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T iF Efr? (POLYGONI PERFOLIATI HERBA)

VR
REA AR S i F 104

CHRER AR

(- ) HPLC &k B2 K78 4=
Waters e2695 Separation Module » ¢ 7 Waters 2998 ~ PDA Detector ; % 47 ¢
11 Agilent ZORBAX SB-C18 Column (250 % 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC» # 7 Binary Solvent Manager ~ Sampler

Manager ~ PDA Detector ; % 7 # = Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

ZRRERE PR K
(- )
" A% (HPLC grade) , 85%#ifk » BPEL(37%) % BEE 0 S 4B 7 A2 7 o
(=) HEpifEs
HLA % (Quercetin) CAS No. 117-39-5, % & % 98.96%, Lot No. 19111114, ¥
LG N P (e B A 0P

o~ E
(=) ﬁ;‘%gﬁ’*ﬁi’ﬁifﬁ,ﬁ
Fofs R 20 & RERAER1.0 g0 A M E 125 mL = um,»z

%2 100mL Fl &#g 7 > —%rém U AR % 40mL % AL 10mL > 1 > % kig
90°C 4r# 60 & 45 > 1 i 4cfik i 60 445 0 4 4ris > # » 50mL ; 8
RN J ICHRVER f}?: » #-3 1 i 5 (Syringe filter, PTFE 0.45 um) »
T o & 410 pL L » B sxac ik 4P K 17 R(HPLC) » 1 #7ip| 191871 & 2 Hit
N E SR E FE N S Rl

(=) REEFPRERTE
BRI AR AGES 20 B %)3 o F AR 1.0g0 B 125
mL = & 4675%07 > A4 ~ T AE L 40mL 2 BAL 10mL 0 A 5] & kg 90
°C 4r#. 30 ~ 48 ~ 60 ~ 48 ~ 120 ~ 48 > 4 4rie > # » 50mL % £ 5g¢ 4o
U RR-BAR(4: 1)1 % & > # 3 B B p(Syringe filter, PTFE 0.45 pm) > % {7 ©
F410pLii» HPLC > E I B 2 5B ¥ o



(=) #REE SRR
B fLr-H RS il % 20mg > 40 10mL h? g+ & ImL 7
AL & 200 pg iR SR R0k 0 X0 ? ERARE L 40 pg/mL W HRAE

(2 ) &3 R
BFEFLE A S A(E S 20 B ) 1.0 g0 & 125 mL = £ 46755
¢ B EEAe 2 P EE-BAL(4:1)50mL s B oKiE 90°C e #h 60 A 4B L et
#r S50mL FEFL7 > 4P fE BAM@ DI A %3 £ Ee(Syringe
filter, PTFE 0.45 pm) » ¥ o

() Bz
A | e B R R B % s e BLA % 10l > 2~ HPLC > Pl 2
PR ML ERTARY A ZOE ) TE

(=) ®wEMR
Wrge Pl T RIRE & REF 3 % i £.(200 pg/mL) > 12 P FR AR
7 HEAL F 4 B 5 100 ~ 80 ~ 40 ~ 20 ~ 10 pg/mL ek 2 =2id e o v bRk
aunmawz»HHCﬁﬁiiﬁﬁ’??ﬂﬁ%iﬁ%ﬁﬁW%W’
TR ERXG)EFREYF T RERERZ 2 A2 y=ax+b & 4p
B A Hic R o

(=) # %R R%
P A G 40 pg/mL 2o SRR E0p i R S5 A L & it
WG S AR RORHEREL

(~) LAF e R %

LEAFR PR -3 B FEHt o FrFEFHessridan 22
TEHES PR FE RSB R SRR LT E(%) s ik
FA AR EREL o

2REE PR - BRFFERE A R FFEHRSZREUL S 2
WHHFEFER RSB R - A 02 481624 [ iR 2> 1
LA F el 6 ff 54 e RAOPEHEE L

(i)d@ﬁi TR R UR%
. ¥ ipl#&"Y(Limit of Detection, LOD) : #-¢ svjk & 2 #4573 % 7 474 HE -
ToUELRRIOL L =3 kR 0 L HPHRIUGIE o
2. & & *Y(Limit of Quantltatlon, LOQ): #-2 swik B 2 3 &% i 7 SriF
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FoE RN L =10 L RR o L R ERRIUGIE o

