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% 4 & HPLC

-
BEp R LR Y ERANAER L 104 -

CREZEER
(- ) HPLC kB2 173 1

Waters 2695 Separation Module» & 7 Waters 2998 ~ Photodiode Array Detector ;

R 47 ¢ 4. COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 um) ©
() UPLC RE2 k7%

Waters AcQuity Ultra Perfermance LC » # z Binary Solvent Manager ~ Sample

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

ZREHRERZ FR LR
(=)

R
% i (HPLC grade) ~ & 5 (95%) % Bhf +0 A R4 P2 7 o
=) s
HE R 4-7 § K E(4-Methoxysalicylaldehyde)p 8 ** F e % 5 T2 @
R 98% 1 oo
T ~ = ié

(_ ) &;i"ﬁ’»/p{(ﬂ—‘z l\:'

BASHAG6R  FREFA03 g0 B SOmL g F P o Earie
» PR~ T5%7 R~ 50%7 fR > o B~ 75%2 R~ 50%2 fR & 25mL o A2
¥R T AT (5 % 300 W o #E % 40 kHz) 30 A 48 > s 10 A 45(4 4000 x
g) ™ No.l gk > Popie# » 25 mL 2 F £517 » 43 43 % A >

# 3 £ 8 g (Syringe filter, PTFE 0.22 um) » ¥ {¥ - & 4~ 10 uL ;= » HPLC -

TRl R R E B2 RS 47 ARYRER A G S A A E
HE B

- ) R E B ETR

BFEAET R S (B 5 20 56 #)9 03 g0 B S0mL 4o F ¢ o 8
Fde » 50%¢2 B 25ml 0 423 k4R T AR (54 % 300 W 0 4F & 40 kHz) 30 A
4 4 10 A 48(9 4000 x ) » 2 No.l Bk » Bl # » 25 mL 2

FEFALY 0 4 50%2 R I %R 0 353 £ g (Syringe filter, PTFE 0.22 um) »
o X410 pLii » HPLC » AAINA 47 H 22 § 5B - 24k >
gt AR EPR 2 TENAGEF P
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(Z) #HRiRESER
BB 5 4-7 § JORPAES.Omg > 4 10mL 97 fE % 1mL
747 F kAP 500 png iR SRR R o 20T ERAFR D 10 pg/mL
WA HREERBR -

() w3 R
EREFP RSB A (B F 20 6 #)9 03 g% SOmL &g ¥ 7 » 4
* 50%2 Fr 25mL > Ag 4R F AJZ(# F 300 W o A4 5 40kHz) 30 4 45 -
o 10 & 48(5 4000 x g) > 12 No.l g AiEig » Boipik - RIAINAS L4 #
Bl SRR BT S50mL 2 F BH? 0 4 50%2 BRI YA 0 #3
2 i i (Syringe filter, PTFE 0.22 um) » ¥ {# o

(7 ) plasz
b G EE R B PR AR BoA T s e A % 10 ul 0 j2 ~ HPLC > Jpl 2o
* *ﬂ‘gd /55!\)"— N ’F’ /]Q v 4-9 Z%’J(’F;ﬁé‘ﬁ’]gi ) ETI"/TEJ °

(=) wEa
Brgen B~ 4-7 § AR 7 PR 508 & % i £(500 pg/mL) > 2 7 g AR
£ 5 4-7 F HCRPEEAS B 5 100 ~ 50 ~ 25 5 10 ~ 5.0 pg/mL R 28 iR i o 1
P AR &P~ 10Ul A Wi » HPLC i& (7 T8 A 45 » % 58 5.2 L% 6 f4
(v ) foth i 2 DR R (x )i ARy §F > & R REMRZ 2 250y = ax
+b 2 Ap bl G R? .

(=) %A%
v4- F ACRPRE L 10 pg/mL 2§ PR AR BoA ke ad R 5 4 11 4-
U F ACKYEEE G ff s dptk o RAOAREHERE -

(~) EFHERTERR
LoEAHE B - GACAFHR A R A FHR SRR 2T
FEE S AL E R SRR BRI 147 F AR (%)
P ROpHEEL
2 R Bk 7 BALAEME A RANAFHR S RUE 22 “inl
BANAEHR S AR A8 024824 | PRI T L 4-7 §
Aok £ 54tk KA EIRE L



(4 ) MRHE"E T8 & GER

1. 1 pl4& *Y(Limit of Detection, LOD) : #-2 srjk & 2 1R 3 503 % 4 #74-8

FrELget S =3 P2 kR 0 IR L MRHER LR 3

74
B e

2. 2 #&*Y(Limit of Quantification, LOQ) * #-° ik & 2 #1F 53 ik 7 ¥7f
foruagent L2100 LR 0 L R RETIRE

