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# % ¥ (PLANTAGINIS HERBA)

-

Eﬁl—ﬁ ”/\jt_/‘?i FRR- %I@ﬁﬂig*ﬁ# 10;}% °
S RBEIAWER

(- ) HPLC &k B2 K178 4=
Shimadzu LC-2040C 3D ¢ 7 Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & 17 ”;? . COSMOSIL 5C13 AR-
II-C18 Column (250 x 4.6 mm, 5 um) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC» # 7 Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; £ 15 ”;? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

S RERFEEE R KR

(- ) 4
z #(99.9%)8E p >+ Sigma-Aldrich ; ? & (HPLC grade)pp ** Merck ; 7 f&
Ftp *t Fluka -

(=) &5
i 54 3 % (Plantamajoside) + BER *TH LA BRGNP MR
98%1 b o

=~ 3k

(- ) R EEB 3T
Bk gk 36 F AR 1.0g0 & SOmL g F ¢ 0 Eapde

> 40%7 F% ~ 60% 7 fE ~ 80% ™ fE & 15 mL v A2 iR T ASZ(+ 300

W 4F & 40kHz) 30 A 40 2 No. 1 Jh 25k Pl > # 3 £ # Ji(Syringe
filter, PTFE 0.22 um) » {8 o & 4+ 10 uL ;3 » % »Tiy ;% 49 & +7 R (HPLC) -
ATREE L E R R R IR ARG s B W5

o



EPEN L3

BRfis-~ 54 A (B 5 20 5LéF %) 1.0 g & SOmL g g ¢ - %

Fete » 60%7 fF 15mL > 425 /)ij,rﬁj' £9 (% % 300W o 47 % 40 kHz) 30 4

4> 1t No. | g i > B-iitt > 44 ¥ & (Syringe filter, PTFE 0.22 pm)

W8 o & 410 pl ;i » HPLC » A EINA F4F 1 = 2 5 % £ 50~ 24k
EIHp RS AR 2 RE B P

(Z2) HREE SRR
B AP 5 X 25 H 5.0 mg o 4c 10 mL 57 60% 7 fF R * % 1 mL
7 B w 500 pg iR SRR K R0k 0 200 60% 7 AR E 20 pg/mL
é’é&‘%ﬁ"—%r’r‘/pu °

(z) &R
BRI AR AGES 20506 %)9 1.0 g ¥ SOmL g @ » &
Fodv » 60%7 B% 15mL > 42 5 A 3R T A2 (# 5 300 W > 4 5 40 kHz) 30 »
4 1 No.l RSBk > Boipik P AATNA EARP2 S SE KRB
50 mL 7 £5L% > 4 » 60%7 f5 3 % & » # 3 £ 8 /a(Syringe filter, PTFE
0.22 pm) » 8

(1) plEiz
b ) ER e B R AR BOA R s 6 A R 10 ul c 2~ HPLC » ip) 2o

Y RN E AR 1 guﬂmgﬂ » WIE o

(=) ¥BERN
PR B4 B R SR 3 % i B (500 pg/mL) > 2 60% 7 i -1
F 7 A BHFA L 200100 50 ~ 20 ~ 10 pg/mL fE I 253 i o 13
% & B~ 10pL & w2 » HPLC & {7 & A 47 1% R 52 L% 6 ## (y i)
fotbdf 52 B (x fh)ik (7 AL ® fF > X R HRE MR 2 2N y=ax+b
A0 BE i R?

(=) H®RFER
A B WL 20 pg/mL 2 FFRARE ARG FeE S 4 B ny
R B A At A EHRE L -

() EHPERE LRSS
l.éﬁﬁ°%w—%ﬂ%ﬁ%igﬁ%%’@ﬁﬁrﬁﬁ SRR R
FEE S AT SRR ERBIE B RFNE (%) stk 1\
AP FHHEE X o
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2. EW B - BERTEE A BB

