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ol At % ¢ gﬁz%“i B ©364~365 F °

V(L %)(2001) 0 375 BE H - £ o a3 1V E 1 E A 0 294300
F oo

B 7ZFL L R §(2009)0 ¥ F 4 A £ feR B L ¢ B RES T4 R A5
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—FT o
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B AURAL 0 99~100 F o
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FHA T HE - FAA (L H)(2020)c AT RMEHF S - £ o ¢ NFER
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i "4 (GENTIANAE RADIX ET RHIZOMA)

S hE
qxil?r/' *Pp)’t&*%i‘: 10 #L °

CREE RN R

(- ) HPLC &k B2 K78 4=
Waters e2695 Separation Module » ¢ 7 Waters 2998 ~ PDA Detector ; % 47 ¢
1. COSMOSIL 5Ci3-AR-II Column (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) °

ZPHRERE MK

(=) A
“maﬁngm@waaﬁqugﬁj,qgﬁo
};;%?%(Gemi(’pimn)&ﬁ W LA S ISP 0 BR 98.93% o CAS
N0:20831-76-9

o~ R
(=) =iz E‘/"&l@pr“w
Fk R 60 F DR ~ B P~ 5 05g 0 B 100mL FI &AL » #rw

der T ER S T75%° A~ 50%T fE L R~ 75%2 fE o~ 50%¢ R & S0mL o 4
Fuxw w15 445 0 A ris 2 No. 1 g AiEig » B4 ~ 50 mL 2. 7 & #%
P de M AT R R o 445 3 £ iBis(Syringe filter, PTFE 0.45 um) » 7 {8 - &
4+ 10 uL ;= » HPLC » rz#7p| 19 i3 Ex;;:»é:r;;fg,\ VR S N L
B E B -

(=) BEFPEFRFER
BB AT A 5 P(GES 20 56 %)% 05 g % 100 mL [Fl & #%
¢ Mg~ PR S0 mL > A B[ 4c i in 1530260~ 90 2 120 A 4
A 4ris s No. 1 AiBik > PRk # » 50mL 2. 3 £5g7 » 4c 2 7 i3 1 %
B o33 & 18 ik(Syringe filter, PTFE 0.45 um)’ I {F o & 4410 pL 7z » HPLC»
VAR R L E B2 ATREE R L G ff G R R ITREN I BT o

10



(Z) HBRiE 3R
B Fo B 5 PR AR AR {:’i—f45mg’4v. 10mL 77 G #l & ImL 2
R 450 ug Ht AR SR F B 0 £ 00T A D 100 pg/mL ] &
YRR AR o

(z) &3 R
ﬁﬁﬁ%$§ﬁiﬁﬁ20ﬁ%$ﬂm5gﬁIWmLE%ﬁﬂ’$
FEde » ® R 50mL o 4 i Sn 30 A48 0 4 Fr S 2 Noll g i 0 PR
# >~ 50mL 2. F &H5L7 > 4 ? iR 3 %) }it » # 3 £ % (Syringe filter, PTFE
0.45 pum) > F @

() Pz
A G| B e B R AR SR R s W S5k 10l 2~ HPLC » Bl 2>
r#*ﬂ—gd’ ﬁ“igfﬁr‘r’/pu’}“‘ 9”’%{:”?5’7’7?%. ’ E:"vi« °

ﬂ)

(=) BEM
pgn Poas PE 5 SRR &0 0% R i £.(450 pg/ml) o 00T ER AR
= 7 R H 4 95 300~ 150 ~ 100 ~ 50 pg/mL it P AR 3 508 0k o 12t
B 2P~ 10pL ~ %) » HPLC {7 & A 47 > f1* HREH &2 4% 5
fi(y so)frst RARE &2 R R (X fh)i TR Y §F > T RETREMR2 2 425
y=ax+b ¥ ip b i R?

(=) H %R #ES
MASPEZ R L 100 pg/mL 2o $F R AR R ik ek 5 4 mAs e
Hemd 5 At R At RS AR L -

(N) EHFHER UL RS
l-fﬁ%‘%k—%ﬁgﬂﬁgﬁ% CiRATESE e SR R WK E T A
B S ATERRHe SRR 0 BIRRI T NATEST H E £(%) s dptk o R
PEEEL -
20 AL TP - T BAEERE & RATVEERR SRR WG S 2 WA
EERE SR 0 AR B 0024824 ) PREFR E 0 NATHRE H 0]
T Ldpte o RO EHREEZL o

(1) HipliE e LR B URR
1. & p4&*Y(Limit of Detection, LOD) : #-2 Fojk & 2 ¥ =03 it 7 S74FfF
TIEAEAOL F =3 kR 0 (TR HREIEYE

o

11



Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L
BTt S =10 R kR 0 TR T ERAGIE o

() e v fe i

Bro eI 3 BAiTREHR A 5 0 KRR 02g0 A

¢
Blhe » 4.0mg SEESY 0 X R SRR EE S TR

(+ - ) HPLC » 7% i+

1. & +7%¢ * COSMOSIL 5C;s-AR-II Cloumn (250 x 4.6 mm, 5 pum)