(L) HAewje ik
ol A 3 Rl EHE A S 60 AR 05 g 4
gl4e » 1.2 mg VT””H‘LP‘»',% ’ l@fﬁwzp /&%J.Vg_' ER: MR e i

(+ - ) HPLC » {7 i+

1. & 47 ¢ : Agilent eclipse Plus C18 Column (250 x 4.6 mm, 5 pm)

2. #&pIAE 1 UV 360 nm

3. ;i ¢ 1.0 mL/min

4. R R 135°C

5.A~% 10l

6. # & 4p -

P [ (min) v A% (%) 0.1%#Fa (v/v, %)

0 30 70
10 40 60
30 42 58
50 98 2

CEPEL AR 317 S FE T LS
P10 $ E b EH SRR A S 2 WA RSB A 10
ul i 4 3 442 » HPLC > #7735 4 6 ff & [ 2 383 8 il 3

N\ A EL
ET“F]A:Z,;_O

(+ =) HFF#FEHes2 UPLC & 47 i ©#

1. k47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. %Rl E UV 360 nm
3. swi# ¢ 0.36 mL/min
4. gHE R 1 35°C
5.4 »>% 1L
6. # & 4p :
¥ & (min) 7 A% (%) 0.1%#% & (%, v/V)
0 30 70
2 40 60
6 42 58
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I BE
(=) B2 5424 §f 2 HPLC & 4
S P 29.0 A AUERT R L R 5L (F]- ) o

015,
0101 Ll %
>
<< 4
005]
OIOG‘ I I I I ‘ I I I I ‘ I I I I ‘ I I I I ‘ I I I I ‘ I I I I ‘ I I I I ‘ I I I I ‘ I I I I ‘ I I I I
000 500 000 1500 200 2500 000 %00 4000 450 5000

Minutes

Bl- ~ $d 2458 505 7k 22 HPLC & 47 )

(Z) #® & ffte &2 HPLC A 47
WG ER 2920 s W T FFEH RS A S (R )-
HALE A AR E 7.66 0 #5 £ F1F (D)5 1100 ¥ A i * P& Kp o

0.15

oo Fin
s

L e e L e e e e e e e LA e me e
0.00 5.00 10.00 15.00 20.00

AU

L e e e S s B e ey ps
25.00 30.00 35.00 40.00

— T
45.00 50.00
Minutes

Bl= ~ % &HLL %% 52 HPLC & 5 B

(Z) BEFBPIFEEIER

%Eﬁﬁ’;ﬁg}@f’? 4[%@7]{?1}: }jtﬁ}. s 1) ,J(/%\ 90 OC %E%ﬁ: 60 A’\ﬁl’b ﬁ*%f'él{‘ﬁ’ /;,L‘L
60 ~ 4B IEE > LR AT B K5 900°C 441 60 A48 5 R E EBiE 1t > &5
B € TR el g RS o

PP R ~
- ~ A P iE i3 Bl G

Fil %
B i 12 T E N
3 I 1 i}i‘té 5 ﬁ IE
40mL © # + 10 mL ®@E » -kig 90 °C 4
& R kip ’ 1955518 N
60 4 45
40mL ¥ A& +10mL AL - e e o 60
g P A TR 1837197
.»g_
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() BREFBEFTEE

SRR S B IKE 90°C iE T AR FER b 0 BB 60 A 4B A

PR EEP R ZB60 A A R EEEER

CHEFERRE TR

40mL ¥ A8 +10mL B f& > -kig 90 °C 4o }_ﬁi;;i% L E e e
30 A 48 2005853
60 A 45 2963645 \
120 » 48 2832392

() HESHEAZRER

L &2 FERFAZX)HEE P A7 % o ff0F BE(y)" 77 3D
#2358 4 y=138124x + 25370 » R>=10.9996 » &+ kA& &

W (B2 o

g £ AR
10 -100 pg/mL ¥

5000000 A &
4000000 y =38124x + 25370
s R?=10.9996
;& 3000000
%t 2000000
"~ 1000000
0
0 50 100
JE & (ug/mL)
A Z 2 e E AR
= L2 E RS AR
RS & B (ug/mL) M b R?
Fd % 10-100 y =38124x + 25370 0.9996

(=) HHEFR

)

N

Foe*Hr o 1% HPLC 2 & i cd & 247 > Ll B R 2
APYHEE X 5 1.58% » 35 h k Suii ¥ & LR o
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(=) EARERTERR
Tk % BT o {1 HPLC T £ ik 2 hE gt 24 > A F EAF L2
PEHARE L L 0.56% > 2%l S & KN o WL B 24 ) PER AR
A AR S 1.79% F 1 L8] F TG R AIZI G 24 ] pER
A PESAALR .

