il
(SIPHONOSTEGIAE HERBA)

pal < 2\ Y 1 (OO 2

I Bz 2 - TR 2
SN BEH BRI (B D e 2
O E R BB (B 2) e 2
T~ R R BEATEE ] (B 3) it 3

AEBIF W HPLC ... 10

v REZ T Heeecee s 10
SR BRETZE FER R IR s 10
% % e 10
T % BT e 13

e BSOS 23
TN EEEIE R R B PIIR e 24
-0 O 25
= L - 27
N Pl e s TR 28



A F = Ml

- N EBHEES FT

FeB 104 %A 2o @ v g AAM A pdR2? Fprg £80

L

Wi

FOREHRE BRI E L EH S AP F R

I S EHERKBE (WD)

In

—i=
pa

b

t

g1

|
A
2
=

¥ #H ¢
R
2ot
B R

AR FE

SIPHONOSTEGIAE HERBA
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FrclaiEd 0 ?5%%12 R €(1999) - ¢ &HW??# k) AL B 8
o h#D D FrtaiEd F0 FELR 2199200
FEARE2002) 7787 BEAE =K o tqx - F 1 EARA -
118~127 E -

W2 P~ 2 (L 5%)(1995) ¥ * P ERSAERTEFT F-F o

MAFHCEE I R F P G E T RAL - 759825 T
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A ¥l F+® HPLC

-
AT ERLE P B AFFRER L 104 o

CREBZETER

(- )HPLC ®RE 2 k47 ¢ 1o
Agilent 1260 series > ¢ 7z Quat Pump (G1311B) ~ DAD (G1315D) ~
Autosampler (G1329B) ~ Column Oven (G1316A) ; % 45 ¢ + COSMOSIL
5Ci8-AR-II Column (250 x 4.6 mm, 5 m) o

(=) UPLC ®RE2 A 47¢ 4o

Waters AcQuity Ultra Perfermance LC > # 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & +7 7?. 1. Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 um)

1y

CRERERE BRI KR
- ) A
2 % (99.9%)BEf St A TG D P 5 B (285%)BEfi >t Merck ¢
(=) HR#x&
W A B 3% (Luteolin) A »S e i 5 %> 5 L2 P > B & 98%I11 ¢ o

—~ lu

TN E
(- ) R EFPiEiEei
BARB A4 F B 1.0g> & 100mL Fl AR > B8
ber @ EE S T75%T FR s T R~ 75%2 R & 40mL 0 4eFir i 30 A4 0 1Y
No.l o iliEig > Poipie# » S0mL 2 FE#L7 » 43831 %A #3532
8 /g (Syringe filter, PTFE 0.45 um) » {8 o & 4+ 10 uL ;x » HPLC » 17 %7
REFLE R 2B AR R E A G 5 B EARFRTR4

(Z) REXPPFFER
BREAPA TP RGBS 2056 %) 1.0g > & 100 mL Fl &L -
Brrte » ¢ fE40mL > Seftie R 30 A4~ 1) S 15 P20 pF s 4
#rigr4 No.l g iig » P-4 » 50mL 22 % 507 > 4o T2 A& >
# 3 £ 18 g (Syringe filter, PTFE 0.45 um) » {8 o & £+ 10 uL j3 »
HPLC » ¥ iF 15 i Z B ¥ o

(Z) HRRESER
R R nAEYZ50mg 4 10mL «0? <% ImL 7 +
B¥ % 500 ug enif 2 5550 B0 0 307 AR D 25 ng/ml 1 4R AR
10



Zgr‘{"/an °

()t &3k
BB A A AGES 20 58 %) 1.0g> % 100 mL Fl ALY
fer e fiE 40 mL v e Fir R 1] PF 4 4 iS00 Noll Jp iR 0 YRR
#~50mL 2z FBFLY 0 42 @3 %A 0 453 £ B/ (Syringe filter, PTFE

0.45 pm) » 8 -

(1) plEiz
A B Er G B S BB AR A % s 45 &A% 10 ul > 2~ HPLC » Bl

TR AT AR AR P E o TE

(=) kE®R
Brpex Beoh B A AR S0 % i B (500 pg/mL) > 127 EARR S 2
ABEE AL 250 ~ 125~ 100 ~ 50 ~ 25 ~ 10 ~ 5.0 pg/mL e 28 503 %
AR B 10 ul A Bii » HPLC &7 38 4 47 1% 58 5.2 i
By ) friR s kA fh)iE AR F T RFRERL 2 RSy
—ax+b &gk AH R