2. ¥ R4 E 1 UV270 nm

3. stiE ¢ 1.0 mL/min

4. gHE R 1 35°C

5.7 A>% 1 10uL

6. # & 4p -

¥ 7 (min) " (%) k(%)

0 25 75
30 25 75

(=) 287 Laefpng £Rl T

PO AR Rk SRR EAE P E /AR SE R P E 0L
W 3 443 0 HPLC > 718 T 3ol % & ff s I 283 R it sy

N\ A E
mpA L‘g'_o

(L =) 3%k 2. UPLC » {7 1% 2

1. k47 ? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. #%pAE UV 270 nm
3. sriE 0.4 mL/min
4. FHER 1 35°C
5.7~ 1 1pL
6. # & 4p :
p* ¥ (min) " (%) (%)
0 25 75
6 25 75

12



7 2%

(=) $RAEE 477832 3 2. HPLC & 49
F G PR 10.1 A SRS T IR H R ARE 5L (B - )
0.15% %';p%’%”ﬁ‘
2 o.1o€ /
Bl- 49835 3 $ R R F £33 % 2 HPLC & 47 )

(=) % BAVEEHE 5

p?c:..r"_,,l /,J\

2. HPLC A 1
EETER 101 AN RS
H(R)E 529 # & F1F (D5 116 b i * & £p

MR (B ) o 4

0.30

0.20-

AU

O.WM
0007 T T T T T T T T T T T T T

T Wc:..r"_,";’l‘

/

Flo 7 8 8vesh 5

(z) b it :“:?Bn;%- @rgr—'

f‘h/ﬁ»i—émf ﬁ’»“ ’ ’%F':F e ﬁ%/p“’z

T
10.00

T T T I B e e e e L e e e e e e e T e e B
14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00

Minutes

T
12.00

2. HPLC % 4% @]

ﬁr\lj-_—,-%/ ‘kyf’—

%\* - > 7‘ P\»:' B’\/F' ‘&-1—"“%%1‘}’ /n —1—?" 'T'_lp

s WEZH L B S AREI -
v A% 3969566 v
75%" f% 2838116
50%"7 fis 2487001
o fi% 2575359
75%2 fs 2805133
50%¢ fi% 2530803
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(r) BB EBEFR TR
BEREETACREIRED 30 A4 FIESH MY G ik o Bor e B
WREBR30A LB GFERERF(L D)

2o ATEE R S S B R R

v A FHEE I G ff B2 5B~
de e gn 15 A 4s 2655156
de e i 30 A48 3580979 \
do i 60 A 4l 2897251
dv im0 A 4l 2656273
se e n 120 A 48 2637824

(i)%%ﬁ?%ﬁ %ﬁ%i
SHARRRFIESHX)HE A BT AE G f 0k BE(y)TE I Dk
;’étfsm #2350 5 y=11261x - 78480 » R =0.9991 » k77 ik & t 50-450 pug/mL

’ﬁ LI PRMEM R(BZ) -

6000000 e
3000000 v _ 11261x - 78480
4000000 r R2=0.9991
i
f*Boooooo :
=
¥ 2000000 -
1000000 -
0 1 1
0 200 400
JE & (ug/mL)
RBl= ~ #"55H 2 e & AF
Az~ FEITH2Z TSRS £
PR AR 5 k& B (ug/mL) Mt w fF o Az R?
%”’ﬁ;{:’ﬁf 50450 y=11261x - 78480 0.9991

() R
P EHT > JI* HPLC 2B el A A4 > WHREHH A
ZIPHHEE L L 0.03% 0 Bk SR B RPN o
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(=) EFHERTLRER

F %k T o 1% HPLC T8 2 ehE 41
1.13% » f % Suig * 48 ,’f\p\ 0

ZARFRF LS

o fETPAPEIEEL S 0.71%

PR S PlE s LB o

gitLE

——
8.00

———
6.00

——
10.00

—
12.00 14.00 16.00 18.00

—
20.00

— T T T
22.00 24.00 26.00 28.00 30.00

Minutes
e
Bz ~ 13 ‘;‘.{i‘f‘l—j ﬁ fé““%%frﬁ%‘]

0.030
0.025%
0.020%
oo ]
0.0109
0.005%
0.000;

T
10.00

T T T T
12.00 14.00 16.00 18.00

T
20.00

T T T T
22.00 24.00 26.00 28.00

0.00 2.00 4.00 30.00
Minutes
BT~ 37822 2 4R UK 49 )

fow s A A I

R8P

P33

R.S.D. (%)

HgR (=)

100 pg/mL

0.03

A (n=5)

# &% % (No.10)

1.13

gL (@)

% &% 7% (No.10)

0.71

R (n=1)

0.5 pg/mL

LB (n=1)

2.0 pg/mL
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(’L ) '5‘3‘—‘1"“]{—1 P-é‘%%
TWHEE Tk e v et B 96.3% 0 tAHERE B L E 1.32% (£7) -

