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v %23 [IPOMOEAE SEMEN (PHARBITIDIS SEMEN) |
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S REE AR

(- ) HPLC &k B2 K78 4=
Waters e2695 Separation Module » ¢ 7 Waters 2998 ~ PDA Detector ; % 47 ¢
1. Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 um) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; % 7 ¢ = Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

ZRHRERE FR KR

(- ) 4
" & (HPLC grade)p B A Rt 3 U2 @ BERR(85% )% »t 4 o T 4 3
oo

(=) HEpifEs
e fif(Caffeicacid)Pt B > 2 fo i 5 3 A2 @ > ¥ & 98.35% o CAS No:331-39-5

o~
(=) B ERFPFHTR
Pk A S o & RS- 05¢0 B 100mL AR o A
dor TR~ T5%9 fE ~ 50%7 fF ~ 75%C fF ~ 50% fF & 25 mL v 4 g in
30 4 48> A 4ris 2 No. L AR > B # » 25mL 2 5 £#7 » 4o »
BT %R o # 3 £ B /k(Syringe filter, PTFE 0.45 um) » ¥ o & 4~ 10 uL
i HPLC > v =] 193270 § 2 vl L% 6 4 5 B 39 2 523 F
FER o

(=) REEFPRERTE
EREALI R S A 4 (B 20 B #)9 0.5 g & 100 mL [ A5
oo Bgrde » 50%2 F% 25 mL o 4 s Ae$ik Sk 30~ 60 ~ 90 2120 A4 45
Agris i No. 1 g AiBig > P # » 25mL 22 F £¥L7 » 4v > 50%¢ fig
I % R -4 3 £ /g (Syringe filter, PTFE 0.45 um) » ¥ {# o & 4+ 10 puL i »
HPLC » m#7p| 8 1 § 2 veetfie e < ¥ G F 5 BB v 2 223 BH T B
PR o
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(Z) HERRESRR
ﬁﬁfiﬁ‘%%%ﬂﬁ%v‘m@%ﬂo mg > 4c 10 mL 97 g+ # 1 mL 2
i 200 g PR SRR AR 0 X0 AFRD 10 pg/mL 92 %

Pe iR &% 0% o

() &3 R
BRI A B4 A (B % 20 i #)H 050 5 100mL FlASY - $
Frte » 50%¢ fig 25 mL > 4v Ak i 30 4 45 0 4 4ris it No.l g A ig
T A~ 25mL 2. F EHLP 040 50%2 fR X %) R 034 3 £ i s (Syringe filter,
PTFE 0.45 um) » % @ o

() plEiz
A G| B BT RR AR A R R SRR 10u » 53 ~ HPLC » jp) %_»
FAER Y R B AR i n g £

() wER
B F oz Povier il 3 PR AR 508 003 0% i £(200 pg/mlL) 0 2 T EE AR
&5 e A GG 502510 5.0 ~ 1.0 pg/mL ¥ RBARE SR % o 11 bR
% £ B~ 10 UL A w72 » HPLC & (7 28 A 45 » 1% SR8 5.2 % 6 #
(y ) fost AR 2 R (x Bh)iE TP w§F > ¥ RER IR S 20y
—ax+b & 4p b B R -

(=) H %A%
Pt G 10 pg/mL 2 B AR 505 iR i IR 5 4L e et
TR S L I T

(N) EHPER R
LoEAR P B9 2323 B8Rk Ry 2 3 ?H%wmﬁ@
2T EHUE S 222 B R&EB R BRP L et hg £
(%) & Fp % > KA EHERF £
2. LB - %é%ﬁi—i%ﬁﬁrz% Rk 2RI EPR SR RE
f%*‘v ‘@i% ﬁ%ﬁi—?%ﬁ%ﬁ&;@'& A vaJ 0~2~4~8~24 ] pFietiipl
g i

(1) WpHe e LB Gk
B #%& *(Limit of Detection, LOD) : #-2 vk & 2 &8 202 7% 7 s
1'1'\:‘%%; %LLY =312 kR iTA 'é/?]’]‘élxl;’v@ (R

*I(Limit of Quantification, LOQ) : #- Fvik & 2 -1 &3 it 7 474

[\
(i
|l
r?ﬁ“
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xR S =10 kR 0 ir 3 LRI

(L) A4 wjzF gz
Pee et F B e 2223 BB RS o F _E,EE_%&.BK'/] 05¢g>
A R4 0.3 mg Sl gtk S R BLE 2 R TR

ﬂ>

(+ - ) HPLC A~ 4515 %

1. & +7%¢ * Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 pm)
2. ¥Rl E UV 323nm
3. sniE ¢ 1.0 mL/min
4. FHER 135°C
5.4~ 8 110
6. # & 4p :
P F¥ (min) o 8 (%) 0. 1% 7 (vIv, %)
0 25 75
30 25 75
(L) 483 8o 2343847 ER T
Bl ® Bo 2R 23 FHRGETARAF S ZHUA KRS IR L
10 uL i 4 3 42 » HPLC » #7{F T35k % 5 ff ki 1 2583 5k ek
£

