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(- ) 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) °
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(- ) ##
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=) R
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PUATR A L E B2 AR SR T A R A S TIT A B
A T
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BEEFLB-A T A(EF 20 56 %) 20 % 50mL Hpogd > &
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8 0 a4 10 A 48(4 4000 x g) » 14 No.l i 5Bk » Bl A ~ 25 mL 2
FEAY 0 4 75%° BRI % R 0 353 £ i g (Syringe filter, PTFE 0.22 um)
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1. 18 4% *Y(Limit of Detection, LOD) : #-¢ Fwjk & 2_ & 508 % #THR
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Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & #& 572 % i
B gt L1000 F2 kR 0 L T ERAGTE -

() Fiew e @B
Boo arl T A H PRI L ERE A S B F G ERERG 1.0 g

/)wjéc»ﬁ“’éqOSm C TR AR 2 R ITRI .

(4 - ) HPLC A 45 i% %

1. & 47 ¢ : COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pm)
2. Bk £ 1 UV 265 nm
3. swiE ¢ 1.0 mL/min
4. FHER 135°C
5.4 >3 1 10pL
6. #d4p
peF ¥ (min) o ¥ (%) X (%)
0 8 92
30 8 92
) A BT e EHE ERT
Pl0d BT e BHRRSEARAF 2 /WE RS R B E 10

uL i@ 4 3 4453 ~ HPLC » #71% T 350 9% 5 f# & “xﬂ'éa?‘l
Hehp At g & e

FPREREN T

(+ =) §17 4c4k &2 UPLC 4 47 if i

1. & +7 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥R E UV 265nm
3. s#iE 0.4 mL/min
4. gHE R 135°C
5.7A~% t1uL
6. # & 4p -
R (min) z % (%) -k (%)
0 8 92
10 8 92
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1= 310459
2% 221335
¥ 3= 84372
¥ 4= 34019
5= 11504
¥ 6= N.D.
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(=) EHPERLPR%R
ARSI HPLC B E R nE 424> ¥ 7 4 HE4H 1
ZARHHEE L 5 2.01% 0 B kST R RPN o BT A H A 24 ] PR AR
ToRETBARHIREL L 099% > R LB ] o FATF RS AIZA A 24 /)
PEp o o Pl A LR o

PR T E AR PUERK
K7 A FWRAEE 02 ugmL (B2 ) LE&TZ 0.5 ng/mL (F
)

=g
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Minutes

Ble ~ %7 4 52 i RHETU 15 B
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12.00 14.00 16.00 18.00 20.00 22.00 24.00
Minutes

MI %7 552 28 B 5

Few ~ LKA

T R8P

P

P33

R.S.D. (%)

(n=5)

10 pg/mL

0.32

L/ R e

(n=5)

# &% ik (No.4)

2.11

(n=5)

% &% ik (No.4)

0.99

B R (n=1)

0.2 pg/mL

T E %' (n=1)

0.5 pg/mL
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(1) Firem e
HT R H TR S L 91.9% AR AL S 2.08% (£1) -

2T HT LR ew e
e FEHE| 238 | 4rE | BEE | wiF | TivwfcF| RSD.
(9) (mg) (mg) (mg) (%) (%) (%)

1 1.001 0.337 0.30 0.617 93.22
2 1.000 0.337 0.30 0.606 89.68
3 1.001 0.337 0.30 0.615 92.57 91.88 2.08
4 1.001 0.337 0.30 0.619 93.90
S) 1.000 0.337 0.30 0.607 90.03

() £&7 LT e BFHZ ZRIT
1034717 4t 2 7 RRILRF@ETES)cd = 2rm %7 4 Hehg

EL

£ 5 0.021-0.039% < 2k {IT w B EA A KT 4 Fens £ @

N

0.025% » T3k 47 Hede % 7 & AL 3R B 0 5000 (% B 5 14566) ¢

LA T BT BB ELS f s R
Fia | 5 A¥iE | EHaw |5 49:E

(No.) (%) (No.) (%)
1 (NF) 0.024 6 (SGA) 0.037
2 (NFB) 0.038 7 (SGB) 0.021
3 (NFC) 0.039 8 (SUA) 0.032
4 (NFD) 0.027 9 (SUB) 0.032
5 (CA) 0.029 10 (SUC) 0.029

T 3a{E4S.D. 0.031+0.006
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(+ =) $17 4 F 2 HPLC 45 & W3 o =
BREFI R EH AGES 20 L6 #)4 2.0g0 B SOmL 3 ¢ > 4
» 75%7 B 25mL > A2 F iR F AJE(54 5 300 W o #4E 5 40kHz) 30 4 48

e 10 A 48(5 4000 x @) » 14 No.l Jh Ak » Bl s » 25mL 2 3 £
LU 0 4 75%° pR X % R 0 33 £ 1 /jm(Syringe filter, PTFE 0.22 pm) » <
= o
B 10 #47 & P17 4ei 53 & 10 pL i 4% » i& 7 HPLC 4 & W3§ e
R o
1. & 47 ’F? : COSMOSIL 5Ci3-AR-IT Column (250 x 4.6 mm, 5 um)
2. ¥ BIAE UV 265 nm 3. ;i ¢ 1.0 mL/min
4. FHIRR 135°C 5.;4~& 1 10pL
6. #d4p :
P R (min) z ¥ (%) 0.1%¢2 pa(v/v, %)
0 7 93
20 7 93
30 15 85
50 40 60
60 70 30

oo

L 9
et I s —n 0
N 8
- - x __,__,.._M_H_..d_—m—ﬂ SR, B, o

LY 7

i —- " Horhet

4
3
2
N 1

B+ ~ 10 3+ 417 e %+ 22 HPLC 4p ¥ Bl 3¥
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(+=) %EF&%H" 442 UPLC A 17
WGP 323 s a7 A HIRESAE(R-) -

