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(PLANTAGINIS SEMEN)

CEHBHEE ET

ﬁ&lOﬁ%éﬁi%\ﬂ\é\iéynkﬁﬁiﬂ%ﬁ%%éﬂ%ﬂ%
B R FERTIc B2 F B o enic kS BT o

=~ FHikEE (W)

Z 4 riEwm

4 # 7 : PLANTAGINIS SEMEN

#® = % ! Plantago Seed

% Rt & &5 B % Plantaginaceae {847 # % Plantago asiatica L.2_ 57 %

RS -

Ffgde 1% F akéi%;’iﬁ%%yf@’ﬁgz,ig'fﬁi ER R R R RS T

Bk AR A 3 RPER  H a0 & LI~2.1mm> % 0.6~1.2
mm * Ff = ’z\m’h—%’hﬁ R R A R Y AT T R4zt
JRERRT o RIEAE E ek 0 B R T 0 R A G Y &
T2 KR ¢ EER O F R B FARRE -

AEAH I EAY A Y FRERP R P RLEZx ORI EE K7 o
ik AR A A o ANES PR R 69
B5HT7~100 o ¢ REAHELE FF A o

“ FH R MEEY (W 2)

OB EAL R K R SARE PRI R
2. AR e RERE > KRR -
3. dEERE ARG, I FE T Rd FRheeE e u
£EoMed Fhme R iie L o
4, pFtimiz o X 3~5 7] > vk R HFRIA KR, 0 N TS RE s o
5. FHEmwe A ERA 0 F G RBRRE e o



T~ Bk A BEEY (F3)

L rEBREFHE -

2. RAFAmiedte REGANGL S BE A REFA
450 £ 25~75pum > B 42 3~18 um -

3. nitimtEAER 0 R 5 AR 0 HER G FRBARE s o
+ Ewre LR LR 0 P E AR PR -




Rl 2 & @3 K75 A A AR
A& (FE)BE>” & () CH > ¢ %+ B
LARR B (FEA & L) 2.8 FHRFEA P £ L)3 it wmie 4.5 F i



B3 2 5 345 % B R
LAAA A dmve 2925 e 3.5 e



10.

&ﬁ@@
FAARTIICE Y B 5 Z WKL T ) B % EQ018)- 4 Y L ¥ = 4o
S A GBI o 167

f‘fﬁil‘?oifi?,_%‘ PEELR § H(1999) ¢ ¢ %ﬁﬁw%‘r?ﬁ? eS| B FHEL o
P ErtaiEd F 0 FELF - 449450 T
;‘%%5\(1987) CIL AR Y MEHE TR }edc% B2 1032 F o

AR L {eRE B F Y EREAFL Y FETHNGHEQ012) - 4k
¢ é‘%%ﬂ%—%%‘v, MR B EEN R Y %%152»%’50308411
E'_ o
3135 HiB(2002) - 3rmP A - L o fx v E 1 X IR - 136~143
T o
Lk~ iR AL 5(2013) o ¢ Fh Y ARERIE - AR - AR IR R B
AgiE AL 8 FpEdURAL 0 119~120 F o
B pFL LR € %i8(2020)° # F 4 A X feREL 2020 £5K- e p R 1P
BIF F AL dURAL 0 69~70 T o
AP dR s UL A $(2016) o P EF R A ESC RIL o ARE FLE B AL o
324~325 F o
TR A K(1995) 0 ¢ BRTEN Y 2 o i d FLE H I RAL 0 456~457
E o
BEOGCIPFANR003) K H P BFHERERCTEAL S AL iR F
FE AR 0 274298 T o



# % 3 (PLANTAGINIS SEMEN)

-~

- REZARVER

(- ) HPLC &k B2 K78 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 ®E 2 k47§ 1=
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) °

I NREHREREBRLA

(- ) 4
" p#(HPLC grade)-p ** Merck ; fig k- p >* Merck -

(=) R#5
T2 50 EbEH (Verbascoside) » BEA v 8 L4 F LG 2P B R
98% 14+ o

E ~ = ;‘2

(-) REFPiEiEEs
BASEB A2 K PREAAE10g 1 % S0mL w g @ o 8
FEde » 60%7 F3 S0 mL v A2 A 4R IF AL (# F 300 W o 47 % 40 kHz) 30
4 ;1% 100mL FlAFLY » BEgr4e » 60%7 fE SOmL » 4e#iw in |
L BE > 12 No. 1 g AilBig > B » S0mL FBFL7 0 4o 2343 %)
B ¥ 3 £ /s (Syringe filter, PTFE 0.22 pm) > **{¥ o & 4- 10 uL ;1 » 3
il A 17 R(HPLC)» 12 S7ip) 185 5L £ £ 2 60 & BUEMbAT A 4 i
AL REE W EREE



(Z) BEFBEFFETE
B AE AGES 20 506 8)4 > & B>~ 1.0g> B 100
mL Fl&FL? > Bagde » 60%°7 g S0mL > 4cri /i 1/ pF~2 ] ~3 ]
P~ 4o pF s A e sl No. 1 g iR > Bojgi 4 » S0 mL % £H5L7 0 4o

*~ 60%" %X % B ° 4% 3 £ i/ (Syringe filter, PTFE 0.22 um) » {8 o &
4 10puL i » HPLC » ¥ :E I B E 5 BpF [ o

