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% # ¥ (PRUNELLAE SPICA)

- R
PBEA LB Eis? BREYPERTRYEHE 103 -

CRFZETER
(- )HPLC ®E 2 k47§ 1+
Waters 2695 Separation Module» & 7 Waters 2996 ~ Photodiode Array Detector ;
& +7 ¢ 1L Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um) °
(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC > # 7 Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & 17 ? . Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

Z R ERE R BA R

(=) =
? A%(99.9%)pE B *t Merck ©

() BE&
0 2uk 1% 4 fi(Rosmarinic acid)Pp 23 L2 H R HE LG A7 > B A
98%r4 F o

T~ 3
(=) B EFR 45703
BeAgdh 60 0 FEREAEE05g0 ¥ S0mL g F ¢ 0 Bage
* PR S 75%9 B~ 50%7 fR ~ ¢ fiE > 75%¢2 fig - 50%2 R & 45 mL o A
3 IR T ESE(#4 F 300 W o 4 % 40 kHz) 30 4 48 0 12 No. 1 jj siB ik
Bk 0 4% 3 £ 48k (Syringe filter, PTFE 0.22 um) » 7 {¥ « & 4+ 10 uL i1
* B i i AR & 17 R(HPLC) » v #5ip| i85 5o & £ 2 10 ik 3% A b &
HEGF SR ET R IR

(Z) REEPIHGTR
EREAEI A SR A(ES 20 HE#)H 05g B S0mL gt & ¢ o
Fe4r ~ 50%¢ ff 45 mL o 425 A IR T 2 (# 5 300 W o 4F 5 40 kHz) 30 &
48 > 72 No. | jpliEig P4 3 50mL 2 £5g7 > 4 50%2 fig 3 %)
B >4 3 £ ik (Syringe filter, PTFE 0.22 pm)> T {F o & ¢~ 10 uL;z » HPLC>
R EAF LS P XE B2 B :}F]’Fﬂﬁ}'é\?rﬁi B > oo T
Al I



(Z) #$REESZR
BREAE PR Bk S 4 2.0mg 0 4 10mL ch? LA E 1mL 7
¥4 200 pg BRI SRS R AR 0 © T AR 20 ng/mL B A HE R
z%r\;;g;, °

(2 ) &3 R
WREAEP R S A(E S 20 5L %) 0.5g> & SOmL e F ¢ o 8
Fide » 50%¢ % 45 mL > 42§ A 4R IF AJZ( F 300 W o 4E 5 40 kHz) 30
Ads o 1 Nol JailiBil > Bl 0 ABEIAEAHRI 1= 0 L AR
A3 100mL 22 & FLY 4 50%2 f% 3 %) B 4% 3 £ 1Bk (Syringe filter,
PTFE 0.22 um) > 8 o

N

(I ) Rle2
A B g Bt B R LA % s i 5L0A % 10 ul o 72~ HPLC » Jp] 2
PR MR AR R W o
(=) wER
MpEs Poik 2 4 F iR 505 % 5 R i £ (200 pg/mL) > 12 ¥ fR AR
P AEA B L 100502010 ~ 2.0 pg/mL ek 2 505 0% o b AR
i&unmaJﬁ»ngﬁﬁfﬁaﬁ’?%ﬂﬁ&zxﬁaﬁ@%)
iR sz RAfh)EFRETfF L RTRENRZ 2 258 y=ax+b &
o R B R?

(=) #53R %
vl R S 20 pg/mL 2 AR SR R 5 4
AR R ff St ROAPEHREZ o

(~) EF PR R
L EHE -39 8 RYB: i henrild 294
5 RS BRI MF B ARST (%) R iR Ry
2. BEM B -4 BT RI B A 2L A RSB AEE 2 UR TR
A o AR 02 481624 BRI T L 4 e
PR G St ROAP R L -

(1) WRHER AR
1. 1 P4 s (L1m1t of Detection, LOD) @ #-2 sk B 2. ’Fﬂ-?r%/% R
ForrmELAEAM S =3 kR 0 TS BRI GIE -



2. zi_{ % *(Limit of Quantitation, LOQ): #-2 sk & 2z & .04 % 7 “iiFf
MAE SRR L =101 pF2 kR 0 (FL T ERUGIE o
(+) e T 5 R
e AR ENRREFAS > F R EAHERLE H020g
A wlbe r 1mL shi s 4 s % (0.6mg/mL) » ¥ Fede Sn e K S 2T
R o
(+ - ) HPLC & #7if &
1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥ Bk £ UV 330 nm
3. wig o 1.0 mL/min
4. FHE R 135°C
5.0~ % 1 10puL
6. # & 4p -
P R (min) ? 7% (%) 0.1% " pz(v/v, %)
0 42 58
40 42 58
(£=2) 2#7 8k td 7 ERT