(=) HjAEZF%
oA BEEE S 25 ng/ml 2 SRR SR R ek S 4 AR Y
F A G ff s gt RAPEREE L o

(~) EARERTR%
R e
L EEE SPARFREHR SRR ERPIE NAET F5Z E(%)
,a#ﬁt@%’ :1'«"#?%%‘1—%‘
2. R - F AR FRES R MR REHE ARG
g aE fgizxé%ﬁ%ﬁw,p,,z v AR 0~24 824 ) PRIEFRPIE >
ARF g & gtk ROAPEHEREZL -

(4 ) MR IE T 85" G85%
1. 15 J *I(Limit of Detection, LOD) @ #-¢ sk & 2 &8 .02 7% ﬁ?ffﬁ ,
Forrmg el S =3I PF2 kR > TE BRI IE o
2. % er?;“\’(lelt of Quantification, LOQ) : #-2 4wk & 2 {52 573 /% 7 474

0 E R A 2100 PR kR 0 (TS REHEEE -

() i e v fe 3%
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Pol v BEF Z EOMAFIFREHE RS B & EEEEH 0.5

g AWt » AR F 1.0mg e TR SBREE S ZEITR T

(+ - ) HPLC & 7% i*

1. & 47 *g : COSMOSIL 5Ci3-AR-II Column (250 x 4.6 mm, 5 m)
2. ¥Rk E UV 349 nm
3. ;i ¢ 1.0 mL/min
4. FHER 135°C
5.8~ 110l
6. #HAp -
P B (min) z 3% (%) 0.1%#&4 & (VIV, %)
0 30 70
15 30 70
25 100 0

L) 2 EARIFREN £

PlO3® BARIEREH KB SARAF T 2 WA KSR L
10 uL i 4 3 4572 » HPLC » #7{8 T 3o 4% 5 ff 244 1 2 383 8 & A
LR E IR I

(+ =) *5Fr T2 UPLC & 470 i
1. B +7 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥BAE UV 349 nm
3. ik 0.4 mL/min
4. FHE R ¢ 35°C
5.0~ % 1 1pL
6. # b 4p
P& & (min) z 3% (%) 0.1%#5 fis (vIv, %)
0 30 70
10 30 70
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EQIREY 8
(- ) &5+ 8% %2 HPLC & 17
WETRERT 102 A AT AR K F R A (Bl ) -

250 —

200 AR E &

—— T — T 71— —r— T
0 25 5 75 10 125 15 17.5 20

Bl- ~ AB % 2% 5522 HPLC & +7 &

(=) % &2 8% &4 &2 HPLC & 47

TR 102 A AT MRIERE ST ABEE Z A (Bl ) A
EXFA8FRE 3.6 FF (D)7 11395 f i * & fp o

— — 77— —T— T
7.5 10 125 15 1756 20

en -

[i] 25

Bl ~ 7 &#PFie S22 HPLC & 17 B
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(Z) R EXBIEEER
PTG AP E LB R AR R 6 Akt 0 A

= N BRI

7B W AEXFE A% S f b e
v A% 1669.9
75%° f% 1473.4
o fi% 2070.7 N
75%¢ f% 1836.2
() ARG EBEFRFER
BERETEB L ETEART R E G B 0 RA  BA
BX 2Pz FPEHSFH] ) FIETIBER -

A rEFRRESPER TR

s i KX F L S A b h 5P
30 4 45 1876.1

| ) p 2154.5 v

1.5 ] pF 2059.8

2 pF 2099.3

(I) FRBEEAETFRESN
ErARERABTFOHE D A1TAE 0 05K BE(Y)TE D R
AR 420 5 y=41.915x +21.806 » R2=0.9999 » & 7%}k & % 5.0-250
pg/mlL F L4 R R(Rl=) -

B Z

12000 |y =41.915x + 21.806

10000 - R2=0.9999
¥ 8000 -
S 6000 -
iy
4000 -
" 2000 -

0 - : : : : : ‘
0 50 100 150 200 250 300
& B (ug/mL)

Bz~ ABET 22 k¥ AE
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CARER R RE A S
HEREE & ik & (ug/mL) M w o A5 R?