(Z) HREELZBR
AR 55 BT 5.0mg v 4e 10mL £760% 7 fEl A & 1 mL

F L ETOHEY 500 ug iR SRR IR 0 £ 04 60% 7 B D 100 pg/mL
W AR R

() &3 R
EREALP- A S8 k(B % 20 56 9)% 1.0g> & 100mL Fl ALY > 8
Fide » 60%7 B 50 mL o 4ediim 1] P o 2 4ris 12 Noul Jh Bk 0 B~

i # ~ S0mL E BFLP o4 » 60%7 A% T % R 4% 3 £ 18k (Syringe filter,
PTFE 0.22 um) » T #& o

(3 ) =z
Ao B M gy B R AR LA R~ M % % 10l o 2~ HPLC » B 2
AR A B PR SRR R TE o
(=) ®wEMR
Bpren B BIOBH R 50 4 % R (500 pg/mL) > 2 60% 7 fE
7 BUORHE A 4 A 2501255100 ~ 50 ~ 20 ~ 10 pg/mL #3503 % o
7L £ B~ 10pL A Bl ~ HPLC 38 7 28 A 47 > 1% 518 52 L% &
7fﬂ (y %)’ff’fg“—% e /%E;(X %)L FRMEw ETF s I R E R S N
ax +b 22 4p b 4B R o

y:

(=) #H%RFH
1A EOREE 5 100 pg/mL 2 PR AR SR R i R 5 4 S B
B o ff 5 dp o RAOAPEIERZ -



() EHPERE LRSS
LEgH -7 B2 nFEHp i RINIEPREZREAL > 2T
FRE S PEwie SRR BRRIL USSP E (%) R iR
RO ApEEEL o
2. T PR - BRI EME R RINIEH RSB REAE 2 G
FENIHEAR > AN 02481624 ] pFifEp 2 > 1L 55
P % & ff A gtk RAOVAPEHREE L -

(1) BpHE e 2 8% 3E5%
1. 1 p[4&*I(Limit of Detection, LOD) : #-2 Fwik & 2. % 503 7% % EHFTR
g «"}“i‘:‘%’gffu;@-ﬂ' s =3l kR o TES R [H& LG 3t E o
Z_¥ & *(Limit of Quantification, LOQ) : #-2 Fwjk & 2_ & & 502 7% 7 T
B T B A 210 PR ER > (FL R REAGBTE -

(L) Fbew o F ek
Po s BRI R RSB FIE R S 508 D RAE A 02¢

A A r L ETORY 1.2mg > TR SR I E SRR L.

(- ) HPLC & {715 2
1. &+45¢ + COSMOSIL 5C;s AR-II-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥%&pIAE 1 UV330nm

3. ;i ¢ 1.0 mL/min

4. FHE R 1 35°C
5
6

caar £ 10l
A
P ¥ (min) T 75 (%) 0.5%2 FE(v/v, %)
0 35 65
40 35 65

(+=) 287 ¢ ﬁ%“'—?%?ﬁ? ipl 2
P10 GE RS EH RSB R UG > 2 AUF RSB RBE 10U
@3 443~ HPLC» #718 T 30k % o ff 2 "85 1 2 553 5 R &5 By

N\ A E
mpégg_o



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% (%) 0.5%¢ Ba(v/v, %)
0 35 65
10 35 65

10



I~%%

(=) &8 &L G2 HPLC & 41
R PR 818 A AR T S B R S (- ) -

mAU
300
250
] € g
] B a?:‘fuql%ﬁ
4 AV L
200

150 /

100

" QA
g

T T T T T T T T T T T T T T T T T T T T T T T T
o 5 10 15 20 25 30
min

F- = GBI 503 % 2 HPLC & 45 W

- ) P 8393 FHie &2 HPLC & 47
PGP 815 A MUEAT T B W S E e S S SO (RS )
SRS IR 5 45445 & F1F (1) 5 1.08 88 f s ¥ P18 Fp o

mal

-] B

—
=
-1 . s

Bl- ~# &2 %3 452 HPLC & 7 B

iy

(Z) BB EPFEEFTR
b R ASE | EECT 0 F LB P E R S e
Bt BT e A ] ] P B EBiE o

Fo— N A BRI BOLE

- L By
HE A

sofhie g 1 o) pE 2501969 \

KL AET 3044 1014004
11

IEs

-
e
4
¥




() BREZBEFRFEG
BEBET P 1L AT S BB R G B o A o et
EHEFPR o PN ERF ) LG ERER o

‘4‘: %@3& /;IL‘* ; :* L._«]»ﬁﬂ ﬁ.lé ® %ﬂ’.
1] p= 2679017
2P 2655435
3] pE 2632149
4P+ 2543160

(1) 3 &< B £

SRR S EIEOOR & B R HTE 5 R B(y) 7 TPtk

i@&l #2305 y=22292x 22659 » R*=0.9993 - & 77 )k B % 10-250 pg/mL
AT IO ESE

6000000 £ B
5000000 - Y=22292x—22659
R?=10.9993
_ 4000000 |
H
\-ﬁ-
'8 3000000 |-
it
= 2000000
1000000
O . ! I | |
0 50 100 150 200 250

JE B (ng/mL)

Bl= ~ = EH 2 e £ SUF

%" = 7 :\bf“‘f?%ﬁ *ﬁ% 4;11 ﬁ_?_

HERAEE 5 Jk & (ng/mL) P w S e R
BT 10-250 y =22292x — 22659 0.9993

(=) #H®ERFR
FoFEAT 0 1 HPLC & i el % & 14 > = ECBgH %
Bz APSHEE L 5 0.13% 0 ok Suip * R R o