2T AT R bew ok
o EHME| 7FE | 2 E | BEE | wiF |THE¥TF| RS.D.
T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.2003 3.9372 4.0 7.7929 96.39
2 0.2003 3.9372 4.0 7.8480 97.77
3 0.2002 3.9352 4.0 7.8133 96.95 96.3 1.32
4 0.2001 3.9333 4.0 7.7642 95.77
5 0.2003 3.9431 4.0 7.7197 94.42

(L) 247 g3728hG 2 Rl
10 332 7 PR 5 (Fo ' &) 4o & = 977 3RS 1
5 2.272-4.465% 1 3% grpﬁﬁ%i#ﬂ [ R Sy 'LT 17 F 0 2.4%:
IO Bk s e A M 2 B R 2 M3 3000 (F % E S 5644) o

<t
‘g;
~y
ek

A AR BIEEHR R RS g 2
FH i TEEH G E it s EEF iR
(No.) (%) (No.) (%)

1 (NA) 3.940 6 (CB2) 2.430

2 (NC) 4.465 7 (CH) 3.340

3 (NRA) 2.902 8 (SK1) 2272

4 (NX) 3.327 9 (SK4) 2.866
5(CA) 2.692 10 (SUD) 2.469

T 32 E+S.D. 3.070 £ 0.704

16



(+- ) #0284} 2. HPLC 4; & Bl3# e =
Bo 10 447 §ATEE R 3 R & 10 L 84k > 38 17 HPLC 4p 2 Bl

R e
1. & +7%¢ * COSMOSIL 5Cis-AR-II Column (250 x 4.6 mm, 5 pum)
2. ¥%plAE UV 270 nm 3. ik ¢ 1.0 mL/min
4. #HE R 1 35°C 5.4~ % 10l
6. ##4p ¢
P ¥ (min) " (%) (%)
0 8 92
25 45 55
35 48 52
45 65 35
50 90 10
i - R Y
18
18
1
15 10

T
(

E

[\

L [ VO W | N —

000y

%

B B B B B B B B B B B B B B B
000200 400 600 B0 000 200 00 16O B0 MO0 200 M0 B0 200 0O RO 0 B0 B0 L0 L0 40 40 B0 00
linutes

Bl ~ 10 43985 4 2. HPLC 4p & B3
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(4= ) #RARE S35 5 2 UPLC & 11
E G 218 A ST TR A B IR 5L () -

i ;’""}772'& Al A
0.10] T H

0.05+

0.00 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

- A W‘%"ﬁb?‘f%ﬁl—ngpu Z UPLC%’H’E]

(=) 7 G481k 52 UPLC & 17
G 217 A HAN R IR e & 1R L (R ) -

0.40
0.30
] Fopk 2y
ie rv-t]‘
2 0.20 /
o A\
O»OW%&J\?"‘%’\"WH‘WHH_HWHH
0.00 1.00 2.00 3.00 4.00 5.00 6.00
Minutes

W~ % @ ATEE PR 52 UPLC K 15 )

& F 3V CigH2009 5 & F & 1356325 %380 191°C s v ¢ k%
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(+~) #7223 h ESI-MS B3#

Inten (x10,000)

6.0

3860179

7
}3?8%474 oo T H 365.1966 h 3%
RN AT L i N R |, H“Jb 1

[M+H] "
3791031 [M+Na]"

357.1209 ‘(//

%Transmittance

310

00 fGentiopicrin

Tt

V T T
330 340 350 360 370 380 390 400
“y'v—
Bl - A

1l\v

%2 5 th ESI-MS 3%

90
85 \
80

65 | /
~
60 o
/ [ R
556 ‘ / i N
1 4 N
50 o 2
\ 3 2l g ‘
45 . \ 9 [ 3 | '
l\, Sl'on <
w | \ | ges s
] | ‘ < | =3 \ w0
35 ‘ | § | [l 28 | \ 8
© e | T \
30 | SR I e 1o \
@ | |88 © \_'2
[N b4 2
28 ' | o o gl [§° & Sg
20 [\ Qg 5 | &
o\ v N8 = =] )
o g ~ o N b /
15 ~ X o & ~ /
© o =] [ © /
0 @ | o E
10- o 3 © [ | - )
g e = |
5 o o -
2 2
~ ©
0- - 2
-5
) |
4000 3500 3000 2500 2000 1500 1000 500

Wavenumbers (cm-1)

B+ =~ 32 H HFTIR B3
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(=) #HEFHUV M

S ) ARG R

E SN %’;P%gﬁ'i B ik 8 =45 (CDs;0D)

position ou (600 MHz) dc (150 MHz)

1, - 166.3
3 4.98 (dd, 17.4, 3.6), 5.06 (dd, 17.4, 2.4) 70.9
4 5.60-5.61 (m) 117.2
4a - 127.0
5 3.39-3.32 (m) 46.6

5.65 (d, 3.0) 98.5
8 7.44 (d, 1.2) 150.6
8a - 105.0
9 5.72-5.78 (m) 135.0
10 5.19-5.25 (m) 118.5
I 4.64 (d, 7.2) 100.2
2 3.14(dd, 7.2,2.4) 74.6
3’ 3.33(dd, 8.0,2.4) 78.0
4 3.24 (t, 8.0) 71.5
5’ 3.30-3.32 (m) 78.4
6’ 3.64 (dd, 12.0, 6.0), 3.89 (dd, 12.0, 2.4) 62.8