(+) Pt w TS R R
Pocawd-? oy A RFRET EOR A E IR A S B & RN
02g> A 4 » 4-7 § A RFRE0.5mg 3 3tk &3 % T = 02 4% (TR 2

(+ - ) HPLC & f7if i*

1. & 47 ¢ : COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pm)

2. ¥k E 1 UV278 nm

3. ;wi# - 1.0 mL/min

4. FHER 135°C

5.4~ 1 10puL

6. #d4p

P [ (min) " (%) k(%)

0 45 55
40 45 55

Lo )RR LANAEHT BRI

B 104407 B A4 A Bt AR WA S 2 Wl SR
ul i 4 3 4531 » HPLC > #1718 T 3o 9% 6 #4 2 id 1 2 N3 B 5 4-
KPS AT R o

(=) A4tk &2 UPLC & 47if i

A

1. %47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 3.0 mm, 2.7 pm)
2. #®RlAE UV 278 nm
3. it 0.4 mL/min
4. gHE R 135°C
5.4~% 1L
6. # & 4p :
B+ ¥ (min) T (%) k(%)
0 45 55
10 45 55
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EQIREY 8
(=) %% 54-7 5 Ak pg2 HPLC & 47
TR 14.6 S AL T 4-7 § AOKPIEIRE Sk (B- ) o

1.00

080

47 § kR

0.60- /

040+

AU

0.204

0.00
T T T B L A S S S T T T S e e N
0.00 200 400 6.00 8.00 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800  30.0C
Minutes

Bl- ~4-7 § A kiRt 203 ik 2. HPLC & 45 B

(=) % &A% ths2 HPLC & 47
WFGER 14T A BRAE T A A EH R & 4-7 § KRR E (R
S) 4" AKPEABRIR)E 3160 FEFF(DE 1155 B8h % Aif
MR RN o

0.10

0.08-

0.06- —
" § Ak
4-7 3 Ak

0.04- /
) M
0.00

T T R S B S S B e e o e S L LA S B B o e e S B e N SN A e B B
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.0C
Minutes

AU

Bl= ~ 7 & 44 FHie 52 HPLC & 17 B
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=) B E BT
T150%2 BEAR R IAKERE B LEHE BT 4-7 § ARl s
[’ﬁ%%g’»"‘ ’ ??\E‘—/:F 50%5 ﬁg/%/ﬁé&fiig,\/%&%o

- A RFFRETR

A 4-7 5§ AORPEERE G f | REFEDR
" pE 340946

75%° fit 404012

50%° fif 319249
o fi% 328171

75%¢ f% 488042

50%2 fis 508411 \

(2 ) b 5P
REEFER 2 AR M 47 FARPHETRR M(F RS 40
98%) °
22 AL BERRESFETEGTR

50%2 R P-idic | 4-7 F ACRYEE ARG i
¥ 1= 353749
¥ 2= 37858
¥ 3= 7213
¥ 4= N.D.

() HFF&E47 5 A PHEREIR
EARER 47 F A RPREEE LD AT E s fFonk BE(y)THE
Il B RS 2N L y=28079x +87405 0 R=0.9992 » k71 k& £ 5.0-100
pg/mL F L4 R R(Rl=) -

3500000 - 4w & w1
. 3000000 | 40 F mokfm
% Seooo00 | Y = 28079x + 87405
2000000 R==0.9992
= 1500000

1000000 |-

500000 F

0 | | | | |
0 20 40 60 80 100
JE B (ug/mL)

W= ~4-7 3 AkipEz & £ SUF
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*

I

-7 F AR E A AR

AR 5 JE B (ug/mL) ML w fF S A2 R?
4-7 ¥ Ak PE 5.0-100 y = 28079x + 87405 0.9992
(R ) HRRRE%
FoESET o 1% HPLC 2R E 2 ehif R A 24 > 4-7 § B -KPpF

MR AR L S 0.15% 0 &k Suig ¥

(=) LAFERRTERR

f*’,‘ﬁg\z‘g% 8 > 4% HPLC %

“FP L_L24/J\FE{,:P\ %:,\. ’EIJ_‘{@‘

( \) s Fxﬁgﬂ B ﬁl?;’ H‘S‘Eﬁ’

