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L (SCUTELLARIAE BARBATAE HERBA)

-~

MEA TR AL P F LEREH R 104 o

T RBAEFFR

(- ) HPLC &k B2 K 78 4=
Waters 2695 Separation Module > ¢ 7 Waters 2996 ~ Photodiode Array Detector ;
& 47 # 1 ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm) ©

(=) 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
2 5 (99.9%)pE A *+ Sigma-Aldrich ; ® g% (HPLC grade)p-p ** Merck ; fif fi
p Y Merck °

(=) #EE
P55 5 H (Scutellarin)p- p »+ 3§ & 2 = fLE LG A2 0 0 R 98% L b oo

E\'%;‘é

(- ) B BEPFEETR
kg k4G F B 02g0 B2 A MR S0mL g F
¢ Bgmde 2 70%2 ff ~ 50%2 R & 50 mL oo AT IR T eI2(F 5 300
W 45 % 40kHz) 1 /] B » s 10 4 48(% 4000 x g) ; ¥ 5 2 (> & 100 mL
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FlAFL? » EFgse » 70%2 fiE ~ 50%2 fiE & 50 mL » 4c ey 1 -] pF
M No. 1 JRAER > B # > S0mL X BHP > 4e 381 %A #
3 £ 8 & (Syringe filter, PTFE 0.22 um) » {8 o & 4 10 pLji » § ki 7
10 % 47 R(HPLC) » 12 #7p| #8% s € & 2 B ST S < % & ff 5
Bl LR EF PR o

(Z) REXPPFRER
WEEFLB- A T A(B ¥ 20 B 8)5 > & I 'ﬁ;B’»OZg’ ® 100
mL F&FLY > BErr4e » 70%2 f% 50 mL > Sefiie J8 15 248~ 1 [ FF ~ 2
N3 PE S4B A frti No. 1R AEIR » Bl #H » S0 mL 3
BHLY 0 4o T0%2 BRI % R 0 453 f 8g(Syringe filter, PTFE 0.22 pm) »
T o &4 10pul i » HPLC » FE I B E B/ -

(Z) HREESB R
B REAIPAR A S0 54 2.5 mg 0 4e 10 mL 50 70%¢ R A F 1 mL
7 B5 5 250 pg %,‘—% W BR 0 0 70%e AR D 25 pg/mL #
A ARE SR

(2 ) &3 R
BRI A SR AGES 20 )9 02g > & 100mL FlAS? - %
FE4r » 70%¢ fE 50 mL > 4vgrie w1 o) BF s 2 Eris 02 No.l g i g o B~
e A~ 50mL F BFLY o4~ 70%2 BB T % B 33 £ 18k (Syringe filter,
PTFE 0.22 pm) » @ -

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

”%ﬁﬁﬁﬁwfgmﬁé%%fﬁﬁgi,%@o

(=) hEs
Bree o0 B AR 08 % 5 % i £(250 pg/mL) 14 70% 2 fE AR
F 3B LHA Y 1255100 50 ~ 25~ 10 ~ 5.0 pg/mL coff 8 53 % o 1
iRk £ B 10pL A w)ii ~ HPLC i 7 28 A 45 4 » ﬁ:_gw A
(y i) frik 2 kR (x )it Ty fF > £ REFR IR 2250y = ax
+b M Rl R® -

(=) #H% R
T B R 25 pg/mL o2 $FRARIE SR R il ek S 4 1
AR G S dptR o RO EIERL -

—‘t‘é
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(~) EHBE RS

1.

2.

M Bl - 7 B IREER A R X REE R SRR K S T
FELE S B R SR R UIE TG R0 R
MAREAREL o

R B - 17 L LREE R A o x LRESFHHE S WA S 8
L B 0 AN 02481624 ] PEEFRPI L TR S
Herd % o ff S apte o RO Ap R L o

cHe

JET S

(1) BRHRE 2 E1&"UE%

1.