0.60

s

0.40-| /

0.20+

2
<

0.00

T T T T T o e L L e L L By e e

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

Bl= ~ %7 4 FH8 5% %2 UPLC & 17 Bl

(=) 7 & 17 4 ZHfa &2 UPLC 4 17
G RER 3.25 A AAE T TIT e BRI KT 4 I E (B )e

0.040-

0.030-|

5 0.020]
< ] /

0.010{ \J\\/WV_L/L\N

0.000

T T T L S B B Ry A A T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
Minutes

B~ & 17 S FHe 520 UPLC & 17 B
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(te) ¥ 7 4o+t -+ i
A F N D CiHuOg ; A F F 137245 % 8L 1 191-193°C 5 v 4 sk o

(£1) %7 i

(=) %7 435 HNMR R#¥
Syringoside_MeOD_600 2022/02/15

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

W L kw»//////

T

i J,,U 4

T T T T T -
7 6 5 a4 3 2 1 ppm

e e L3 - i b
1.74 0.87 1.73 0.97 0.86 1.00
0.8 0.82 5.260.94 1.79

W1 ~ %~ 4 % 'HNMR §#(CD;0D)
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(+ =) %7 4 5 3C NMR F#

Syringoside_Me0D_500 2022/02/15

154,346
105444
105,321
—71.325
573

68577

— 62

—-75.724

=\—135.268
_,181.278
——130,087

_,—135.869

e

T T T T T 3 T T T T T T
128 100 80 60 ap 20 ppm

B+ ~ %~ 4 % "CNMR B3#(CD;0D)

(+~) %7 4 s ESEMS B #

D:\Xcalibur\...\2022\YHC15-1-7 07/19/22 15:02:59

YHC15-1-7 #87 RT: 0.96 AV: 1 NL: 1.46E8
T: FTMS + p ESI Full ms [100.0000-1000.0000]

100 395.1311
95
90
85
80
75
70
65
60
55
5
45
40
35
30

[M+Na]*

e

Relative Abundance

[2M+Na]"

767.2733
397.1362
171.0991 /

390.1757 | / 769.2797 ,
211.0939 / 493.1293 741 ,2587 /
865

309.2033
6659.1148 \
P

bl il { \ L 561.1166 963.2705
0 J‘ T T T T | T \‘“l"\"“'l' T "'\"'l"'l“'l"‘"‘l"‘\"'\"'\‘”\”'\ LR RREE AR AR LR RN R AR RARE AR

T 1 [
100 200 300 400 500 600 700 800 900 1000
m/z

Rl - ~ %7 4 {5 ESI-MS Rl¥

2715
b
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T
e
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B~ = - %7 % H:FTIR Bl

(=) %7 4500V RH#

220 nm

2201

g]"; —:_ ’:‘“ o = mreee sreee o mecee

8080 INOERYNOCOYNOQOD

[

T

T
60

IR
0060

IEREEEREEEERE R
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i)

*

7 4 F e UV R
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Ao ) BT A G R E

WA

- %7 AH 4 R F =4 (CDsOD)

position oH (600 MHz) dc (150 MHz)
1,5 6.74 (S) 105.4
2,4 - 154.3
3 - 135.9
6 - 135.3
7 6.54 (dt, 17.4, 1.2)) 131.3
8 6.32 (dt, 17.4, 6.0) 130.0
9 4.21 (dd, 6.0, 1.2) 63.6
1 4.86 (d, 7.8) 105.3
2' 3.46-3.48 (m) 75.7
3 3.39-3.43 (m) 77.8
4 3.39-3.43 (m) 71.3
5 3.19-3.22 (m) 78.4
6' 3.66 (dd, 12.0, 5.4), 3.77 (dd, 12.0, 2.4) 62.6
2,4-OCHs 3.85(s) 57.0

4(Multiplicity, J in Hz) in ppm.
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]I 4 TLC

