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BEp N E LY BR AT E SR 0o

REFZ PP
(- )HPLC ®RE 2 k47 ¢ 1
Agilent 1260 series > ¢ 7z Quat Pump (G1311B) ~ DAD (G1315D) ~
Autosampler (G1329B) ~ Column Oven (G1316A) ; & 17 & += COSMOSIL
5Cis8-AR-II Column (250 x 4.6 mm, 5 m) o

(=) UPLC R E2 & 47¢ &
Waters AcQuity Ultra Perfermance LC > # 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & +7 7?. 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um)

IR EH LR
(=) #&

o (99.9%)Hp 2t A e BT UL P AL (285%)REf *t Merck -
(=) &% 5
12 5 v2 % fa(Protocatechuic acid)pp v L2 A H L5 A& > &
B 98%11 F oo
T - ;‘i

(- ) R EFPiEiEei
BeARE R 6 J/?T}v\i?‘ﬁiﬁiﬁ’* 1.0g> % SOmLé}épcs%f AR Y

NS T5%9 B~ 50%9 R~ o f% s 75%2 fh - 50%2 % 4 25mL v A2
5 R eJE(F F 300 W o 4 F 40 kHz) 30 4 45 > #tw 5 4 48(.5 4000 x
g) M No.l jgAiEig > P~ 15mL 2. F£557 > 43453 % B
#-3 £ 8 /g (Syringe filter, PVDF 0.45 um) > 1§ o & 4+ 10 puL ;3 »
HPLC » Rt € 2 B L RIRME L Lo f 2 ki 2

IEES S

-
',"l‘

(=) BEFT TR

BREFI-A S R (B % 20 5L %) 1.0g> & 50mL g~ g @ o F

Fode ~ 50%7 f% 25 mL 0 425 A 3R T AJE(F F 300 W > #F & 40 kHz) 30
Add o B 5 A 45 4000 x @) 0 ™ No.l g Al g 0 B~pik £ > 25 mL
FEFLY 0 4 50%° BRI %R 0 4% 3 £ ¥ /s (Syringe filter, PVDF 0.45

um) W o & 4L 10 L ;2 » HPLC » 2% AR A F4F F i3 % % =X F B
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e AR ARER R PE DR R E PR
(=) #HRiRE L3R
BrE AP RS2 FFE2.0mg > 4 10mL £050% 7 % 1 mL
F ROFFL200 png iR SRS K B0k 0 £ 50% 7 FRAFR D 20 pg/mL B
R i R R

(2 ) &%
ERERHP RSB RGBS 20 65 8)9 1.0g0 & S0mL s § ¢ » 4
~ 50%7 fiF 25 mL > 425 45 F AJE (5 % 300 W > 4 % 40 kHz) 30 A
45 > Hrew 5 4 48(%) 4000 x @) 0 2 No.l g il > Boipik » AR £
AHRPL > SRR H >3 50mL 2 FEF7 0 e 50%° A3 %)
& » # 3 { 8 /x(Syringe filter, PVDF 0.45 um) > 7 1F o

() Rl
A W] g s B4t PR AR SR R~ e &% % 10 ul 0 2~ HPLC - iR
T_o ’ifs]:ﬂ_gd; zg,l)—l—s /F'“Q\:; o 82 A‘ﬁ&mgﬁ y T o

() wER
B pwen P SR AR I R W R i £ (200 pg/mlL) 0 14 50% 7 AR AR
7 RSZFREA S 5 200 ~ 80 ~ 50 ~ 20 ~ 10 ~ 5.0 ~ 2.0 pg/mL iR 505 0% o
7L £ B~ 10 uL A sl ~ HPLC & (7 28 4 47 > 1% 0 5.2 i 4
B A (y ) TRt 2 kR (x fh)iE AR Y §F > & RiFRE M2 S 25ty
—ax+b &gk AH R

(=) # B &RE®R
©RIEFLS 20 pg/mL 2 HPR R 505 R R 5 40 R SIER
gl G fh S Atk ROAPHIBEL