(+=z) 2223452 UPLC » f7if i
1. k47 ? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥ Bl E 1 UV323nm
3. yniE 0.4 mL/min
4. FHER 135°C
5.0 ~% 1 1pL
6. # & 4p :
e 1 (min) " (%) 0.1%84 i (v/v, %)
0 25 75
6 25 75
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I~RE
(- ) HpPiRiE enefiz HPLC & 47
WPE T PER 10.6 A 4B ERE T e iR 4R R0 5L 0% (- ) o

DAD1H Sig=323.4 Ref=off

Pl

/

rrrrrrr

o 1 2 3 4 5 6 7 8 9 |0 1 1213141516 171819202!2223242526272829@
Time [min)

°§§§§§§§§

-~ e 4 PR AR 503 % 2 HPLC & 47 B

(=) ® Bd 232584 52 HPLC & 17
WAHET R 10.6 4 sk v 2 ﬁi—l%}ﬂgr@.:‘ whe P ok i () =)o
vt A S (R) G 5.55 0 B F]F (T4 105 355 5 i * & Kp o

DAD1H,Sig=323.4 Ref=off

400
350
300
250 vhy pEE R

%
2001 aL
150

2 u/\/i/

012 3 456 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30
Time [min)

W=~ &b 2223 B 52 HPLC & 47 &

mAU

(Z) B EFPBETR
1 50%2 fE R HRRE 0 bR R E B N R LB e
Fh ik G e o BT 50% RIA R B A A

- 22 R EBRSEA R TR

ki e LE AR B 3P
v fE 747
5% fiE 828
50%7 fi% 834
75%% f% 844
50%2 fi% 891 V
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() G EPPEFRTR
BB AR IRE P 30 A48 e G fE Bt 0 BT Al
MEB30 Ak R EEER(E ).

A2 2R E e R PR TR

v AR oL G R B it 5
dofim on 30 A 4R 1175 \
b i jn 60 A 4B 1059
b i jn 90 A 4B 1032
do e n 120 A 48 955

(1) HBEESm2ilig i N
©A kR R ()M A PR TR B AR R s ()R B e R
4 7?.1'_‘\ 4y =53.844x +49.437 » R*=0.9997 » & ik B f 1.0-50 pg/mL

4 oa ks A (FZ) -

3000 [ e

R?>=0.9997

2000
-’\4&‘

w1500
o

= 1000

500

0 L 1
0 20 40
JE B (ug/mL)

B = -~ clv\:FéL—«ﬁj’;_i*ﬁ‘E_f{ﬂFg]

ERERNNES SRS B

¥R AR & JE B (ug/mL) SRS Tl ES R?
=i 1.0-50 y =53.844x +49.437 0.9997

() H§RZF%
—ﬁ,';ﬁ %&F—T "}’}FHPLC LE]’+I’m‘h{g‘)§h'&*"Zl"fp"‘ﬁ&‘ﬁl?‘)i7
IPEHEE X 5 0.07% >tk it B RN o
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(=) £l

ISR L 5 237% > ok S ¥ HEE RPN o vhefit f 24 ) BN SR AR
TR SR L 5 1.03% i LB ] F9rF REA TR A 24 L PR 2

B RS % A A 0 1% HPLC %8 £ % chE 45 15 24 > vhersfil €4 12

%

Foplara LR o

(~) RlRILe LR G

mAU

mAU

e il 1R S 0.05 ug/mL (Bl ) =& 4&'TE 0.2 ug/mL (BT )

DAD1H,Sig=323,4 Ref=off

3.0
2.5
2.0
1.5
1.04
0.5

vhr cf‘,.ﬁ';

/

o

0.0

Time [min)

012 3 456 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30

Blw o~ ewetfie 2 i PR U 47

DAD1H, Sig=323,4 Ref=off

3.0
2.5
2.01
1.51
1.01
0.51

vhy cf‘,.ﬁ';

Y/

_/\

0.0

Time [min)

0 12 3 45 6 7 8 910 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30

BT ~ vl T & 1B'UE 17 R

N R LI

R i3
kR R.S.D. (%)
#HeE (=5 10 pg/mL 0.07
EAFE (n=5) & &% it (No.3) 2.37
rTE  (0=5) & &% it (No.3) 1.03
R (n=1) 0.05 pg/mL -
TER®'T (n=1) 0.20 pg/mL -
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(4) R e
e el T3Sk e w T F 5 924% 0 ApHIEE B A S 3.38% (£ 1)

e e

o5 EHFL| 7FE | rE | BEE | wicF | TE¥4cF| RSD.