4(Multiplicity, J in Hz) in ppm.
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(=) PR AR I 5

;‘% R
(=) & K ¥
(=) B B &

(I) B B #
(=) B e
(=) K &t

(~) Spike fe

: GENTIANAE RADIX ET RHIZOMA
. Chinese Gentian Root

4

®

A& R A& G ATPES Gentianaceae 8 47 3¢ *& Gentiana scabra Bunge 2§77 13 %
E

[55222 1)(2 %7 £ 52 R) VvV

— P Ak 1.0g 4 f 10mL 425 A& T 30 ~ 45
Wi PRIk TR RSEBIR o
[552 02 2] (7 &4 A 2 {eREFL 2020)

— B AEFk A 05g 4 ? g 20 mL o Ao i 15 448
Wig 0 PR TR REIBR
[F2223](H k" EHFEES-P)

— P Ak 1.0g 4 B 10mL 425 AR T 45 » 48>
@/&’/&%}ﬁk‘fﬁi BE o AT ﬁﬁ &3 2mlL> ‘Fﬁﬁrr'/%
e
P~ #2353 (Gentiopicrin) ¥ P A& 3 & > 4c 7 fig #WAE 1 mL
7 1.0mg 3% > T 5 HRERE SRR -

HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
[EEH 1) (L% L %K)

—B ke ok (T11:2)

[Ema# 2] (¢ &F4 axfeREFL 2020) v
—e et TRk (10521 0)
[Em#3)(Hn? EHHEES L)

— e Tk (20:2:1) - %

10ecm %X 10 cm ~ 20 cm x 10 cm
F’F’“ﬁ;%ﬁiifﬁ 15404 Y FER > BB “ﬁ_&,%;’p‘_&cmo
B 5718 0 AT (254 nm) PR BT AR 2. 0 200 10%FR L ¢
ﬁ%éﬁhi(HzSOMEtOH TS)# F it » 105 °Che 2 W5 H B d i
By o 3T 2h B (365nm) T R AR o
P EREPC 2 RERRY EHBEE SRR

SR & > B Tul e
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I FEERZERPIFE
F 5% P 114/05/05

1P ¥R A (RH) © 63%

8 B (RT) : 24.1°C

[Em&2)(7 24 XX {fcWEL 2020) —2 fh2 fig © ©
—HPTLC ¥ * (254 nm)# !

1ok (102

—HPTLC 10%#rfié/ fe ik &g d (8%

oh 3£(365 nm)#4 2!

1))

S oy LU
1:2:3 %32 4 (1.0 mg/mL) 1>255uL
4,556 wEBRI[FR221] 1>2->5uL
7:8:9 BeEar 9 [F52 2] 1-2>5uL
10 11> 12 | #&37R 9 [F52 02 3] 1>255uL

ERFE I3BFIE 2L RETIRRD Y CRVIE: - Rk 12 %%’:"’T’ FLERGE Y >
g o <<§;‘-f“‘é?*i>>’~

[sfﬁﬂzz 1]-

ZixEhii g

. ‘»'—p* - A=

BE A Sl

HeEn R [F2202 1] 200

23
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N ¥_lj< v,._‘l{

?%E p ¥ : 114/05/05

¥R A (RH) @ 63%

£ B (RT) : 24.1°C
[EEH 1](L%8° FL 5 k) — 7 fF ! "~kbﬁ»‘r§3" (7:1:2)
[Em2 1) (%9 22 5w ) —HPTLC % * % (254 nm)#s 1 (35722

FRE 5 0.58)

(372202 1](4 87 28 % v ) —HPTLC 10%4# i/ o AR BE & 15 % 7

£ (365 nm)fk 1 (2 H Rei 5 0.58)
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[Ema2) (¢ &4 % £ foRBEL 2020) —o feo iz © " 8tk (10:2: 1)
v

[55=2 1) (4#%7 2 5w k) —HPTLC % * (254 nm)# &1 (3¢ &2
H Ryie 5 0.39)

[5522 1)(4 %7 2L 5 v x) —HPTLC 10%Fi e/ feiRip kg d 14 % ¢
(365 nm)tk 1 (3585 H Ry 5 0.39)
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(ERH3J(AE EHHFES P ) —o e "/ K 20:2:1) =

S BB
[5= 1] (447 #2 % 52) —HPTLC % *F % (254 nm) i &) (3¢ 782

x

FRAE S 029)

(372202 1](4 87 #2 % w ) —HPTLC 10%4#: i/ o AR BE & 15 4% 7
(365 nm)ik M (FHEEH RrE 5 0.29)

1 : Blank 324 & AR9
PR e S 5 : Spike

EERA R [FB R 1] S0 v (¢ EAAEfeREL ) 2 [ERE
2] B i’_’?&:::ﬁ“ RiEife »Adid > BRERLE &gt (¢ £ 24
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T RED NER

F 5% P 114/05/05

AP ¥R & (RH) © 63%

£ B (RT) : 24.1°C
[EB#2)(7 FL aXfrRBL 2020) —2 fee fig: " g -k (10:2:1)
[5322 1] (487 F2 5oik)  [F5-252 1](L%Y 2 %K)
—HPTLC * ¢} % (254 nm)#& #1v — HPTLC % 4 fE-Frfhiddag 4 18 %

¢k % (365nm)i& !

