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: VITICIS FRUCTUS
: Shrub Chastetree Fruit
D& G B LY f Verbenaceae 1547 & 5 Vitex trifolia L.2_ 52 % =
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1. %4
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A il Tk Lme > HBETR T AL RS0
T4 2~55]5 % ¢ F iR o

BE O QREEFEENL2d B RS e ERA 0 o
B pA il o

3. A Al BRI A A

nE A

AHK T im0 BER > GUEPIRT MW 1 5 3N RSB

@’ﬁ?fﬁ;??‘ﬁ—ﬁkﬁ?—l SRR A pER o

T~ FHE K RKEY (B 3)

1. A~k

*iEAHE o

2. FlmYERES A, S R RS A AR R iEA) ) )R - 0 &
30~120 um > % 20~60 pm > B 5~20 um 0 B XA 5 P AR S FUE e
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8 o
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= (2 $)(1986) o ¢ BERE o 1 R L HE D AL 0 427~428 F o
TR~ 3E(L 5)(2020) - AT REHE ¥ T E o 7 BFERPLD KA
401~403 F -
3B2 A (L $%)(2019) © 4 2 SjTig sk o L F FLE BT IURAL © 607~608
'F': o
FREG S FRP (A S99 ¥ * P EHEREEFRCFTEFAL (3 > BT
BYHF =) o dmE A B IURAL 0 594~604 F o
PRESA RS TTR LG B RHRT(1997) 0 P WP B E G FEY
Bl [3] o B LA HNRAL - 176~177 F -
R B HR(2020) - P RFFFEF LS B (F ) o P e FEHTR
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¥ 33 HPLC
-~
PRE R B Lr P BRETFEHE 104 -

CREZETER

(- )HPLC ®E 2 k47§ 1
Agilent 1100 series » ¢ 7 Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; % #7 ¥ & COSMOSIL 5Ci5-AR-II Column (250 x
4.6 mm, 5 um) °

() UPLC RE2 k7%
Waters AcQuity Ultra Performance LC > & 3 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; % 7 ¢ = Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

v ﬁga(99 9%) P % > Mallinckrodt Baker Inc. ; ¢ f%(95%)pL % >t S 2 2 5
ke (85%) pp *+ Merck o

=) HRRE s
% 7"+ § % (Vitexicarpin) k& 1 ¥ % 2305 HRE 98%1 o

T o~ R
(=) & B"//"Q—i—p "
AR 4 2 BTN 20g B SOmL ey ¢ > By
Sen 9 ERT5% Y R R T75%2 fE A 25mL o A2 4R I AUT (3 % 300
W 4 5 40 kHz) 30 4 4 > B~ % i g (syringe filter, PTFE 0.45 um) »
@o&410puL ;i » HPLC » ¥l E 3+ §F 2 ¥ o ff 5 & i

4 a2

% ;"I‘B"/p'k‘f‘

=) REFRIEGTR
BrREFLB-A TR R(EY 20 56 3#) 920 g 3 S0mL g g9 > 8
FeAv ~ ® AR 25mL o A F A IR T a2 (F 5 300W 0 4 F 40kHz) 30 4 45 o
B~ b % i g (syringe filter, PTFE 0.45 um) > ¥ {§ - & £+ 10 pL 73 » HPLC>
HBEMAEAA I 2 I XFZ BRI NENFIFTERI PRI
I S (i

(Z) HRRESBR
i%fﬁ;g"*%ﬁ@’fﬂi?\%gﬁ;i% 1.0mg> 4 2mL ? fiE# =% 1 mL
7R AR F 500 pg P RIRE SR E B 0 £ 0T AR D 20 pg/mL
8



W AR SR

(2 ) &3
WREAEP- A SR RGBS 20 .6 #)92.0g° % SOmL gwd @ - 8
FEde ~ P OFR 25 mL 0 423 3R I AT (# F 300W > 4E 5 40 kHz) 30 4 48
Peb i ATV TR LI FE L FIR LR sH r SO0mL FE
FLP oo 4P AR R 3R 0 43 £ @B g (syringe filter, PTFE 0.45 pm) » {8 o

() plaiz
W FE R P R AR R

R~ W seia R 10ul o ;2 ~ HPLC > Bl = * &
B a2t -ﬁ/;ui"ﬂﬁ £

) ETI"/TEJ o

(=) wER
Wrpx P RARE & & 37+ § F 5% 3R (S00 pg/mL)ig £ > 72 7 FR AR
B>z &w+i%¢J;2%\NO@O%OQO%O%MLm%%%$
Sk o MU F AR &£ B~ 10l A Wi~ HPLC & {7 8 A 47 0 1 $tR1E