T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.4996 0.4165 0.3 0.6975 93.67
2 0.4999 0.4168 0.3 0.6954 92.87
3 0.5001 0.4169 0.3 0.6805 87.87 924 3.38
4 0.5000 0.4168 0.3 0.6911 91.43
5 0.5004 0.4172 0.3 0.7063 96.37

() 283 82323807 LRIT
10 26 2 i:*ig‘%'ﬁi %\i/?lf” CRICIA Rkt Rt R e 2
= TR et %ﬂ}a‘;}ﬁfﬂs\/}c‘waﬁ&mgﬂl @ s
005% g «,.Fm’fﬁﬁi::}%‘f‘m\f'ﬁx/ﬁ. M3 E s 3 5000 (3% @ 5 10703) -

22 AP B 2R A3 BHRF LRl §

4} HaBh vertfik 78 4} B Vet e 5 B

(No.) (%) (No.) (%)

1 (NF-B) 0.083 6 (CH-B) 0.074
2 (NH-B) 0.076 7 (SK1-B) 0.076
3 (NJ-B) 0.062 8 (SUA) 0.068
4 (NRA2) 0.068 9 (SUC) 0.104
5 (CA-B) 0.100 10 (SUD) 0.088

T 5% +S.D. 0.080+014

17



(+-) d2xR23 &4 2 HPLC 3 ¥ Bl# chad =

mAU

P10 B0 2 325 Fie &3 ik & 10 ul &4k 0 &7 HPLC 4y
i Sp e
1. % +7¢ : Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 pm)
2. ¥%plAE CUV323nm 3. ;i ¢ 1.0 mL/min
4 FHLER 135°C 5.4~ 10l
6. #HAp -
P& ¥ (min) & 3% (%) 0.1%#4 4 (v/v, %)
0 10 90
15 10 90
25 30 70
40 100 0

x10 3

1.154
1.104

| 10

| 9

|

0.151
0.101

s
1 | I - °
L

) —

0.05
0.00

;#_a_J \* N

L ¥ \J L\ L L

101214161820222‘2628303234363840
Time [min)

Bl ~ 10 36 4 3 4+ 2. HPLC ;IFF] 3B



(&= ) $RIFE Stz UPLC & 41
WEG R 201 A AR T e e PR R B (B ) o

0.40

023 o

T T T T T T T T T T T T T T T T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes

Bl= o~ weetfl 3R AR 503 7 22 UPLC & 47 1]

43)‘5’§é—33 + #Hk &2 UPLC & 17
FERER 211 A&adior 0 2 22T Bie S0 e il k% (]
/\)o

0.40

0.30—:
2 0207

0.10—

0.00—

T T L T L T L — T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes

M~ 692323 FHiE Sz UPLC & 15 )

(Fm) esgicnh 350 03 B8

EE]

A+ 58 1 CoHgO4 5 &~ + £ 1 180.1 5 %3 8L :1224°C; v ¢ &

( L7 ) plvc\:é%-ﬁéi r‘f’ll“é.'— ’]3%‘:
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(L) eherfit o '"H NMR B 3%

3,4-Dihydroxycinnamic acid_DNSO_600 2023/08/31
(Caffeic acid) (YHC16-77)

12.000
9.307

13 1z 11 10' 9 8 7 6 5 a4 3 2 o 1 ppm
@
0.77 1.79 0.!8,?6:41.!'. 0.99
B4 ~ weefit o0 'H NMR B 3 (DMSO-ds)
(+ =) eweztpi e BC NMR Bl 3#
3,4-Dihydroxycinnamic acid_DMSO_600 2023/08/31
(Caffeic acid) (YHC16-77)
AT |1
| 1 | I M
T T T T T T T T T T T T T L 13 ]
160 140 120 100 80 60 40 20  ppm

Bl ~ wergs e 13C NMR B33 (DMSO-ds)
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(L) eerfik e ESI-MS Bl 3%

D:\Xcalibur\..\YHC16_77_5_LC_neg

09/11/23 16:08:35

YHC16_77_5_LC_neg#902 RT: 572 AV: 1 NL: 5.26E7
T: FTMS - p ESI Full ms [120.0000-1000.0000]

179.0341
50000000 [M-HJ
45000000 /
40000000
35000000
8 3
& 30000000
X ]
c -
2 ]
2 ]
© 25000000
k| ]
ko) =
& 20000000
15000000
10000000
5000000 180.9724
7 135.0437 154.9730 174.9553 247.0223
- 126.9778 |  146.9373 | 64.9466 ( 190.9277 206~|9721 221.9465 235.?259
L I e e B e e s e e e e e e ) S B L (i |
120 130 140 150 160 170 180 190 200 210 220 230 240 250
m/z
A oxh e Sy
BlL — -~ ebeetfit e ESI-MS B3
L 2 s g 2
(4 ) wwefit s FTIR Bl3#
8 ? 2
& |
5 ) 4
£
B
= 3
ES ©v |
fS \
S \
«® /. LTt |
& ".-" 3
2 E
: 1 =\
, : il '3
0 [ | i o
I ) N | 48
| o N o 2
o, % 3 8 WoeE gE 8
3 8 & 3g% &
() 1> -] O =
-20 e
-30] ‘
3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

