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F 1 #+ Caryophyllaceae 2 4= % & % Vaccaria segetalis (Neck.)
Garcke. gz f8+ o

PRERF SEO R A AR AR Fie o b %
3R Lo i

AEW LS S EFDICEEST AT #0242 1.5~2 mm -
2B R o HcE kR ATV R B Ml AR R AT
N MBS - RIF - EHOI R E e TR ¥R Y
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1 % § 17 (Vaccariae Semen)

- R
A OB AWy BRI FEAEHRE 10 -

CREZETER

(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D : ¢ % Quaternary pump -~ Autosampler -~
Thermostatted column compartment ~ Diode-Array Detector ; % 17 +1 Agilent
ZORBAX Eclipse XDB-C18 Column (250 x 4.6 mm, 5 um) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC> # z Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; & 17 ¢ 1L Waters Acquity UPLC BEH C18 Column

(100 x 2.1 mm, 1.7 um)

2 RHERZ AR

(=) 4
2 % (99.9%)rp >+ Sigma-Aldrich ; 2 f5(95%)REp *T M3z £7 127 3
? fz (HPLC grade)pdp ** Merck °

(=) R#5
23 F (7% ik F(Vaccarin)fh p ¥+ B g fHE > AR 98% 1 b o

T o~ R
(=) REZFBRERF
BPA A o B AL 0.6g B SOmL g ¢ HF Rzt

T EE ~70%7 % ~ 50%°7 fE ~ 2 B ~ 75%¢ fg ~ 50%¢2 fE ok & 25mL 0 &2
3B AUL (3 % 300W o 475 40kHZ) 30 A 480 de 10 A 48( 4000 x
g) P~i8 k%% 3 £ 18 k(Syringe filter, PTFE 0.22 um) » 1§ - & 4 10 ulL
A~ B ki kAR k4T R(HPLC) » 1 #rip| B & L £ 2 B H 32 F FF b
# (Vaccarin) i ~ % & ff 5 2 3 7 T EEPRE

o) RREPRIEGTR
Bk Gl A 6 0.6 g (38 % 20 L) HAALE 0 B SOmL s F P o
FFE e » 50%7 AF 10mL > 425 L 2 AJE(# F 300 W » 4 & 40 kHz) 30
A4 He 10 4 48(5 4000 x g) v jik 4 50% 7 FE R F L 10mL- 443 £
8 Jj (Syringe filter, PTFE 0.22 um) » B~jjgi% » & o & 4- 10 uL ;i » HPLC >
RAIMA LI HE D F I FE o AR A RER R > P

Al I

(Z) HEREESZ R



b L s RS éﬁ?i it H (Vaccarinytf F£ L2 1.0 mg » 4¢ 1 mL 7 50%©
fpREl=>* 1mL 7z 2% g% H(Vaccarin) 1000 pg k8 555 30k - &
2 50%" ﬁ?ﬁri@i 100 pg/mL % = R AR 8 53 % o

(=) ’fﬁr‘%;‘%‘\j,
S k(B % 20 BLEF )N 0.6 g0 HAEAL T B SOmL g F ¢ o
ﬂf:atréw 50%7 fE 10mL » 425 i B F A -(;4 % 300 W » 4 % 40 kHz) 30
Ads o B 10 A 45(4 4000 X )0 Fihk o AEA EAF RSB 1 50 A
ok o AT 25 mL 2 TEFLY 0 4 M AELT YA 0 #£ 3 E B R(Syringe
filter, PTFE 0.22 pm) » & o

() w2
> Bl A B3 2 F 7 b (Vaccarin) ¥ P AR 5203 % ~ e Si3i 10
ML~ HPLC» if] %> # R &4 93 5332 ¢ 13 F (7 it  (Vaccarin)

