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(- )HPLC ®E 2 k47§ 1+
Agilent 1100 series > # 7z Degasser (G1379A) ~ Quat Pump (G1311A) ~
DAD(G1315B)~ Autosampler (G1329A)° Column Oven H-650 (Chrom Tech,
TNC.) ; & 47 ? 1. Cosmosil 5C18-AR-II Column (250 % 4.6 mm, 5 pm) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Perfermance LC » # 7z Binary Solvent Manager ~
Sample Manager ~ PDA Detector ; & 47 ¢ = Waters Acquity UPLC BEH
C18 Column (100 x 2.1 mm, 1.7 um) °

? AE(99.9%) ~ ¢ #(99.9%)BEp ST B SR B 1T P 5 2 fE(95%) R A

e W 2 ogg N\ =
%r?#—ﬁ R @ oo

(=) ## x5
1 Bo-fo 2 fil(o-Asarone) PR ST BEFELG T P 0 B R 98% 1 o

T o~ R
(- ) BB F B34
i NN O I R - -3 FEFfET05g & SOmL%'B‘.'\‘J%f LI 9 T
N TR T5% 9 AR~ 50%7 i~ 95%2 AR~ 75%2 F ~ 50%2 fF & 15mL -
J2d B ROFASL (3 % 300W 47 3 40kHz) 30 4 48 0 de 5 A 48(4 3000
xg)> " No.l jgiiBjpl 25mL 2. T EFL® > 4 » 342 %R %3 £
i /g (Syringe filter, PTFE 0.45 um) » {8 o & 4+ 10 uL ;& » HPLC » 12 #1
BIE R L E R 2 AR So- w3 fl(o-Asarone) B & A G fi 5 B T F T
FBR 4

Z) BRREPRABGTR
PRS2 05gGES 20 5LEr ) A 0 E SOmL 3o g
v g 2 PR 1SmL o A7 A BT AIE(s F 300 W 0 4F & 40 kHz) 30
ks e 5 A 48(5 3000x ) 12 No.l g AiEm 3t 25mL 2. 2 & 5@ »
b AR %R 0 4% 3 £ 8k (Syring filter - PTFE 0.45 pm) » B~jg i » T F o
H4-10pL 2 » HPLC > AGAA E4F F 2 3 5 55 v 24> B Fl4y
B o EPRR > TENSREIE T



(2) $REBE SRR

P 2 o3 (- Asarone) 4 A A R_5.0 mg > e 7 A5 A4 10

mL 2+ % 1 mL % 500 ug o—'m3% fi(o-Asarone) sk & 2.0 & A 7% » &
AR D 25 pg/mL WS H R AR SR

(m)%ﬁ%ﬁn
S k(B % 20 BLE ) 05 g MR B SOmL g g ¢ o
4‘2%%% 15 mL > 4¢3 i R 2 (54 5 300 W » 47 5 40 kHz) 30 & &
oo 5 A 48(9 3000 x @) EAFHRI2 % 0 & H F B > 12 No.l Jh ki
3 SO mL 2 % EHL s T A AR 0 H 4 B A R (Syringe filter,
PTFE 0.45 pm) » {8 -

CDRIES:
Ao W] R B"Jfﬁ-—g‘wzﬁ o~ e SRR 10pl iz ~ HPLC > Rl *
T R E AR Y a-fmF f(a-Asarone)s g £ 0 TiF o

(=) ¥EHM
HFE R Boo-dm ¥ f(o-Asarone) 1 3 522 % A % i £ (500 pg/mL) o 12
° A A § o-im 3 Eia-Asarone) & 5] 3 500~250~100~50+25+10+
5.0 pg/mL e 503 0 o 10 F Rk £ P10 uL & %) » HPLC 27 T8
A,\v]:‘?"fl | 10 &2 i G (y ) fotk 2 &2k R (X )il (78U w §F
FREKREMZ SN y=ax+b &gk A HR? -

(=) HFRFR
1o ¥ f(o-Asarone)k & 3 25 ng/mL 2 ¥ AR 503 il e 4R
I8 ot po-Asaron) 4 b AE & 4y i o AN A EHEE L -