() EHPERE T R%
L EFE Ph-#3 823180 X 21 B HBEIRAG 2T
FHESFEIEHRSBR BRI NRIFRSZ E (%) 4
o RAAp R A o
2. B PR BEAIEHEA RE2IEHRSAREAL Y
FAETEHB SRR AH 024824 | PFEHRPI T LRITE
faenz £ Gapte s RhdpsR gL o
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(4 ) EpHEe € £ 113 5%
1. i ;'E'Hﬁ“’;\’(lelt of Detection, LOD) : #-¢ svik & 2 153 573 % 7 4741 -
TrGUELRE L =3 kR 0 (TS WREIIEE
2. & 1&*Y(Limit of Quantification, LOQ) : #-¢ #rik & 2 ¥ 3 575 /% * ¥74F
BN L =10 kR TR TR E .

() Fiew e @B
e R QAR ENEIEMEAS B X P REEFE050g

A4 » RE2EFL0.TmE 0 TR SR R B 2 R R TR

(+ - ) HPLC ~ #7if i*

1. & 47 ¢ : COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 m)
2. Bk E 1 UV 260 nm
3. ;wi# - 1.0 mL/min
4. FHER 135°C
5.4~ 110l
6. #d4p
P B (min) z % (%) 0.1%#&4 & (VIV, %)
0 5 95
15 16 84
25 60 40
30 100 0

Z) R BT BN R
P10 47 % = tgﬁ"ﬁ’]‘@rr'/pui’@l'%—" ?i'%*@r%/%‘/fi’ » B~ %10
HL$§§_3 4+ ~ HPLC > 7% -li’l)i‘lémf%lzi“rffa‘l T ERESREE

BaTE A g R
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(+=) 232 #&2 UPLC ~{7if 2

1. & +7¢ * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pum)
2. ¥Rk £ UV 260 nm
3. yzk 0.4 mL/min
4. FHER 135°C
5.4 x% 11l
6. # & 4p :
P& F (min) o 3% (%) 0.1%#4 4 (VIv, %)
0 5 95
4 16 94
6 95 5
8 100 0
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350
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/

|

Bl- ~ R S2RFEE 54 % 2 HPLC & 4% B

(=) ™ 823 & &2 HPLC & 47
WGP 10.19 AT A 3 FHHE S RDFRLE (RS ) 0 REE
FA#F (RS 6.7 # £ FF (D3 1o

maU ]
1200 |

1DODE
EIOD{
EODE
400:
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] f s,
o E— _ ,n_.\;ﬁi.——f’) N A
T

T T T T
[s] 5 10 15 20 25 mir:

Bl 3 &21%Hk 52 HPLC & 47
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(E)ﬁ"figg"f’%ﬁﬂl,’é
B2t 50% " ﬁg;ﬁ"i—fﬁ",ﬁ«kﬁ_o

. PR o 2
- A RBREIEREBIER

% ¥ ROQFRLLE G A | R EE R
v iR 3463.0
75%7 f% 4447.9
50% " fi% 4962.2 \
o fig 1779.5
75%2 f% 4634.4
50%2 fii 3963.8
(z) &z X% T

:@—;Mﬁ FB 2t A b e B ROREME PR 2 (F B 5 430 98%) o

22 A1 BURESFEIEGTR

50% " p% R 2R PR E RO
% 1= 3086.2
% 2= 530.4
% 3= N.D

() RESROFRIEE
g7 ﬂamﬁwwi(x)%é B 47 G gk SR R IE(y) 9 T i
R AR 5 y=40.296x —39.534 » R2=10.9999 > BTk R A 2.0-200
wg/ml § s R G (F2) -
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4=
9000 - e
8000 -
7000 -
4 6000
& 5000
w4000
2 3000
2000

1000

y =40.296x — 39.534
R2=0.9999

0 50 100 150 200 250
JE & (ng/mL)