_'rﬁ/g‘f_:a?r"fg'o

(=) BER
HFER B3 7 F (75 Bk 5 (Vaccarin) i 3 & ¢ ug 7% 7% it £ (1000 pg/mL) »
1250%7 FE AR S 3 23 F (7% fik 5 (Vaccarin) 2 ] 3 400200100~ 50 ~20 -
10 pg/mL el 2 53 i o 2 i3k & P~ 10 ul 4 B2 » HPLC & 7 T & 4
1700 FI RS2 R G (y i) o iR S R R (X )R AR Y b T
FEhERZ SN y=ax +b & pk R R? -

(=) HHERF%
113 F A prH (Vaccarin)k A 5 100 pg/mL 2 4 508 203 i ip i
I & 123 g AR A (Vaccarin)id '8 & ff = dpif > RO ApHRE L -

() 1B Tk
LERAMPEF-#F8I2FFL 2 RI2AF ARG REAE 2T
FRET I G RSB R RIR A B 1227 F 7 ik H(Vaccarin)
15 (%) 3tk R ERE L
2 RIMPF - LI AT AR R I A kR REE 2
EI PG EREAR AN 02481624 | FFiefplz 13
*F 7% (Vaccarin)id % & ff 5 dp k> RO APFHRE L o

(1) WpHE e T LR GRS

1 7p]4% *Y(Limit of Detection, LOD) @ #-¢ sk & 2. %ﬂ.,@‘—é} % i ST
B rungigent L =31 kR 0 IF5 HRERIEIE D T2 &Y



(Limit of Quantitation, LOQ) * #- Frjk & 2 3 &3 i 7 ST - £ 1130

et 5 =10:1 pF2

(+) ;ﬁz%cwiﬁ“éﬁsﬁ

B2 dv3 2§ 7§ ik 3 (Vaccarin) 7

/%)i ’ ﬁ;r& ’f_&_x\lpv

E' o

EPIFFEERE AN 03g M

MRT o A N4~ LOmg eh3 3 F (75 ik H(Vaccarin) » 5 #e e 575 i B A&

RRCE LR

(+ - ) HPLC & #7if i+

1. & 47 ¢ * Agilent ZORBAX Eclipse XDB-C18 Column (250 x 4.6 mm, 5 pm)

2. ¥k £ UV 270 nm

3. ;w:# 1.0 mL/min

4. FHER 135°C

5. 7478 110puL

6. # & 4p :

e R (min) z % (%) -k (%)

0 10 90
15 15 85
20 100 0

) ARV LI AFTEFER T

Bebpd 837G FEM RSB EUE S
ul i@ = 453~ HPLC » #7183 T 30 %% 5 f4

BE AR B2 10

bl NS BRI AR

(i ﬁiﬁwq(Vaccann)ﬁfﬁ AN

=) 27§ Atks2 UPLC & {7 if i

1. & +7 ¢ : Waters Acquity UPLC BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. %ﬁi?‘l;‘ﬁ»% : UV 270 nm
3. sriE 0.4 mL/min
4. ¢ %.L‘m.)i 1 35°C
5.0~% 11l
6. # & 4p -
B R (min) z % (%) -k (%)

0 10 90

4 15 85

8 100 0




I ~B%
(=) #5372 F 7% it H(Vaccarin)2. HPLC & 47
WE R 144 &S BT 27§ 7R i (Vaccarin) i 2 &g iE
(=)

150"AY

125 1% F (7% k3 (Vaccarin)

100] \

50

25

o] L

vJ

T v o o [ T T v T [ 1 & 1T T [ T 1 1T T ] v T T 1 | r T T T | T T T T | T 1 11
0.0 25 5.0 75 10.0 125 15.0 175 min

Bl- ~ 2% F 75 f g (Vaccarin)h # 573 iz 2. HPLC & 47

(=) 8272 FFHk&2 HPLC A 47
NFGER 143 A HAABETIAG AR IATERRY
(Vaccarin)id % (B2 ) o & g A %5 R=4.05> 3 & F+ A8 5 T=103>
otk BLE o R RPN o

15072

1254 2 * F {75 fr 3 (Vaccarin)