12



(=) EAPBER UL FR
FEEEHT o I HPLC 28 i 2 ehd gl ad > £ EiBiEy
Mz Ap$iERE 4 5 051% 0 Bk Soai ® 8 f PN o £ BT & 24 ) PR
R B2 ApHRE S 0.19%  #1F L8] FA7) HREIL s & 24
JoEER R BlES LB o

(~) MRHERLE 2 8 1'%
L EFOHH d RS 0.05 pg/mL (Bl ) > &L 0.1 pg/mL (F)

7) o

mAU

< T

. T T 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] 5 10 15 20 25 30

Blw ~ = B2 (RIE T 17 B

mAU

min

OESREY v IS S LV R

Fw o~ FREAST

#p19F — * R
kR R.S.D. (%)
#HeE (=5 100 pg/mL 0.13
ZAE (=5 # &% 7% (No.9) 0.51
e (n=6) H i3 7% (N0.9) 0.19
PR (n=3) 0.05 pg/mL -
TE &' (n=3) 0.1 pg/mL -

13



(1)

T~ 1

e T K R

LECRH T SR e w oS b 94.4% 0 R R L S 1.60% -

I

BPHE | 732 |[rE | BEE | g |THEv S| RSD.

E (2) (mg) (mg) (mg) (%) (%) (%)
1 0.20 1.0378 1.2 | 2.1443 | 92.21
2 0.20 1.0378 12 | 2.1634 | 93.08
3 0.20 1.0378 1.2 | 2.1837 | 95.49 94.40 1.60
4 0.20 1.0378 12 | 21711 | 94.44
5 0.20 1.0378 12 | 2.1904 | 96.05

(F) 4% eam38Hg LR

10 $+ 2 =0 + A’*H ZERTEFETE )0 > om0 L :bfh-‘k%ﬁmg,

B 5 0426-0.654% 2 H DT EH{ A A L EIBT £ @0
04% = T3 ok = B8 7 B e A 38 3000 (7 % B 5 4913) -

R B BT EHE S S B B

% %5 (No.) < B § £ (%)
1 (ND) 0.426
2 (NF) 0.654
3 (NH) 0.556
4 (NJ) 0.534
5 (NS) 0.651
6 (CB) 0.576
7 (SB) 0.655
8 (SGA) 0.449
9 (SUA) 0.441
10 (SU2-A) 0.614
T 357 +S.D. 0.55620.091

14




(+-) 253 &4 2 HPLC 4y % Bl o =
Bo 10 #4782 % 3 Fe &0k & 10 uL gtk 0 2 {7 HPLC 4p.

B 3 erip) 2o
1. & 47 ¢ * COSMOSIL 5Ci5 AR-II-C18 Column (250 x 4.6 mm, 5 um)
2. ¥ PIAE UV 330 nm 3. ;i ¢ 1.0 mL/min
4. B4R R 1 35°C 5.5~ 110l
6. & 4p
P ¥ (min) ? 7% (%) 0.5%¢ Ba(v/v, %)
0 5 95
40 60 40
50 95 5
WV 000000)
w b T -H'_ A o A
1 2 ﬁﬁ& £ .'&_.f‘*ﬂl%ﬁ
1

10

CEER

ﬁpfi%\

o

F

TTT [T T T T [TTT L L L A Y L A A B B L L L I B B R B T T T T T[T T T T TTTT
50 T80 w5 0 My N 2y B0 myo W w5 B ¥ L0 4y &0 45 m

15



(+2)

I 5 FEAB 2 UPLC & 44
PR 231 B £ TR IR S () -

0.40
-:).35;
= :-Z:n_
:-.—:-E—;
o0
@00 100 zho 200 Taba ":i_f-;:xé 5' ‘e ba’ 7.00 ‘#80 | =00 o
Bl= ~ & ESBH R 503 % 2 UPLC K 47 B
(+=) 7 & 2753 Fie &2 UPLC A& 17
WG 230 353 Eih S S OB (R ) -
0.50
0.40{ * ‘7:“:‘?:7}%?
0.30{ /
h 0.20{
0.10{
0-007“““ ‘ : ; 7 T 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

()

A

(+3)

B~ > 7 &85 e 52 UPLC & 17 W

I ;\‘ N /4;\ 3 & l.,’_'i:l

N
Y

:glg

B

3 5% CooHagOus 5 A5 £ 1 624.65 ‘3 BE 1 142-144°C 5 v 4 45 %

L

SR i

16



(+2) £ BB 'HNMR B3#

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
EhSSRRSSRR3SCERRBBSINSEERLESSe 8825 ISRNESERARERGIIRR H SHINES

mmmmmmmmmmmmmmmmmmmmmmmmmmmm

“.
T
8
o
1.94

Hu@; lJthmwm A l”MHu*

T T T g T T T
7 5 a 3 2 1 ppm
e e o C e i - w S

1.97 3.801. 0.85 2.17 2.12 2.08.8%.85 3.78 1.52 9.0

B4 ~ = &EiS#H 0 'HNMR §3#(CD;0D)

(=) = EEbH 1°C NMR F3#

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
cmees | = N oansosmea SO 020 B e 2 Sos0dNNSS N LY 2roereo0dSS8Hnl 92

