I

Iy

I

Iy

I
(FOENICULI FRUCTUS)

B B L ettt ettt et et et et et et et et eate e eeae e e et et et et et eareaaeaaeaaeens 2
B T e et e et e e e e e e e e e aa—eaa—s 2
a—

BRI TR ZEB TR et 3
T B et a e e e e e et ea—er e artea e reraaan 3
B ettt e e ettt ettt e e e e 7

B ittt ettt ettt ea ettt ettt e ettt ettt etetetetetatataeneneenenenans 16
B B B B R TR L3R oot 17
/% -kﬁ_/’ “‘i‘gﬁ ................................................................................................... 18



% {4 MI

VA -

~ S A5

A & 5 %754 Umbelloferae 164 % 4 Foeniculum vulgare Mill. - 37 % = 3 %
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‘] % % (Foeniculi Fructus)
-~ R
paatd s AR P BR %A EHE 10 7o

CREZAMER
(- ) HPLC &k B2 K78 4=
Shimadzu SCL-10A VP ~ Diode Array Detector SPD-M10A VP ~ Column
Oven CTO-10AS VP> & +7 ? 11 Shiseido Capcell PAK C18 Column (250 x
4.6 mm, 5 pm) °
(=) UPLC kB2 K178 4=
Waters Acquity Ultra Perfermance LC » # 7 Binary Solvent Manager ~

Sampler Manager ~ PDA Detector ; & 17 ¢ 1= Waters Acquity UPLC BEH
Cig column (100 x 2.1 mm, 1.7 pm) °

I REREER AR

(- ) 4
? 7%(99.9%)PE p ** Duksan Pure Chemicals Co., Ltd. ; ¢ #(99.9%) ~
f2(100%) s B p >t Sigma-Aldrich Co. ; ¢ fi$(99.5%)pp >t Shimakyu's
Pure Chemicals Co., Ltd. -

(=) HE x5
T (T o EE R VR 4 a(trans-anethole) 0 B R ¥ B 98% 14
Foo

T~ AR

(=) ¥ gma
A A= o F AT 1.0g 3 125mL = £44755g° o H
FE4v 2 PR~ T5%9 BiE S 50%9 %~ 2 fiE > T5%2 fiE s 50%¢ fiF s ok & 12,5
mL > 425 i wa £ (# % 200W » #F 2 40 kHz) 30 4~ 45 0 2 No. 1 jh A i
i 25mL 2 T EHELY 0 4o 2R34T %A > #£3 - i#8k(Syringe filter, 0.45
um) > Bk TR o & 410 plix » B vk ik 40 & 45 R(HPLC) » 11 45 ip] @
ERER 2B A L ARG T A ERR

(=) 3‘5 —”'kﬂi'y’?‘
S AN 1.0g AT & 125mL = & 4a7)5g0 ’Jfﬂzﬁc»
9 Ak 12.5 mL > 425 A B ASE (3 & 200 W 45 % 40 kHz) 30 A 48 -
No.l g AiBip3: 25mL 2. T &£57 » 4 " I %R %3 Jﬁ(Syrlnge
filter, 0.45 pm) » B » TF o & 4 10 uL 1 » HPLC » 7 E %A £ 48
WA FSAFP R IR ERF PRI R 2 X E N RS
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(Z) HRRESER
AL 5 F Y% A "a(trans-anethole)tf Fr - T 1.0 mg > 4c 1 mL 7 fi%
B =& ImL 3 F ;%% 4 "a(trans-anethole) 1000 pg e 52 & 3 7% o

(z) Jf@&-;‘%;‘,’;’z
AR R 1.0g AT B 125mL = & 4875517 o R4 »
B AR 12.5 mL v 425 A BT AJSE(# F 200 W o 45 5 40 kHz) 30 ~ 48 > 14
No. l jgAiBjg X 25 mL 2. T 55 ® A AL EA®RE- =0 & Higik >
b ¥ AR T % R 0 453 £ 48R (Syringe filter, 0.45 um) » Bigik 0 TiE o

(3 ) paz
for %Jﬁfvx%#%—i@r%i% s ¥ &A R 10ul 0 3~ HPLC Bl 2> * &
Bd R ARY F VS B "G(trans-anethole)sn s & » T {F o