(+=

L0407 B X Ef e R lg 2

},LL@ 3443 » HPLC #718 T 3o 4 & 7f;| I =l

ﬁ’ﬁ.mp A /g\ B
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2. UPLC K 4+ i i

FHEHR SRR B2 10

SR EREEE R

1. & 47 ¢ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ’fﬁi?‘]iﬁ»% UV 330 nm
3. s 0.4 mL/min
4. ¥ ﬁ_m_}i :35°C
5.2 ~% 1L
6. #H4p -
% & (min) " Az (%) 0.1%" f&(viv, %)
0 42 58
10 42 58
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Minutes

Bl- -7 &% 455 &2 HPLC & 1% )

vB0%e 5 UL AR HE R M g ek 5 A

- R RBHEEPR
o ¥ A A 5 i (AU)
v AR 338599

b
e
o
b

75%" 7% 804989
50%° A% 805352

% 629935
75%¢ fi% 798064

50%¢ it 868559 V




(2 ) B 5 P i
FERBTEP2NAAY R GFEAREPR 2(FBF 13 08%)e

22T REIRSFPEGTR

S0%e pi % B #e W2 A ek 5 45 (AU)
B 813534
B2 228272
B3 14056
4 3725
ks N.D.

() wREFFEARBER
EARERFE AR OHE P KITRAE G DF B E(y)H R T Ok
B A28 5 y=26823x-2650.1 » R?=0.9999 » & 7% ik B # 2.0-100 ug/mL
F oA AL (R Z) e

3000000 Wi A
2500000 | Y = 26823x —2650.1

R2=0.9999

4 2000000
& 1500000
it
= 1000000
500000
O |
° 20 40 60 80 100
kR (ug/mL)

LRSI L )

2Z B AMBLRESRS £
g JE B (ug/mL) ML w fF oAz R?

Wik R 2.0-100 y =26823x — 2650.1 0.9999




(=) M %R
AR o )% HPLC T8 R i A 24> 2 4 MR A
SAPEHEE L % 0.85% 0 Ak il * {ER KR o

(=) EHHER UL RS
P LR JI* HPLC 2 @it ehE a2 4R el
2 ARHERE L L 0.70% 0 ki A 24 ] PER AR R 2 HRE
£5 1.06% i LB G RS AIEIA 24 LR A PlE S
~Z B o

E

L
y)
=

() e L R R R G
3% 6 LS 0.5 ugmL (Wl ) £ 485 2.0 pg/mL (M1 ):

0.003
0.002+ RIRN 2
W AR
2
z
0.001-{ /
o.ooowvm i w“‘, e T et TR T T
——
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00
Minutes

Ble - i 4 pez BB LR A7 B

0.010
0.008]

AL n
0.006- i}- 2 é ﬁ’x

2
< 0.004] /

0.002
0.000 {
—

—— —— [T
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.0C
Minutes

CESNEFCE S SRS S BEY )

FE o AT SR A

yis A p
kR R.S.D. (%)
¥wa  (n=5) 20 pg/mL 0.85
L4 (n=H) 1 5% 7% (No.2) 0.70
T+ (n=6) ¥ &% % (No.2) 1.06
W pHET (n=1) 0.5 ug/mL -
TR &' (n=1) 2.0 pg/mL -

e iR| 3% P




(1) Firem e
R T A v e 5 91.6% 0 AR HHRE T L 5 1.94% -

231 B ARG e m YT F

e EHHEE| FFE | 2 ® | REE | wyeF | THweF |RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.2 0.6749 0.6 1.2156 90.12
2 0.2 0.6749 0.6 1.2211 91.03
3 0.2 0.6749 0.6 1.2403 94.23 91.62 1.94
4 0.2 0.6749 0.6 1.2156 90.12
S) 0.2 0.6749 0.6 1.2305 92.60
(H) 87 B i 2 RRT
0+ ek 2 Z ERI TS F(ER ) rd ~ T FEAphy £ 1

£
0201—0611%°L*;i%%;izfpﬂq\/}n AT EFE S 020% 2

SAF o f B LE 2R B 15T 6000 (B 2 & 5 9000) -

22427 BT ARSI P AR E
211 %%.(No.) FEARLE E(%)
1 (NC) 0.201
2 (ND) 0.326
3 (NF) 0.414
4 (NY) 0.595
5 (CA) 0.521
6 (SA-1) 0.202
7 (SA-2) 0.201
8 (SG-1) 0.611
9 (SG-2) 0.594
10 (SV) 0.369

T 32 £S.D.