.l.
'ﬁﬁfﬁ%ﬁﬁ’ﬁwﬁo2\4%\M\M+%Lﬁ£&JJ*ﬁ

(1) BrHa e T2 &R

&*i’}ﬁﬂ-"/v’ ,,’?Z%lvg %l

1. @4 *2(Limit of Detection, LOD) : #-2 Fojk & 2 3 =03 it 7 S
TR L =3 PR kR 0 PR RN RE
2. T8 fé_“?(Limit of Quantification, LOQ) @ #-2 sk & 2_ &8 54 7% % %ﬁ"

B Forusiset L1001 kR o L A

(+) A

ERUEE -

E\aﬁ‘—r-"jﬁ":ﬁ"gim nHEEHEAS P FPEREHEERG0S5 g
SRR AT

& Hl4e ~ 1 mL ¢

Bl o

(+ - ) HPLC » f7if i+

PR % (1.0 mg/mL) o X dede mp i WK S 2T

1. &+45¢ + COSMOSIL 5C;s AR-II-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥%&ipIAE 1 UV330nm
3. ;i ¢ 1.0 mL/min
4. FHE R 1 35°C
5.2 ~% 1 10uL
6. #HAp -
¥ ¥ (min) v A% (%) 0.1%" gk(v/v, %)
0 30 70
30 30 70

(i:)iﬁﬁgﬁﬁK%H§§Wi,
& o B 'Z:Jfﬁrf'/pui’g‘z@i'%_’

FAGE

11

A SR AR 10p
K gk S HJE’—ﬁlBﬂ%mﬁ$w@{2§%§ﬁ LB
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1z B UPLC % 47 i %
1. & 47 ? Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. Bl E UV 330 nm
3. i 0.4 mL/min
4. FHIER 135°C
5.0 ~% 1 1pL
6. # & 4p -
P ¥ (min) ? A% (%) 0.1% 7 Ba(v/v, %)
0 30 70
10 30 70
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I ~8%

(=) ¥ 5~ 85352 HPLC K 19
NG P 11.96 A SBAKT T 4 B9 1R 8k (- ) o

mAU
100
) R
i 1.§ aN¢T
75— / £
50+
25—
o
T . ‘ : :
o 5 10 15 N = —
min

Bl- ~ %2 H 8% 553 5% 2 HPLC & 19

=) P &2 EHHE 52 HPLC & 17
WHGET 1198 A AT B B X F ST A D% (R ) -
AERFLPEFR)E 1920 F & FF (D5 1.07 0 5k 5 5 * & RPN o

mAU
150
125 ’ e
] 1<§ EHﬁT
100

o 5 10 s 5 e o

Bl- -7 88 0¥ B4k 52 HPLC % 47 &l
(2) Bt 55 =i
"60%% BR G RARRE 0 B ERHEEATE A R HARE G S

BT 60%7 fif G B i FBR 4 o

2o 22 RREEIOR

ik <2 Y A I
40%" p& 1469351

60%° A 3033949 N
80%° A 2579156
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(=) & & 3PS5

.-«—3:&%""‘1‘:%34&#!— b%_"éﬂﬁf%%i(gg"ﬁ ""'/\98%)0
o BREEHR ST SIGTR
60% 7 f% % P~ i %ﬁ’j?/}idéa%%
¥ 1= 3435750
¥ 2= 739538
¥ 3= 182777
¥ 4= 49766
¥ 5= ND.

() 2o
;7» ik B~ 2R FE)EE A K ITRE G F BE() TR I
228 5 y=13814x—10711 » R*=0.9997 » & 7 Jk & # 10-200 pg/mL
—\»ii‘rmﬁﬁl']é‘_ﬁ,g H(BZ=) -

~=h \pnb
%

3000000 r ST -T—I“
2500000 - Y= 13814x—10711
R*=0.9997

4w 2000000+
=

r& 1500000 r
b
+ 1000000 |-

500000 -

O L L L I

0 50 100 150 200

JE B (ug/mL)
W=~ + 2352 th & AR
A 2 BEHLRE AR AR

HERAEE 5 Jk & (ng/mL) P w S e R
aEAIE: 10-200 y =13814x — 10711 0.9997
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(=) #HHERFR
RoREEMT o fl* HPLC 22 PR A AW A 2DHFHBA
2 APSHEE X L 0.03% 0 ok AL B Rp o
(=) EAPBER UL FR
FaRE5ET > A1% HPLC LB 2 chE gt a4 » s 2mg L4t
2 AREHER Z L 1.59% Bk Sui r BB RPN o4 B .,;;f* 24 ] pEP £E 7
R APFERE L 0.08% %1t LB ] F 4G B EAIZ I A 24 ) PER
EANIRN ISR 4