4-7 F kR RRT S 0.1 pg/mL (Ble)

z
%

VR S S

S FEN AR 13

42 PR L L 1.57% 0 B kALt BB RPN o 4-7 §F A KPR A
J%w%i»%iﬁw%%ﬁiéoﬁ%,%@gﬂ¢,
TA LB

FA S

ZE &5 0.5 pg/mL

(RI)-

LI

00

- Bk

1 0001 /
200z
uuuu-/"“‘“-allﬂ__._‘_m_-_‘—m—wn—n—/\—,_
L1 200 L 1) 1.5 1000 1300 400 1a00 1500 3000 3300 400 ZM00 3800 00
(T
Bz~ 4-7 § 2k i RHE LK 19
Q0G0
ooas
= °§ A km
2 [=EaE-L
oood /
(=N L
0000 -*m’!,——-—-—-—-—_—’—"“/\_
[=h= o 2 El: -IIIZIZ SIIZC El: 10 IIZC 1;.'!:!: IJIIZC 1SICIZ 15'0: ;J:ICIZ :.:.IIZC ;AIIZC ;.EICIZ :,EIIZC 3000
Mroes
BT ~ 47 5 A KPR LEARUE 17 H

13



Fw s LI REAST

W ipIE B - F Ak
kR R.S.D. (%)
HBAE  (n=5) 10 pg/mL 0.15
£k (n=5) H =% i (No.10) 1.57
£ (19 H &7 7% (No.10) 0.65
& (n=1) 0.1 ug/mL -
T E &' (n=1) 0.5 pg/mL -

(L) Fiew e @
49$§_k1w}§ﬁ*“li’1 AT G 96.2% 0 A EERE IR L G 2.04% (%
I)e
2T 47 F ARPEER v T F
i FEHE| 238 | 4rE | BEE | wiF | TivwfcF| RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 | 0.2052 | 0.547 0.5 1.027 96.0
2 | 02056 | 0.548 0.5 1.043 99.0
3 | 02031 | 0541 0.5 1.019 95.6 96.20 2.04
4 | 0.2054 | 0547 0.5 1.031 96.8
5 | 02013 | 0.537 0.5 1.005 93.6

(+) £%7 &4 FHz ERIT

10#-2%&%%\ B TR GRSk 2 T 047 § A kY
FEens £ 5 0.215-0.447% aﬁxzﬁénﬁwmﬁﬁﬁw& 4-7 § A-kippEang
£ 7 .w'woz% Wi B 4-7 § AR E T B A 10 5000 (7
wiE 5 18617) ¢
L R B A A E RS2 4-7 § Ak gREaE £
4 S5l T i Ak E B s 4-7 5 AokijpEz £
(No.) (%0) (No.) (%0)
1 (NB) 0.221 6 (SGA) 0.266
2 (NJ) 0.231 7 (SGB) 0.243
3(CA) 0.227 8 (SU2-C) 0.447
4 (NRB) 0.425 9 (SU2-D) 0.215
5(SC) 0.278 10 (SU2-BB) 0.276
T 35 +S.D. 0.283+0.084
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(+- ) A4 2 HPLC 4 % B3 e =
B 10447 & At S5 iR & 10 uL 248 > i 7 HPLC 45 X B3
R
1. %473 : COSMOSIL 5Cis-AR-1I Column (250 x 4.6 mm, 5  m)

2. #&BIAE UV 278 nm 3. s#i& ¢ 1.0 mL/min
4 FHIEA 135°C 5. £ 110l
6. # & 4p -
P & (min) v A% (%) 0.1%2 fe(v/v, %)
0 15 85
30 40 60
50 70 30
60 100 0
1
. 4-7 F A-kWpE
1

S N

T T T O T T T T
i B IN N °H ME EN @ 3N TR MR XN

T
N 3 2@ HN EN 3W BN

-

T I T T T
N 3 IN 4N RN RN 4N OO 4N &R ¢
L]

B+ ~ 10 444 4c L %41 2 HPLC 4, = Bl 3
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(+=) B#&47 5 A -kFpg2 UPLC & 47
TR 221 A AT 4-7 § AORPREIRE g (B ) o

2 H ,

0.40] 4-7 3 Z&J\ﬁﬁ’
o J /
<

0.20-]

0.00

-—_—————
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Minutes
Bl ~4-9 § A kKipmEieit 5in k2 UPLC & 45 B

(=) % & 44 FHe &2 UPLC & 44
WEG PR 223 A AN AL EHHE S 47 § A KImEL

(rﬁd] /\) o
0.20
0154 4-7 § ok ipE
2 0.1072 /
0.05-
o.oo—:
T B

Minutes

B~ ® & A4 g Fe 520 UPLC & 17 B
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(+mz) 47 i%’]"fﬁﬁ?’:ﬁ”/}—ﬁ- AN E-‘_EJ;;!;&'
b F N T CgHO3 5 A F B D 152155 M5 BE 1 42-44°C 5 v ¢ B S o