B+ = ~ e e FTIR B3
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+) eerfis e UV Bl 3%

7 323 nm
_/\ / \x
= L / \
\“\ / %
hY .y \\
\'-\.._,_Hf _“\.
B+t = ~ i e UV Bl
Z L) e@ad cRICE B
5 3 0
HO 6 4 \2 1+ OH
HO™ 7 s 9
‘Zl"t\:él: [&
o=~ AL d S R B 28 (DMSO-de)
position du (600 MHz) oc (150 MHz)
1 - 167.9
2 6.15(d, 15.6) 115.1
3 7.39 (d, 15.6) 144.5
4 - 125.7
5 7.00 (d, 2.4) 114.6
6 - 145.5
7 - 148.1
8 6.74 (d, 8.4) 115.7
9 6.94 (dd, 8.4, 2.4) 121.1

4(Multiplicity, J in Hz) in ppm.
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22323 [IPOMOEAE SEMEN (PHARBITIDIS SEMEN) |

PEE LA LW 223238 HE [0 o

CREE RN R

(- ) HPLC &k B2 K78 4=
Waters e2695 Separation Module » ¢ 7 Waters 2998 ~ PDA Detector ; % 47 ¢
1. Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 um) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC » ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; % 7 ¢ = Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm)

ZREHREEE FR KR

(=) 4
" A% (HPLC grade) B R R 4245 A2 @ 5 BAfa(85%) ML E > 2 o §7 % 5
o d oo

(=) HREE s
e (Caffeicacid) BEE 55 % foF % 4 12 7+ % A 98.35% » CAS No:331-39-
5

o~ R
(=) ﬁféﬁﬁ‘iﬁﬁ—?i%
SRS FRPREEFEEG05g ¥ 100mL AT > FE
dvor T AR ~T75% 7 B~ 50%F FE ~ 75%¢ fig ~ 50%¢e fg & 25mL o AcghiR
30 ~ 480 A Fris e No. 1 gl il BoipiR 45 » 25mL 22 F £ 517 » 4v >
¥ % R o #% 3 £ i8g(Syringe filter, PTFE 0.45 um) » 1§ o & 4 10 uL
A~ HPLC» M #rp| 1R 81 § 2 ve2fied ~ M o ff 5 B 22 325 B
e SR

(=) REEFPRERTE
AT A SR A 4 (E Y 20 RS 0.5 g0 B 100 mL &g
oo Bgrde » 50%2 F% 25 mL o 4 s Ae$ik Sk 30~ 60 ~ 90 2120 A4 45
A Aris 1 No. 1 g Al > Bopi 4 » 25mL 22 F £557 > 4r » 50%¢2 f@
I % B -4 3 £ /g (Syringe filter, PTFE 0.45 um) » ?"’%5' o & &+ 10 uL ji
HPLC » m#7p| g1 § 2 vertfie e ~ ¥ o F 5 B F 22223 EHF B
PR o

23



(=)

(z)

(1)

PR AR R R

BEEFP R AR e 20 mg 0 4r 10 mL #0? R & 1 mL 3
wrr e 200 pg e PR AR R AR 0 T T B D 10 pg/mL 1A
PR iR % o

iR
BREFIAEH RGBS 20 5.6 #)9 0.5¢0 % 100mL FlA# 7 > a@
Fode » 50%2 fE 25mL » 4r #tie % 30 A 48 0 4 £r s 12 No.l i S
T A~ 25mL 2. F EHLP 040 50%2 fiR X %) R 034 3 £ 18 s (Syringe filter,
PTFE 0.45 pum) » @ o

N

Bl EE
A w| EEFe Beg PR AR A % s e AR 10 pL o Ji ~ HPLC » B %o
AR B SB R g 0 WiE o

2

B F oz Povierifil 3 PR AR 508 003 0% i (200 pg/mlL) o 2 T EE AR
D F A W5 50225510 5.0 ~ 1.0 pg/mL st PR R R R o 1L b A
R LB~ 10pl & Bl » HPLC 27 2 & 4 47 > fI* $RiEE 52 % o ff
(v fh)frst AR 2 kR (x fh)E TP EF > FERERL > 2Ny
=ax+b & 4p B B R -

Plemet s G 10 pg/mL 2 R AR 505 iR i IR 5 4 e et
TR S L I T

‘iﬁﬁﬁﬁiﬁ%%

. 1{‘_&}5:]“} : i % 232 %—’H/’;% ’ ’Z:,E’?-‘ﬁi %’H%W/p/&@i
T f"?i’f 5223238 SRR BRI Uil g £

(Wsﬁ%’$ AP R A
BEP Pp-p0 g2 ﬁi—?%%w&;% R BREIEHR SR RA
e Elii—”r%ﬁf%@%;‘@'&’&w 0~2-~4-~8-24 | prietip
T M ek e 7 L

o
\F‘b
TS
A4

s
e
_1
7.\..

