: 190—191 °C

(+w ) %k pk(Chlorogenic acid) =%

HO COOH

@ i
- OH
OH
OH
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(= 1) % R pa(Chlorogenic acid)ena ~ gl i & =4

% J f(Chlorogenic acid)

4. = ~ % J pa(Chlorogenic acid)=n& ~ g i- & i+ # (DMSO-ds)?

position SH (600 MHz) dc (150 MHz)
1 73.4
2 1.77 (dd, 13.2, 7.8) 37.2
1.98—2.02 (m)
3 3.90—3.92 (m) 70.0
4 3.55 (dd, 7.2, 3.0) 70.3
5 5.04—5.07 (m) 70.9
6 1.93 (dd, 13.2, 3.6) 36.1
1.98—2.02 (m)

7 174.9
1 165.7
2’ 6.13 (d, 15.6) 114.2
3 7.41 (d, 15.6) 144.9
4 125.6
5 5.34 (d, 1.2) 114.7
6 145.5
7 148.3
8 6.75 (d, 8.4) 115.7
9 6.97 (d, 8.4, 2.4) 121.3

1-OH 4.76 (brs)*

3-OH 4.91 (brs)*

4-OH 5.52 (brs)*

6’-OH 9.13 (s)
7’-OH 9.57 ()
COOH 12.4 (brs)

4(Multiplicity, J in Hz) in ppm. *interchangeable
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4 % 7 PATRINIAE HERBA

# < % . Patrinia herb

A R AEE Ez%?f\z,.' Fid 5 T:EG:%? Patrinia scabiosaefolia Fisch. ex Link. »

v ?tﬁit% P.villosa (Thunb.) Juss. » M3k Efci? ~ 2 F » B o 95 f &
SRR A HEERE FIg o DX L AL 0 REFEC o

N

(-) &3 R [F2221]( A8
—PZEH ok lgo dve i3 10mL > 25 A R F 30~
0 Wi FREM I @ IimLbwiz oo YL
Fak e [0 2)(F FRER)
— B EHE A Lgo b 70%2 [ 10mL > 425 4 B F 30
pAb e Bl 0 FRIEHEL FC 0 40 70%2 FF ImL w0
SRR e
(552 23)(p FRE)Y
— B EHH A L g 4o 50%2 fF 10mL » 425 4 2 30
b e il 0 FREHEL FC 0 40 50%2 FF ImL wig oo
SRR e

(=) $tPiEE g B% R (Chlorogenic acid)$t PR 5 » 47 Gl & & |

% % mL Z lmg ik » 175 #FRIEELEZR -

() & & + HPTLCsilica gel 60 Fas4 > 10 cm x 10 cm ~ 20 cm x 10 cm

(=) B B & [EBR#1)Y(pFEF)Y
—e e TR @4i1E)

() B B # 10cmx10cm~20cm x 10cm

(=) % B OEERWHELTHE IS 4 FFER > ERER 8cm o

() B¢ &E % HERGB66nm)T AL
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http://search.zysj.com.cn/cse/search?s=1145411283965019978&entry=1&q=%E8%B4%A5%E9%85%B1%E8%8D%89

X EERZERPIFE

F %P 104/11/04

i EIEAR(RH) * 61%

# B (RT) : 26 °C

[Em& 1] (pFF#)— e h "Rk @4:1:1)

S BE A 7 2
1>2-3 %% Jq fa(Chlorogenic acid) (1 mg/mL) 1>2>5uL
4,556 SH Sample [ 53~ 2 1] 1>255uL
7,859 SH Sample [ 53~ i 2] 1>255uL
10> 11 > 12 | SH Sample [ 52 ;% 3] 1>2>5ulL

EREFZI3AFPCFREZRY T RISAREES Y [552 02 2]
g [0 3] gt o
F R B E 1 % R fa(Chlorogenic acid) - # &3 % _2 ul > [ % B2 72 3] _1ulL

14



= CRRCER

F 5% p ¥ 104/11/06

B %% & (RH) @ 56%

E R (RT):27°C

(ERA 1) (p FRHE)— cpef: "k @10

[52=23) (F FRH)— [F52i2 3] (F FR#)—
TLC % ¢ %(254 nm)# ! TLC % * % (366 nm)# !

(5522 3] (8 FRE)—
TLC2%= & 4% ¢ /7 L% {& )

1 : Blank

2 : % Jp pe(Chlorogenic acid)
3 >4 : NI Sample

5 * Spike (NI Sample)

v [EBAL)(p ABHF)— s e "ok G D)ERT 23t
% (366 nm) T & 41 0 B 1 B g &EL:M\W%L o R 2%= & MABE I SR
RETHD S VWRAT S A A aBA T R F S Ft B 4R *’%(366nm)
THRNTE .
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T o~ Rk EHR R

F 5% P 104/11/05

AP ¥R & (RH) @ 64%

B R(RT):26°C

[ER& 1) (pFEgE)— et "k @:1:1)
bk (366nm ) T AR,

[55223)(F TR

1 Blank

2 %% Jq fa(Chlorogenic acid) (1 mg/mL)
3:4 NI Sample

5°6 NN Sample

708 NP Sample

9,10 NQ Sample

1112 CE Sample

13 Spike (SH Sample)
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Blank

2 %% J fa(Chlorogenic acid) (1 mg/mL)
3:4 SE Sample

576 SH Sample

78 SL Sample

9,10 SM Sample

1112 SN Sample

13 Spike (SH Sample)

17
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