Bl= - RIEFZ R ERE

3z s R RERS AN

HREES )& B (ng/mL) BULw §F 2 A7 50 R?
YRRl 2.0-200 y =40.296x — 39.534 0.9999

(=) Mg RF%
FERZEFET I HPLC TR S 2 R 24 » ROFRE T A
ZARFARE L 4 B 5 0.65% 0tk St R R o

(=) EAegaesn
FERESHET > JI* HPLC 2R 2 end4f 24 » ROFREH
ZAPKHEE X A w5 1.94% 0 B kS PR RP o REOAMA24 ] B
PR RTMARHEEL A u L 0.92% 0 F1 LBl 0 FT AT
A 24 PR A A A LB

(~) #RHEE LR
ROTFPL RHE S 0.2 ugmL (2 )+ LR 4E T3 0.5 ug/mL (F7 ) -
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T T T T
10 15 20 25 mir

lod b b b
0

BT - RaFms 845Uk 45

& R8P RS2 E
kR R.S.D. (%)
R (n=5) 20 ug/mL 0.65
AL (n=5) % &% it (No.3) 1.94
gL (n=5) & &% % (No.3) 0.92
R (n=1) 0.2 pg/mL -
TE &' (n=1) 0.5 pg/mL -
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(1) Firem e
ROTFT o b w fek 5 1021% » AR HHEE L 5 1.54% (4 ) -

*1I ~ R ﬁﬂ}:’ﬁﬁ;‘fjt be g K

e BEHfHgE| 18 | 2B | BER | wiF | THwicF| RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 | 0501 | 0.713 0.7 1.444 | 104.43
2 0.500 0.713 0.7 1.419 100.86
3 | 0500 | 0.713 0.7 1438 | 10357 | 10211 | 1.54
4 | 0501 | 0.713 0.7 1421 | 101.14
5 0.500 0.713 0.7 1.417 100.57

(£) 287 228Kz ERT
1044228 H2 § BR e e e (e a)icd = » ROFROTE L
0.137-0.226% ° 3k + 1 FHig 4 R@Fps £7 753 0.08%

T o ek OSSR P E - B 7 143 8000 (F

B =

% 34000) -

2~ 4287 B2 BHe S22 RORMGZ B

B i RYIEEE £ 4t S5 RFFT &
(No.) (%) (No.) (%)

1 (CA) 0.226 6 (SUA) 0.154

2 (CH) 0.220 7 (SUB) 0.143

3 (NE) 0.167 8 (SUC) 0.204

4 (NH) 0.137 9 (SUE) 0.141

5 (NRA) 0.139 10 (SK2) 0.161

T35 +S.D. 0.169+0.033
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(+-) 22 %42 HPLC 4 ¥ Bl o =
Be10447 &2 3 EHk B R & 10l 24 0 i 7 HPLC 45 X @)

e

B

1)

] e

¥R E UV 260 nm
FHIER 135°C
#Eedp

SN

3 7 ’F? : COSMOSIL 5Ci3-AR-II Column (250 x 4.6 mm, 5 m)
. vz ¢ 1.0 mL/min
5.0~ % 110l

P& F (min)

" B (%)

0.1%#5 it (VIV, %)

0

5

95

10

16

84

20

30

70

35

45

55

50

100

0

-

Bl ~ 10 #++ 2 42 HPLC 4p 2 Rl 3¥
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(L) &% 5 R2Ff2 UPLC & 47
W T 191 A AT RSOFRIEE s (B ) e