2.

i ipl1% *Y(Limit of Detection, LOD) : #-¢ svjk & 2 #3573 % 7 474 -
HOIUEEIE S 23 B kR 0 (T 5 BREITR P E -

% 2 #&'Y(Limit of Quantification, LOQ) @ #-2 Fvjk & 2 %1 &3 i 7 974
Forumggent Z 21001 F2Z kR 0 (T 28 RUGTE -

(+) FhewjaF gk

Beo oliF TH G RO RESEHE A S 60 F P ERAERH02 g

?
A be ~ 15 mg PR B TR SR REE D EEITRIC

(+ - ) HPLC » f7if i+

1. k45 ¢ + ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pum)
2. ¥%&pIAE 1 UV335nm
3. ;i ¢ 1.0 mL/min
4. R R 1 35°C
5.2 ~% 1 10uL
6. # & 4p -
¥ & (min) v A% (%) 1.0%¢ p&(v/v, %)
0 35 65
40 35 65

(+2) 483 g 2&fEHz 2Rl T

P10t B ISR ke SRR WA 2 2 WA REFRR B 10D
A3 44 0 HPLC: #7180 T 3ol 8 6 ff i i [ 2 3035 5 5 207 5 536

FAGE
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(+2) Xtk &2 UPLC K 47 i i

1. & 47 ? : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥ RIAE UV 335nm
3. ;i 0.4 mL/min
4. FHER :35°C
5.0 ~% 1 1pL
6. # & 4p -
¥ Y (min) ? A% (%) 1.0%¢2 Ba(v/v, %)
0 35 65
10 35 65

13
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(- ) &% 595 232 HPLC & {7

AU

VR T PR 12,92 A &R T B SR S (- ) o

0.50

-

0.40- LES S X‘fﬁ'
0,305

e

0.1 oé

0.00 ]

T L S e L B B B B B B S B B
0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

Bl- ~ 55 THIRF &%k 2 HPLC & 17 B

(=) 7 &2 E &K &2 HPLC K 17
WF G 12.80 A 4BAN T LK EFE MRS B THAE (RS ) -
BHRIHAPFR) S 7360 5 £ FF (D5 1130 355 g * (& fp o

AU

T T T T
35.00 40.00

0.10
0.08; E”% ‘Z-:EF
0.06; /
0.04;
0.02;
O.OOE

0.00‘ o ‘5.(‘)0‘ o ‘10ﬁ00‘ o ‘15.‘00‘ o ‘20.‘00‘ o ‘25.‘00‘ o ‘30ﬁ00‘ b ‘35_‘00‘ T \40-00

Minutes
Bl 7 &2 EFH RS2 HPLC & 17§l
(Z) BB EFPFEEFTR
= B el

70%2 f > seaim nAJRIE R T 5 & LEHE R erEng
el

BOARL AR AR S % 0 B T0%2 FRe s n AR L B F B o

- N F REBEEIER

% T B H AR G A B it 5P
70%e B% > A2 H kIR F 1252613
50%¢ % > A2 H kIR T 1188197
70%2 fig > 4o g i 1324658 \
50%2 fiE o 4cFhiE e 899103
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(z) BEEPERER
BRI BRI | ] PPN S

BH g G bt o A
CHTFIHEPR 2 FPER AR REI ) ARG EIER -

22~ TREF e S5 PR R

be B IR A H A E G AR
15 & 45 1183356
1] p* 1334361
2 | pF 1329105
3] pF 1315899
4 | pF 1311846
() %%L@r‘%—”i FHteE MR
Pk RTIR ZHOMRE P AT G ffF BE(Y) T I i
E_f‘ﬂ vﬁz; 4 y=32191x+17491 » R*=0.9997 > & 7 ;E B & 5.0-125 ug/mL
3 LEF SR R(BZ) o
4500000 P 5
4000000 | A
3500000 - y=232191x + 17491
w 3000000 F R2=0.9997
W< 2500000
S 2000000
1500000 |-
= 1000000
500000 |
0 1
0 50 100
P Ei(ug/mL)
Bl= M3 352t
32 " HELTHZEBERS 2N
HERAEE 5 Jk & (ng/mL) v o A5 R?
LiE S 5.0-125 y =32191x+ 17491 0.9997