(#) WEs
RSB FE N5 R m(trans -anethole) 1% # 5 &% & 3 7% i £ (1000
ng/mL)> v ® B AFR A+ 2 5 34 % 4 Mo(trans-anethole) » %] 5 125 pg/mL -
62.5 ug/mL ~ 31.25 pg/mL ~ 15.625 pg/mL ~ 7.8125 pg/mL i 2 573 % o
MR 2B~ 10 ulL &~ Wi~ HPLC i 7 28 ~ 47 > 1% R 52 % 5
By ek RRKX M) FREYEF > ¥ RERERL S A
y=ax+b £ 4p b T #c R? -

(=) H%i €$5ﬁ
"k V% F Fa(trans-anethole)k B 5 62.5 pg/mL 2o 48 stk 3 ki
BRI &0 71k 3% A Ma(trans-anethole)id % & ff & dp iR o KD Ap R R
i’- o

(~) EREEREUERR
L AR 73 &l AR Rl e dRSPREAFT > Z2TFY
HI e R SRR o EBERBI T M F % A Mo(trans-anethole) 7 £
(%) & #Fﬁfﬂ RN AR A o
2. BB - T BB AP A R A RSBREAE S ZET
B ARSIAR O AE 02481624 ) PFERRB T U NH
% "a(trans-anethole)st & % 5 dp ¥ > K ip$HEE L o

(1) FpREFEEP FER
B~ 125 62.5~31.25 ug/ mL 2. 5 ;* % % "&(trans-anethole) & i 574 i%



() WrlEs

R P FRRE(R24 PR E BERLM=)EE D FREEE AL
Bz BSR4 P A BEREA LN ) RHE fp RS
B £ B (%) 3= % HPLC A 47 6% 2 2 £ 2427 1Lt o

i E %

18 ;P& *(Limit of Detection, LOD) @ #-2 vk & 2 &8 5.4 7% 74 %fr;fﬁ—
Bodmuagea it D232 kR TR ERERIGTE; TEET
(Limit of Quantitation, LOQ) @ #-2 sk & 2 £ & 7 W;g\ s k{rﬁ,—ﬁ » TrL

BEspat 5 =>10:1 P2

( - ) 4‘"“?‘1{—1 Fé‘%g’

ER O ITR T

E\ ¢ vk V% 3§ "e(trans-anethole) 7 &
FEAER T & > A W4~ 0.391 mg éhF 4% 25 *a(trans-anethole) & I 3% & &

B g

(+ = ) HPLC & f7if i+

i P TR e

o AR |

1w R EHREAN0S5g M

1. & 47 ¢ : Shiseido Capcell PAK Cis Column (250 x 4.6 mm, 5 pm)
2. ¥RIAE UV 254 nm
3. /ni# ¢ 1.0 mL/min
4. R R 135C
5.2 >% 10puL
6. HH4p -
P & (min) 2 8 (%, v/v,0.1%7 B&) K (%, vIv,0.1%7 f&)
0 10 90
2 10 90
30 100
40 100
45 10 90
55 10 90
) E#T LR A FERT
L33 B % AKSARE 10 L i § 8 442 » HPLC » #718 T 35
o ff RS DN E RS F % 4 %G(frans-anethole)sh A § £ o

(+ = ) UPLC 4 7% i+

1. & 47 ¢ : Waters Acquity UPLC BEH C18 1.7 um, 100mm x 2.1

5




2. #RlAE UV 254 nm

3. ik 0.4 mL/min

4. FHER 1 35°C

5. 428 11l

6. ##4p ¢

P & (min) 2 8 (%, v/v,0.1%7 B&) K (%, v/Iv,0.1%7 f&)

0 5 95
1 5 95
10 100
13 100
15 5 95
18 5 95




7 2B
1 g
(- ) &% & & ;%% % "a(trans-anethole)2. HPLC & +7
WA TR 26.72 & bR T F N % 4 Ma(trans-anethole) 3 5k o

4000 L anoo

F 7 % A " (trans-anethole)

3000 \ - 3000

2 2
= 20004 2000 2
1000 | 1000
o \ Lo
R e e e B e L e e B e B B B e B RS R R B LR AR A R e
0 2 4 B L:] 10 12 14 16 18 20 22 24 26 28 30
Minutes