() F RALE R RIS
L AR B - 33 LR A > 2P FREARAE 2T Y
BRI PEFRERR BT MadoF pa-Asarone)i g £ (%)
PhE o RO EEE L
2. BEM B -P R LFFL A RETFRSARAE S Z UL T
G SR AR 02 4816224 | e iRl % Ma-ind
f(o-Asarone) 5 £ 5 4a fE 0 RN AR HEE L o



(1) BRNHE"IE T & &' GE5%
1. 1 @& *Y(Limit of Detection, LOD) @ #-2 frik & 2 #4573 /% 3 474F
Boodupgiient 323 kR T HRERTE
2. % 1&'Y(Limit of Quantitation, LOQ) : #-2 sk & 2 L& 22 7% 3 %7
iR St L2100 B kR 0 TR LREIUETE

(+) e T 5 R
B~ dro-tn¥ fo-Asarone) 7 £ (7§ H R & 9 025 g0 ML
2T o A B4~ | mL gho-toF @(a-Asarone) & % 5 (800 ug/mL) > #
i EUH 2 EE > F AP 10uL A » HPLC # B e R 5 (7 =
A o

(=) HPLC 4 ¢ i 2

1. & 47 ¢ : Cosmosil 5C18-AR-II Column (250 x 4.6 mm, 5 pum)
2. ¥k E 1 UV257 nm
3. ;wz# 1.0 mL/min
4. F1LE R 130°C
5. 74x% 110puL
6. # & 4p :
P R (min) z % (%) -k (%)
0 40 60
25 40 60
45 100 0

(=) 483 a2z 2Rl
B0 B i iEMRe s UE 20 REBR B E 10
DL 4 = 4452~ HPLC » 5 {8 T $opl % 6 ff i 1 2 5835 5 8 So-im
* f(a-Asarone) | A 7 E o
L =) UPLC A #7 i

1. & 47 ¢ : Waters Acquity UPLC BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. #BlAE 257 nm
3. i 0.4 mL/min
4. FHER 135°C
5.4A>~% 1pul
6. H#4p
B R (min) z ¥ (%) -k (%)
0 35 65
12 35 65
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(- ) %% %o-'m% p(a-Asarone) 2. HPLC & {7
WF T 31.4 A B T o- w3 fit(a-Asarone) 1% 5t (Bl - ) o

AU o~ ‘m ¥ f(o-Asarone)

1205

1004 N
801
601
401
201

0 5 10 15 20 25 30 35 40
Bl - ~ o-im¥% f(a-Asarone) k¥ 573 i 2. HPLC 4 17 @]

(=) # & 7§ &2 HPLC A {7

WAHEGER 314 S ERMT F PR & Y a- o3 i(a-Asarone)id * (R

Z)e AHEF L R=19 FEF)F L T=091 354 kA * 28 Kp .

mAlJ
1207 4 D Far
1001 o-tm¥ i (o-Asarone)
804 Y
604
407

201
oA

0 5 10 15 20 25 30 35 40
W= ~ 7 &7 § i &2 HPLC & 47 W

(2) B FBB 45

YRS BB R L EH E R AT o F f(a-Asarone) sk i o ff B

S BT YRR G BRI

f- R RBEFR R

% ¥ HE 5 h i3 5 B
v f% 2086.5 \
75%" fE 2084.3
50% 7 f% 1486.2
¢ s 1931.0
75%2 fE 1893.0
50%¢ fi% 1602.3
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(2 ) B i 5 P i

BENT IR EZ X0 A i #o-twF B(a-Asarone) F B~ % >

(>98%) -

I TP RSERTEGTR

v AR E B o-jm ¥ fi(o-Asarone) 4 & & Ff
¥ - =% 2086.0
% - =X 261.6
R 67.0
E 0

(1) &% Fa-'m¥ f(a-Asarone)# £ 4

£ kR o-twF f(a-Asarone) (X)¥ & B A 1TAE G ek BE
(y)“5 18 Pl et £ 8- 4258 5 y=35.241x—233.29 » R2=0.9998 » &7 ik &
£ 5.0-500 pg/mL § %4 B A (R 2 ) -
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Bl = ~ o-‘w* f(a-Asarone)Z. & & 4 ]

4. = ~ o—m¥ f(a-Asarone)Z ¥ £ 3 27N

HRARE 5

& & (ug/mL)

M w o A

}?2

o-‘m ¥ f (o-Asarone)