NNNNNNNNNNNNNNNNNNNNNNNNNNN

e HA)\M{U L] QL

T T T T T T T T T T T T T T T 1
160 140 120 100 80 60 40 20 ppm

[ R S N Rl 3C NMR 3% (CD;0D)
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(+ ) £ BEEEH 9 ESI-MS F#

D:\Xcalibur\..\YHC13-62-3_210421173826 04/21/21 17:40:46

YHC13-62-3_210421173826 #124 RT: 1.20 AV: 1 NL: 1.29E7
T: FTMS - p ESI Full ms {200.0000-3000.0000]

1005 623.2010

©
(3]

[M-HJ

@©
o

® ©
a o
Lol li

~
o
Ll

~
o

Relative Abundance
(9]
o
1

E 581.9834 699.2170
55 575.1856 593.1631 6831854
I ). |

667.1909
‘ ‘ 659.1810 669.2088
o AR L, 1T ] i

n
0 I I O B B N B LI I B B B |

Ll |
560 570 580 590 600 610 620 630 640 650 660 670 680 690 700

621.1858
609.3326 189 626.2107

BlL- L8 fu‘i’%‘q = ESI-MS Bl 3%

(4 ) £ EEBFFTIR B

1007

%Transmittance
91640
859.57

/4
45
X 600.14
//’///
560.60
454.36.

983.12

1632.94
1629.17

145010
1375.98

1282.09 —

1264.79
1163.49
[ —
1037.47
817.57
785.45
689.09

1605.77
11
1034.30 107

4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

Bl =~ EUORH  FTIR B3#

18



S ) LRI UV R

mAU

125-]

s
g
S
1007 \\
b ©
] S
] L

75+

331

50

25

o

B+ =~ £ AR UV B

D) SRR E BB

T I S e e e S e e S e o e S A e T LA s o o e I A s
200.0 225.0 250.0 275.0 300.0 325.0 350.0 375.0 n

3 OH
4
OH
<
%=~ LEEBFOE - BT F =4 (CD;0D)
position ou (600 MHz) dc (150 MHz)
1 - 131.5
2 6.69 (d, 2.4) 117.1
3 - 146.1
4 - 144.7
5 6.67 (d, 8.4) 116.3
6 6.56 (dd, 8.4,2.4) 121.3
7 2.77-2.81 (m) 36.6
8 3.70-3.74 (m), 4.02-4.04 (m) 72.3
I - 127.7
2’ 7.05 (d, 2.4) 115.2
3’ - 146.9
4 - 149.8
5’ 6.77 (d, 8.4) 116.5
6’ 6.95 (dd, 8.4,2.4) 123.2
7 7.58 (d, 16.2) 148.0
8’ 6.27 (d, 16.2) 114.7
9’ - 168.3

19



1
o
37
4
-
6
1
oo
39
4
5o
6

437 (d, 8.4)
3.37-3.40 (m)
3.81(t,9.0)
4.91 (t, 9.0)
3.50-3.55 (m)

3.50-3.55 (m), 3.60-3.63 (m)

5.18 (d, 1.8)
3.90-3.92 (m)
3.55-3.58 (m)
3.28 (t, 9.0)
3.55-3.58 (m)
1.08 (d, 6.0)

104.2

76.2
81.7
70.6
76.0
62.4
103.0
72.4
72.0
73.8
70.4
18.5

4(Multiplicity, J in Hz) in ppm.

20



# % 3 (PLANTAGINIS SEMEN)

-

o

- S REFEENFER

(- ) HPLC &k B2 K 78 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) °

I NREHREREBRLA

(- ) @4
® A (HPLC grade)r-p ** Merck ; fif fk-p % Merck

(=) &5
I 55 1 T Fk(Geniposidicacid) + A LA S HFEL GG AP 0 B
B 98%11 b o

E\'%;‘é

(- ) BEFBPIFEEER
BPAER A2 EGEEHES1.0g 1 38 SOmLdeFd o F
Fode » 60%7 f% 50 mL > 42 5 A 3R T AJZ(# F 300 W o #F 5 40 kHz) 30
4551 > E 100mL FIAFL? > Brgde » 60% 7 f% S0mL > 4erie o 1
1R 0 No. LRSI » PR A~ SOmL F EITY 4o r B ARD %
B > #3 £ Bk (Syringe filter, PTFE 0.22 pm) » {8 o & £ 10 uL iz » 3
PRAL iR AR AT R(HPLC) 14 ipl 19 5 S 2 AR 5 1 L 3

- vy B o2 e S s
BAE S B EE W R PR o

21



(Z) BEFBEFFETE
BRI A S AGES 20 506 2)4 > & P REEHEE 1.0g0 B 100
mL Fl&FL? > Bagde » 60%°7 g S0mL > 4cri /i 1/ pF~2 ] ~3 ]
P~ 4o pF s A e sl No. 1 g iR > Bojgi 4 » S0 mL % £H5L7 0 4o

*~ 60%7 %X % & > # 3 # 8 k(Syringe filter, PTFE 0.22 pm) » {8 o &
4 10puL i » HPLC » ¥ :E I B E 5 BpF [ o