ABE A 5.0-250 y=41.915x + 21.806 0.9999

() MR ARER
PR > I HPLC 2 &£ iF 2 ar R R 245 > AR L 2 H B
B2 AR L L 027% 0 ek S * & R oo

(=) £ a TR
FkEEMT 0 1" HPLC R R i ehE 42 > AEY 3 €47
Pz AR L 5 273% 0 A kAL BB RPN o ABRE E A 24 ] A
R RUAPEIRE L 5 046% > 1L 3] > F47F REAILF &
24 P FER R E o BlE S A LE

(~) @ pE LS 2 B R
A B R £ B S 0.025 pg/mL (B2 ) > T8 4&'T5 0.1 pg/mL (BT ) -

mAU ]

0.4

oo AEF 3
s

/

o

]
a]
o]

-0.4

05

T T T T T T T T T
25 5 75 10 125 15 17.5 20 225

Bz ~ A BRI %2 8 R1ELE 17 B

mAUT]

AR R R

14 /
0.5

T T T T
(4] 25 5 75 10 125 15 175 20 25

BT~ ART 22 2 815Uk 170
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2w o~ LIRS AT
|

W iplIE P X F
R R.S.D. (%)
() 25 pug/mL 0.27
LA (0=5) | # &%k (No.8) 2.73
T (0=5) | & &% iR (No.8) 0.46
% (n=1) 0.025 pg/mL -
T_F 1%'Un=1) 0.10 pg/mL -

(’L) 4‘3'}'1(—1 Fé‘%%
ﬂ\@df%lisqmw’d‘ 5 101.0% > AR R E /L 5 3.62% (£ 1) -

FI v ABE FZRAvE TR
ey FEHE| 238 | 4rE | BEE | wiF | TivwfcF| RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.50 0.977 1.0 2.003 102.60
2 0.50 0.977 1.0 1.951 97.40
3 0.50 0.977 1.0 2.050 107.30 100.96 | 3.62
4 0.50 0.977 1.0 1.973 99.60
5 0.50 0.977 1.0 1.956 97.90
(+) 287 &1eFrg ZRIT
10 A FF e B2 7 BRITERECRF oA = 90 > AREEF
17 B 5 0.145-0273% « ERMFIFHERH R EA L A BT F 005 2
F Y 0.06% o T E Bk A B EF R E B R M0 5000 (R F B
% 11000)
A LB LARF R R AR g £
Ft e (No) | *BXFzE(%) | FHHm5ENo) | AEE %7 £(%)
1 (CA) 0.253 6 (SC1-B) 0.145
2 (CB) 0.235 7(SUI-A) 0.273
3 (CF) 0.184 8 (SU1-B) 0.220
4 (CH) 0.192 9 (SUI-C) 0.195
5 (NF) 0.221 10 (SU1-D) 0.220
T 35E+S.D 0.214+0.034
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(+-)

1750 +
1500 H
1250 H

1000 H

I

A F1F ) 2. HPLC 4 & Bl 3% i =

P10 $47 §AFIF R &3k & 10 uL i 4k - 217 HPLC 43 2 ]

. k47§ + COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5
. Rl & UV 349 nm

FHER 35°C
#Hddp

m)

3. ;i ¢ 1.0 mL/min

5.4~ 110pL

P B (min)

5% (%)

0.1%#5 it (VIV, %)

0 30 70
15 30 70
25 100 0

I\ 7
.n"lr\-_ . — — 6
|I.I II I
) |__"I\,_ o N . B 2
4
J . — S — - PN
I.III n
JII |1|||_ 7 rIL\\__ o ﬂ'll II" — 3
|
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| || l;lL M B 2
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(4 =) {88 54 B¥ %2 UPLC & 45

WETERT 184 AEAE T AR B LS (B

0.60
: B Z
0.40
S /
< o
0.20+
OOO 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 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 7.00 9.00 10.00

Bl-= ~ A B¥ %4855 %2 UPLC & 47§

(+=) @ &AFF&ik &2 UPLC & 47

NFEFTEF I8 At AR E RS ARET RS (RN

0.40
0.30
] B R
2 0.20+ /
0.10 u
000;; T T T T T T T

Minutes

B~ 3 82 EF e 52 UPLC & 45 )
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(+=) »BEX 25 "HNMR BH#

mmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmm
qqqqqqqqqqqqqqqqqq
NNNNNNNNNNNNN