10(ﬁ \

75

50°

25—f i

o -
o0 a5 50 s w0 s 0 s i

W= ~% &3 7 7 7# %2 HPLC & 7 ]

(Z) G FPp 4B 3
12 50967 FE % A HLPE 0 L EH £ R YT 2 G A Ak (Vaccarin) ik
MBS o BT 5097 [ R A FBR 40



F- B EREF R

3 7§ 7% ik H (Vaccarin
L ;;: J; ; :Z ?m(XU) ! B
" % 206885
70%° f% 622014
50% " [ 725743 N
 fik 31063
5% [ 370307
50%¢2 fit 508045
K 471972

(2 ) bt 5 P
SRR RS AR S B2 7§ 5k (Vaccarin) § B 2 2 (>98%) -

o 37 ERETREGTR

1% F 75 fr 4 (Vaccarin)

50% " f% 5 B~ i W% % % (mAU)

¥ - = 2133695
% - = 251099
¥z = 26270
L 5711

(1) ## 53775 A4 (Vaccarin)iz £ 4

£ RRIFPGER M Vaccarin)(X) ¥ & p & 47 4% G ff 5 B E

(V)18 3l ehte B 42 4258 5 y=17083.35x — 80287.76 » R*=0.9997 > % 77
JER e 10400 pg/mL 243 chs B (Bl 2) o

1% ¥ 75 prH (Vaccarin)

8000000 H y = 17,083.35x - 80,287.76

2 R2=0.9997

g 6000000 -

E 4000000 -

u_p 2000000 -

|

- O n T T T T 1
0 100 200 300 400 500

JE B (ug/mL)

Bl= ~ 27 7 7% ik H(Vaccarin)z & £ 5]
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#2 > 273 F 75 ik (Vaccarin)2 g B 4L f230
HERES  [RApML)] s s R

1 F {75 pr 3 (Vaccarin] ~ 10-400 y =17083.35x — 80287.76 0.9997

(=) HBREELRIEE%
FoHSET I HPLC REFEROHRAR US> I2TARMY
(Vaccarin)f# % & 2. AR $HE 28 £ A %] 5 0.56% £ {2 p$HEE £ % 1.23%:
ok g BB RN o

(=) %
d BT A 23 g (Vaccarin) & 24 -] pF AR 0 A $HEE
AU G 131% R LR ] FATF RSAILE & 24 ) R 23 RBIE

) )

< LB o

(~) PR T8 B E%
EAV IS il # (Vaccarin) . i?| #%& *2(Limit of Detection, LOD) 5 0.5 pg/mL
(Blz) > & &*Y(Limit of Quantitation, LOQ) % 2.0 ug/mL (B7 ) -

. 2% F {75 fr ¥ (Vaccarin)

RBle ~ 27 F 73 Ak H(Vaccarin)z. LOD % 17 ]

mAU
10.0+

75

50 2% F {75 fr 3 (Vaccarin)

: - e

2.5

7‘ 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 ‘ I
0.0 25 5.0 75 10.0 125 15.0 min

B ~ 27§ F B (Vaccarin)z LOQ % 17 ]
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Lw s AT A

LR E - =1 7 ] Cccarin)
)i R.S.D. (%)
#H R (n=D) 100 pg/mL 0.56
Zmf (n=5) ¥ i3 % (No.1) 1.23
£z (n=6) ¥ % 7% (No.1) 1.31
i P& (n=3) 0.5 pg/mL -
T E %' (n=3) 2.0 pg/mL -

(L) i e w e 2%
A 4r 23 F (75 pk H (Vacearin) T 3577 4o v o 101.20% - 4o $HR3F iR £
1.63% o