(Z) #$REESZR
B FEHBARE S L T {4 5.0mg > 4 10mL 5160% 7 ff+ % 1mL

7 on T HELS00 pg I g R R R 0 3002 60% T AR AR 2 100 pg/mL
B RSB

(z) &3 R
WREfLP-® S A (B % 20 5L )% 1.0g> % 100mL Fl&¥g? > -_g
FE4e » 60%7 fE 50 mL > 4eghir i 1] BF o 4 e 2 No.l g i g

T A~ 50mL F BHFLY 4o » 60%7 AR E % R 33 £ Bk (Syringe ﬁlter,
PTFE 0.22 pm) » % -

() a2
A | B pr e B PR AR AR s e 5A % 10 ul 0 2~ HPLC » g 2o
FARES QLSRR BRY ALTHRAOZE 0 TE
(=) kESR

RS B L T AR S % B (500 ig/mL) 12 60%° s
B zart -lrlﬁ’rx/»\‘;—a'] 5 250~ 125~100~50~25~ 10 pg/mL sk 2§ 52038 7% o
MR AP 10uL A Wi~ HPLC i (7 28 A 47 > 1 * 8 2 % 5
7fﬂ (y %)’ff’fg“—% w2k }i(X ﬁ!’?)i\ FRMEw ETF s I R E R S N
ax +b ¥ ip M i R? -

y:

(=) H®RRER
Yo R EHE S 100 pg/mL 2 R AR B R AR S 4 AR T
Hpcerd & o ff 5 4pth > ROAPEHEEL -

() EHPERE LRSS
L £AFf i - 7 %ﬁéﬂ’*%%ﬂﬂfs ViR m T Ee SRR AR S
TEUE S PER ISR R BRP L UARTHESZ E (%) 4
o RAApEERE L -



(1)

(+)

7”1,‘%‘:?’» — kL'ﬁ%

]é’ B ’E’E&Kq "’t’ ’E’E‘_K H—S‘t%}

E R A = H Y L

ERp ko kBRI EHE SR REG 22 Y

3
W EAR A EHE0~2481624 ) FFiEFRBIE > YR RT
W g A R AR L

. 18 4% *Y(Limit of Detection, LOD) : #-2 Frjk & 2 #3503 ik 7 $74FfF
ER O IFA WP AGIE -

Z_¥ & *(Limit of Quantification, LOQ) : #-2 Fwjk & 2_ & & 502 7% 7 L
B Forusiset L1001 kR o L A

/?F 4 i "]/{-:?‘ Eﬁ‘:%?

%aﬁﬁﬁ~ﬂmgg:ﬁf4%ﬁ%%5v’4&ﬁ

A ube o 3R THE 1.3 m

Tt p i WA

ERUEE -

% B TR

R4 02g

(+ - ) HPLC ~ #7if iz
1. k45 ¢ + COSMOSIL 5C;s AR-II-C18 Column (250 x 4.6 mm, 5 pm)
2. #wBIAE UV 254 nm
3. ;i ¢ 1.0 mL/min
4. FHE R 135°C
5. 4x8 110
6. # & 4p -
P FF (min) ? A% (%) 0.5%¢ pa(v/v, %)
0 5 95
40 60 40
50 95 5
(F2) 4873 g2a3%Hg E2RT
P10 43 %ﬁ?;%’f iSRG S FAE RSB R 10pL
WA 3453~ HPLC #7(F T 3ol % o ff ' [ 258 P B w3 L T HR
SERIPANCNS
(=) =34k &2 UPLC K {7if i#
1. & +7% * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ¥Rl & UV 254 nm
3. s 0.4 mL/min
4. gHE R 1 35°C
5.4~ % 11l
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T

F% ¥ (min) T 75 (%) 0.5%2 FE(v/v, %)
0 5 95
8 60 40
10 95 5
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I~%%

(- ) &% &5 £ T HHe2 HPLC K 4%
VTR 1110 A &R T R TR St 0 (B - ) o

mAU
200
IEY g Ak
B A R L ";T ﬁ/i
150
100-| /
50
0 T . T T T T T T T T T T T T T T T T T T T T T T
o 10 20 30 40 50

B- AT H AR 503 i 2 HPLC & 17 B

- ) P 8393 FHig 52 HPLC & 47
WAFGEE 1101 A G f oW S Ei e L T E (RS o
AR TR Y (R) 5 227 4 £ FF (D)5 1.01039% s * & fp -

mAU

1004

J R

’ /

50

(0] 10 20 30 40 50
min

B=- ~7 &3 %3 #4552 HPLC & 47 R
(Z) B EP i idiTh
fefir A L[ PEIERT S & LEHE R LT kel

Bt o B AR AR | PR R IR

Fo— v AR IEEE LR

FRE JR TR E AR B 5B
KL AET 30454 911759
sofhie g 1 o) pE 995563 \
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(2 ) Boit B mn
BEBAEE L) @R AT R G I 0 A B
THmEP R FNERF L EAA G FRER o

Sv AR g JR TR E AR
1] p 1125803
2] pF 1124781
3] B 1103788
4] pF 1065279

(1) ’fg‘f—gr-r'ﬁ'ﬂ‘ ﬁjﬁ&%ﬁ%ﬁ
S Rk R R KT RO & B AT 6 A E s B (y)FTE 3

fé_ﬁ 258 5 y=8405.6x + 18541 » R*?=0.9996 » & 7 Jk B f 10-250 pg/mL
4}3 2 4F AR RE :‘*(E] ) o
2500000 PR
2000000 |- v = 8405.6x + 18541
3 1500000 |- R?=0.9996
v
1000000 -
o
= 500000 -
0 L L L |
0 50 100 150 200 250
JE & (ug/mL)