Bl- ~ F %% 4 "&(trans-anethole) 1% # 53 ;% 2. HPLC A 17 B

(=) # & %%tk &2 HPLC A 47
TR 2672 AT AT F % § "w(frans-anethole) g 4 o

] F ;%% A a(trans-anethole) -
% 1000 8 1009%
|
0 e il o
2 4 & 8 10 12 14 18 ITIEI ‘ 20 2 4 26 1 30
Minutes

Bl= ~7 &-] % 4 &2 HPLC & 17 Bl



(Z) ¥Bpums
% 5 75 dpE o &
Fhot o BT YRR B

ne

- 0 RBEERLR

FHEEATEF N % 4 “S(trans-anethole) ik ' &

BB A o

P v fE 75%° & | 50%°" @& 'k
AE AR 15119525 | 12401678 | 1339613 151754
Rank(1=Best, 7=Worst) 1 2 6 7
2 4 e ft | T5%2 @ | 50%¢ fi
R 11632913 8313713 6038612
Rank(1=Best, 7=Worst) 3 4 5

(2) ¥P=dict %

BEHTEBA A AT S MR N5 4 "G(frans-anethole) F B = > (F

N )

L VA RETRAET R

2 -
TR g w5

F- =X 15119525

LN 7566821

=X 1425892

(1) &% 25 ;%% A *(trans-anethole) s £ 3

EH kR F NS A "(trans-anethole)(x) ¥ & A A 47 & o H# hF
B(Y)* @ Pk B ARS f2N 5 0y =47028 x + 82455 » R?=0.9993 » ok
Bt 7.8— 125 ug/mL § % 4F B 4 o

8000000
y =47028x + 82455
, 6000000 RZ=0.9993
P
¥ | 4000000
‘-}r‘ /
# | 2000000 /
O T T T T T T 1

0 20 40 60 80 100 120 140

kB (ngml)
Bl= ~ F ;%% B "(trans-anethole)z. ¥ & 41 B
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# = ~ F ;%% 4 "%(trans-anethole) 2. #& £ 5 > f2.;%

¥R AR 5 & B (ug/mL) w425 R
FRw e
7.8-125 y =47028 x + 82455 0.9993
(trans -anethole)

(=) £ REEM G RRER
FHERMET 1% HPLC R iR AR S - F A5 4%

(trans-anethole)# % B 2 P4t E £ 5 037% £ B2 Ap¥HE® X 5 1.28%

b T RA PRI

(=) BTk
d 2% 7 s k38§ 4 Mo(trans-anethole) & 24 -] pF 48 20 AP ¥R
WA 204% R1LE L FAG REALIE 2 FER RS Rl
~ LB o

(~) BRHERE 2 8 &%
5 3% % A "a(trans-anethole) i /B 4% *2(Limit of Detection, LOD) % 0.03
pug/mL > % & #%&*Y(Limit of Quantitation, LOQ) 5 0.49 pg/mL -

20 F20

F 3 % A % (trans-anethole)

N

maL

(W

i
-

e R L R S R S e s E
o 2 4 6 8 10 12 14 18 18 20 2 24 26 28 30

Bz ~ F ;%% % "&(trans-anethole)2. LOD & 17 ]




F %% 4 "%(trans-anethole) =

. Y
, ||
i u‘J‘r%JQQM” l

mAL

=]

_'___'_1__,___]\_,-.4'\_..‘ L iy 111

T T T T T T T T T T T T T T T T T T T T T T
o 24 4 B 8 10 12 14 16 18 20 2 24 28 28 30

BI ~ F %% % "(trans-anethole)2. LOQ 4 47 R

Fw o~ LA REAST

mAU

F 7 % 4 *a(trans-anethole)
W R|FE P —
kR R.S.D. (%)
#HeE (=5 62.5 ug/mL 0.37
£ R (n=5) ¥ &% i (SL) 1.28
T (n=6) ¥ &% i (SL) 2.04
WL (n=3) 0.03 pug/mL -
g &' (n=3) 0.49 pg/mL -