E:‘- s
’23
beics
E
4W
s

BRHE S L UER

o

. 18 jP]4& *(Limit of Detection, LOD) : #-¢ ik & 2 & 572 7% % LA
=N

MBI S 23] E2ER 0 v i RlE
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Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L

o FouEiienet L =100 pF2

() e fo s

A;\

B e Ir'vlvc\fﬂ-ﬁ’;g ¥ 22

Bl 4e »~ 0.3 mg cwteetfi o

(+ - ) HPLC » 7% i+

22
Rt

%—*W@% 5ty & i

,‘\

ﬂ>

/%}i ’ ﬁ_ﬂ

K

*—él\‘\?v [

P9 05g>
eF N IE

1. & +7 ¢ * Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 pm)
2. ¥Rl E UV 323nm
3. sniE ¢ 1.0 mL/min
4. FHER 135°C
5.4~ 10l
6. # & 4p :
P F¥ (min) " (%) 0. 1% 7 (vIv, %)
0 25 75
30 25 75

Bxloam'

XL

T /R

FHxpsar il 2 0RwERR L
v AT iR 'li”/ﬁ»”lémﬁ% A T 2 5N B R ek

(+z=z) 2&é~++ﬁ 2. UPLC 4 47 i% i%
1. K47 ? Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥Rl & UV 323nm
3. sriE 0.4 mL/min
4. FHER 135°C
5.8~ 1 1pL
6. # & 4p :
P ¥ (min) ? A% (%) 0.1%F4pa (v/v, %)
0 25 75
6 25 75
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I~RE
(- ) HpPiRiE enefiz HPLC & 47
WPE T PER 10.6 A 4B ERE T e iR 4R R0 5L 0% (- ) o

DAD1H Sig=323.4 Ref=off

vhy FEE{T’;

/

|

g e g e e e ey gy
0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30
Time [min)

- BBEBEEEE

-~ e 4 PR AR 503 % 2 HPLC & 47 B

(=) % ﬁ + %tk 2. HPLC & 7
FTRER 106 A s 22 api—"f,é%ﬁ%é&v‘ whe 2l R () =)o
céev:ﬂm:z» BWHER)E 5.64 0 F £ FF (D)5 1.05 B h g * & Kp o

DAD1H,Sig=3234 Ref=off

400
350
300+

250 2L xh
200 e

o] /\/

mAU

50
o

0 1 23 456 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30
Time [min)

Bl= ~% 82222384k 52 HPLC & 5 B
(Z) G FPB TR
Y150%C fiR L ORAERE > M Ac B RE B N, B S B E § T et

Feerid % 5 f B x 0 BT 50%2 B R b B PR o

F— R B EBR AR BTG

TR e i ok M G A B E e
" R 317
75%" fE 323
50%° fE 303
5% % 320
50%¢2 fis 334 N
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i%%Téﬁ%%ﬁ:%309_Jwﬂﬁﬂﬁ%mﬁﬁkﬂ,@Tﬁ%&
mEP30 A4 G R EERER (L)

I e e T L e
v % e i B B it B
e fie h 30 A4 398 N
Sv A i 00 A 4 382
Sv A i 90 A4 4 362
defhaw SR 120 A 48 340

(1) HBEESm2ilig i N
SRk R AR ()Y A K AT B AR R s B (y) T B e R
B AR 5 y=53.844x +49.437 » R2=0.9997 » A7 kB & 1.0-50 ug/mL

4 oa ks A (FZ) -

3000 [ R

2500 - y = 53.844x + 49.437

R*=0.9997

. 2000
S
w1500
o
= 1000
500
0 | .
0 20 40
JE & (ug/mL)

Bz ~ewe2fh 2 8 AR

ERERNNES SRS B

¥R AR & JE B (ug/mL) SRS Tl ES R?
=i 1.0-50 y =53.844x +49.437 0.9997

() H§RZF%
—ﬁ,';ﬁ %&F—T "}’}FHPLC LE]’+I’m‘h{g‘)§h'&*"Zl"fp"‘ﬁ&‘ﬁl?‘)i7
IPEHEE X 5 0.07% >tk it B RN o
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(=) £l

IHHEIE L 5 2.08%  f )k SLif ¥ EE RPN o vhetfit f 24 ) BN SR AR
THAREHE L L 5 0.12% 1 LB ) > F97F RS A 24 | PR 2