0.403+0.170




(+-) L #E¥#EH2 HPLC 45 ¥ Blg et =

P10 44 B L REE SRk & 10 uL ie 4k o 247 HPLC 47 2 W3#

SR e

1. & 47 ¢ : Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm)
2. ¥ RIAE UV 330 nm

3. ;i ¢ 1.0 mL/min

4. FHLE R 135°C

P B (min)

" B (%)

0.1% " pa(v/v, %)
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T T T e
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B~ 7 8% %4 &2 UPLC & 17 @)
(L) #2hpan A5 Eaye
A3 T CigHigOs s A3 8 13603 %381 172°C ;6 & ERE o
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HO OH
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(=) w4 e °C NMR B3
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(=) @2 ApEHUV RIH

11.883 Peak 1

00.9
0.100

329.1 nm

329.1

N

0.040

360.00 380.00

220.00 240.00 260.00 280.00 300.00 320.00 340.00

Bl = s34 UV BlH#




L) HE ARG RS R

o)
3 8
HO_ =R OH
6 2 2;1OH9 7
7 6.\ 6
HO™ N T2 CoH
o)
Wit

- S gk A Eend o~ LY 8 =4 (DMSO-de)?

position ou (600 MHz) dc (150 MHz)
1 - 170.8
2 5.02 (dd, 8.4, 4.2) 72.8
3 2.89 (dd, 14.4, 8.4),2.97 (dd, 14.4, 4.2) 36.1
4 - 127.2
5 6.66 (d, 1.8) 116.7
6 - 144.9
7 - 144.0
8 6.62 (d, 7.8) 115.4
9 6.52 (dd, 7.8, 1.8) 120.0
I - 165.9
2 6.23 (d, 16.2) 113.2
3 7.45 (d, 16.2) 145.9
4 - 125.3
5 7.04 (d, 1.8) 114.9
6’ - 145.6
7 - 148.6
8’ 6.76 (d, 7.8) 115.7
9 7.00 (dd, 7.8, 1.8) 121.6
6-OH 8.77 (s) -
7-OH 8.71 (s) -
6’-OH 9.13 (s) -
7’-OH 9.62 (s) -

4(Multiplicity, J in Hz) in ppm.



: PRUNELLAE SPICA
. Prunella Spike
D A& BA5#L Labiatae 18 47 % 4= % Prunella vulgaris L.2- 52 % % 4& ©

) ®&Bar [Fm 2 1] (G 45 2R2018)Y

— P AEE*x 1.0g> 4 ?f 10mL 25 A&T 30 »
b8 > im0 PR TR SBR o
(552 2] (F £4 3£ foRFL 20155 487 FHIE
BEzp)
—B A G K 25g0 4 70%¢2 g 30mL > 42 F A 3R F 30
A4 i TR ORI 9 Ak o R SmL i 23 %
ﬁ?«’fﬁ&'?%‘fl °
HRiEE R Pk 4 fi(Rosmarinic acid) ¥t R R4 50 4r e fR ] =0 & |
% mL 7z 0.1 mgeviaik o (75 HBEERRR -
HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
oA [ERA 1] (L4887 #2 % =K 2018)
—net i@ 211
[Em&2) (BAAEY ZHEES =P B4AP 4 %
£ R ZE L 2015)
—ire ooyt BAM TR (7:3:2:03)
[EmE# 3] (%R4%7 ZL 5= K208 K HEE)Y
—TF e TR (6131 1)
. A 10cm x 10 ecm ~ 20 cm X 10 cm
2 ERREALLTH 544 FFER  EREH Ecm-o
Bd & B E 365 nm 2 % PERKET R 0 %2 11 10%6:
/e f%3# 7% (H2SO4/EtOH TS)#f 7% 15 > 105 Che i 1 ik
Bid o BATA LR 365nm 2 % HER ST HRARZ o

moN S M
=
kil



I ~NF2EEZERBRE
F 5% p# 1 108/07/03
105 A (RH) © 68%

B RRT) 27 C

[Ema 3) (2B4 %Y L 52w 2018 K FHEE)—" F e fefig: "R

6
3:1)
(1) % * %(365 nm)# 4

(2) 10%F: e/ AR AE ¢ 15 % ¢ (365 nm)Hk I

i LR ISR
1-2>3 #i% 4 (0.1 mg/mL) 1>2>5uL
4-5:6 e [F5251) 2:5-8uL
7-859 te&izr [58302 2] 2>558ulL

E2 SRR T ARERNEESFE AR A TS
£ %= Pk 1]
2 AR SRR 2l ek [Fe2 02 1] 500 -




S B IRER

# 5% p ¥ :108/07/03
10 $H% & (RH) © 68%

B (RT) : 27C
[E@H 1] (L& %25
P_

e

B 2018)—r e = D AA (20 1)