Bl= ~ 3R THMEZ &2 RE

2z AATHREZ TR AR
RS & & (ug/mL) M w R

» T HER 10-250 y = 8405.6x + 18541 0.9996

(=) #%RFER
RS T o I HPLC % & e A L4 0 AR THBH B
Bz AREHEEZ 5 0.04% » fe i Suag & R o
(=) TP EE T RES
FokiEERT 0 f1* HPLC R et as » AT ﬂﬁ‘rﬂ‘%ﬁ
M2 APFHRE L S 125% 0 Ak ML R R o AR THEA 24 ] PR
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A R A HIRE S 036% » B LB 0 FF A AILE & 24
R RS S PE AR o

() R LR B GE
AR ARSI 01 pg/mL (M) REELL 0.5pgmL(RT) -

mAL

5 # R T :‘,;I" i

'.:|_

.:._‘h'\u’\__\——\—_'—\
o 0 20 3 & e

Blr - 3 ﬁ,i-‘ﬁ”ﬁiﬁi i ?E‘Hﬁla% 7 ]
mAL
; F R T HT

T

BT TR TR 1EUE 47 B

iw o~ LA T

H pI5% B - it L
kR R.S.D. (%)
#HeE (=5 100 pg/mL 0.04
ZAE (=5 % &% 7% (No.8) 1.25
L) t 53 % (No.8) 0.36
pHE*T (n=3) 0.1 ug/mL -
T #1&'T (n=3) 0.5 pg/mL -
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(1)

+
= T

b v fo R

Rl THET 2R A w e 5 94.5%  ApERER LS 1.29% -

el

ot BHHFL | 732 | rE | BIELE | PfF | TEPF | RSD.
o (8) (mg) (mg) (mg) (%) (%) (%)
1 0.20 1.3704 1.3 2.5746 | 92.63
2 0.20 1.3704 1.3 | 2.6126 | 95.56
3 0.20 1.3704 1.3 | 2.6127 | 95.56 94.49 1.29
4 0.20 1.3704 1.3 | 2.5937 | 94.10
5 0.20 1.3704 1.3 | 2.6000 | 94.58
(L) 4% 8253847 2R T

10 3+ 2 ”“‘*“H gf&f/?ﬂi% (3T F)dod 2 om0 3 L TR
5 0.585-1.068% > 2k & %+ Efgp i A R LT HRaZ £ F 00
0.5% ° T2 4F fede 7 B T H LA E 35 5 7 113 5000 (F %5 B 5 21754) -

ﬂlv\v \.‘,‘ﬁ’{_

iﬁﬂ@ﬁfi% ﬁW’ﬁﬂiﬁﬁﬁgi

#H ¥5.(No.) AT HE G E (%)
1 (ND) 0.585
2 (NF) 0.868
3 (NH) 0.971
4 (NJ) 0.722
5 (NS) 1.068
6 (CB) 1.022
7 (SB) 0.812
8 (SGA) 0.688
9 (SUA) 0.616
10 (SU2-A) 0.845
T 357 +S.D. 0.820+0.167
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(+-) 253 &4 2 HPLC 4y % Bl o =
Bo 10 #4782 % 3 Fe &0k & 10 uL gtk 0 2 {7 HPLC 4p.

BBl 3% erip o
1. & 47 ¢ * COSMOSIL 5Ci5 AR-II-C18 Column (250 x 4.6 mm, 5 um)
2. ¥pIAE UV 254 nm 3. ;i ¢ 1.0 mL/min
4. FHIER 135°C 5.73~% 1 10pL
6. #H4p :
¥ ¥ (min) ? 5% (%) 0.5%¢2 pa(v/v, %)
0 5 95
40 60 40
50 95 5
Wt
i e 1 L SRy
1H /
10
04 LA 9

2

TTT [T T T T [TTT L L L A Y L A A B B L L L I B B R B T T T T T[T T T T TTTT
50 T80 w5 0 My N 2y B0 myo W w5 B ¥ L0 4y &0 45 m



(+ =) %855 LT HFE2 UPLC K 47
R Y PR 2.85 BT AR T H AR R el 4 (B )

0.704

o.soé ;ﬁ" R L :‘I;:]J"ﬁjﬁ

AU
o
a
i

0.40

D.DO‘ n “I.OO‘ n ‘2.‘00‘ n ‘3.00‘ n ‘4.‘00‘ n ‘5.00‘ n ‘S.(‘)D‘ n ‘7.00‘ n ‘8.!‘:)0‘ n ‘9.00‘ n “IO.DD
B~ > A& T HEAEE 553 % 2 UPLC A 1% )

(=) # & &%+ Fe &2 UPLC A 47
AF G 285 293 FHe S0 R AT R (B ) o

0.20
0.185
R 4
0.145

0.12 /

0.10]

AU

0.08
0.06-
0.04-

0.02

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

B~ > 7 &85 e 52 UPLC & 17 W

(Lm) RRTHRS TS A5 R

:glg

37 1 CigH2O010 5 2 F & 137435 381 138-140°C 5 8 & k& o

(+3)

-

R TR

HO O
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(++) A& RTHpS 'HNMR Bl #