B RS % A A 0 1% HPLC %8 £ % chE 45 15 24 > vhersfil €4 12

%

Foplara LR o

(~) RlRILe LR G

mAU

mAU

e il 1R S 0.05 ug/mL (Bl ) =& 4&'TE 0.2 ug/mL (BT )

DAD1H,Sig=323,4 Ref=off

3.0
2.5
2.0
1.5
1.04
0.5

vhr cf‘,.ﬁ';

/

o

0.0

Time [min)

012 3 456 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30

Blw o~ ewetfie 2 i PR U 47

DAD1H, Sig=323,4 Ref=off

3.0
2.5
2.01
1.51
1.01
0.51

vhy cf‘,.ﬁ';

Y/

_/\

0.0

Time [min)

0 12 3 45 6 7 8 910 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30

BT ~ vl T & 1B'UE 17 R

N R LI

R i3
kR R.S.D. (%)
#HeE (=5 10 pg/mL 0.07
EAFE (n=5) & &% it (No.5) 2.08
rTE  (0=5) & &% it (No.5) 0.12
R (n=1) 0.05 pg/mL -
TER®'T (n=1) 0.20 pg/mL -
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(4) R e
e el T3k Ao w T F 5 96.1% 0 ApHIEE B A S 238% (£ 1)

5T e e v o
o |FHHE] §F R [ 5r® | @R | vk 2109 ek RSD.
o (2) (mg) (mg) (mg) (%) (%) (%)

1 0.5004 0.2986 0.3 0.5943 98.57

2 0.4997 0.2982 0.3 0.5819 94.57

3 0.5002 0.2985 0.3 0.5911 97.53 96.1 2.38
4

5

0.5004 0.2986 0.3 0.5897 97.03
0.4999 0.2983 0.3 0.5773 93.00

L § R R (TR L 2 T sk
R 3L 8 4 omtgieng £ 10
g(ﬁm—j&, THE R MO 5000 (B L 11344) o

o :

5 £ % 0.060-0.
3 0.05% ° %

?‘w‘%
2
X
5
Em

s

A RAT LR3I EP RS il §

4} HaBh vertfik 78 4} B Vet e 5 B

(No.) (%) (No.) (%)

1 (NC-A) 0.074 6 (CE) 0.075
2 (NE-A) 0.060 7 (CH-A) 0.080
3 (NJ-A) 0.069 8 (SK1-A) 0.071
4 (NO) 0.069 9 (SK3-A) 0.094
5 (CB-A) 0.063 10 (SUB) 0.095

T 32 +S.D. 0.075+0.012
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-FH

(+-) 2 R s HPLC:};,.&*E];%;’W?i
P10 822325 e i3k & 10 ul &4k 0 &7 HPLC 4y

X B ?‘H‘ P o

1. % +7¢ : Agilent ZORBAX Eclipse Plus C18 Cloumn (250 x 4.6 mm, 5 pm)
2. ¥Rl E UV323nm 3. ;i ¢ 1.0 mL/min
4. H LR 135°C 5.4~ 10l
6. B 4p
% ¥ (min) z ¥ (%) 0.1%#Fa (v/v, %)
0 10 90
15 10 90
25 30 70
40 100 0
x10 3
1.154
1.10-
1.05+
1.00- vhr e Al
0.954
0.901
0.85- a2 10
0.80
0.75- i L | 9
0.701
0.55 -l .
0.504 6
0.45- - JL A
' 5
0.354 4
0.30- ~UL N
0.254 3
0.201
0.154 2
o | L A

0.104
0.051 1

10 12 14 16 18 20 22 24 26 28 30 22 234 36 38 40
Time [min)

B+ ~ 10422225 %442 HPLC 4p ¥ Bl



(&= ) $RIFE Stz UPLC & 41

FFEER 201 A2 BT et R AR L (B ) e

0.40

0.30—

P L
» .

T T T T T T T T T T T T T T T T
0.00 1.00 2.00 3.00 4.00
Minutes

Bl= el RO 5% 2 UPLC & 47 W)

(+=z) ggeﬁ + #Hk &2 UPLC & 17

FEER 211 A MM 22 323 FHE 5 el (]

/\)o

Minutes

A+ 38 D CoHgO4 5 &+ & 1 180.1 5 38R 224°C 5 v 4 %

( L7 ) plvc\:é%-ﬁéi r‘f’ll“é.'— ’]3%‘:
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(L) eherfit o '"H NMR B 3%

3,4-Dihydroxycinnamic acid_DNSO_600 2023/08/31
(Caffeic acid) (YHC16-77)