(5222 1] (347 % 4% 2018) — HPTLC % ¢} % (365m)# 1 (3 %

A e RefE 5 0)

[Ema 1] (L7 FL 5= 2018)—2c 2 A 2:1)
[5522 1] (L3¢ %2 % = 5 2018) — HPTLC 10%F5f2/2 Abg d 15 %

i 715(36511'1)’}7& 17}‘ = é ,ﬁ& RflE’ EY O)




[EBR® 2] (B&FE° ZEHEES =P B4 2L AL {cREL 2015)
—redxl e e fig gﬁﬁgzﬂg& (7:3:2:0.3)
[55202 1) (247 2L % =% 2018) — HPTLC % *} (365 nm)i& ) (i¥

BARAMRIE S 042)

[Bma 2] (B&45° EHEES 2P ; B&7 432 fcFEL 2015)
—r el eyt BAM TR (7:3:2:03)
[:*:B» % 1) (d#¢ 212 5 = % 2018) — HPTLC 10%Fnfi/c fEbg ¢ 14

£ (365 nm)& 1 (iF 2 F pE RriE 5 0.42)




[Ema3)] (5B4%°? BL 52 Rm20I8 %S HKE)—T ¥ e fef: "R
6:3:1)
[55=21] (%7
2 AR RE S 0.19)

‘%‘ﬁt

2 % = 9K 2018) — HPTLC * *F (365 nm)# 1 (i#

[Ema3)] (5B4%? BL 52 Rm20I8 %S HKE)—T ¥ e fef: "R’
6:3:1)

[372202 1] (447 #L£ % = 5% 2018) — HPTLC 10%#nfic/ ¢ fRAE ¢ 15 %
*h k(365 nm) ik 1 (# 2 4 fL Ry E 5 0.19)

1 : Blank
2 dEA@
304 &&BiR3

5 : Spike
ERA R [FE i 1] 2R 2 BERBMER TV US4 4
P I ﬁ*ﬁ%é@@nmm@ PRI G K £

PRd gy FL RN Z R 2018 % FEE2 [EFEH# 3]



TR NER

F 5% p P 1 108/07/03

ip4HiE R (RH) @ 68%

B EM®RT) 27 C
[Ema 3) (2REHY FL §=% 2018 % FHE)—" ¥ e pfef: " i
6:3:1)
[52 1) (£8° FL 5% [Fr-22 1] (48Y F2 525K
2018) —HPTLC % * (254 nm)¥ 71 2018) — HPTLC ¥ ¢} % (365 nm)#

v

[552 32 1] (487 B2 525 [F-23 1) (L% FL 5=
2018) —HPTLC % ¢ /¥ & % 4& I 2018) —HPTLC # ¢ /¥ ¢t % (365 nm)
%4V

1 : Blank

2k AR

3:4 @B 3

5 : Spike

R N TN R (365 nm) T & 10%FRfE/ e FRAE S {8 3T ¢k B (365 nm
TR T AN RP R T R gk A R g o



I~ SRR

F5%p ¥ 107/07/04

10 #H% & (RH) © 66%

B R (RT): 24 C
[EEA 3] (3REH? BL 52 R 2018 K FE)—" Frefefiy: "/
6:3:1)
[55= 2 1) (£4%¢ 22 % = 5% 2018) —— HPTLC * *F %(365 nm)# !

[552 1] (A% F2 § = % 2018) — HPTLC 10%F:fik/2 MhAE 4 15 %
¢k & (365 nm)#z

Blank

1
2 ¥ % 4 p2(0.1 mg/mL)

&g 1 (NC)

4
' 6 ¥ &%k 2 (ND)
8 ¥ &%k 3 (NF)

10 g 4 (NY)

1112 &%k 5 (CA)

13 Spike (& &% i® 3)







[53=2 1] (L3¢ %2 % = % 2018) —— HPTLC % * %(365 nm)# !

(552 2 1] (h#7 2% =% 2018) —— HPTLC 10%#nfik/e A d {54
7k k(365 nm) & 1

1 Blank

2 i % 4 p&(0.1 mg/mL)
3-4 W &% % 6 (SA-1)
5.6 W 503 % 7 (SA-2)
78 W 573 7 8 (SG-1)
910 W w3 ik 9 (SG-2)
1112 W 73 % 10 (SU)

13 Spike (& &% i% 3)

.:%?w? ER I A R FL R R2018 2 [FE 22 1) A kR4 e
Fe Rz w2018 N gE2 [BBH 3] A4k i ﬁiﬁi# ) 1L 2k (365

nm) & 12 IO%E&/O Ao kg d {5204 4B (365nm) ™ 'V RAR P BE 2 ki R pe iR
ﬂ@r‘%ﬁw‘b