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm
««««««««««««««««««««««««««««««««««««

mmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmmm

HJ 3 \\\\\\\\\\W WY

__
—_—
—_—
-
—_—
-
—_—

B4 ~ 3 & T3 'HNMR §3#(CD;0D)
(L= ) AR Fpen BC NMR Bl
n i 0T g

B+~ R T H R 3C NMR 3% (CD;0D)
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(+~) & AT HpH ESI-MS B3

D:\Xcalibur\.. \2021\YHC13-63-3 04/21/21 16:33:22

YHC13-63-3#94 RT: 0.90 AV: 1 NL: 3.53E7
T: FTMS - p ESI Full ms [50.0000-750.0000]
373.1151

[M-HJ

v

Relative Abundance

374.1185
375.1202 395.0970
358.1740 372.9199 | 383.3528 385.7026 | 396.0996
LI S S Y S B D SO E I Y N S N N H O R N N S B N N N N U L N L B L N L N L L L |
355 360 365 370 375 380 385 390 395 400
m/z

B~ - ~ & Hpen ESIMS Bl

(4 ) A ATHEAFTIR F3#

60
55 J
{
<
o~
@ A
o
<
i i -
it og
/ I\ 0¥
5l [ \BF
~ o
= | @
©
-]
Q w
g
g | 3|
5 2Ll 18, ||
< 5 A '\ | N~
S > © Ng | ©
e & © 8o q~\ =]
X - = oo NN\ ®
) Qo o 'o¥
® © g N
N
0 © o
ol '8 ©
@ 2]
| Al 999
~ o)l Bs
0 N
< | a 8 @
0 o) -
| < s I 8k
\ 3 ® =M ™~
| | © - 8 g 5Q
@ © ~ o 3 95N 85
154 @ © © ~oT ¥ ZR
© w0 © © - O
g g 2 & ?
3 &
104
4000 3500 3000 2500 2000 1500 1 060 500
Wavenumbers (cm-1)

Bl - AR THESFTIR B3
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- L) RRTHESHUV B

m

AU

1 75—f
1 50—?
1 25%
1 oo—f
75
50

254

0]

A"

©
]

301

©
©
)

—
200.0

8+

L e o A B s e L
225.0 250.0 275.0 30

0

— T
350.0 375.0

Bl = ~ 2L THREAHUV Bl#
=t - ) ARTHREGOL R F R
- s R ALTHEL B F 28 (CD;OD)
position ou (600 MHz) dc (150 MHz)
1 5.15(d, 7.8) 98.2
3 7.49 (d, 1.2) 153.2
4 - 112.9
5 3.14-3.18 (m) 36.7
6 2.07-2.12 (m), 2.80-2.84 (m) 39.7
7 5.78 (br s) 128.4
8 - 144.9
9 2.70 (d, 7.8) 47.0
10 4.17 (dd, 14.4, 1.8), 4.30 (d, 14.4) 61.5
11 - 171.0
I 4.70 (d, 7.8) 100.3
2’ 3.21 (dd, 9.0, 7.8) 74.9
3’ 3.36-3.38 (m) 77.9
4 3.26-3.28 (m) 71.6
5’ 3.26-3.28 (m) 78.4
6’ 3.60-3.65 (m), 3.84-3.86 (m) 62.7

4(Multiplicity, J in Hz) in ppm.
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(=) HREES

T i*
(=) # & ¥
(z) B B &
() B B
=) B ¥
(<) B &R

: PLANTAGINIS SEMEN
: Plantago Seed
Ja i & & G 8w fl Cornaceae £ 47 # w0 Plantago asiatica L.2_ 5z = $fa+ o

[52202 11(4 87 #2452 w2021) v

—PB ARk 1.0gy 4 fE 10 mL > &5 AT 30 »
Wik MR AN ARN TR lmL #2050 ¥
AR o

Bz 2] (¢ A A Lo REL 2020)

—PB ARk 1.0g 4 fE 10 mL > &5 AT 30 »

48 B R A RANTHE2mL 2B iE FL
’kﬁ %‘u’?f"

[52223)( (4 k? EHFEERTTI L)

— B AEEx 1.0g " 10mL £F AFF 15 »
Wi PrRiRIFA RSB IR o o

£ BT #E 3 (Verbascoside) ~ 7 R T 3 ik (Geniposidic
acid)¥t R ® 5 > 4c P @] s & I mL 7 1.0 mg %%
oo 1T MRIER SRR

HPTLC silica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm % 10 cm
(B 1](4#87 FL 52 x2021) (47 EHiEE
¥IM)

_z,ﬁfrgz,ga:g:};z,ﬁg: E'ﬁfr;;:f}; (8:1:1:2)
[Em& 2] (® =4 82 {cREL 2020)

—C T g TERE TR (18221150 10)
[Em&3)(p FERE)V

_aﬁgagazﬂggz E'ﬁfr;;:f}; 18:2:1:1)

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

ERREALIH IS5~ HiFER > EFEHE cm -
boigts » B30 & 254 nm 2 K HER ST fgAR 2 0 &
VRPN i —ﬁﬁﬁéﬁi& (Vanillin-H2SO4 TS)#g 75t > 105
CHe#r I igd Bgd P AT L CER BT RALZ o

V@
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S FEEEZRRBIE
F 5% p ¥ 110/05/14
ip4HE AR RH) ¢ 53%
® B (RT):252°C
[EBR#3)(pFRF)—efaefg: " 9 -k (18:2:1:1)
—HPTLC * ¢} (254 nm)# !