(™) R %ﬁm T_F 1% R

ST -T—f P& % 0.l ug/mL(Ble ) 2 &£#%'L5 0.5ug/mL(Bl7) -
1.0—? -':_Efr"llfp:f
Bl - —’\_éfr'é‘flifi R R R 7 B
= < B

min

B ~+2aF2 2 & & 7H
Lw s kA
T
4 R15F 1 - 1
kR RSD. (%)
HmAE  (n=5) 20 pg/mL 0.03
4 (n=5) % 5% ik (No.2) 1.59
el (n=6) ¥ 5% 7% (No.2) 0.08
W RlE T (n=3) 0.1 pg/mL i
T E &' (n=3) 0.5 pg/mL -
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(4 ) Fbew o F sk
L & EIJ‘LT—T‘ «/}—1/9‘4“\?"‘]{_, :“‘:% 91.3% > #Eé‘f%}g‘_}g%éé 5 159 .

2T AP e o
op |FHEL[ G5 8 |50 8 [MER [wies [20vcf [ RSD.
o (8) (mg) (mg) (mg) (%) (%) (%)
1 050 | 12385 | 1.0 | 21692 | 93.07
2 050 | 12385 | 1.0 | 21746 | 93.61
3 050 | 12385 | 1.0 | 21313 | 8928 | 9128 | 215
4 0.50 1.2385 1.0 2.1355 89.70
5 0.50 1.2385 1.0 2.1459 90.74

(L) 2% 82 nX &gz 2R T
10 4+ 8 50 3842 7 2R TE S G0l &) ok = 97
5 0.175-1.146% » & 3 X EHAp R A 2 8 5 H o g% %L

IO AF e < B R R B A 10 3000 (F 5 4574)

=
A‘
[l
T_\

F A BABY B S 2 Biig §

41 %5i(No.) L EHH 7R (%)
1 (NC) 0.467
2 (NF) 0.185
3(CA) 0.261
4 (CAA) 0.185
5 (SD) 0.211
6 (SGA) 0.180
7(S5GB) 0.196
8 (SU2-A) 1.146
9 (SU) 0.175
10 (SR) 0.179
TIZESD. 0.31940.304
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(+- ) 2% &4 2 HPLC 4y ¥ Bl e =
Bo 10443 88 5 X EH 53 L 10 uL ek > &7 HPLC 45 %

BB 33 cip) o
1. & 47 ¢ * COSMOSIL 5Ci5 AR-II-C18 Column (250 x 4.6 mm, 5 um)
2. ¥%plA £ UV 330 nm 3. sz ¢ 1.0 mL/min
4. B R 1 35°C 5.8 1 10uL
6. # & 4p -
P ¥ (min) z 3% (%) 0.1% 7 Ba(v/v, %)
0 12 88
35 13 87
45 15 85
60 20 80
< By
o ./

bbb

T

| | | I |
%5 Th M0 5 0 my om0 nS o BO;E W NS OB ¥S L0 4y &0 45 W0 BSOBO WS omn
B> .~ 10 3+ & 5 3 %442 HPLC 45 = Bl 3¥
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a1z

o100

A

006
a4

aoz]

S i (R ) e

ERES

/\
I
I

0.20—
0.18;
0.16;
0.145

0.12-

AU

0.08
Qoeé
0045
0.02-

0.00-
0.00

(+e2) ABFFeA TN AT R

0.10

o0

) g.en—'i HH& 52 UPLC A& #%

FAPERE 387 2 KBRS < B e (R ) -

1000

A=
L.
=

=t

S F

7V 1 CH36016 5 A& F

B e e e e B B e e e L B B B B e B e N
2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

RN

HO

Minutes

¥ ¥4k &2 UPLC & 17 ]

2L

W
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(++) 2 %% 'HNMR F#

antama joside_M:0D_600 2021/04/15 (YHC13-58)