(~) RS T E 1B "GE%
FLg & R S 0.50 ug/mL(Ble ) T £4&*'L 5 1.0pug/mL(BI) -

FLd 4 il
| o i ¥ %

; - B

20 ,,,.fr\,.‘,mwuw—r“ . it i e :

L 3 0y

“ m-; J\M
i WMWMWJ

i
I T R R R R W s A% sB A0 BN AN BN 60 &0 40
Malg N
B ~ Hid 4 2§ BHE Uk 14 ) BT~ FiAd &2 2 E U 15

Fw o~ L REAS T

R %
LR R.S.D. (%)
H$RE (=5 40 pg/mL 1.58
A (n=5) 7% (No.7) 0.56
T (n=6) 7% (No.7) 1.79
g R (n=3) |  0.50 ug/mL -
TE & (n=3) 1.0 pg/mL -

R P

(4 ) A4 w o F gz
ﬁi;i%iyaﬁ]: Ser T G 106.6% 0 AR EERE R L S 3.85% (£ 1)

3 A F R A e

ot BHHFL | 732 | rE | BIEE | PfF |[TEPF| RSD.
T (@ (mg) | (mg) | (mg) | (%) (%) (%)
1 0.5007 1.2919 1.2 2.5392 | 103.94
2 0.5002 1.2906 1.2 2.4925 | 100.16
3 0.5000 1.2901 1.2 2.6360 | 112.16 106.58 3.85
4 0.5001 1.2903 1.2 2.6184 | 110.68
5 0.5001 1.2903 1.2 2.5618 105.96
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() £%7 efiFz ERT
10 # i fFEtt2 2 R TSR (FRS)cd » 97 > Wl Fehz £
% 0.132-0.336% > 22 *;i%i%ﬁﬁﬁ?ﬁ+ﬁjﬂ T ol 2z £ 4 F 53 0.15%-
SO 4 ke L B 08 35 B A K0 5000 (2 % B 5 21533) .

22 A B HE RS B

Z 4 ¥%(No.) Wi % 5 B (%)
1 (NA) 0.214
2 (NY) 0.283
3 (CA) 0.132
4 (CB) 0.259
5 (CH) 0.217
6 (SK-2) 0.336
7 (SK-4) 0.284
8 (SUD) 0.159
9 (SUE) 0.279
10 (SUE2) 0277
T35 +SD. 0.244+0.059
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(+-) i jF &+ 2 HPLC 4p ¥ R e =
Po10 #47 GAn i b te &0k & 10 ploigtk 0 & 17 HPLC 45 5 BIFH

SR L e
1. & 47 ¢ : Agilent eclipse Plus C18 Column (250 mm x 4.6 mm, 5 pm)
2. R4 £ - UV 305nm 4. BHIER 135°C
3. iwig ¢ 1.0 mL/min 5. 4> 1 10pL
6. ##:4p
P (min) ? 7% (%) 0.1%# & (v/v, %)
0 30 70
10 40 60
30 42 58
50 98 2

080
WMM

0]
08
5
050]
040] 4
03] ]L\ 3
M N
0] /\A 2
0]
1

W
L D L

000 500 1000 1500 200 50 3000 30 4000 4500 5000
Ninutes

B>~ 10 #4z 45 §F 44 22 HPLC 4p = W%
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(+= ) #¥FR4d 2 UPLC & 47
WE T R 5.94 A g8 URAE T HLL BRI S % (B ) -

0,40
4] WL %
] p
.00 2.IIII 4.IIII E.IIII B.IIII 10.00

Mirnutes

W= -~ Fd R 3 k2 UPLC & 47 W)