12.000
9.307

13 1z 11 10' 9 8 7 6 5 a4 3 2 o 1 ppm
@
0.77 1.79 0.!8,?6:41.!'. 0.99
B4 ~ weefit o0 'H NMR B 3 (DMSO-ds)
(+ =) eweztpi e BC NMR Bl 3#
3,4-Dihydroxycinnamic acid_DMSO_600 2023/08/31
(Caffeic acid) (YHC16-77)
AT |1
| 1 | I M
T T T T T T T T T T T T T L 13 ]
160 140 120 100 80 60 40 20  ppm

Bl ~ wergs e 13C NMR B33 (DMSO-ds)
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(L) eerfik e ESI-MS Bl 3%

D:\Xcalibur\..\YHC16_77_5_LC_neg

09/11/23 16:08:35

YHC16_77_5_LC_neg#902 RT: 572 AV: 1 NL: 5.26E7
T: FTMS - p ESI Full ms [120.0000-1000.0000]

179.0341
50000000 [M-HJ
45000000 /
40000000
35000000
8 3
& 30000000
X ]
c -
2 ]
2 ]
© 25000000
k| ]
ko) =
& 20000000
15000000
10000000
5000000 180.9724
7 135.0437 154.9730 174.9553 247.0223
- 126.9778 |  146.9373 | 64.9466 ( 190.9277 206~|9721 221.9465 235.?259
L I e e B e e s e e e e e e ) S B L (i |
120 130 140 150 160 170 180 190 200 210 220 230 240 250
m/z
A oxh e Sy
BlL — -~ ebeetfit e ESI-MS B3
L 2 s g 2
(4 ) wwefit s FTIR Bl3#
8 ? 2
& |
5 ) 4
£
B
= 3
ES ©v |
fS \
S \
«® /. LTt |
& ".-" 3
2 E
: 1 =\
, : il '3
0 [ | i o
I ) N | 48
| o N o 2
o, % 3 8 WoeE gE 8
3 8 & 3g% &
() 1> -] O =
-20 e
-30] ‘
3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

B+ = ~ e e FTIR B3
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- L) e e UV Bl

208 Peak 1

oooooooooooooooooooooooooooooooooooooooooooooooooo

B+ = - et s UV RIE

Z L) ewetiieng RV E R

O
HO_ A\
6 s o 1 OH
HO™ 7 s 9
vlchéL:-ﬁ’;;
= ~eeEfia o~ gt B 245 (DMSO-de)?
position du (600 MHz) oc (150 MHz)

1 - 167.9
2 6.15(d, 15.6) 115.1
3 7.39 (d, 15.6) 144.5
4 - 125.7
5 7.00 (d, 2.4) 114.6
6 - 145.5
7 - 148.1
8 6.74 (d, 8.4) 115.7
9 6.94 (dd, 8.4,2.4) 121.1

4(Multiplicity, J in Hz) in ppm.
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: IPOMOEAE SEMEN (PHARBITIDIS SEMEN)
: Pharbitis Seed

~ & % %= Convolvulaceae t£ 4~ 2 & % £ Ipomoea nil (L.) Roth.
¥ % 2 Ipomoea purpurea (L.) Roth.2_ 7% = # f&+ o

’]ﬁ " 77‘;‘ i3

Rt I
‘}% R
R T
BB A
BB
B 24
d &k
Spike fe @

(5522 1] (447 2 52 R) v
— Pk 5k 1.0go 40 ® i 10mL > 425 A 4R F 30 4 4
Wi 0 B 1T R R SRR o

[5522 2] (F AR
— Bk Gk 1.0 g0 4o 75%7 fF 10 mL > Az stde i 30
A iR B RIR TR MRS

Brreirei i (Caffeic acid) ¥t PR 1R 8 5. » 4 @ Rl 2% I mL 3
1.0 mg 033 it > 1% 5 AR g

HPTLC silica gel 60 Fas4 > 10 cm x 10 cm ~ 20 cm % 10 cm
[EEH 1] (LAY BL 5w x)

ZFPR PR IPE 23:4: 1)
[EBH 2] (¢ &4 A2 frREL 2020)
— - F "= ITER TR (93:9:4)
[EB&3)(p FEF)V
— T TR (51311)
I0cm % 10cm ~ 20 cm X 10 cm

cm

BRHFFLTG IS5~ 4 FFER  BEREHEcm-o
B gz is o 0% oK (365 nm) PR ST HEARZ. o

2

] P EREFPC 2L REBR D ERHREESS
@R E > BAE 10Ul -

?\\ﬂ

0 B"#ﬂ‘%f"i‘—rg"” e Jfﬁr‘;’/%/
/&!4 !‘/W@ ’ f%h‘/ig._ ly_lL°

1> BRI 5

"3} b

/
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SN FEZERZERPRE
F 5P o 114/03/28
10 $H% & (RH) © 54%
8 B (RT) : 24.3°C
[ & & &) 3](E1 FRE)—" F oo " (5131
—HPTLC # ¢} £ (365 nm)t& !