52 /J’t‘l’imfﬁ(y%)'fr’lif%*ﬂ—grrwléfi(X%)‘af”‘ﬁf“}‘?ﬁﬁ I
Rz SN y=ax+biphl G#R?-

l“‘b

(=) ¥ R#E%
RS F AR G 20 pg/mL 2 HEEE SR G EE S 4
E‘qﬂ—;—%’i%m,}i%mfﬁ;#pﬂl— j\"l#géf*g;—_—%L

o

(~) EFHE R MRS

LEAFR B33 LR a3 Mk 23+ FHResirEda
FITEURI PRAFEHRSA R BRI NEH IR R T E

(%) # dp 1k » RAOAPEHRE X -

2. EEH B - REAN I BB A REI I EM RS RAS
EEEE I EHB SRR A8 02481624 ] PrieHip
Lo MR AR FARE R st ROAPEREZ o

(1) BHES TS 2 B 455U
1. 1 p4&*L(limit of detection, LOD) : #-2 vk & 2 ’fﬂ—gr‘%%‘ ¥ ETHRTY
ForAmELARA =3 kR 0 (TS BRI E
2. %% #%&*Y(limit of quantitation, LOQ) : #-¢ f\?/féﬁi [
BoTFuagieatt =101 F2L kR > TR 2 ERAGTE -

o

(+) i o fe s ek



o E S E A ROEAS FHEAS B F D REFR G 10
g Aul4er I mL g 3+ 3 4037703 mg/ml) - ¥ e &l
e BT e

(-+ - ) HPLC & {715 2
1. k45 ¢ + COSMOSIL 5Cis-AR-II Column (250 x 4.6 mm, 5 pm)
2. ®BlAE 258 nm

3. siE ¢ 1.0 mL/min

4, ’F? HwER I RR

5.2 »~% 1 10uL

6.4 ¥ 4p -

P& F¥ (min) v A (%) 0.4%&4 4 (VIV, %)
0 60 40
25 60 40
S AAT BRI ER AT
P07 B EHRRSARAT S 2WAARSIR > B L
10 pL i 4 3 442 » HPLC » #718 T35 % 6 ff e ridr | 2 N2 5 5

PRI N S S A

(=) g 4%“*[?U3%ﬁﬁﬁ

1. & +7 ¢ * Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ’fﬁ Jﬁ» 1258 nm
3. swik 0.4 mL/min
4. ¢ %L'm_}i 135°C
5.4 ~% 1l
6. ##4p -
% & (min) v AE (%) 0.4%#mi ik (VIv, %)
0 60 40
10 60 40
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I B%
(- ) HERESTT 35 % HPLC % 14

WA GRER 172 A bAoA R R R L (B ) e

Bl- ~ &5+ 5 % #RIEE 5% %2 HPLC & 47 B

(=) ™ & &35 4 52 HPLC & 47
NHRGER 172 cAEET RS T RS AT F R
(Bl=)e B33 22 ~3FR): 108 = 2 FF (N5 111 54 5 g
R RR o

(Z2) BREEBRETR
MU R LA F AEHER DA S R e A i
—r ﬁg ;’:’ ﬁk [E3 __'_ B&I ‘kﬂ"

2o N R RARIE R E BT
% 4t K 4%%%@@% B it ¥
v A% 774.7 \
75%° fi% 759.1
% 651.1
75%¢ f% 756.5
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(2 ) b 5 P

BERBRTER2IAA CBEIIFTEIPZD(FBF 3T 98%)

22 RIS EHRSSF GG
R S PR W B S
1= 774.7
¥ 2= 25.8
¥ 3= N.D
(1)%%%&&@5’;«?&{ T EZ +ﬁfé_
CSAREREF TR EFXEED AFTAE G OF BEY)TE DD

20.199x - 77. 256 R? = 0.9993 > & 7 ik & & 10-200

T 3
&
%ﬁi‘%ﬁh AN E y
S (R =) o

pug/mL 3 247

4500 - -
4000 S

& ‘
300 1y =20,199x — 77.256
3000 - R2=0.9993

tE 2500 -
ot 2000 -
+ 1500 -
1000 -

500 -

0

0 SIO l(IJO 1;0 Z(I)O 2;0
JE B (ng/mL)
Bz B33+ F22HKE

A R S A i
R 5 ) & (ug/mL) L w b f2 5 R
P 10 —200 y=20.199x — 77.256 0.9993

(=) HHEFR
FEERET JI* HPLC 2 B2 2R 245> R 53 § 2 M %
Bz ARHIRE L S 020% > ok Beif B RPN o

(=) EARaRTLRER
FEkEEBET > | HPLC 3 852 hEf A8 E5 3§ 2 4
M2 pHRE L S 1.55% Bk SLag * & RPN o A R R 24 R
R R+ AR AP LS 1.84% > 2 -] > 975 H
TR 24 R A BlE S < LR o
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S5 AL HEUE R WI - KA F AL LR B R