(+=2) # By F#itias2 UPLC & 1
WG REE 594 2 AN I FEH RS A R(R )

0.20 4
0154
] FLd %
3 010 /
0.004
—_— 7 ————
0.00 20 4,00 5.00 g.00 10.00

Mirutes
B~ B B4t 2 UPLC & 45 B
(L) el Ren s AT R
AF 5 CisHiO7 5 A3 £ 130245 58 1 315-317°C5 § ¢ # % -

(43 ) fid B s
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(+2) s # HNMR Bl

Quercetin_DMSO_600 2016/05/02

uuuuu
-----
vvvvv

NNNNN

12.478
9.358

J ‘ Jk ‘
T T T T T T T
S 4 3 2 1 pp
w w o

B4 ~ #4d % 7 'HNMR B3 (DMSO-ds)

(=) fi 4 0 CNMR F3#

Quercetin_DMSO_600 2016/05/02
3 88 8 288 3 2 3 8
g 2 5 ss¢ 3 d 22
71T W Bl
|
‘ | 1 ’ “ | } i
g Ty T T T T T ) 7 T
180 160 140 120 100 80 60 40
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Bl ~ fid 4 <7 13C NMR Bl 3# (DMSO-do)
(+~) L 4 HELMS Bl

Quercetin#136 RT: 1.34 AV: 1 NL: 249E6
T: FTMS - p ESI Full ms [188.0000-1000.0000]

2400000
2300000
2200000
2100000
2000000
1900000
1800000:
1700000
1600000:
1500000;
§ 1400000
; 1300000
¢ 1200000
ﬁ 1100000:
1000000:
900000
800000
700000
600000
500000
400000
300000
200000

213.0549

207.1382

n

195.0289 2150508
l 201.0758
AN

1y
S

100000

229.0500

227.201
218.8733 J 2310
[} YTy e R

255.2328

248.9603
238.9313

505 l 245@;01J 257.04
O P 1T

301.

276.1113

265.1479

53 | 2708912

hbbed A

291.2001
281.2486

Jz%zsu
:J( ‘Il‘..“‘.( ]

293.1795

L

1354

M]”

325.1842 3391997

3052156

3121722 337.0121

319.2312
341.1956
331.0460

347.0409

L

190 200 210 220

230

e t
240 250 260

T
270
miz

) T
280 290

B+ - ~ il 2 EI-MS Bl
(L4 ) #A 2 FTIR B3

300

‘l‘ ‘“‘(‘ ‘l“l‘l‘ ‘Il‘l‘ Il‘l!l!i‘ ot IFEPVI I §
310 320 330 340 350

304
28]
26
24] \

L~ \
2]

20 \

%Transmittance

2364.31

2334.66

864.52

847.22

824.98

1324.09_
1170.90

3500

3000

2500

Wavenumbers (cm-1)

2000

1000 500

B+ = ~ i 2 FTIR Bl
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(=) #WA AUV Bl#

10.083 Peak 1

.
Bl = ~ A 20UV Bl
- ) A FE R F B
fid &
- HLALZ T~ RLIY =45 (DMSO-ds)

position & (600 MHz) & (150 MHz)
2 - 146.8
3 - 135.7
4 - 175.8
4a - 103.0
5 - 160.7
6 6.17 (d, 2.4) 98.2
7 - 164.0
8 6.39 (d, 2.4) 93.3
8a - 156.1
1’ - 121.9
2’ 7.66 (d, 2.4) 115.0
3’ - 145.0
4’ - 147.7
5 6.87 (d, 8.4) 115.6
6’ 7.53 (dd, 8.4, 2.4) 120.0

5-OH 12.5 (s) -

4(Multiplicity, J in Hz) in ppm.
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L RFLHPLCA 173 2 24 gz 3k

o (s #| (P R¥EL) (3% 4k BEFY
&) -1V 2025 & — 2% B §oap

iR 5 A e g Hig % WLA % Wig %

R B 0.15% 0.2%

e & ip ke i B BRI A S | BEEASE | B A SR

% 2907g H% |29 10g> *(E ¥ 20 B &

SLIRAR X i
(4:1)iR &3 %

50ml > ¥ 90°C-k
P A i 60
B0 9 RAE
Rz e B
¥3 > &k

BRURSHLS 0 4
¥ A% 32mL 5 BpL
8ml » SeAtae /it 120
A 48 (5 90°C) » B~
FPREAS > 50

#)H1.0g H R
SIS 81
4:1)— &%7% 50
mL - % 90°C-ki%
P 4o i g 60 A
48 > ¥ -kiF 90°C
Sed 60 A 480 4
Fris > # »~ 50 mL
75 ALY > 4 @
iR Rp@: DI
2R3 0 &