(5522 11(L 87 & 52 K) (5222 11+ %7 £L 52 %)
—HPTLC 10%#ifi/c fAg ¢ 47 —HPTLC 10%F5fs/e fRifin b d 14

FRESRTRT ¥ ok 5k (365 nm) e 11V
T s e -

e
___________ = == .

o2 5 4 5

1 : Blank 34 &R R9
2 %;F’%‘;—‘gﬁ 5 : Spike

EIRPLR G N AN (254 nm) & 1 10%F L/ e FRERR B G (8 ¥ o k(365
nm) AL T F R S B B dr2 ik o
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I~ P ATEE AR SR R

5P ¥ 114/05/05

1P ¥R A (RH) © 63%

8 & (RT) @ 24.1°C
[Bma2)](¢ #F4 A £ frBEFL 2020) —2 e gt P8 20k (10:2:1)
[55=2 2 1)(4 %" #2 52 x) —HPTLC

(1) % *b %£(254 nm)# !

(2) HPTLC 10%#rfs/ e f3ifi B d 18 % ¢b (365 nm) ¥ !

1 | Blank 7-8 | &3 3 (NRA)
3£ 4 (1.0 mg/mL) 910 | & &%k 4 (NX)

4 | #aar 1 (NA) 11> 12 | &3 % 5 (CA)

’ ¥ &% % 2 (NC) 13 Spike (& &% i 9)
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[Bma2)](¢ F4 AL frBEFL 2020) —2 fe gt P8 20k (10:2:1)
[5222 11 (48" FL %2 %) —HPTLC
(1) % ¢ %254 nm)# !

(2) HPTLC 10%F5 /2 ik 2% B ¢ 15 % ¢F (365 nm)k

1 Blank 7:8 | #&&i% % 8(SKI1)
#7221 (1.0 mg/mL) 910 | & &i%7% 9 (SK4)
3:4 | #&%i% 6(CB2) 11> 12 | #& &3 % 10 (SUD)
5,6 |tk&iBiR 7T(CH) 13 Spike (# &% % 9)
SHmeEER (L8 B )2 [ 2 1] 2742 (P #LAErREL)

l"_
2 [BEEA 2] &gt DA ETH i > 0% o £ (Q254nm) & 2 10%F e/ e %
1 d {83 4R (365 nm) T AR E o

e

i
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s "2 45 © (GENTIANAE RADIX ET RHIZOMA)

-

f«%_;fr/r ""”}?r‘f'f-é,j\»u ENNESE

CRFZETER
(- )HPLC ®E 2 k47§ ¢
Waters €2695 Separation Module »

5 A
g

Waters 2998 ~ PDA Detector ; & +7 ?
1. COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 pm)
(=) UPLC kB2 k47 %

Waters AcQuity Ultra Perfermance LC -

¢ % Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 *g +. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm)

ECRHFRS EM A
( ) R

" % (HPLC grade)p- % »t A 2 flt3 A2 @ o
(=) HREEs

#9932 4 (Gentiopicrin)p- & >t 4 &

A S AP 5 MR 98.93%
No0:20831-76-9

> CAS
T o~ R
(=) @ EPR TR
TR R B R PR AR AR R o
(=) B E ¥ Ha=R
FoREAL b G X BBl AT E B o
(=) HREE SR
I F~ 5 PR AR A %fjr'f Smg> 4c 10mL 77 fEf & & 1mL %
TH 450 ng SRR S REH R R 0 T AR AR T 49853 100 ug/mL
@l‘*éf%*gf‘@wmui’ °

(2 ) & &3
ﬁﬁﬁﬁﬁqaziﬁg¥20%ﬁ%ﬁﬁ05g
FEAe ~ P FR 50mL o 4w iE 30 A 4o

' % 100mL ALY »
# »> 50mL 2. % &5 ¢ ’ﬁ”ﬁ%c

A et No.l g iR » Pl
% B ¥ 3 £ 18 & (Syringe filter, PTFE
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0.45 um) » 7 o
() pla
b V] I R P HEREE AR &R R 10 UL » 3 » HPLC » 58] %>
AR MR E AR AW R W o

(=) wEHR
B o3 Pedy %%ﬁﬁ‘ HRIEE S E 2R3 (450 pg/mL) » @ ﬁ%ﬁrﬁ
% F ATVEZH A S5 300 ~ 150 ~ 100 ~ 50 pg/mL %t BRI SR % o 1R
ﬁé%ﬂmmﬁwﬁ»HHC@ﬁfébﬁ’ﬂﬁﬂﬁﬁﬁ%iﬂ%ﬁﬁ

(y ) frft iR w2 kR e FakriF & RERENZ 220y
—ax+b i h 4B R -

(=) # % R E%
MATREEE S 100 pg/mL 2 PR HOE 50h il iR 5 45 aveaE
Sk AR S TR R AR EER L .