5.0-500

y=35.241x —233.29

0.9998

(=) HrRREELREE%
P %%k T > J1% HPLC % & & 24 » a-m¥ f(a-
Asarone)## % B 2 AP ¥EE L % 044% 0 LI 2 pEEE L L 0.80%
h LS B RPN o




(=) fBTME%k
d %% 7 & o-lwF f(a-Asarone) & 24 -] PF R FE T Ap R
Z5 1A43% 1 LR ) £ REASTIE 24 PR A BIE X
~ L3 o

(~) #RHEE LR G
o-’m ¥ fi(a-Asarone) 1 B #& *(Limit of Detection, LOD) 2 0.5 pg/mL
(Bl ) > 7§ 1% *3(Limit of Quantitation, LOQ) = 1.0 pg/mL (B3 ) -

AU
T. 5 o—sn ¥ fié(o-Asarone)
Ik \\
0.5] dumk#fﬂ”fjJ#ﬂ/
0_
0. 57
_1_
,1 5_
_9 . . . . ; ; . ;
0 ) 10 15 20 25 30 35 40
Bz ~ o-im* f¥(a-Asarone)z LOD & 17 &l
AU
2.5 o-im ¥ fi(o-Asarone)
24
1.5] \\
1_
0. 5]
0_
-0. 57 F
-1

10 15 20 25 30 35 40
Bl ~o-'m* f(o-Asarone)z LOQ & 17 B

[
[k

o~ LR AT

P . o-Jm ¥ fi¥(o-Asarone)
kR R.S.D. (%)
#eAE  (0=5) 25 pg/mL 0.44
L RME (n=5) ¥ &% % (No.6) 0.80
EEE (n=6) & 530 (No.6) 1.43
R (n=1) 0.5 ug/mL -
TE &' (n=1) 1.0 pg/mL -




(1) wied
o-‘m ¥ fit(a-Asarone)T 3w JT & 85.4% » AP ¥HEE 5 X 3.04% o

% 1~ o-'w¥ p(o-Asarone)if 4 W T ¥ iE %

B | EHEE | §F R | 0B | MEE | wF | Tw ek |[RSD.
® | (mg | my | (my | (%) (%) (%)

1 0.251 0.849 0.800 1.533 85.50

2 0.250 0.849 0.800 1.536 85.88

3 0.250 0.849 0.800 1.568 89.88 85.38 3.04

4 0.251 0.849 0.800 1.512 82.88

5 0.250 0.849 0.800 1.511 82.75

(+) £#87 &7 ¥ iF* a-in3 f(a-Asarone) 7 £ T

A e e

10 # 25 FEH 2 7 2R L EGECE F) et = 77 0 oo 3 E(a-

Asarone):1z

785 0.150-0.682% ° R F § i FH ip i+ 4 o-tmF fi(a-

Asarone)e1z £ F 1703 0.10% o I ¥ B o- ‘w3 f(a-Asarone) s 4 3+
B R A 3 10000 (F %@ 5 80000) o

%7~ 4 %7 & 7R S a-wF f(a-Asarone) 7 £

POEL Bl | o w3 f(a-Asarone) v OE L B o~ ‘m ¥ fi(o-Asarone)
(No.) 7 £(%) (No.) 5 £ (%)
1 (NC) 0.183 6 (SC) 0.413
2 (NF) 0.517 7 (SE) 0.192
3 (NR) 0.396 8 (SG) 0.160
4 (NY) 0.150 9.(SJ) 0.667
5 (CG) 0.682 10 (SR) 0.646




(+-) 7 &% ¥ F#it2 HPLC 4y W Rl oz =
Pob B L E PRSI IRE 10 pL 24k > 2 {7 HPLC 4p ¥ R
FHeipl o
1. & 47 ¢ * Cosmosil 5C18-AR-II Column (250 x 4.6 mm, 5 pm)
2. ¥Rl E UV 257 nm
3. ;wz# 1.0 mL/min
4. FHE R 130°C
5.0 ~% 110l
6

. ABEep
P& F (min) & 3% (%) -k (%)
0 40 60
25 40 60
45 100 0

o-fm ¥ fi¥(o-Asarone)
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+ =) &% %.o-imF i (a-Asarone)z. UPLC & 7
G R 7.97 A 45 T o- w3 f(o-Asarone) - 5t i (B )e