Ble -~ &
Few ~ LIRS AT
W iRl P B R RRA R.S.D. (%)
#wr  (n=h) 20 pg/mL 0.20
2451 (n=9) t& % i (No. 1) 1.55
rTE  (n=6) % &% % (No. 1) 1.84
BopH&E* (n=1) 4.0 ug/mL
TR &' (n=1) 8.0 ng/mL
(4 ) e wz:,*;:—%%;
B0+ A Tk e w e 5 96.9% PR R L 2.64% (% 1)
23 ~RAFFE RS T F
P BEPHEQ)| 738 | erE | BEE | wigF | TEv S |RSD.
(NO- 1) (mg) (mg) (mg) (%) (%) (%)
1 1.001 0.466 0.30 0.759 97.8
2 1.001 0.466 0.30 0.757 97.0
3 1.000 0.466 0.30 0.746 93.6 96.89 2.64
4 1.000 0.466 0.30 0.753 95.7
5 1.001 0.466 0.30 0.768 100.5
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A= > e

(L) %7 8833 8H 7 2R
10%§w+%ﬁaaawaf%@ﬁ%ﬂ%%%W7’§ﬂ4%%2

,10%80%%6ﬁ@gﬂiéﬁ%ﬂ¢agw+i%mg§1£**
0.03% - H ficke & 73§ A% B R 3 13 5000(F %@ 5 10118)0

A2 AP LEI T ENRSLET TR AT

ERER L B+ EEEE %+ S I I
(No.) (%) (No.) (%)
1(CB) 0.038 6 (NRA) 0.040
2 (NF) 0.044 7 (NRB) 0.043
3 (NH) 0.063 8 (SK1) 0.038
4 (NJ) 0.049 9 (SK3) 0.062
5 (NO) 0.043 10 (SUB) 0.049

T 3aE+S.D. 0.047+0.009

(+-) &35 #4 2 HPLC 4 ¥ B3 et =

1037 B g A B SARE

10 uL & 4% > i 17 HPLC 4p &

BB 3% erip) 2
1. & 47 ¢ : COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 um)
2. ¥R E 258 nm 3. ;mi# ¢ 1.0 mL/min
4. FHER T 2R 5.4 ~% 1 10uL
6. #H4p -
P & (min) v 7% (%) 0.4%# & (VIV, %)

0 25 75

40 80 20

50 80 20
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800 | 6

S

i S U | WU | SR |r|.__

BO0 e A e A J S _— N |
| 4
J | I
| " i
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400 —

200+ ” =

I
i 10 20 30 40 min

Rl ~ 10 # & 37+ #4f 2 HPLC 4p ® Bl:#
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(+=) #REESE 5+ 3 42 UPLC & {7
WG REE 304 2T kA R R ERARE S s (RS ) e

0.304
] PRI W
0.20 /
27 A
0.10
0.00
—_—
0o 100 200 300 400 500 .00 7.00 5.00 9.00 1000
Minutes
Bl- -~ &3+ 5 3 ERIRE S5k UPLC & 47 B

(+=z) 7+ /%PTE "+ E 4t &2 UPLC A 47
WHEGHEE 34 s8R B s A 5 R Sl (R
/\)o

.08
: - 4 o *
] & v =+ i '/%
0.04 4
.02 /
0.00 _]\
[N S e B S e B e e L B e e e e e e e
000 100 200 300 4 00 500 6 00 T.00 8.00 5.00 10,00
Minutes

BN~ &% 5+ 452 UPLC k& 47 B
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F 8 1 CoHis0s 5 A3 8 137435 %81 186 - 187°C; ;4% ¢ F4 -