(~) £4pfre ?%i]i*—?f:“%%

1 €4 1B - 27 BHRg N R > RATRE SR TR REE 2 2T A
WS '7’\‘5;”’%@? Wik BRI AREH T (%) dp ik &
MAPEHHERE L -

2 R Bk R GATRE A K B ATRE i R B LR
AP SRR 0 A R B 02048 8 24 ) PRI X AT RS D
Eedpth ROAPEREZL -

(4 ) BphE e 2 1 5%

1. ¥ ;p]4&*Y(Limit of Detection, LOD) : #-2 vk & 2. & 202 7% 7 iR
HOUBLAEIL S =30 Bk R 0 IF S BRI P o

2. & 1&*Y(Limit of Quantification, LOQ) * #-= Fvik & 2 I 503 ik 7 ¥7fF

Foruagiient L2101 kR 0 T 2 RBABTE

o

(+) ‘J,’chrvw]g:g:t:gﬁ%

Pot i ESH R OTEERR RS B F R RPN 02g 4 Y
fvr 4.0mg AR T ie SRR WA S EEITRIC
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(+ - ) HPLC & f7if i*

1. & 47 *g : COSMOSIL 5Ci3-AR-II Cloumn (250 x 4.6 mm, 5 pm)
2. ¥ BIAE UV 270 nm
3. ;i ¢ 1.0 mL/min
4. FHIER 135°C
5.4 ~8 110uL
6. HH4p -
P R (min) 7 f5 (%) -k (%)
0 25 75
30 25 75
(=) Z%7 givegs g 2ol
@%Oﬁﬂ%ﬁﬁﬁ % & %&ﬂ%% L # e Ep B4 10Ul
@3 443~ HPLC > #7{8 T 3ol % 5 ff i | 2 83 B mdse s

SEEICAE S

(+ =) 3%k &2 UPLC A {75 i2

1. k47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pum)
2. %ﬁi?'}iﬁ»vﬁ : UV 270 nm
3. swiE 0.4 mL/min
4. ¢ %.L‘m.)i 1 35°C
5.A>% 1 1puL
6. # & 4p -
P ¥ (min) " B (%) (%)
0 25 65
6 25 65
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I‘ep‘g:

(=) $BIRESATEZH 2 HPLC & 17
IR 10.0 2 SRR IR H R AR 5L (R ) -
e R

(=

(Z) $HREE S

AU

Bl- ~ & REHRARE &SR 2 HPLC & 17 Bl

B 4904 2 2. HPLC A& 45

TR 101&\&?_}%@&?’?“”*@ ¥ v ﬁk;?_,ﬁt‘lé(]%d]:)o%:

EEH AR (R) SIS FIF (D5 1170 3tk st * & Kp -

0.30:

0.25*2 o rzr; —J::_ .

0.20—2 e pr. - ﬂ:I

0.15*;

0.10%

oo J\._
0.00 2.60 4.60 5.60 8.60 10.‘00 12.‘00 14.‘00 16.‘00 18,‘00 204‘00 22.‘00 24.‘00 26.‘00 28.‘00 30.00

Minutes

Bl -5 83094 2 4 52 HPLC & 47 )

L5 R M

EFRERITEETHORL D K ITAE G F BE(Y)TE I ok E
428 5 y=11261x - 78480 » R2=0.9991 » &+ ik & & 50-450 pg/mL 3
8 AU (R Z ) o

6000000 - re
5000000 |- y:11261x 78480
4000000 R2=0.9991

%3000000 -

;jzoooooo -

-2 1000000

0 | |
0 200 400

& B (ug/mL)

Bl =

CATRES R 2 R B A AR

Rz RERE

PR AR 5 JE B (ug/mL) Ay Tl i FE R?
ey 50-450 y=11261x - 78480 0.9991
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(=) HHEFR

(;

PR o
Bz ApHRE L 5 0.03% 0 A ks * & R oo

) £ R R

PRk > fI* HPLC =& ix 2 and 47 1 245

'F’L" HEE L L 1.06% > Bk SLi B Rp
X ETPAAHIEEL L 021% B LR
JE&F"%‘* PlE s AR o

HPLC = & if i+ il % B 247 » 40 %%

Jork

HLw
R R
FOTT PR A AT B 24

(~) BURHE IR TR B ER
i F%‘:—?ﬁ*é PIE'LE 0.5 ug/mL(Fe ) T £18°T 5 2.0 ug/mL (BT )e
o TRy

AU

AU

— T
14.00 16.00 18.00 20.00

Minutes

———
12.00

———
10.00

T T T Ty
22.00 24.00 26.00 28.00 30.00

Blw ~ 350R5 L HRER U 47

0,030:

0.025%

0.020% ﬁ" )J’ZE = H

D.OlSé }J; F.? ﬁ

0,010*2

0,005%
o_oooé/—’—}/\r‘—‘—’—’ﬁjkc—’—,_—’—/—”——-—_/xw‘AM

T RS S s e s e B e g B e
6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

BT AL AR

Lo R HREA T

—— T T T T T T T T
22.00 24.00 26.00 28.00 30.00

T R8P

kR

R.S.D. (%)

(n=5)

100 pg/mL

0.03

(n=5)

¥ 57 % (No.5)

0.21

A

(n=5)

¥ 5% i (No.5)

1.06

R (n=1)

0.5 pg/mL

TE&T (n=1)

2.0 pg/mL
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(1) 7 4\1“#1{# R

TPEFH TR AT RS 5 921%  AEHERH LS 1.93% (£ =2) -

22 ARSI R e w T F
g | FHHL) FF 8 ) S @ | RIEE | wfed | S0wjeE RSD,
@) (mg) | (mg) | (mg) (%) %) | %)

1 0.2006 | 3.9693 4.0 7.7460 94.42
2 0.2009 | 3.9752 4.0 7.5798 90.12
3 0.2002 | 3.9614 4.0 7.5890 90.69 92.1 1.93
4 0.2009 | 3.9752 4.0 7.6437 91.71
5 0.2005 | 3.9673 4.0 7.6945 93.18

(+) £%7 832k %fé_iﬁ'lﬁ;
10 4+ §5visy
4 1.665-2.862% ° A’ﬁx%;:»e;fw;mw—rmwk»hﬁm 5
i

2.4% o L IF B AT RS A GLAE 1B s 10 3000 (F % B 5 5766)
e~ A BIERP RSSO E
GRmE | BREHIE | FHmE |wREyiE
(No.) (%) (No.) (%)
1 (NF) 2.248 6 (SK2) 2.287
2 (NJ) 1.728 7 (SK5) 2.330
3 (NRB) 1.863 8 (SUA) 2.862
4 (CB) 2.706 9 (SUB) 1.665
5 (CE) 2.575 10 (SUC) 1.666
T 5% +S.D. 2.193+0.443
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(__L

AU

(_.L

AU

—) HRARE FA

‘;:gaf- UPLC % 17
PR 2.8

b b R B T s '*?ﬁifw*ﬂ3w1i*§(§] ) °

0.10—

a\

T

¥

0.05 L
0.00

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
0.00 1.00 2.00 3.00 4.00 5.00 6.0C0
Minutes

Bl 4R S R AR 503 % 2 UPLC & 45 )

Z ) ® &ALt 52 UPLC & 47
WG PR 207 A A WA RS P e e PR LR () 0

0.30

0.20—

OloJ&_\/M_//L
0.00— : S —

0.00 1.00 2.00 3.00 4.00 5.00 6.0C
Minutes

N %%‘;P%ﬁ;‘;‘fﬁ%—i UPLC%]*%,%]
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4 : GENTIANAE RADIX ET RHIZOMA
E ! Chinese Gentian Root
A& R A& G ATPES Gentianaceae 8 47 3¢ *& Gentiana scabra Bunge 2§77 13 %

e
1 & o
%‘_1

(-) ®B&ZR [F22211(L8 FLyer) v
— P Ak 1.0g 4 f 10mL 425 A& T 30 ~ 45
Wi PRIk TR RSEBIR o
[552 02 2] (7 &4 A 2 {eREFL 2020)
— B Ak A 05g 4 ? %20 mL o Ao i 15 448
Wig 0 PR TR REIBR
[F2223](H k" EHFEES-P)
— P Ak 1.0g 4 B 10mL 425 AR T 45 » 48>
@if,ﬁ’i&il’iﬁééﬁﬁi CEOATERETEL 2mL TG
e
(=) HREExR E&%?’?%%“-T;I“(Gentiopicrin)}“%ﬁé%%1.—1‘%r‘-}’ be? A AE 1 mL
® 7 1.0mg iR o TS HRIEESBR -
# HPTLC silica gel 60 F2s4 » 10 cm x 10 cm ~ 20 cm x 10 cm
Boal [EmA 1) (4% F2 5 K)
—D ke ok (T11:2)
[Ema# 2] (¢ &F4 axfeREFL 2020) v
—e e Tk (10:201)
[EEH3)(HEY EHEES - )
—C Ty PRIk 20:2:]) 2 K EH

,\
It
p—
W o
e

() B B f 10cmx10cm~20cm x 10cm
(=) & B OEBRHIFATG I5h4  ViFER  BERIE4EEcm -
() %d &EAR higis 3 E A RQ54nm)RETT AL 0 &L 10%FfL ¢

f% 3% % (H2SO4/EtOH TS)f 75 14 > 105 °C4e £ X 574 3 ¢ i
B o 3% ek Sk (365nm) T AR o
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I FEERZERPIFE
F 5% P 114/05/05

1P ¥R A (RH) © 63%

8 B (RT) : 24.1°C

[Em&2)(7 24 XX {fcWEL 2020) —2 fh2 fig © ©
—HPTLC ¥ * (254 nm)# !