012

0.104

o~ ‘m ¥ f(a-Asarone)
0.08

2 000 /

0.04-

0.02

0.001
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 11.00 12.0C
Minutes

Bl - ~ o-soF @i(o-Asarone)th# 573 & 22 UPLC £ 7 Bl

(+=) 7 &% ¥FiFHk &2 UPLC & 17
WAF G PR 798 A& EAE T TP RSP oo % fl(a-Asarone) s & (]
/\) o

0.12

0.101

0.08 PR
1 o—km ¥ fil(o-Asarone)
2 0.061
0.04
o.oszM%“
0'00; T 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 11.00 12.00

Minutes

B~ &% FiFks2 UPLC & 47
(L2 ) a-'m3F @(a-Asarone) ek + ;38 ~ 3 38t
&3 3% 1 C1aHi603 5 Mol. Wt. : 208.25 ; mp : 57-61°C ; v ¢ F48 -
(+ 1) a3 p(a-Asarone) i 1

OCHj
OCHs

OCHj



(+ =) o~'m3F f(a-Asarone) = 'H NMR B :#

...................
...........................

"0

2 | ppn

1"

B4 ~ a—'mF fi(a-Asarone)s- 'H NMR ] (CDs;OD)

(+ =) o-'m3 f(a-Asarone) = °C NMR Bl

3 s 2 32 = -
v3 " 9 = -
|
|
" —
— T —r—r——— 1 B o NN ’ - —p ey
100 14 1ze 108 L1 L1 1 k) Ppn

B+ - o-’o% fit(a-Asarone) =1 3C NMR ] (CD;0D)



(+ ) a-lw% f(a-Asarone) i EI-MS B 3%

BR88s4888833228%838

208.16

] |

19331 ‘

168,07 ‘

105 69.14 18221 19261

137.20
5 u.uo] 7719 9123 10524 y1290¢ 2

21020 2590

,._,...v.,-.l..,._.....h..i.. PV SRR

0 Fadin Ll

50 0 100 120 140 %0 180 200 220 240 260 ‘

miz

Bl - ~ o-‘wF @(a-Asarone) s EI-MS B 3%

(1) o~ f(a-Asarone) 1 FTIR B3

~Transmatiance

Bl = ~ o-‘wF f(a-Asarone) = FTIR B 3%



=+ ) a-im3 f(a-Asarone) s UV Fl ¥

Z 2+ - ) o-iwF @E(o-Asarone)end ~ B IY F =4

260 nm

250

300

o~ im¥ fi¥(o-Asarone)

nm

350 400

B+ = ~ a-‘w* @E(a-Asarone): UV Bl

F. = ~ o-’m¥ f(o-Asarone)d ~ B E = (CD;OD)

position ou (600 MHz) oc (150 MHz)
1 - 120.5
2 6.98 (s) 112.0
3 - 144.7
4 - 152.5
5 6.60 (s) 99.6
6 - 150.5
7 6.59 (dq, 15.6, 1.2) 126.4
8 6.08 (dq, 15.6, 6.6) 124.6
9 1.84 (dd, 6.6, 1.2) 18.9
3-OCHj3 3.77 (s) 57.4
4-OCH3 3.79 (s) 57.0
6-OCH3 3.83(s) 56.7

4(Multiplicity, J in Hz) in ppm.
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4 & 7 ACORI GRAMINEI RHIZOMA

% <~ % . Acorus Rhizome

A & x ek f Araceae {Ef % Efff Acorus gramineus Soland. 5§z & 13 & o
- N33

) ®w &3 R [F2321)GE#FY 2L 5 %R213) 7
—B ARk 1.0g 4 ® ﬁigz 10 mL » 42§ A /&2 30 &
b8 > im0 PR TR SBR o
[5522) (B&¢ E4 3 £{cHEL 2015)
— B A EH K 0.2 g0 4 F b E(60-80°C)20 mL 5 4o Fuie
o 1o BE S BEL RIS B 0 iR /fa‘Fﬁi ¥ 0 AR B L
(60-80°C)l mL ¢ 274 f& » T 5 f& i iR o
[52223)(Rp? EHEESTP)
—PB Ak k 1.0g 4 fae fig 10mL > 425 & a2 30
Aks o Wi BPORRITARSBR o
(=) PRAE 5. B q-fwmF f(o-Asarone) ¥ R AR E F 0 Se P R & | mL
w7 lomgeaR o FLHBERESRR -
#  HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
Bo& [ERA1) (L&Y &L % -k 2013)V
—riRICETE 41
[ER® 2] (4¢P EFA XK {cREL 2015)
— % @ i(60-80°C) : ¢ ke fig (4:1)
[EE# 3] (A2 EHEESTI )
—F i (60-80°C) : ¢ fae fig (5: 1)
10ecm x 10 cm ~ 20 cm x 10 cm
B OBBRWHIFATHE IS,&E VITER > BRIEH 8cm -
B &KL Ak E 254nm 2 % HERR ST HRAR o