B T

5 3 1E

? A5-0.4%8 i

? A5-0.5%8 ik

" A%-0.1%m e

i (50:50) CI8 ¢ (¥ i) CI8 ¢ (¥ /)
FiR L RES _ P & e Pl & e Pl &
360 nm 370 nm 360 nm

o BRI
% 3k

By

Pz
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T

4 % 7 © PERSICARIAE PERFOLIATAE HERBA ( * B - 3 & : POLYGONI

PERFOLIATI HERBA )

#® < % ¢ Perfoliate Kontweed Herb

A& Rk ~&E ¥ # Polygonaceae £ 47 {1 4% ETT? Persicaria perfoliata (L.) H.Gross
(® B ~ 4%  Polygonum perfoliatum L.) #gz s 304 o

) ®w &Rk [F2221)1(FE° EHERE) 5o p
— B A SR 0.5g0 4 70%7 fF 20 mL > 423 4= 30
A kB iR TRk Ado 0 RS ImL70%¢e fiR 0 (L&
rr'f:"/% R oo
(552 22] B& (A FHEE) § 0 v
— B ASH R 0580 4 70%7 i3 20mL > 423 4= 30
kB Wi Rk ARG ARSI mL70%" fF o0 iT 5
’fﬁr‘;’/%‘ R e
(=) #HREER P4 % -3-0-4-D- § § pE i H (Quercetin-3-O-f-D-
i% glucuronide CAS No. 22688-79-5 R % 2 # 4~ L4 » $+ 55
24031403) ¥ Pe AR 2 & > 4 70% 7 AR+ % 1 mL 3 1.0 mg

SR 0 TT S B S -

o
B

(=) & & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(z) B B & [ERA11(4%7" FHEE) 5~

—Cv il fg TP TERERIPE (6:2:1:1:0.5)

[EBE&H2) (7 #F4 X REL ) 2025

—TF e T (5130 )

[Em#3) 34 (47 EHEE) ¥ A0V

—C T g TR TERECRITE (6:3:1:1:0.5)
() A B # 10cmx10cm~20cmx 10cm CAMAG EH B # #
() & B OEBRGFALIG I5A24 + FREF > BEREHSm -
() %d &W&EAAR hFis o 3 K254 nm) > &2 5%= F YRR R

(AICI/EtOH TS)f 5 15 » % *+ 4 ¢ (365 nm) ™ 4k
(~) Spike fefl B * R EP F2 kSRR S BHBEELAR (5
)R & A d Tl

22



SN EEERZER P

@0 Hp o 114/11/26
i R (RH) © 41%
B B (RT) : 22.4°C

[EmH 3] Bbr (457 FHER) 8 p—2 e iz 7

" (6:3:1:1:0.5)
—HPTLC ¥ *} 3£ (254 nm)# !

—HPTLC 5%= & f* 48/2 BB ¢ {4 % ¢} (365 nm)i& !

K% R LISER o
1-253 fd £ -3-0-4-D-F ¥ pERER 3 (1.0mgmL) [ 10254
456 twEgir s [F22021] 258yl
7>8>9 W s s [522 02 2] 258yl

EREZ 2EFFARERRY T 4 Ha e L F-3-0-4-D-F § PERERLY

FIA g Ry o et B4 (FE FHEE) 2 [ 022]
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AR MESR
F %P 114/11/26
¥R ERH) : 41%
£ B (RT) : 22.4°C
[Ema 1]C(aB? EHiEE) $ P —e fef: @ "/ k7R
(6:2:1:1:0.5)
[55=222) B4 (47 EHEE) 5 A~ p —HPTLC % ¢ %£(254 nm) !