NGNSy @

uuuuu

—12.962

|

T T = T T —T T~
7 6 5 4 3 2 1 ppm

g
1.06 1.00
2.03 1.02 1.00

Bl4 ~ * A% % 'HNMR Bl:#(DMSO-ds)

o

T — T T
13 12 11 10 9

L
0.39
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(+-=) AEX 3 1 3C NMR Bl 3

g 3288 €8 SEEE 853 8 IRESESE
EEEERNE E I 3333393

Ui 71 i vl ¥

1] ] I

l |

T L) 17 T L. 7 T T T ¥ T T T T T T LU 220 T D S S T T
180 160 140 120 i00 80 60 a0 20 ppm

Bt~ A& ¥ % 3C NMR B :# (DMSO-d)

(+~) »B¥ %5 ESI-MS Bl

Luteolin_211207142509 #158 RT: 1.58 AV: 1 NL: 1.02E7
T: FTMS - p ESI Full ms [100.0000-1000.0000]

15 285.0415

[M-H[

, /

Relative Abundance
Lo

286.0449

283.2654
Raaa i 209.0572
260.8838 266.%595|2;(L0500 281'2.498 | [287.0470 2049543 | 305.0831 314.9069
GllllllIvIJIIII.1IA\I|IIII|II!K1¥|I\I1I7|I|I[leII]|ITI[IIII]IlII]
260 265 270 275 280 285 290 295 300 305 310 315 320
m/z

B - ~ ~BEF S ESI-MS Bl
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(L4 ) ~BE3FTIR B

%Transmittance

| \ ‘\\ !
/ \ \ \
) A i
20 | f al\ 8
/ | o' o
[ | \ 221\ 8 \_
15 / e \s g \ \ T @
I - \ Lo T ™ ]
;] (v \ \ S 2 ®
10 § . & |\ | 5 £
~ N -
8 \‘:_* § -
54 - s 3
g -
0
4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

BlL - - AB¥ %5 FTIR BlH

(z+) AEX 50V Bl#

Abs

: 207 nm

T | nm
200 250 300 350 400

B+ =~ &ABEXZ5UV RBH
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- ) AERFE R F R

3=~ ABEXEE - AL E =8 (DMSO-ds)?

position 1 (600 MHz) c (150 MHz)
2 - 163.9
3 6.65 (s) 102.8
4 - 181.6
4a - 103.6
5 - 161.4
6 6.43 (d, 2.4) 98.8
7 - 164.2
8 6.17 (d, 2.4) 93.8
8a - 157.3
I' - 121.4
2' 7.38(d, 2.4) 113.3
3 - 145.7
4' - 149.7
5' 6.87 (d, 7.8) 116.0
0' 7.40 (dd, 7.8, 2.4) 119.0
5-OH 12.96 (s) -

4(Multiplicity, J in Hz) in ppm.
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A EF® TLC

: SIPHONOSTEGIAE HERBA

- Chinese Siphonostegia Herb

Bt~ &% % %4 Scrophulariaceae 12 4~ £ {7 ¥ Siphonostegia chinensis Benth.
ZicREE o

() & B3R [FE2211(12%° 22 52 R2021) (2 #4 A x4

sl by

Ve

~ o~ o~

R #2 2020)

— B ASB A 20 g 4" 20 mL o A2 4R T 30 A
45 0 WEig 5&?&5)%3%;1. §¢ 0 A A% P R 1 mL i€ 273 f% >
TatRaiBiR o

[F5=22)(p FRE)Y

— B ASB A 20g 4" f 10 mL > A2 4R T 30 A
4 BiR o PRIk ITERSAIR

) HBRZEHE B"7")5‘.——“1-'%(Luteohn)i%JrI%”f“l—?‘4 w4 T R A E 1 mL
it 7z 1.0mg e3> 185 HBREEZAR -
) E K HPTLCs1hcage16OF254’l_Ocmecm\EcmXMCm
() B B & [EB#1)(L%° £ 52w 2021)
S F9 U (20:4:08)
[Em#2)] B4 (P F4 2 {fcREL 2020)
— Lo TR (540 )
[Em&3)(p "RV
— v oL iR T (1053300
) B B # 10emx10cm~20cm x 10 cm
) B B OERREALTE ISA4m> HTER > BERIEHE Ecm -
) B &AL 1 5%= F (Y 4R R(AICK/EtOHTS)Y 75 > b 40 s » B30 %

b (365 nm)T AR o
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S F2EEZ RRBRE