E3B ES R gEzE 33
UL N

jl _J | — | 1 M S

108 1.8 Ty
i L. 5.0

Bl ~ &%+ F % '"HNMR B]:#(CD;0D)
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. Ao » Yy
(+=) &5 3§ % PCNMR B #
g iggsEz § ¥ 3 5% 3 3333saagis:
3 fidgss E § iF I g = 33z3esiiass
W1 17 97 W
|
|
m T
» [ |1 i
o | _
I“‘;Ll‘ - ];ﬂ ' '|.II|-I 12" ’ 1m0 o Ell ' 1‘:. IIIIIII -t.ll.”.ll..t.l ....... -] 'P;

B+~ &35 F % C NMR B #(CD;0OD)

(L ~) §3 3 % 4 1 ESLMS B2

SB7.0893

aataoon-] [M+Na]"

4 -

38000000

-.

mj 75,9073

o oy

22000000
i:mnwoi

TBMMIII_

1B000000=

1

12000000

1

BOOKOO

000000 4371032

3062033 : 5641304

’”””""ﬁ o A AR ot il N s oo Wb il ot e Y | 595.1305 _ g4 765

250 300 350 00 450 500 550 &0 650

Bl-L- - &35 3% 2% ESI-MS Bl



(+4) £33 % 2 FTIR B

L[EER 3 181353 023 (GMT«08 00 )
Q&W’ A ﬁﬂ’“\ i
| | (4
S I ~ | |
i ! | i
\ H (‘{ | | |l '
o | 1 l |
\ / 2 | g
] L 3 E | & E
] ' q
g " % : ] g O
bt i B oF sk
; ow : of L
. _;’,f i @
. B
454 .
40] 11§
3%
] EEw
N " §
and
4000 3500 ] 2500 2000 1500 1000
Wavenuambers {om-1]
B~ - ~ £33 % % 50 FTIR B2
S ) EESF AUV R
- 200 203 nm
e f,-"f \".
| 258 nm 320 mm
[ I"-‘_ ) / o \ _ff x
- M ) IV 1‘-._
| rd b
\ /
| M
m-q '-__.-‘-.I
\
& & & F & = % 5 -
Btz ~&3FF 20UV R:
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_ 9 a2 vy A 2 P
_ - v, 1 B A E z ,IL‘ MY 2
L) EFIFEOE R E R

A~ EHFF 2 hd ~ BLIY B =8 (CDs0D)

position ou (600 MHz)* oc (150 MHz)
2 - 158.06
3 - 139.93
4 - 180.36
4a - 107.31
5 - 153.41
- 133.42
- 160.65
6.76 (s) 92.06
8a - 154.00
1’ - 124.18
2! 7.63 (d, 2.4) 112.37
3’ - 147.72
4 - 151.84
5’ 7.08 (d, 8.4) 116.28
() 7.67 (dd, 2.4, 8.4) 122.23
3-OCH;3 3.81 (s) 60.58
6-OCH3 3.83 (s) 61.09
7-OCH3 3.96 (s) 57.01
4'-OCH3 3.94 (s) 56.43

4(Multiplicity, J in Hz) in ppm.
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4 % 7 VITICIS FRUCTUS
# <% % ! Shrub Chastetree Fruit
A R AS 5 B ELE# Verbenaceae 1.4+ B ¥ & 37 Vitex trifolia L. subsp. litoralis

Steenis 2 & A7 Vitex trifolia L.2_ 3z = B % F -

-~ 33

) &3 R [F2232 11448 2 52k 2021) vV
— B A A 1.0ge 4 ? FE 1S mL A&S kT 30 &
45 > ﬁdﬁ RHEI AT A A4 T R ImL o 273 f% 0 175
& &
[:*: = f 2] (¢ £ 2 L feREL 2020)
— B A g R 5.0 g0 4v T f(60~90°C)50 mL > e F i
2P iRiR 0 R z;@ﬁﬂ_’%?zaﬁiiz’ 4v i Ak 80 mL -
feie R 15 ) P iR 0 RHFL T 0 AJR4 T fR 2mL
ﬁiﬁﬁ’ﬁéﬁéﬁho
[52-223)( Ak EHREFTI )
— B AT A 1.0 g0 4 70%2 it 20 mL > A2 % 4RI 1
| BE s iR RAED 9C 0 A A4 T0%0 i 0.5mL > i 233
f2 0 TSR SIBR

(=) #HREFS Pk a3 % (Vitexicarpin) $ iR & > 2o P B S ]

& mL 7 0.5mgeaie > (T3 HREEFRR -

% ¥ HPTLC silica gel 60 Fas4 » 10 cm x 10 cm ~ 20 cm x 10 cm

B [f’ A1) (457 FL %2R 2021)

TPE e ANZ Ok (5:1:2)