%3 ~ 33§ {75 pr H (Vaccarin)if e v e

ot BHHL | 7FE |[erE| BEE | wiF |[TEHwfF | RSD.
T @ (mg) | (mg) | (mg) | (%) (%) (%)
1 0.3 1.26 1.0 2.228 99.80
2 0.3 1.26 1.0 2.251 99.10
3 0.3 1.26 1.0 2.187 102.70 101.20 1.63
4 0.3 1.26 1.0 2.282 102.20
5 0.3 1.26 1.0 2.282 102.20

(2) o®P 8312777 R
10 32 2 FF&EH2 7 BRI TLEFEES)E > T7 0 223G 7%
fF H(Vaccarin)e 2 & % 0.313-0.497% 23k 1 % § A EH 22137

¥ A H (Vaccarin)eh g & 7 (% 7 31 0.40% © I 3% 9% #icdk 2 3 F 7% ik 3 (Vaccarin)
A B A M3 8000 (F R 5 17323) o

L S B3R F RS2 2 G (Vaccarin)i 5 £

g op 1 2 o : o ARFEREY

Z L 5L 37§ 7% fkH (Vaccarin) | ¥ % S ‘

(No.) P £ %) (No.) (Vaccarin)

¢ £ (%)
1 (NDI) 0.490 6 (SA) 0.402
2 (SG) 0.412 7 (NN) 0.313
3(SJ) 0.427 8 (NH) 0.335
4 (SC) 0.497 9 (NM) 0.381
5 (NC1) 0.456 10 (CA) 0.427
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(+-) 7 832729 F%HH2 HPLC 4p ¥ Rl3§ e =
Byt 837 AR &R 10l 3 > i 7 HPLC 45 & Bl 3
SR e

1. & 47 ¢ * Agilent ZORBAX Eclipse XDB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥Rl E UV 270 nm
3. ;®z# 1.0 mL/min
4. FHER 135°C
5.4~ 10l
6. # & 4p :
P % (min) & 3% (%) -k (%)

0 10 90

15 15 85

20 100 0

1% ¥ 7% Bk H (Vaccarin)

I8 1. 0000 00T} \

UE

A
— X A
1
ALy
BN
i
A

UL I I IR IR L L I
00 10 120 130 140 150 180 170 180 190 min

Bl ~ 1042 72 F {7 %4 2. HPLC 3 X RIG#
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(+=) %ER23F 52 UPLC A 17
WOE R 312 4 s W 27§ 7 ik H (Vaccarin) i 28 &k
i (Bl= ) e

0.08

1% F {75 fr 3 (Vaccarin)

0.06— /

0.04+

AU

0.02—

0.00
T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.0C
Minutes

Bl-= ~ 2% F 75 f H(Vaccarin)h # 573 i 2. UPLC & 17

(+=2) % 83129 Ftk&2 UPLC & 47
WHEFER 31 A HMETIFFERSY IATERRY
(Vaccarin)=g % (] ~ ) °

0.060
0.050
1 gp oo by :
2 % F 7% b H (Vaccarin)
2 0.030] \
0.020-]
0.010 m AAR‘
0'000; T T T T /L T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes

B~ 8373 % 74 e2 UPLC & 47 B
(+®) 2% FFF 3 (Vaccarin)esha 5+ 55 ~ A 5 § 2223 8k
&3 3% 1 C3H33019 5 Mol. Wt. & 726.642 ; mp : 209-211°C ; § ¢ FH48

(+2) 22F% H (Vaccarin) .55 1
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(+ ) 3% § 75 Pk H(Vaccarin)éh ESI-MS ] 3%

100
a5
m |
a5

25 ]
205
155
105

53

c-'iln. b L,

624.8713

8453613

677.5520

725.1960

[M—H]

/

T4T.ATEZ
T IIIIl T i

Te1.1725

771.2018
83,1834

GO0

| T
620

Y=
840

1 T
BED

L L
BED

T
70D

720 740

miz

TED 800

820

b 5
Tr -r-J‘r I I I e e e
TED

840

(*1)22%+#

B~ - ~ 27 F 75 5 (Vaccarin)h ESI-MS 3

% Pk 3 (Vaccarin) 9 FTIR Bl :#
|

HTransmittance

100

s

& & 8

&

18074

00

2500
Warasnumbars {on- 1)

2000

1500

Bl = ~ 23§ {75 b H(Vaccarin)sh FTIR 3%
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=) 23§ 7F ik H (Vaccarin)e UV ]34