0.60—

0.40—
) 1
<

0.20—

B ER

0.00

0.00

Minutes

Bl-= ~ RFMEE 5% %2 UPLC & 17 B

(£2) % &2 3% k&2 UPLC & 47
WG EE 191 A BAM T LD EHHE S R E (B ) -

[ R L
1.00 2.00 3.00 4.00 5.00 6.00

8.00

T B 5 B By s B By B By B B S
1.00 2.00 3.00 4.00 5.00 6.00

Minutes

B~ 3 823 e 52 UPLC & 41 F)
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i

kg U0k
2R

g

(Lw) REQFfAS T X A5

b F N T CiHeOs s 2 F E 115412 5 25 BE 1 221°C 5 v d ko

(+3) Rappaisif
HO:©/COOH
HO

(4= ) R2Fp 'HNMR Bl3#

eeeee
mmmmm
vvvvv

NNNNN

—12.246
9.367

T T T T T R e v
13 12 11 10 9 8 7 6 5 4 3 2 1 ppm

Bl4 ~ R 2Af 'HNMR B (DMSO-do)
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oy

(+-=)

E

feer 13C NMR )3

167.293
—121.862

~_121.648

—149.981
—144.861
__116.528
—_115.126

o
100

= L I e e T — T

80 60 40

20 ppm

Bl ~ R 2FE BC NMR B3 (DMSO-ds)

(+ ~) Rs2FEpes ESI-MS Bl

Protocatechuicacid-MSswitch #308 RT: 3.05 AV: 1 NL: 4.64E7
T: FTMS - p ESI Full ms [100.0000-1200.0000]

1005
957

903

Relative Abundance
o

3 141.0148

109.0273
112.0834

| 121.0273 132.8657

(3]
Ll

151.0017

153.0173

[M-HJ

154.9997

179.0125 221.0234

171.1372 180.9877 ] :

{8 e
0 110

R B e

120 130

150

=
o

140

DR

2010240 208 gp05 | | 223.0180
S e B P i P | o T R
160 170 180 190
m/z

{ P K A 1R e

210

RS2 F peen ESI-MS B 3
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(+4 ) Ri2Fp-FTIR Bl#

60
55+
50
45
40+

3] 1

30

254 | |

204

%Transmittance

683987 T

765.68 " ___

3547.84
2977.08

Y on
© I
= o
® ON
w0 < <
-3

320439
1682.36 ™.
1600:82
1096.77

1301.85

4000 3500 3000 2500 2060 1500 1000 500
Wavenumbers (cm-1)

B+ - - R2Fp FTIR B

7

(=) R2FmNUV B

1.903 Peak 1

0.40293.1

— — T T — — — — — T
220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00 400.00
nm

B+t =~ Raapeen UV Bl
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S o) REERME AL R

HO_ _A_i_COOH
T
HO™ 4 6
5

RIF

3= s RQERE ~ ALY F 4 (DMSO-de)?

position H (600 MHz) c (150 MHz)

1 - 121.6

2 7.32(d, 2.4) 1165

3 - 144.9

4 - 150.0

5 6.77(d, 8.4) 115.1

6 7.27 (dd, 8.4, 2.4) 121.9
COOH - 167.3

4(Multiplicity, J in Hz) in ppm.
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£ 3 TLC

4 % ¢ ! ORIGANI VULGARIS HERBA
# <2 ¢ ! Oregano
A& R U A&EG BAF Labiatae 1847 %7 & j7 Origanum vulgare L.2_ 50 > & o

-~ 33

(-) ¥ &3k [F5-22 )18 Z2 5o 2021)
— B A EE R 1.0g e @ 10mL > 423 AT 30 A
4 g kML AC o AiRAe e B lmL R 23 f% 75
W Fin ik e
[55222) (8 FB%)Y
—B AR 1.0g 42 fESmL 425 A4RT 30 4~ 48

Wi T REIBIR

(=) HREHZ PR 2% fi(Protocatechuic acid) ¥t PR 15 5> 4c & ] & &
i ImL 7 1.0mg éhée{riz i » 17 5 HRAERE &3 0R -

() & & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm % 10 cm

(z) B B & [EEH1]1(L87 FL %2R 2021)

— - &R IAM I TH (15:312)
[E@#2) (p 7RE)Y
—r ezl e e TR (10010 1)