R 2] BaF (¢ EA A HfeREL 2020)

et gt TR (3:2:02)

[31€A ik BEHHFEESTTI L)

,\
I
N
O o

o4 wmy

&

)| )|
m|m

a?geﬂﬁghﬁgf
D

éﬁd60~90°c) e phe fig (1:2)
[BEm#4) (p 7RE)Y
_J}a%%:a&aﬁqzﬁgg (9:6:2)

() B2 B f 10cmx10cm~20cmx 10cm
(=) B B OERREALTIGg IS, P iTER > BERIEHE Ecm -
() B¢ &AM Ricis o B EQ54nm)T AR o
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I FZESEZ RARBRRE
F 5P E o 112/02/06
¥R A (RH) © 53%
B (RT) : 24.2°C

[EmA4) (p FRF)— 22 %

—HPTLC # * % (254 nm)# !

o e i

T (9:6:2)

P 24 P
1>253 § 53 % % (0.5 mg/mL) 1>2>5uL
4,556 a2 [552 1) 25558
75859 Wi 2 [E52 2] 25558
10° 11012 | #e&3r2 [F5223] 25558

E:"i"'"z:‘ﬁ CB o e AR

FR LY

RRGEY o aE LY o [F202 1]
e RSS20l BEae [ 1) 8l
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BB ARES
F %P 112/02/06
AP ¥R & (RH) © 53%
£ B (RT) : 24.2°C
[Bma 1) (447 L Fwim 2021) — 27 fF 2 S4NFk (511

2)
[552 1] (%Y %2 5w K 2021) — HPTLC % * %254 nm)# (&
534 % RE 5 0.85)

[Em# 2] & (P 4 XX {cREFL 2020)— et e fip: i (3:
2:02)
[55 = 2 1) (447 F2 % e 5w 2021) —  HPTLC ¥ *F (254 nm)#& & (¥
i+ % % ReiE i 0.28)
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[EE#3)(FB? EHEESTP) —%ir'rﬁii(60~90°c)3 s pre fig (1:2)
[Z5=2 1) (447 2L %05k 2021) —HPTLC % ¢t £ (254 nm)#& &) (& 57
+% 2% RrE 3 0.58)

L5241 (1 FRS)— 22 5% CRERIOH 916:2)Y

[57=2 1) (4L %Y &L % vk 2021) —HPTLC ¥ ¢t k(254 nm)#& &) (¥ 57
+% 2% RriE 35 0.39)

1 - Blank

20 R EFF R
304 feEBR 2
5 : Spike

ZRAF AR I N [FE2 2 1) A2 p R [ERHA4A) BER T &
W3 F EDOREFY o A BET ‘}l’ﬁ%ﬁ'f{»ﬂ@ st [EBAA4

|\
o
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BRI NER

F 5% 112/02/06

AR R (RH) : 53%

EE(RT):242°C
[ER#A)(pFRF)—D ez cfef: "/ (9:6:2)
[52-3 2 1) (%5%*6 #2 5w [ 2 1] <<§_;~f§sa Y O¥ow iR
2021) —HPTLC ¥ & k& 2021) —HPTLC % ¢t % (254 nm)#& !

(5222 11(4#8° Frrew
2021 —HPTLC # *F % (365 nm)# !

RPN H R 254 nm) WAL T BET P REA B
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I PR FHE SRR

F %P 112/02/06

ip ¥ R (RH) @ 53%

8 B (RT) : 24.2°C
[BEm®d4)(pBg)—Dr 2 cfef: "/ (9:6:2)
[55~2 1) (%Y #2 5 u 5w 2021) — HPTLC % ¢ k(254 nm)# !

Blank 78 | #&i%% 3(NH)

& " % % (0.5 mg/mL) 910 | & &% i% 4 (NO)
3:4 | &3k 1(ND) 11512 | # &3 5 (NRA)
5:6 | &3k 2(NF) 13 Spike (& &% i 2)
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[EBR#4) (p FEFE)—D % cfef: "/ 9:6:2)
[5P202 1) (24 2 5wk 2021) — HPTLC ¥ ¢ k(254 nm)# !

Blank 7.8 | &k 8 (SKI)

& 73 % %(0.5mg/mL) 9-10 | # &% ® 9(SK3)
34 | # &7 6(NRB) 11712 | #&727% 10 (SUB)
5.6 | &k 7(CB) 13 | Spike (1 57 /% 2)

BheaEig o R w2 [¥Bo 2 1] Rr 2R e [BERA4) A
et R A F AR R K254 nm)T AR E o
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