B
190~

270
a6

(=]
(=]

o]
T

(=]

T[T T T T 1T [ T T T 1T [ T T T T [ T T T 7T [T T T T [ T T T T [ T T T T [ T T T T [ T T T T [T T 1771
200.0 225.0 280.0 2750 300.0 325.0 350.0 375.0 400.0 425.0 i

B+ = > 32739 7% fkH (Vaccarin)=H UV B3

= 4= ) 272§ % e (Vaccarin)en g ~ g1 45

13§ 55 b 4 (Vaccarin)
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=~ 27§ 7% prF (Vaccarin)ihg ~ g8 it § -4 (DMSO-de)*

position ou (600 MHz) dc (150 MHz)
2 - 164.1 (164.2)
3 6.82 (s) 102.7
4 - 181.9 (182.2)
4a - 104.8
5 - 159.7
6 - 109.7 (110.1)
7 - 161.2 (161.7)
8 6.87 (s) 93.5(93.9)
8a - 156.3 (156.6)
I - 120.0
2’ 7.92 (d, 9.0) 128.6
3’ 6.87-6.89 (m) 116.3
4 - 162.6
5 6.87-6.89 (m) 116.3
6’ 7.92 (d, 9.0) 128.6
17 3.27-3.36 (m) 73.3 (73.8)
2”7 3.18-3.25 (m), 4.16 (t, 9.6) 81.0 (81.2)
3” 3.39-3.53 (m) 78.1(78.2)
4> 3.22-3.27 (m) 71.3 (71.5)
5” 4.41 (t,9.6) 80.2
6” 3.46-3.55 (m), 3.62-3.78 (m) 60.4 (60.6)
r” 4.99 (t,7.2) 100.8 (100.8)
2 3.18-3.31 (m) 72.2 (72.3)
3 3.39-3.53 (m) 77.2(77.3)
4 3.13-3.16 (m) 70.7 (70.9)
57 3.25-3.33 (m) 76.0 (76.3)
6 3.33-3.39 (m), 3.67 (d, 12.0) 61.6
1”7 4.08 (d, 6.0), 4.16 (t, 9.6) 104.9 (105.1)
277 3.32-3.42 (m) 66.9 (67.0)
377 3.16-3.34 (m) 69.5 (69.5)
4 3.16-3.34 (m) 69.7
577 2.88 (d, 12.6),2.94 (t, 12.6) 64.3 (64.6)

4(Multiplicity, J in Hz) in ppm.

18



S

4 : VACCARIAE SEMEN

i : Cowherb Seed

A R AELF A4 Caryophyllaceae 124~ & § 3% Vaccaria segetalis (Neck.)
Garcke z_ 5z fd + o

—_ S -%;';

) B &EAR [F22321) (187 FL5-R213; ¢ 243 £cH
1 2015)
— B A SRk 1.0g0 4 70%7 fE 40mL > 423 i AJE 30
SAE o iR PRI TR SRR
(222 2)(p 7R3V
— B ASB A 05g 4?10 mL o A2 AT 30 A
4 Bk PRIRITAR SRR

() #HEEES P33 775 (Vaccarin) B 5o 40 7 &5 |

% % mL 72 0.1mg ez ik » F5$RERERAR -
(=) # & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(=) B B & [BEA 1] (B4ALFY 2L 5% - K 2013 g4¢ 24
AEfrREL 2015)
— - FT R ITE IR (1517 12RER BT AR
[EB#2] (p FRF)Y
—e et Tk (6121 1)
() B B # 10cmx10cm~20cm x10cm
(=) % B OERWFEALTF ISA,4& FFER  BEREHEcm-o
(=) % &t 11 10%FFL e fF 3R (H2SO4/EtOH TS)# 75 t6 » 105 C 4