: ACANTHOPANACIS SENTICOSI RADIX ET RHIZOMA SEU CAULIS
7 . Manyprickle Acathopanax Root
A R A&EEI Af Araliaceae fe i {17 4e Acanthopanax senticosus (Rupr. et
Maxim.) Harms 2_ 7% 9 {c3 5 & &
- N3
(-) B &3 [F22321](° F#L a2 {cREL 2020)
— B A S A 5.0g 0 4 75%2 30 mL 0 e g n 1)
P iBie 0 iR b 0 Atk 10mL @ 2 4% * = &
Pz iREEP2 XA X SmL AR F TR Fir oo A
B4R ImL @2 3f% (F5 557
[F2222](4 k7 EHFEES2P)
— A SR A 1.0 g b 50%2 B 5 mL v Az 4R 10
kB WBip 0 ek ITE SRR
(55 3] (5 7R 5) v
— A S A 1.0ge 4 75%9 B SmL 423 4R F 30 A
-»3'3_ ’ @//ﬁ ﬁyﬂ 5 &SIBIR
(=) HEREHB P47 4 F(Syringoside) ¥ PR H &> 4 " Rl A5 1 mL
3 10mg SRR 0 1T L HRARE SRR -

it

(=) # & + HPTLCsilicagel 60 Fas4> 10 cm x 10 cm ~ 20 cm X 10 cm
() B B & [ER#1](° FL A2 {cREL 2020)

_5§B.l¢;9ﬁ§_ (19; )
[ERa2)](4%°? ZHEES2P)
— - F T e ok (10:2:0.0)
[EB&3)(p B3V

TpE@ckep ok (701102)
10ecm %X 10 cm ~ 20 cm x 10 cm
B OEBRRFALTE 15488 F7ER > EFIEHR  cm -
B¢ &R 11 10%FEfL/ e fif320% (H2SO4/EtOH TS)Pf 75 16 0 105 °CHre #4
TOEFEES Foro 0T LERET RARZ o

]

il
w0
=%

PR Y]

/\/T\/\
bl

Ve
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I FRERZ AR

F %P ¥ 111/09/13

3R RH) © 72%

8 & (RT) @ 24.1°C
[Em& 3] (pFRE)—I @ kep: -k (7:1:2)
—HPTLC 10%#5 i/ iR b d (67 2 L4 )

/)

i LA Bt §
1,253 % 4 % (1.0 mg/mL) 1>255uL
4,556 Wl [F52 1) 2,55 8uL
7,859 Wl [F5-22) 2,55 8uL
10- 11212 | &3 1 [F523) 2,55 8uL
EHEE [FP 2] & [F0 2 3] 2R EBRY F T A RS R

B FLERG Y o g [F52 23]

ERELE

DET A H 2L &R [ 23] 80l
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BB ARES
F %P ¥ 111/09/13
10 $HiE R (RH) : 72%
B A (RT) : 24.1 °C
[BEa 1](" #4 3Lfe@BL 2020) —= % "% : " /@ (19: 1)
[55=23) (p 7 %% )—HPTLC 10%Fnfs/e MR g d 147 Lk (%
TAHHRES 0)

[EBH2)(AAE" EHEES 2P ) —=F7% 9@ -k (10:2:0.1)
[55=23) (p 7B % )—HPTLC 10%Fifie/c B3R bgd (67 L ki (%
T A H RES 0.20)
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[EmH3) (p AR —E " f: ke k (7:1:2)7
[55=i2 3)(p 7B %) —HPTLC 10%Fift/e Bt i d 157 D kg N (% -
% ¥ RiE 3 0.58)

1 : Blank

2: 47 4%
304 it ]
5t Spike

ERA A [Fr2 23] 2N o np g [BRA3) ER - HT
HORAFRERY > TR 7 ABE &y [BERH 3]
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P RRS SER

F %P 111/09/13

#4458 & (RH) & 72%

iE & (RT) : 24.1°C
[Em&3)(pFRF)—L " f @ kep:k (7:1:2)
[55=23)(p B %)—HPTLC ¥ [3B-=;2 3)p 7#%)—HPTLC %
Lk g ) *b % (254 nm)#

[532i3)(p FR%)—HPTLC % [%P= 2 3] (§ F# %) — HPTLC
7t (365 nm) 10%#n e/ FRidin B d (57 L L
v

1 : Blank
20 %7 Ry
304l wEBIR

5 : Spike

EHRBEES N D 10%F /e BRI (50T L AT o BEon f P AEA A2
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I~ B RSRR
F5%p P 111/09/13
¥R A RH) - 72%
£ R (RT) : 24.1°C

[Em&3)(piFRg)—r " @-kep:ik (7:1:2)

(52202 3] (0 FRH)

HPTLC 10%#rfe/e fpidindgd 87 Lk

1
1

Blank 78 e &% % 3 (NFC)

%7 4 H (1.0 mg/mL) 910 | & &% & 4 (NFD)
3.4 | #aiar 1 (NF) 11712 | # &% 5 (CA)
5°6 | k&% ik 2(NFB) 13 Spike (& &% i 1)
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[EBR#3)(p FREF)—T " @m-kep:k (7:1:2)
[ 5222 3) (p 7 %) —HPTLC 10%#: s/ feifinkgd 47 Lkt

Blank 708 | &% % 8(SUA)

%7 4 (1.0 mg/mL) 910 |t &% % 9(SUB)

’ W % % 6 (SGA) 11> 12 | #& &% % 10 (SUC)
5°6 |t &i%i% 7(SGB) 13 Spike (& &% i 1)

Sl 2N phy gk 2 e
FwmBER
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