—HPTLC 4 & pi—ffadiR b d (57 Lk N

s L 218
1223 £ E-#H (1.0 mg /mL) 1>2:5ul
4-5°6 7 R L pe(1.0 mg /mL) 1>2-5uL
7°8°9 weipr 3 [55202 1] 1>2>5pL
10> 1112 a3 [F832 2] 1>2>5uL
1314 15 a3 [F832 3] 1>2>5uL

BREFZ IIBAFZLREBZRY VG ARE RS EBFER LT HE
FLERE Y o A d Y FL [F52 2 1]

ERELE SR 200 2 A T HE 20l B [F2 2 112
H_Lo
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=B LRER

F 5% p ¥ 110/05/14
% A (RH) & 53%
iR (RT) 1 252°C
[Ema 1)(+%Y FL 5w R2021) (FB7 BEHEEST P ) —o @
gtk t PR EkeE 8:2:111])
[55= 2 1] (447 #2 5w 5% 2021) —HPTLC % *F % (254 nm)# 1 (<
BT RAES 0740 A LT HE RAE 5 046)

[55252 1] (449 L 5w 5 2021) —HPTLC 4 % WRE—Fifa R 85 ¢
BV OREHAN(S BEBF RAES 0740 R R T HM RAE S 046)
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[E @A 2](¢ 4 2 £ feMBFL 2020) —c fee fin: " fi: 7 f:-k (I8:
5:1)

[5p=2 1] (44 #2 59 2021) —HPTLC # * % (254 nm)# (<

BT RES 0590 2 AT RS 029)

[55=2 1) <<§_;f~c* % v R 2021) —HPTLC § % WfE—Frpis 8% 4 4
BT Ak D(C BB RES 059 2 LT HR RE S 0.29)
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(ERAI3) (5 FRE)—epep: "/ "@mk (18120117
(55232 1] (487 %4 5w 4% 2021) —HPTLC % *F £(254 nm)tk 2 (=
BLCMH R 0510 A LT HE RS 0.25)

[55=2 1)(L 47 #2 %2 9w 2021) —HPTLC 4 % ffg—Fpairindg d
B Rk (S BB RAES 0510 AL T HE R 0.25)

ik

1 : Blank 45t EiniR 3
20 BB 6 - Spike

ERB R [T 1] 2 ZERBAE VAR SRR A e
at I?:%%ﬁﬁ;ﬁ‘. R FIR, Y > sk pABE2 [BEH3)-
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T SRR NES

F5%p ¥ 110/05/14
AR R (RH) @ 53%
B BE(RT):252C
(Em& 3] (p FRF)—cpefa s "/ "k (18:2:1:1)
[5232 1](4%°¢ F2 5ew [F5-232 1](L2%8Y ZFL 5k
2021) —HPTLC ¥ & k& 2021) —HPTLC % ¢} (254 nm)# !
v

(32 11(4M7 Fo e [F522 1)(487 F4 50 %
2021) —HPTLC % # %(365 nm)#k #1  2021) —HPTLC # % Wp—Fifikidin
b B ki

1 : Blank 455 WHipiR 3
2 BEHEY 6 - Spike

ERPE TS D K RQAnm)RARE § X IR RGRRAE S (6T A R
S BT R ORRP BEA B2 R o

~
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I A3 E S FHERSRR

# 5P E :110/01/20

Ap¥HE B (RH) © 48%

BB (RT):223°C
[(Em& 3] (p"Hs)—epefg: "/ "Rk (18:2:1:1)
[5522 1) (4% 2 % v ik 2021) —HPTLC

(1) % ¢t k(254 nm)i&

Blank 8:9 &% % 3 (NH)

< ETHEF (1.0 mgml) 100 11 | 533 4 (ND)

F R T 3 EE(1.0 mg/mL) 1213 | t& &% % S (NS)
4+5 | &inik 1 (ND) 14 | Spike (& &4 i% 3)
67 | Wd&ipi 2 (NF)
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(EBEH3)(p FRF)—2 e fia: " "k (18:2:1:1)
[5p= 2 1) (L% 2 %2 K 2021) —HPTLC
(1) % ¢t %254 nm)# !

(2) B %W lEd 87 Lk

Blank 8:9 | &% % 8(SGA)

£ ETHEH (1.0 mg/mL) 10 - 11 | & &% 7% 9 (SU2A)

A R T (1.0 mg/mL) 12013 | # &3 7% 10 (SUA)
425 | &%k 6(CB) 14 Spike (¥ &% i% 3)
67 | % &i3i% 7(SB)

BHheER o [F221) 2 [ERFH4) 2N Exrpgkd - 5B

HEa R T HR ek g kQ54nm) 2 X FEE-AEREAS (7 Lk
T*ﬁ#ﬁ»-ﬁ‘i"i °

o

41




	一、藥材採購及鑑定
	二、藥材性狀描述 (圖1)
	三、藥材組織顯微鑑別 (圖2)
	四、藥材粉末顯微鑑別 (圖3)
	一、材料
	二、儀器及層析管柱
	三、實驗藥品及試劑來源
	四、方法
	五、結果
	一、材料
	二、儀器及層析管柱
	三、實驗藥品及試劑來源
	四、方法
	五、結果
	一、方法
	二、萃法選擇及濃度測試
	三、溶媒系統選擇
	四、觀察方式選擇
	五、十批車前子藥材樣品檢測