I EN B ot ALK 365 nm 2 % ERET R
A o
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I ~NF2EEZERBRE
F 5% p ¥ 106/03/22
1% A (RH) © 45%
BB (RT) 26 C

[E@#2) (p FBH)—efe f

PEREE IR (6:211)

S B - A LSk
1>2-3 1% ¥ 7% fr H (Vaccarin) (0.1 mg/mL) 1>2>5uL
4-5-6 ¥eaqiair 7 [5522 1) 2>5>8uL
7-8°9 ¥eaqiair 7 [5522 2] 2>5>8uL
RREFZI2AFZ2LREBARP T ARERIEEZIZIGTEIMY 0D

WEE G ERPT o wER [F002 2]

ERELE
2] 2uL -

20
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S S REARER

5% P41 106/03/23
4% R (RH) © 54%
EAERT) 25 C

[Ema 1] (Be48° L5 -5 2013; B4 £ foREL 2015)
—oF T TR ok (15:712)RE BT KR
[57=2 2] (f F B %) — HPTLC 10%#nfk e i} & ¢ {5 4% ¢ (365 nm)t&
(2 ?f‘_’%mﬁ Rflf"_ffs 0.12 ; RriE<0.3)

(@& 2] (pFRE)—e@ef: "f:k (6:2:1)
[55=%22) (p FB%)— HPTLC 10%F:fs e f% & ¢ 15 % ¢ £(365 nm)#

NEAFERMRYE REE 0.39)

1 : Blank

1% ¥ 7% fr H (Vaccarin)
3c4i BT
5 : Spike
b S
B 1A
g g ARE2 [BERA 2]

CN EEETE) RERETEE L Ny
ﬁ}%ﬁ IR IR RAE ' R EE S At 2 ’f;} o ReEfARiTH P
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BRI NER

F % p ¥ 106/03/23

1P 4% & (RH) © 54%

B RRT):25 C
[Em& 2] (pRs)—e e "k (6:2:1)
[55=22)p F#%)—HPTLC % [% =2 2)A 7 #%)—HPTLC %
“h k(254 nm)te & *h (365 nm)# o}

[55=22)p #F#%)—HPTLC & [%P=22)(p "% )—HPTLC %
§ /7 Lk g /¥ ¢k (365 nm)ik IV

1 : Blank

21327 F 7% fkH (Vaccarin)
3c4i BT

5 : Spike

ERPLES N DS 10%mERe FEE (8 0 3 b k(365 nm) R AL E @ RS 5V
PRSP EZEFE 2T 75k H (Vaccarin) R 2 Fopr gk o

frt
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I~ 3k&an

F %P ¥ 106/04/07

%% & (RH) © 54%

R (RT):27 C

[BER#2) (p FEH)—o e "k (6:2:1)
[55=%2)(p 7B %)—HPTLC 10%#:fs ¢ f3 & ¢ 5 % ¢ k(365 nm)s !

1 Blank
2 3 % F {7 % fk ¥ (Vaccarin) (0.1 mg/mL)
34 % &% 0% 1 (NC)
5°6 & &% % 2 (ND-1)
78 & &% % 3 (NH)
910 ¥ &% % 4 (NM)
11> 12 & &% % 5 (NN)
13 Spike (# &% i 7)
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1 Blank
2 3 % F {7 % fk ¥ (Vaccarin) (0.1 mg/mL)
3-4 & &% % 6 (CA)
5°6 &% % 7 (SA)
78 & =% % 8 (SC)
910 % &% 7% 9 (SG)
1112 ¥ &% % 10 (ST)
13 Spike (¥ &% i 7)

BeEF o AR [FroE2] 28 B ERgL [ERA 2]
SBT3 G 7 F Bk (Vaccarin)fie i > 2 10%FRfE e FREES 18 0 04 kK
(365 nm) T AR I o

24