1ok (102

—HPTLC 10%#rfié/ fe ik &g d (8%

oh 3£(365 nm)#4 2!

1))

S oy LU
1253 77251 (1.0 mg/mL) 1:255uL
4,556 BRI [F52021] 1>2->5uL
7:859 a1l [ 22) 1:255uL
10°11>12 | # &R 1 [F52 02 3] 1>2>5uL

ERFE I3BFIE 2L RETIRRD Y CRVIE: - Rk 12 %%’:"’T’ FLERGE Y >
g o <<§;‘-f“‘é?*i>>’~

[sfﬁﬂzz 1]-

ZixEhii g

. ‘»'—p* - A=

BE A Sl

HeEn R [F2202 1] 200
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N ¥_lj< v,._‘l{

?%E p ¥ : 114/05/05

¥R A (RH) @ 63%

£ B (RT) : 24.1°C
[EEH 1](L%8° FL 5 k) — 7 fF ! "~kbﬁ»‘r§3" (7:1:2)
[Em2 1) (%9 22 5w ) —HPTLC % * % (254 nm)#s 1 (35722

FRE 3 0.58)

(372202 1](4 87 28 % v ) —HPTLC 10%4# i/ o AR BE & 15 % 7

£ (365 nm)fk 1 (2 H Rei 5 0.58)
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[Ema2) (¢ &4 % £ foRBEL 2020) —o feo iz © " 8tk (10:2: 1)
v

[55=2 1) (4#%7 2 5w k) —HPTLC % * (254 nm)# &1 (3¢ &2
H Ryie 5 0.39)

[5522 1)(4 %7 2L 5 v x) —HPTLC 10%Fi e/ feiRip kg d 14 % ¢
(365 nm)tk 1 (3585 H Ry 5 0.39)
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(ERH3J(AE EHHFES P ) —o e "/ K 20:2:1) =

S BB
[5= 1] (447 #2 % 52) —HPTLC % *F % (254 nm) i &) (3¢ 782

x

FRAE S 029)

(372202 1](4 87 #2 % w ) —HPTLC 10%4#: i/ o AR BE & 15 4% 7
(365 nm)ik M (FHEEH RrE 5 0.29)

1 : Blank 324 EaR 1
2t ATy 5 : Spike

BB [ 1] 58 0 (P B AL eREL) 2 [ERA
CH2 R AHE s P BERERL Y (Y EFL A
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o LR NER
F 5% P 114/05/05
AP ¥R & (RH) © 63%
£ B (RT) : 24.1°C
[BE#a2) (¢ &4 X {e@FL 2020) —2 feefigt "/ 1k (10:2:1)

[55202 1]
—HPTLC # ¢

[552 1)
—HPTLC 10%#nfie/ o fis 2% B8 ¢ —HPTLC 10%#nfie/e A5 iRiR B8 4 14

ERGERE Sk

1 : Blank

A o

25%3'3’9’%,—;.Jq

ERBE D 5

(L 2 5or) [F322 1](L%7 FL $e oK)
(254 nm)te 41V — HPTLC & 4 fE-#rfa ¥ MIA S 15 %
b %k (365nm) 4 !

(2% #2 5oer) [Fe2 2 1148 F2L 52 K)

w0k (365 nm) e 11V

3 4 5

304 iRl
5 : Spike

Do b k(254 nm) & s 10%FRFR/C FEIERBES 15004 0 % (365

nm) AL T F R S B B dr2 ik o
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I~ B PATREA R R SHRP
F 5% P 114/05/05

AP ¥R & (RH) © 63%

£ B (RT) : 24.1°C

[Bma2)](¢ #F4 A £ frBEFL 2020) —2 e gt P8 20k (10:2:1)
(5222 11 (4 &7 F& %2 %) —HPTLC

(1) % * %(254 nm)# !

(2) HPTLC 10%F5 /2 ik 2% B ¢ 15 % ¢F (365 nm)k

1 Blank 7:8 | t&&i%i% 3 (NRB)
3£ 4 (1.0 mg/mL) 910 | & &% ik 4(CB)
3.4 | & 1 (NF) 11512 | # &3 5 (CE)
506 | #&isn 2 (ND) 13| Spike (6 &3 7% 1)
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[Ema2](? F AL A X fe@BL 2020) —2 fe2 fig @ 7@t -k (10:2:1)
[F5= 2 1) (4L 48° 4L % v x) —HPTLC
(1) % ¢ %254 nm)# !

(2) HPTLC 10%F5 /2 ik 2% B ¢ 15 % ¢F (365 nm)k

1 Blank 78 &% % 8 (SUA)
32 #£3% 4 (1.0 mg/mL) 910 | & &% 9(SUB)

34 | #5053 % 6(SK2) 11+ 12 | # &3 % 10 (SUC)
5.6 | 53 7(SK5) 13 | Spike (# 573 % 1)

*é:— SR (Y Bl )2 [ 1] 202 (P B AEfoEEL)
2 [BBA 2] & 4 N A0& 2 i > 0% b £ (254nm) & 2 10%Frfk/ e iy
FRIRAE (ST 0 (365 nm) T R ARFR L o
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