A% E% T > fI* HPLC 28 iF ¢
2 APEHREZ 5 0.09% >
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(=) EAF B2 GRS

FoERMT o FI* HPLC ® &2 hE k2 g THELH L
2 AP L L 2.69% Bk i PR R TP S ﬁ”.124 TR R
T2 ApEIREL 0.96% F1 LR 0 FHTT BR&A :_T;g 424 ) pER
o Blas LR o
() BRNHERIE T 3 " GE%
IR A H M RHELE 1.0pg/mL(Rle ) L& S 4.0pug/mL(BT) -
0.0107]
0.008;
0.006% y”% 'Z“_‘ET“
2 0.004-
0.0025 /
o.oooé DLMM\.MWMMWWMWW
_O-OOO.OO‘ L ‘5.60‘ L ‘10ﬁ00‘ s ‘15.‘00‘ ‘ "\‘AZOﬁOO‘ L ‘25.‘00‘ L ‘30.‘00‘ L ‘35.‘00‘ L ‘40.00
inutes
RBle ~ 295 252 §R1HE K 47 B
0.0307
0.020;
] LS

0.010—

™,

0.000

T L B B T o B By Bt R B
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00
Minutes

W - 9F 5L R 5

Fw o~ LA REASYT

W15 . SR
kR R.S.D. (%)
#BE (=5 25 pg/mL 0.09
g4 (n=5) & &% it (No.10) 7 69
L (n6) t 53 it (No.10) 0.96
W RE (n=3) 1.0 pg/mL ;
TE &' (n=3) 4.0 pg/mL -
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(4 ) G dew fo sk
T TH TS e v e B 92.7% 0 ApHIEE L 5 2.96% -

+ A

2T TR EHGAw LF

ot BHHFL | 732 | rE | BIELE | PfF | TEPF | RSD.
o (8) (mg) (mg) (mg) (%) (%) (%)
1 0.20 1.5491 1.5 2.9522 | 93.54
2 0.20 1.5491 1.5 3.0023 | 96.88
3 0.20 1.5491 1.5 29122 | 90.88 92.66 2.96
4 0.20 1.5491 1.5 2.9321 | 92.20
5 0.20 1.5491 1.5 2.8963 | 89.82

() 247 B2 REEHZ ERIT
10+ 2L 2 3 BRI LR (FTf F)dod » 97 B g
5 0.706-1.231% » Sk L EFHI 5 A B THE £ 7 #5502% -
Tt B DT B AE 3 B T Y 5000 (R R E S 7162)

e

2 AR LIRS LRI 2
L

% 11 Y%L (No.) T EE 2 (%)
1 (NC) 0.934
2 (NE) 0.879
3 (NF) 0.988
4 (NH) 1.013
5 (CF) 1.196
6 (CH) 1.148
7(SB) 0.974
8 (8O 1.231
9 (SUI-B) 0.875
10 (SU1-D) 0.706
TIZESD. 0.994+0.162
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(+- ) THEFH 2 HPLC 4 ¥ Bl et =
Po10 #47 B X EET R SR

410 pL itk » i 7 HPLC 45 &

100

0907

0807

0707

0607

2 0507

040

0307

0207

0107

B 2% crup) 7o
1. & +7¢ * ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. % B4 E - UV335nm 3. sz ¢ 1.0 mL/min
4. FHER 135°C 5.~ F 10l
6. ##4p :
% F¥ (min) & 3 (%) 1.0%2 Fa(vIv, %)
0 17 83
15 25 75
30 25 75
LiE S

10

T
10.00

T T
1200 1400
Mnutes

T
16.00

T
18.00

T
2000

Bl= .~ 10 #+ X4 F 41 2 HPLC 35 = Bl3¥

18
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(-=) %5 ﬁ—;f 532 UPLC &
WP 2.68 4 ST TR SR S il o ()

0.60
- z ¥ A
] 3’“‘;«"—‘51‘]
0.40
S
> V
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

W= ~ B THEE Sk 2 UPLC & 47 )