(FLd % -3-O-p-D-F ¥ PEFEFL T Ry d 5 0.29)

[55=2 2] B4 (87 EHEE) 5§~ p —HPTLC 5%= & * 48/C it
R 184 ¢ (365 nm)tk N (HH4 & -3-O-f-D-F § pEREFLH ReE 5 0.29)
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[ER&2) (P A ANEREL ) 2025—T F 1 e e g "8 5:3:1)
[55=22) B4 (467 2448 ) 5%~ —HPTLC % ¢ £ (254 nm)#
(F-A #-3-O-f-D-% § pEpeps 1 Ry E<0.1)

[F5=22) B4 (A EFHiRE) 5~ P —HPTLC 5%= % i 45/2 %
BEd {54 7 k(365 nm)k J(FEA & -3-O-B-D-# § PEFEFAH Ry £<0.1)
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[(Em# 3] 34 (FE7Y EHRE) & AP —o e figt 7@ 7 AR
P (6:3:1:1:05)Y

[55222) 84 (467 FHEE) 5~ p —HPTLC % *F k(254 nm)# !
(Fa #-3-0-p-D-% ¥ PEFERLH Ry 5 0.39)

(5323 2) B4 (487 FHRE) 5 ~ ¢ —HPTLC 5%= & i 45/2 [
REd f8 % ¢ R (365 nm)tk N (H-A & -3-O-f-D-F § pEREFLH RrE 5 0.39)

1 : Blank 304 R&EBIRS
2 A £ -3-0-4-D-F § pEERL > Spike

EEBA AR (B2 2] 2 N2 ik (Y EHEE) 2 [BERA
31 B Bt % -3-0-p-D-F ¥ PEFETLY » Re it -
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8 & (RT) : 22.4°C
[EmAE3) e (AiB7 FHEE) § AP —o o fy: @ 9@k ?
f (6:3:1:1:0.5)
[55= 2 2] (4B EHEERE) [F5-22) 84 (457 BHEL)
§ A~ —HPTLC ¥ % 3k 4 o % A~ —HPTLC ¥ * % (254 nm)# 41V

[55=22)8 (4 %7 EHEE) [F2222) 84 (457 EHEE)
% ~# —HPTLC % * %£(365 nm)# % ~# —HPTLC 5%= % i* 48/¢ s dg d
af {5 % b %(365 nm)tk YV

1 : Blank 304 R&EBIRS
2 A £ 3-0-4-D-F § pEERL > * Spike
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I~ AP FE R R R
kP P 114/11/26
¥R A (RH) © 41%

B (RT) : 22.4°C

[ER&3) B4 (F6° FHIEE) $ NP —C g 7@ 7k

" (6:3:1:1:0.5)

(55202 2)] B4 (A7 FHEE) 5 ~+ —HPTLC

(1) % ¢ & (254 nm)#&

(2) 5%= & f“48/e FRAES f5% ¢ %(365 nm)# !

1 Blank 7>8 | t&&iniR 3(CA)
5 -l % -3-O--D-% ¥ prpEpc 910 e &% ik 4 (CB)
# (1.0 mg/mL)
3:4 | &% R 1 (NA) 1112 | #& &% % 5 (CH)
506 | 5Bk 2(NY) 13 Spike (& &% i 5)
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[ER&E 3] 4 (FEY FHEE) & AP —c e fig s 7 - 7 fF ke
TR (6:3:1:1:0.5)

(55202 2)] B4 (A7 FHEE) 5 ~+ —HPTLC

(1) % ¢ & (254 nm)#&

(2) 5%= & f“48/e FRATS f5% ¢ %(365 nm)i

I |Blank 758 |t &3 8 (SUD)
5 ¥ig % -3-O--D-§ § pEpsps 9510 # &% % 9 (SUE)
# (1.0 mg/mL)
34 | &%k 6(SK2) 1112 | #& &3 % 10 (SUE2)
506 | &%k 7(SK4) 13 Spike (& &% i 5)

Gk e (FEY EHEE) 2 [F5222] 2284 (487
BHARR) 2 [BERH 2] »d@pdfe I HEL £-3-0-4-D-5 5 PR o id »
bk (254 nm) e 11 5% = F 1Y 4R/e EREE S (2% b (365 nm) T AR IE o
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