F%p o 111/01/11

10 4i% A (RH) @ 42%

£ & (RT) : 22.1°C

(ERH3) (6 FRE)—" ¥ oo am: @ 10:3:3:1)
—HPTLC 5%= # i 483 ;% 5 ¢ 15 % b (365 nm)H#& !

Hn¥ - A LISER o
1253 A B % % (1.0 mg/mL) 1>255puL
4>5°6 a1 [F522 1] 1>2-5uL
7:8°9 Wl [552 2] 2:5:8uL

ERFZ 2RBFE2LRSBRY G ARERIREEAETE > TS 2
o kARG oy [Fe2 2]
ERBAE AETZ 20l &R [FP2 2 2] 50l -
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= RN RER

FEep H o 111/01/11
A% & (RH) © 42%

B & (RT) : 22.1°C
[ERA 1)L %Y 2L 52 R2021)—= % "% P " fE (20:4:0.8)
HPTLC 5%=

N

(5352 2] (3 FRA)
B(A BRI E RAES 0.73)

[EmA&2) 24 (¢ 24 XK {eREL 2020)— F o e "k (5

4:1)
[33=22) (F AR %)
BA(AETF RAES 0.62)

HPTLC 5%= & 1* 4538 854 {5 % *} £(365 nm)
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[ERH3)(p"BE)—" F oo A " (10:3:3:1)
[55~22 2] (p 7 F % )—HPTLC 5%= % i 4R/ &8 4 15 % ¢ (365 nm)k
(A BEEE RE S 0.44)

1 : Blank

20 AR #
34 Rl
5 : Spike

ERBE AR [FE 222N o np AR g [ERAZ) BER - AR

T2 RBED o AR TR R FEAL kET AR [ER
#3) e
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P RRS SER
F o p P 111/01/11
1408 & (RH) © 42%
i & (RT) : 22.1°C

(EmH3)(p FRE)—" ¥ oo fp: " (10:3:3:10)
[52=2i22)p FE#)—HPTLC® [%»=22)p 7#%)—HPTLC %
Lk g ) *b % (254 nm)#

[55= 2 2)p FE%)—HPTLC % [¥2>:2 2] (8 FE%)— HPTLC
“h (365 nm) i ) 5%= & it gERiR B d {2 v k(365
nm)iz 11V

1 : Blank

20 AEY
304 &EBIR]
5 : Spike

ERBLE N 5% & M ARERIRAE S (S K b (365 nm) T kAR 0 BT R

RS AL -
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I~ EFREHESRR

F %P 111/01/11

1 $HE R (RH) © 42%

8 & (RT) : 22.1°C

(Em#3)(f FRE)—" F:efefa M " f (10:3:3:1)
[55~=22) (p 7B %) —HPTLC 5%Z= & 1 4532 38 ¢ % ¢ 3£(365 nm) s

ik
Blank 708 ¥ &3 % 3 (CB)
* B ¥ % (1.0 mg/mL) 9,10 | ¥ &i3i% 4 (CF)
3:4 ¥ &% % 1 (NF) 11-12 | % &% 5(CH)
556 ¥ &% % 2 (CA) 13 Spike (& &i% % 1)
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BERA3)(pFRF)—" ¥ e el A T/ (10:3:3:1)
B2 2] (f 7 3) —HPTLC 5%Z= & i 4R B8 ¢ ¥ b £ (365 nm)¥

1 Blank 78 th &% % 8 (SUIB)
& B ¥ % (1.0 mg/mL) 9> 10 & &% % 9 (SUIC)
3:4 |t &i%i% 6(SCIB) 1112 % & % 10 (SUID)
5:6 | &%k 7(SULA) 13 Spike (¥ &% i 1)
BHBER NP ARF2Z[ER22) R 2 AR P2 [ERR3)ER

MR Ak B R R 0 0L S%Z & ARIERARS 15 0 At ¢ & (365 nm)
T RALERE
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