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
BRES588RRREEEERBRRNS SEEr838835R3E8ohnnIeRIISIRAR

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

T 1
ppm

B4 ~ 23 'HNMR §3#(CD;0D)
(+ =) 33 1°C NMR F3#
b i
1g HL [ H» . [ l‘ " l

Bl ~ < B2wgeh 1 13C NMR F]:#(CD;0D)
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(4 ~) 85 F5H ESIMS W3

D:\Xcalibur\.. \YHC13-58-4_210421173057 04/21/21 17:33:18

YHC13-58-4_210421173057 #122 RT: 1.19 AV: 1 NL: 2.17E6

T: FTMS - p ESI Full ms [200.0000-3000.0000]
639.1955

[M-HJ

v/

Relative Abundance

640.1989

=
105

3 641.2012

53 623.1997 629.5568 635.6620 641.5024
O LARAR LARES AR LAREI AR \‘\ prererebeperee T T \ll rh T \'l‘l LARAALARAR) EAAM RARM AR AR RASH) |

610 615 620 625 630 635 640 645 650

m/z

B+ - -~ <~ 2% HH ESI-MS Bl

(+4) 42 % FAFTIR ¥

65

60-

554

8
g
I
= I
5 8
}.; <
S
)
©
o
(3
©Q
~
g8 gy 148
SO
2z
-
154
10
4000 3500 3000 2500 2000 1500 1000 500

Wavenumbers (cm-1)
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S L) A BHFHUV FH

mAU

)
>

3004

250

328 nm

2004
150
100

50

T T T
200.0 350.0 375.0

- «H‘—
-~ A Bwmyehi i § =8 (CD:0D)
position ou (600 MHz) dc (150 MHz)
1 - 131.4
2 6.68 (d, 2.4) 117.1
3 - 146.1
4 - 144.7
5 6.66 (d, 8.4) 116.3
6 6.55 (dd, 8.4,2.4) 121.3
7 2.75-2.83 (m) 36.6
8 3.70-3.74 (m), 4.01-4.05 (m) 72.2
I - 127.6
2’ 7.05 (d, 1.8) 115.1%
3’ - 146.9
4 - 149.9
5’ 6.77 (d, 8.4) 116.6
6’ 6.96 (dd, 8.4, 1.8) 123.1
7 7.57 (d, 16.2) 147.4
8’ 6.30 (d, 16.2) 115.2%
9’ - 168.5
17 4.40 (d, 7.8) 104.0

21



o9
3»
4
5
-
e
o
3
4
5o
o

3.46-3.49 (m)

3.94 (t, 9.0)

4.92 (t, 9.0)

3.52-3.57 (m)

3.52-3.57 (m), 3.62-3.64 (m)
4.53 (d, 7.8)

3.11-3.16 (m)

3.28-3.32 (m)

3.21(t,9.0)

3.13-3.16 (m)

3.46-3.49 (m), 3.67 (dd, 11.4, 2.4)

75.1
84.2
70.9
75.9
62.4"
105.7
76.0
1.7
71.2
77.9
62.3"

%Multiplicity, J in Hz) in ppm. **interchangeable.
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- PLANTAGINIS HERBA

P A& L & w f Cornaceae 147 # #v Plantago asiatica L.2_ 35 2 ¥ ©

[522 2 1)(4 %7 2 ¥ x2021) v

— B A&EE*x 1.0g 4 ?f 10mL &£F AFF 30 »
8 e ik Eic AR T R I mL R 23 % 0 TS
ik e

[55222)(° 4 A2 {cREL 2020)

— B A&EE*x 1.0g 4 ?f 10mL &£F AF&F 30 »
&> WEip 0 PR TA R SBR

(5522 3] (487 BHEESR ~»)

— B AEH KR 2520 40 60% 7 B3 10mL > & F AI=F 15
b Wi BRRRITARSEBIR o o

P~~ 2 @ 3 (Plantamajoside) ~ £ &.7=#% H (Verbascoside) ¥t
B S > 4P A A E ImL 3 1.0mg 53R > (F4
HRARE SRR

HPTLC silica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm % 10 cm
[Bma 1] (E8° FL 5% 2021) (¢ F4 3 qe
R Z L 2020)