(£3)47§ A kpmasi

OH

/©/CHO
MeO

(+=)4-7 5 & -kyPpsH 'HNMR Bl :#

2-Hydroxy-a-methoxybenzaldehyde_CDC13_600
2022703710 (YHC14-92-1)

1

mmmmmmmmm

£ g2 388 #3ggsEd H
{ r
J j J ”
T T T T T T T T T T T
1z 11 10 9 & 7 6 5 4 3 2 1 ppm
e £ B e o
0.93 1.05 .01
1.00 1.08 3.44

B4 ~4-7 § A -kijpesh 'HNMR Bl3%(CDCls)
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(+=)4-7 § £ kHpEs °C NMR Bz

2=Hy droxy- —methuxybenzamehyds CDC13_600
2022/03/10 (YHC14-93-1)

184.371
___166.835
—164.549

135.230
—115.173
——108.399
__100.650

-77.215
77.000
76.785
§5.702

3 T T T T T T T T
2n0 180 160 140 iz0 100 80 60 40 20 ppm

B+ ~4-7 § -k pE 3C NMR B):3#(CDCls)

(4 ~) 4-7 § -k F e ESI-MS B3

D:\WXcalibur\.. \YHC15-1-7_220719160426 07/19/22 16:06:42

YHC15-1-7_220719160426 #112 RT: 1.10 AV: 1 NL: 2.15E8
T: FTMS - p ESI Full ms [100.0000-1000.0000]
151.0384

[M-HJ

/

50—
5

50
45
40

Relative Abundance

35
3
25
20

162.0417
137.0259 ‘ 153.0176 197.0808

123.0434 | 1449696 ||~ 1850393 4g0.0077 205.0471 212.0471 239.0590
;

LI 1 | TT T T I rTrrrrrrtT i T 1T T T | T 1 LI I LI } UL ‘ LB ‘ T 1T 17T LU TT [T T T T[T ™1
100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250
m/z

B+ - ~4-7 § A -kPaeh ESI-MS B

110.9740

lU

18



(+4) 47 § Ak PpE FTIR W3

55

%Transmittance

649.55

511.19

451.89

4000 3500 3000 2500 2000 1500
Wavenumbers (cm-1)

1000

500

Bl-L - ~4-7 § -k FTIR B

=) 47§ Ak UV R

14.613 Peak 1

278.1

211 nm 278 nm

.40
.38
osed 2107
.34
0.32]
0.30]
o028
.26
0.243
0.22]
2 o.20]
0.187
0167
0.14
0.2
0107
.08
.06
.04

o.02

0.003

228.00 2ad.00 263.00 28d.00 200.00 22d.00 2ad.00

Btz 49§ %,Efgg}fﬁvUV ¥

19
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=) 4-" 5 AR EEE R

OH

/©/CHO
3

1

4

MeO 6

5

10 5 Rokippe

£ v 4-9 5 JOKPEEL ~ BLTY B =45 (CDChL)?

position oH (600 MHz) dc (150 MHz)

1 - 115.2
2 164.5
3 6.4 (d, 2.4) 100.7
4 - 166.8
5 6.52 (dd, 8.4, 2.4) 108.4
6 7.41 (d, 8.4) 135.2
1-CHO 9.70 (s) 194.4
2-OH 11.5 (s) -

4-OCHs  3.84(s) 55.7

4(Multiplicity, J in Hz) in ppm.
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34 g TLC

4 Z 7 PERIPLOCAE CORTEX
# <~ % : Chinese Silkvine Root - bark
A R A&EG EEF Asclepiadaceae 1 47 1 1 Periploca sepium Bge.2_ 57 % 13
p‘\ o
- N33

-) B &3 [F5-2321)(° £4 £ cREL 2020)
— B RS R 20g 4 ¥ F30mL 0 Aedie g 1] o
Wie o R AT AR TR 2mLR2BfE FL kS
Bk e
(59 2] (k2 FHRFS )
— P AR A 10 g 4o f 10 mLo A2 AR 30 4
8 0 Wi ik IS R ERIR
(572 3)(p FRE)Y
— P h A A 20g0 407 AR 10mL A2 AR 30 44
Bk 0 R T ARSI
(=) ¥BEHB P 4-7 § 3 k4 FE(4-methoxysalicylaldehyde) ¥t B8 1 & 5. »
i* e mESE 1 mL 7 1.0 mg 9953 7% 0 (75 HREE RS
iR o
(=) # A&  HPTLC silica gel 60 Fas4 » 10 cm x 10 em ~ 20 cm x 10 em
Bod [ERH1](? E4 2 {rREL 2020)
— 7 b B(60~90°C) : & e fig ¢ -k e e (201 3:0.5)
[EmEH2)(HE" FHEESP)
—F i f(60~90°C) : ¢ iz fig (4: 1)
[Em#3)(p BV
—redi ey (411)