(1) FpREEpFRRK

d 2% 7 NiEirr F§

PR g R R L

5 0.05—059% > g+ L3>

U % % "a(trans-anethole) A t& £ 41 2. q‘s; FlERM F
Ferd R RS b 24

RN RS BlE A AR B p FeapiEE L S 1.29—-1.98% -
%1 ~ F ;\% A "(trans-anethole)F p P22 B p 335
) kR EpEF (n=9) B p R (n=3)
iR 5
(ng/mL) mean + RSD mean = RSD
. 31.25 32.49 +1.29 32.43 £0.05
Eal b
62.5 60.62 +1.38 60.95 +0.59
(trans-anethole)
125 122.90 +1.98 122.71 £ 0.50

() s:%ﬁ%/
10 Fo

(trans-anethole)

=

SR (TR S FEHZF N A%
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ZA s 0B B %A K& F N A Ya(trans-anethole) 7 £

B | F N % B Yw(trans-anethole) 7 | P & L M| & ;X % A "&(frans-anethole) 3
5o £ (%) 5L £ (%)
SJ 0.541 NJ 0.671
SH 0.786 NF 0.458
SE 0.611 CE 0.366
SC 0.301 NR 0.449
NN 0.819 SL 1.953

(+-) R

F 7% % "&(trans-anethole)- i’—:’iflt bew e 5 106.47% AP ¥HIEE B £ S

3.07% o

%= ~ F 3% 4 *u(trans-anethole)i7s 4c

o | FMHE[GFR [ 52 | M@R| wicd [ 23594 [ RSD.
o (2) (mg) (mg) (mg) (%) (%) (%)
1| 05032 | 2455 | 0391 | 2.883 | 109.35
2 | 05022 | 2455 | 0391 | 2859 | 103.33
3 | 05015 | 2455 | 0391 | 2.856 | 10250 | 10647 | 3.07
4 | 05028 | 2455 | 0391 | 2879 | 108.46
5 | 05031 | 2455 | 0391 | 2.880 | 108.71

(+ ) ®%52F %% 4 *a(rans-anethole) 2. UPLC & 17
WG EER 743 2 RS F V% § Pa(trans-anethole) - 5 erd E o

0.40
0.30]
2 0207

0.10]

7.434

0.00 ] T

T T T T
5.00

T T
6.00
Minutes

T T T T T
7.00

T T T T
9.00

T T T
10.00

T T T T T
11.00 12.00

B> ~ F 3% % % "&(trans-anethole) &% 573 ;% 22 UPLC 4 17 R
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(+2) @

WHETHER T4l 2 AT S A AtRST F V% B Se(trans-anethole) st

% o

&~ 4% A 52 UPLC & 47

0.40 -
o.strf "
2 O,ZCé
0'007"‘Lc"\“"\‘“‘\"A“\‘v"v‘\‘“‘\"@“@\““\““\““\““‘_\“‘_“
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
Bl- ~3 &~ &5 dts2 UPLC & 470
(L2 ) 5 ;4% 4 "a(trans-anethole) sk &+ ;8 ~ & 5 § 2274 gt
&+ 3% 1 CioH120 Mol. Wt.: 148.20 bp: 234 °C
(+1) F ;% % *u(trans-anethole) i* § ¢

e

12



(+ =) F %% 4 *a(trans-anethole) s "H NMR ] ¥

Anethole CDC13 600  2015/05/19
@R8I ZATIEACERS

ooooooooooooooo

R 808800800 e e

WD

782
1.850
1.847

{ :

—1.839
1.836

7/ )
lll J P )

8 7 6 5 4 3 2 1 ppm
- el [ o
2.24 1.00 3.27
2.04 1.02 3.33

Bl ~ ~ & ;%% 4 "&(trans-anethole)z. '"H NMR ] 3% (CDCl;3)

(L =) F ;%% 4 "5(trans-anethole) s 3C NMR ] :#

Anethole CDC12 600  2015/05/19

o gass o 43 . o
B 2838 = ige & b
2 ssss 4 Ees 8 s
E gEaa g )
Vil
B LA B B AR T
160 140 120 100 80 60 40 20 ppm

Bl4 ~ 5 ;% % "&(trans-anethole)z. C NMR ] :#(CDCls)