(+=) # & XiE® Mk &2 UPLC 4 47
SRR 270 A SAM 1 X ER R S B T (B )

0.10
0.08
- "i At e
] L P A-t‘]‘
0.06]
2 ]
0.04-]
OIOZM]\w_A/\_A/\
0.00
T 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

B~ B 8 L &2 UPLC 4 47 B

%

(Lw) WEaHmhFt AT g8

A+ 3% D CHigOn2 5 A+ & 1 462.36 5 3 8L 1 235-236°C 5 § ¢ 4 &
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(+ ) 94 54+ 'HNMR F3#

Scutellarin_DHSO_S00 2021/16/22 (YHC14-3)

~ e  r man=a NDONPEENOL NEDEN NG NN AT T euon YT
N B K SHLSENSRSGDaaCc nensomn SNNOmRD T o Sean
N @ B e B ESaaaa 2eTcannam® FITTT
:; = B NAMANA RSB EEGEE D PRRPETTOOANENEN OSSN

B4 ~ #§ 54 'HNMR B 3% (DMSO-ds)

(+ =) 5 53¢ BCNMR R3#

Scutellarin_DHSO_600 2021/10/22 (YHC14-8)

] g IS EE 28 & % §82 8 EE RS 3
g s g3 gz 5 5% === = grds 5
R o1 177 V1
|
|| ‘ i |
T T T T T T T T v T T T T T T T T T T
180 isn 140 120 102 :31) 60 40

R+~ TFg B BC NMR )z (DMSO-ds)
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(+ ) T T HH ESI-MS B #

D:\Xcalibur\...\2021\YHC 14-3-3 10121121 17:43:13

YHC14-3-3 #74 RT: 0.72 AV: 1 NL: 8.30E7
T. FTMS - p ES| Full ms [50.0000-750.0000]
1004 461.0746

85 [M-HJ

v

~N o »®» ©
o ? & S
st D

[EETHT

g 223
I‘?HIIIIH

Relative Abundance
& &
o bim

||ﬁ>|||ﬁ‘\m‘?m [

462.0778

460.0683

- NN W W N
hfthi
1

3

g
AT

4450793 453.0769 \ 463.0800 472.0853 483'f562 494.0470
T t

o

409.3663 415.4997 . "

LA SRR R R T oo T T T e T T ™ T T T 1 T [ T T T T T LI |

410 420 430 440 450 460 . 470 480 490 500
m/z o

B+ - - 5§ T ESIMS B

anharst

S~
Q
(=]

(+4) 2§ XHFTIR Bl

454
404
354
\‘1
0
30 (K
HiTo
! Pl Esg
i tho
25 j E [ §§m
@ / AN IR
2 « i | :_\\
o] e Lo,
E 209 € R
g Al S
© 5] e ©
= 2 oo
ES 1584 bl ; - N
| <
; 2
10+ i =
o1
Pl e
/)i E
5| AN AN
1 g [/l
™~ ~ = <o
> B S ¥
0+ N NI
~goes
] 5
®
-5
i
4000 3500 3000 2500 2000 1500 1000 500 |

Wavenumbers (cm-1) i

B+ = - %% S HFTIR Bl3#



(%) 5§ FHAUV @3

12.883 Peak 1

] 335.1
0.16—|

0.14—|
] 281.4
0.12— 222.1

0.10—|

1202.1
0.08—

AU

0.06—
0.04—

0.02—

0.00—

T T T T T T T T T
200.00 220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00
nm

g]__l_

It

W TH S UV W

S ) WETHGE RSB

- BEFLHOE T 43 (DMSO-de)*

position ou (600 MHz) dc (150 MHz)
1 - -
2 - 164.1
3 6.81 (s) 102.5
4 - 182.3
4a - 105.8
5 - 146.8
6 - 130.5
7 - 151.0
8 6.98(s) 93.6
8a - 149.0
I - 121.3
2°,6° 7.92 (d, 9.0) 128.4
3,5 6.93 (d, 9.0) 116.0
4 - 161.2
17 5.20(d, 7.2) 100.0