100014213 14 15

Sl LA LISER 3
1,253 eer2 iz (1.0 mg/mL) 1>2>5uL
4,556 BEarl[E=221) 06 2 2-55>8uL
7,859 B | [E552 2] 2-55>8uL
10:11-12  |[#&3R 11 [F321] 22 25558l
13°14:15  |[t#&3R 11 [F522 2] 2,55 8uL

BRER I2BER2KRSRRY P e et FUEREY 0 F RS
PP Rpehma Bl st R (R FL) 2 [F22 2 1] (0 ELARLfrRE
By FB *%B"H‘%F’&:@w v BT s A RUREE 0 A B o
BREAE e 2l o R SBR [F23 2 1] 6 2 8l 22 8ul -

36




VA RASESR
F 5% Pt 114/03/28
0 ¥R R (RH) © 54%
8 & (RT) : 24.3 °C
[Ema 1](48Y FLinR) —F7 %
[55= 2 1) (449 2 5w %) —HPTLC % * %(365 nm)t & (o2t

DeEE B A (23:4: 1)

R/ i % 0.42)

[EmH2) (7 &4 35 {eMHFL 2020) —2 & 7% 7751 " (93¢

4:1)

Ryt 5 0.26)
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[EEA 3] (A FRHF)—" Fefefia: "5 5:3:1)Y
[55= 2 1] (447 2 5w k) —HPTLC % * %(365 nm)t 1 (et
Ry & % 0.43)

1 : Blank

2 . oehreEE

3.4 ERR ]
5 : Spike

ERAE AR I [F 1) 3N np R [ERA
Pnrt i R, EE Y o A PG RY ZE B it [BERA 3]
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T~ LR VER
F 5% p ¥ 114/03/28
5 A RH) @ 54%
8 B (RT) : 24.3°C
[EB&3)(p FEE)—" F e " (5:3:1)
[ 2 1](4M2 Fo 5w R)  [F522 1]1(4487 F2 52 K)
— HPTLC 10%#i4p e/ ik dgé  —HPTLC ¥ Lk ik )
s Lk

- -
2 3 4TS IR s
[EF52 1] (%Y BL 5w R) [ 1J(E %Y B2 5w x)
— HPTLC * # %£(254 nm)# ! — HPTLC * ¢ %£(365 nm)# 1 v

1 : Blank
2 v’chéL——ﬁﬁ
304 k&EBR 1

5 : Spike

EERBLE T GV D GBS nm)BLE 0 o S P BE 2 A AiE S o
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T~ A 2 B S RR
F 5% p o 114/03/28
4% B (RH) © 54%
i# A& (RT) : 243 °C
[EB#H3)(pFRF)—" Frepoep: 78 S5:3:1)
[552 1] (447 %2 5w 5%) —HPTLC ¥ * % (365 nm)# !

Blank 78 ¥ &% % 3 (NIB)

rere2 i (1.0 mg/mL) 910 | #& &% % 4(NRA2)
3.4 | &3 | (NFB) 1112 | # &% 5 (CAB)
556 | &3k 2 (NHB) 13 | Spike (¢ &2 % 1)
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[ERA3] (pF@aE)—" ¥ :cpefiy:

TEE(5:3:1)

[55=2 1) (447 #2 % v i) —HPTLC % ¢ (365 nm)# )

Blank 78 | ¥&i% % 8 (SUA)

e fil (1.0 mg/mL) 9> 10 | &i%i% 9(SUC)
3> % &% % 6 (CHB) 11> 12 | #% &% % 10 (SUD)
5 ¥ &% % 7 (SK1B) 13 Spike (& &% i% 1)




Aoy R 2 B SRR
F 5P o 114/03/28

10 $H% & (RH) © 54%

8 B (RT) : 24.3°C

[ERA3] (pF@aE)—" ¥ :cpefiy:

TEE(5:3:1)

[55=2 1) (447 #2 %u i) —HPTLC *% ¢ (365 nm)# )

Blank 78 | # &0k 13 (NJA)

eer2 s (1.0 mg/mL) 9510 | # 5% 14 (NO)
304 | #5730k 11 (NCA) 1112 | # &3 % 15 (CBA)
5,6 |5 12 (NEA) 13 | Spike (#& i3 i 11)
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[Em& 3] (4 FH#)—? F:emefig: " (5:3:11)
[552 2 1] (447 %2 % v k) —HPTLC % * % (365 nm)1 !

Blank 78 | ¥&i% % 18 (SKIA)

wher2 g (1.0 mg/mL) 9> 10 | &% i% 19 (SK3A)
3:4 | &&i5ik 16 (CE) 1112 | #& &% % 20 (SUB)
56 | &%k 17 (CHA) 13 Spike (& &% i% 11)

SwmBzR N [F222 1] 282 p BB [BERA 3] ~ 384k Jewr
Fedi i o % 0h k(365 nm) R AL -
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