() B B H 10cmx10cm~20cmx 10cm
(=) & B OERREALTE ISA4m> HTER > BERIEHE Ecm -
() % &EAR higfs B3N AL 254nm 2 % P ER ST AL 2 1L 5%

# 14/ FR 32k (FeCL/EIOH TS) % 15 » 105 °Ce £ 1 i
FE G For 0T LRRHT RARL o
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I FEEEZ ERBE
F%p o 111/10/31
AP ¥R & (RH) © 68%
8 B (RT) : 22.8°C
[EBR&2)(p FRF)—T 2% oo 7/ (10:10: 1)
—HPTLC % ¢} (254 nm)# !

—HPTLC 5%# i“48/¢ fafe B d (67 L £ O




I BEARES
F%p o 111/10/31
ip4HiE R (RH) @ 68%
8 B (RT) : 22.8°C
[EEH 1)(L%° FL 5o R 2021) —= F 7% 30 " @ (15:3:2)
[55=22) (p 7B %) —HPTLC % ¢ %54 nm)# 1 (h 52 Kk Re e %
0.54)

—HPTLC 5% % “ 48/¢ fidin b d 57 Lk (R 2 F B RAE S 0.54)
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[Em&2)(p FEHF)—L e oL fp: " (10:10: 1)V

[55=222) (8 FRH)
0.50)

HPTLC ¥ ¢} % (254 nm)# 1 (f %2 K Ry & %

—HPTLC 5% 4 f“48/¢ fiiR g d 47 kg (R 2 KM RAE % 0.50)

1 : Blank

2 R R
304 il
5 : Spike

EHAE kR [EB s
EREGY O ARE TR

2 2o mp AR [ERA2) ER R W
FiopW oAy [EREAE 2]
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TR NER
F%p o 111/10/31
AP ¥R & (RH) © 68%
£ B (RT) : 22.8°C

[Em#2) (f "EE)—D2e’%cpef: "k (10:10:1)
[55=22)(p B %)—HPTLC ¥ [3B=;2 2)p 7B %)—HPTLC %
Lt *b k(254 nm)#g 21V

[57=22)(p F#%)—HPTLC % [ ;22) 5 +F%)—HPTLC 5%
b %(365 nm)i ! F M4/ mERES ST ALK D
/

1 : Blank
2 RKFR
304 weipinl

5 : Spike

BHBLES F D 0E h k(254nm) T AL S 5%E /e FRIERATS (5 B0
KT HRAR 0 RR RS P RE A AR A
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I~ 323 EHEERR

F%p o 111/10/31

AP ¥R & (RH) © 68%

£ B (RT) : 22.8°C
[EBR&2)(p FRF)—T 2% oo 7/ (10:10: 1)
[55=22]) (A 7 #%)—HPTLC

(1) % ¢ %£(254 nm)# !

(2)5%% i“4B/2 FRiRiR B (57 L kiR D

Blank 7.8 |4 &% 3 (NRA)

Fa 82 % f(1.0 mg/mL) 910 | #& &% % 4(CA)
3>4 | t&&B % 1 (NE) 1112 | & &% % 5 (CH)
5.6 | &% 2 (NH) 13| Spike (6 &3 7% 1)




[Ema2)(p FBF)—Dem:cfefy: "/ (10:10: 1)
[55-=22]) (p 7B %)—HPTLC
(1) % ¢k (254 nm)& !

(2)5%% i“4B/2 FRiRiR B d (57 L kiR D

Blank 7+8 | t&&% % 8(SUB)
B 82 % f4(1.0 mg/mL) 910 | #&&% % 9(SUC)

3:4 | &3k 6(SK2) 11> 12 | # i3 % 10 (SUE)

556 | &3k 7(SUA) 13 Spike (¥ &% i 1)
BhEEg g FRFL [FR222] 382 p B g [BRA2)] A
W th R D F AR o 0 0 R (254nm) T R AL 11 5% % (L 4B/ e Rk g d
(T LT R AL E o
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