() 2 B H# 10cmx10cm~20cmx 10cm
(=) & B OERWHIEALTHF IS, FiTER > BRIEH 8cm -
(=) H ¢ &t 1= @K F *2E% (Dinitrophenylhydrazine TS)* 7% 6 > b

fo o HT LLBHMT iR -

21



I FRERZRRRE
F %P P 111/07/18
%% & (RH) @ 64%
£ B (RT) : 24.5°C
[EBH3)(p FREF)—L % e 4:1)
—HPTLC = #f AL $ P2 iR g d 167 L kg o)

4

Hn¥ e LISER o
1253 4-7 § # -k #(1.0 mg/mL) 1>2>5uL
4-5-6 ¥Bean S[EE2 2 1) 1-2>5uL
7°8°9 tEdin s [F22 02 2] 2> 5> 8uL
10011012 | #5535 [F5223) 25,558ul

SRS REE ERER EU AR S

SRR RRRY T F
EHRELE 47§ AR 20l R ER R [Fe

b

o
P
(O8]
[N

o

22




I BEARER
Fo%p Y 111/07/18
10 %% & (RH) : 64%
i & (RT) : 24.5°C
[EEH 1](7 F4 % LB EL 2020) —F 3 B(60~90°C) : © e iy © &
ke fE (2013 :0.5)
[58=23) (f " H%)—HPTLC = A A F o2 38p g 147 0 %k 1(4-7
¥ AKFIERAE S 037)

[EE#2)(H B EFHEES P ) —F 0 E(60~90°C): 2 fhe g (4:1)
[55=23)(p 7 %)—HPTLC = AP A F 2R &7 Lk 14-7
§ A KPRERE S 0.48)

23



[Ema3)(pt7B$)—re i cfefy G: 1)V
[55= 23] (p F@%)—HPTLC - A A ¥ 23084 (57 Ak 11(4-7
§ AKPRERE S 0.51)

1 : Blank

2047 § Aok
45 H&iB RS
6 : Spike

ERBE LR [F2 23] 2N g AREL [BRA] ER 047
§AKPmEL ROER o [ERA3]-

24



PR SER
F o p o 111/07/18
10 4% A (RH) © 64%
i A& (RT) : 24.5°C
[EEA 3] (pFEF)—Dre=: ey 4:1)
[523)(F FE%)—HPTLC® [%> =2 3)(p 7 #%)—HPTLC %
Lk g ) *b % (254 nm)#

(5522 3)(8 (@ 4)—HPTLC = [5»~= 2 3)(4 7 # 4)—HPTLC =
AT ERE S 7 L g HAFE RS 57 Lk v

1 : Blank

2:4-7 3 AoRypE
45 RSB IRS
6 : Spike

ERBAED S S A AR BT LRRART o BT R A A

S
S
—Ll'ﬁ:% °

25



I~ EFHEERR
Fp 8 111/07/18

043 B (RH) © 64%
% B (RT) : 24.5 °C
[EEH3) (F AR —D 2 %
[5322 2] (Y 4 2 frREL

CpEe i (40 1)
2020) —HPTLC = #' AL F 25 p k4

Blank 78 | &% ik 3 (NRB)
4-7 3 7K 457 FE(1.0 mg/mL) 9,10 | & &% ik 4(CA)

3.4 &3 1(NB) 11512 | # &% % 5(SC)

5.6 | #&inin 2 (ND) 13 | Spike (& &% i% 5)

26




[EBH3)(p FREF)—L 2% e 4:1)
[552 2] (9 £4 3£ cREL 2020) —HPTLC = A 4L F 22 3% B ¢
BT Lk

Blank 7+8 | # &% 8(SU20)
4-7 5 &k mE(1.0mgmL) | 9010 | &i3i% 9(SU2D)

3:4 | 4 5% % 6(SGA) 1112 |4 %% 10 (SU2BB)

5:6 | # &% 7(SGB) 13 | Spike (# &3 % 5)

BsEE v ERE (e 3] 2 [BRAB] 25 sk 4
D F KRR i AT RRA S 50T LT AR -
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