,\
I
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e
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I FREEZERRR
F %P 106/04/13
¥R R RH) : 37%
B RERT) 26 C
[EEA 1) (247 L 5 -5R213)—r 2% cfiefiz 4:1)

S5 oy LSk
123 a-’m ¥ fi(a-Asarone) (1.0 mg/mL) 1>2>5uL
4>5°6 weipir 3 [55202 1] 2-5->8puL
7829 tweipiR 3 [55202 2] 2-5-8pL
10> 1112 ¥eqiar 3 [F532 3] 2>5>8uL
BRFZ IIAFZLBREBRY GG ARER IS 0o RO Y
ZEREER [FE22 1]

ZARBI T o-fw¥F f(a-Asarone) iR B Ak 1L ul o SRR [H5202 1] 2

o

=



BB ARER

F %P 106/04/14

AP ¥% & (RH) @ 59%

B REQRT):24 C
[EEA 1) (247 L 5 -5R213)—r 2% cfiefiz 4:1)
[55=2 1)(4 %7 £2 5 - % 2013)—HPTLC % *F %£(254 nm)# ! (a-2m
F LRy E 5 0.35)

[ErE&H 2] (B4 4 AL feREL 2015)—F 4 @(60-80C) : ¢ fe e fiy
(4:1)

[P 1)(L#Y %2 % - 5% 2013)—HPTLC % * %254 nm)# &} (- 4w
F R EF 0.31)




[Ema3) (A7 FHEES T P)—7F 3 @(60-80°C): e fee iy (5:1)
[55=2 1](4 %7 2 % - % 2013)—HPTLC * ¢+ %(254 nm)# ! (0-m
FERAE 5 0.28)

1 : Blank

2 o-im % B(a-Asarone)

304 wEBR3

5 : Spike

FHRAY AR [FE 3 1] 2N 3 HERMER VAR SRR A4
B o-m R R R LAY FL R -k 20132 [ERA 1]

21



T RENER

F %P 106/04/14

105 B (RH) © 59%

B REQRT):24 C

[EEA 1) (247 L 5 -5R213)—r 2% cfiefiz 4:1)
[52=232 1] (287 BL 50K [F322 1] (28 B2 52K
2013) —HPTLC % ¢ %£(254 nm)¥ &1 2013)— HPTLC % ¢} (365 nm)# !

1 : Blank

2 o-im % B(a-Asarone)

3c4t Bk 3

5 : Spike

FBHRPELR S N a-fo 3 B(o-Asarone) 1 B b L (254 nm) T WAL iE o 2 B
8 pEBLECY > e k(365 nm)ie T PF > BE T B S ehma gk o

22



O N L

250 8 106/04/14

in#i% & (RH) : 59%

ER(RT) 124 C
[Ema 1] (LY &2 5 w2013 —1 e cmep (G:1)
(55 1] (447 %% 5 - % 2013)—HPTLC % * £Q25nm)f (¢ )
% ek %(365 nm)ts 41 (T W)

1 Blank
2 o-‘m ¥ fi¥(a-Asarone) (1.0 mg/mL)
3:4 % &% 1 (NC)
5°6 W &% % 2 (NF)
78 &% % 3 (NR)
9-10 &5 4 (NY)
11 12 W 5% 3% 5 (CG)
13 Spike (¥ 572 7% 3)

23



vl RS (1195 ) IS )

Blank

1
2 o-‘m ¥ f¥(a-Asarone) (1.0 mg/mL)

&% % 6 (SC)

4
» 6 ¥ 5% % 7 (SE)
8 i =3 0% 8 (SG)

' 10 o &% % 9 (S))

11> 12 ¥ =% % 10 (SR)

13 Spike (1 &% i 3)

BHerE R AR B R D R2013 2 [FE R 1) 0w s g e

24