—C T g TERE TR (I8:3:115:1)
[(BEm#H2) (4B EHFRES A1)

— ey e TRk (18:3:15: 1)
[Em&3)(p FERE)V
_aﬁgagazﬂggzﬂﬁﬁ::}; 18:2:1:1)

10cm %X 10 ecm ~ 20 cm X 10 cm

ERWEATG IS~ TER > EFIEH 8cm -

A TR Y

4L

#® % ¢ ! Plantago Herb

A R

N

() & &% &

(=) HRFEEE
% i

(=) & K

(=) B B &

(I) B B M

=) & #

() HI &R

Boigts s Bva kB 254nm 2 4t E 365nm 2 % HER
5T HRAR o
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S SRZEEZERBR

FEep E o 110/05/12
A% B (RH) : 52%
ER(RT):253°C

[EmA3) (p FRH)—2 feefig: ? e

—HPTLC % ¢} £ (254 nm)#& !

PRk (18:2:1: 1)

—HPTLC ¥ *#} k(365 nm)# !

10 11 12 13 14 15

S B oy L
1-2-3 < & % 3 (1.0 mg /mL) 1>2>5uL
45556 £ BLi<# (1.0 mg /mL) 1>2>5uL
789 a3 [5520% 1] 1>2>5uL
10> 1112 ¥Boiam 3 [3520% 2] 1>2>5uL
1351415 ¥oiam 3 [3520% 3] 1>2>5uL

B 3 AE

EREAIE &
pL -

T2 mpRe v A@ERI 2R AT > ®
BEL Y FL [F 2 1]

24




Z R ANER

F 5% p ¥ 110/05/12
142 A (RH) @ 52%
® B (RT):253C
[Ema 1](E£47 FL 50 m2020) (¢ FL a2 foREL 2020) —2 fik
Cfigt TRRC YRR (181311511
[555 2 1) (47 %2 5w ik 2021) —HPTLC % * (254 nm)# ! (*
BHH RS 0500 £ B RAEF 0.65)

(522 1] (447 #2852 4% 2021) —HPTLC % #F (365 nm)# 21 (+
B H RS 0500 £ BITHH RAEE 0.65)
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(R 2] (4% FHEES A0 ) —e e fiat o pf: Ok (I8
30150 0)

(5532 1] (4% #2 5o 4 2021) —HPTLC % * (254 nm)H 31 (+
B R A 0420 £ I RAE S 0.57)

[55 =% 1] (447 22 5 5% 2021) —HPTLC % * %(365 nm)# 2 (=
B RS 0420 £ Y RAE S 0.57)
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(EmA 3] (F FRE)—c e " "k (18:2:1: )Y
[52~=2 1) (447 £ 5w 5% 2021) —HPTLC % k(254 nm)# 41 (=
B F RAE S 0300 £ BB RAE S 047)

[55=2 1] (%Y L 52 5% 2021) —HPTLC % * %(365nm) # 91 (~
2@ H ReiE 3 0300 £ G RAE R 047)

1 : Blank 45 w&BR3
20 % By 6 : Spike
38 R

FERBE AR T [FER 2 E 1] N S RERR TR SR R A RE
NABHE  FIREEY ek pAREL [EBRH 3]
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T~ RETVER

F 5P 110/05/12

1% A (RH) @ 52%

B ERT):253°C
[Em#3)(p"B3)—epefy: "/ : "k (18:2:1:1)
(5o 11(EaY FL e R [Fm0 2 (482 FLie K
2021) —HPTLC + & % o 2021) —HPTLC % ¢} (254 nm)# !

[52=2 1](4%8Y #4528
2021) —HPTLC * ¢ % (365 nm)# !
v

I'+ Blank 455 mEBR3
20 <@ @ 6 : Spike
32 R

FRBLE T VAR (254 nm) & K o £ (305 nm)tRAR 0 F PP B A B2 iE A o
28



I~ DETEHERSHRR

50 110/05/12
1% A (RH) @ 52%
£ R [RT):253°C

[EE®3)(piTHE)—2z fhe fig:

PR PEE ok (1812111 1)
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