22



27
37
47
5%
6”

2”-OH

3”-OH

3.37-3.41(m)
3.31-3.35 (m)
3.40-3.43 (m)
4.01 (d, 9.6)
5.47 (d, 4.2)
5.25 (d, 4.8)

72.8
75.2
71.3
75.4
170.1

4(Multiplicity, J in Hz) in ppm. *interchangeable.
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4 % 7 : SCUTELLARIAE BARBATAE HERBA
# < ¢ ¢ Skullcap Herb
A& R A& G BA5F Labiatae 1847 £ < i Scutellaria barbata D. Don 2_ 5z % >
j;‘o
- 32
(-) B &3 [F222 1487 #2525 2021)
—BAEH R 1.0g 4 ” R 15SmL 423 AT 30 4
& 0 R 0 BRIk TSR &SRR
[552 2] (¢ #1432 fe@EBL 2020) v
—BAEH R 1.0g 4 ¥ E 30 mL > 423 AT 40 A&
4 B R AEIC 0 ARG T BRI mL R R 1T 5 ik
FibiR
[57223] 4k EHFEE 2 P)
— B AR 1.0g: 4P AR 10 mL A5 AT 15 A
& 0 R 0 BRI TSR &SRR
(=) #mEHA PF %% (Apigenin)te " il A& 1mL 7 0.2 mg 3% »
R T 5 ¥REE R -
(=) #& & +H HPTLCsilicagel 60 Fas4> 10 cm x 10 cm ~ 20 cm x 10 cm
() B B & [EBEHII(LHY FL 52 x2021) (457 FHiEE
Fwp)
—- % "% PR PR (10:0.5:0.5)
[Em& 2] & (¢ 24 XX {cREL 2020)
—T F ooy TR (31301
[Em#3)(p ARV
— P F ey i pAm TR (10:2:2010)
() B2 B # 10cmx10cm~20cm x 10cm
(=) E B OERREALTIE ISA4m P 7ER > ERIEHEScm -
(=) B4 &AM 1 5%= & 4Rk (AICI/EIOH TS)f 16 » B 3% bk

(365 nm) T & AR ©

24



S FREBRZRARRE

F 2% p# :110/09/27
AP ¥R A RH) : 58%
B (RT) : 24.8 °C
[(EEA3)(pFRE)—" ¥ efefy i pm: "k (10:2:2:1)
—HPTLC 5%= % f“48:8% &g 4 {3 % *b £ (365 nm)& !

P ¥ P
1-2-3 7 %% (0.2 mg/mL) 1-2>5uL
4,556 wEBR3[F522 1] 2>5-8uL
7>8>9 Eizir 3 [5F532 2] 1>2>5puL
10> 11> 12 Va3 [F532 3] 2>5>8ulL

25



ERBRARER

F 2% p# :110/09/27

#0445 & (RH) © 58%

B A (RT) : 24.8 °C
[BmA 145 L 5 R 2020) (457 EHEES e p )—= § 7
®EE D RAE (10:0.5:0.5)
[5502 2] (¥ £4 a2 fe@ &L 2020) —HPTLC 5%= # i* 48357 &g ¢

xR
(8% b (365 nm)k 1 (F & Ry 5 0.14)

A

[BBH 2] (7 #4 AL foRBL 2020) —7 ¥ e e fig: 9/ 3:3:1)
[552 2 2) (7 #4422 oML 2020) —HPTLC 5%= % 4538 b d {8

bR (365nm)Hk I (F ¥ & RrE 5 0.64)

26



[EmR&3)(p FRBF)—" F e pmr: " (10:2:2: 1)
[55=022) (7Y 4 A5 {vREL 2020) —HPTLC 5%= # i 4538 8 ¢
8% vh k(365 nm)tk 1(F F & R 2 0.36)

N

1 : Blank
20§ R

34 &FBR3
5 Spike

FRAF AR I [FE 2 2) 2N g R F 2 [ERA3) ER - FF
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1O T 28] 3
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T % % (0.2 mg/mL) 9-10 &% % 4 (NH)
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