13



(+ ~) F ;% 4 *(trans-anethole) 7 ESI-MS 1] 3%

STD#55-76 RT: 150-207 AvY: 22 NL 180E7
T + ¢ Full ms [50 00-850.00]
5711

Relative Abundance

100
95
90
85
80
75
70
65
60
55
50
45
40
35
30
25
20

7012

=
~

831

841
9107

60 80 100

129,07
14905
11213
167.06
13309
12108 0
27917
24118 55051
165.13 ‘ ‘
(IRRRTTITTI | [T A BT T L 1 “‘ L I (10 I}
L o
120 140 160 180 200 220 240 260 280 300 320 340

miz

B+ ~ £ % 4 "(trans-anethole)z. ESI-MS ] ¥

(L4 ) F ;%% 4 "%(trans-anethole):r FTIR ] ¥

%I

= = n n @ @ s s @ o @ @ ~ ~
3 a 3 & 8 & 3 & 8 a g & 3 o
Lol b b b b b b b b b b b b b iy

o

&

0150519 STD-8(2)

3500

3000

2500 2000 1500 1000 500
(em-1)

B+ - -~ F 3i'% 4 "a(trans-ancthole)2. FTIR B 3%
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(= + ) F ;% 4 "(trans-anethole)a ~ B iY & =4

%~ ~ F N5 4 "a(trans-anethole) @ ~ B it & =4 (CDCl3)?

position ou (600 MHz) oc (150 MHz)
1 158.5
2 6.81 (d, 8.4) 113.9
3 7.25(d, 8.4) 130.3
4 126.8
5 7.25(d, 8.4) 130.3
6 6.81 (d, 8.4) 113.9
7 6.32 (dd, 16.2, 1.8) 130.8
8 6.11-6.05 (m) 123.5
9 1.84 (dd, 6.6, 1.8) 18.4
10 3.77 (s) 55.2

4(Multiplicity, J in Hz) in ppm.
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%3

LA A *‘;é

4 Z7 7  FOENICULI FRUCTUS

# < % Fennel Fruit

A R A& EA5F Umbelliferae 24 % 4 Foeniculum vulgare Mill. 2. 5z % =
BEF - AEFEFARERUER Fic +7%F > 2 “%%:E%‘r °

- 32

(-) B &R R [F522321) (L4 FL 5%
—P ATk A 0509 e e = 10mL BE 0 RES A
& 0 iR IR TAR &SRR
[5522) (¢ 4 3£ {eFZEL 2015)
— B A Gk 20004 ¢ BL20 ML AR A AT 10 A 48
WiR o IR AT AR F TR ImL @23 fE TE
&g i e
(522 23)(p7RE)V
— B ASH R 200 4e e e fin 20mL v A2 A 10
LA iR R A BT F T ImL 2B R
T2t &iB iR

(=) HR#EREER  P% 3 fE(p-Anisaldehyde) 2 & ;% % 4 #u(trans-Anethole) %

% i RS dcg-ke S F 1mL g 10mg 2 1mg 63
R TS HRARE SRR
=) #& k& +H# HPTLCsilicagel 60 F2s4 > 10 cm x 10 cm ~ 20 cm x 10 cm
() B B & [BE&1)] (LY FL5-K)Y
— ez e fy (20 1)
[Em& 2] (F #F1axfcEEL 2015)
— 7 7 #(60-80°C) : ¢ Btz fy (17 : 2.5)
(z) 2 B # 10cmx10cm~20cmx 10cm
(=) E B ERWGEALTHE I5~4 FFER  EREH8Cm-
() s &K AL 264nm 2 K HERETT AR o

16



S XZERZER PR

F 5% p o 104/12/02

A0 ¥H5 & (RH) : 53%

B RERT):29°C

[EmA 1) (4" L 5-R)—I e e (20:1)

S5 oy 7 g
1 % 4 fz(p-Anisaldehyde) (10 mg/mL) 1uL
2>3>4 | % 4 fz(p-Anisaldehyde) (1 mg/mL) 1>4->7ulL
5 F 7% % & "a(trans-Anethole) (10 mg/mL) 1uL
6:7-8 | Fi's % "&w(trans-Anethole) (1 mg/mL) 1>4-57ulL
9,10 NF & 55k [55~2 32 1] 5-10puL
11 12 NF % &ia ik [3830% 2]) 5510 ulL
13- 14 NF % i3 [383% 3] 5510 ulL

FRFE N [FE222) 2 [ 23) kmipirird Rk [55202
1) Pa > m TR * BAREAE T o ZEHp FRF2Z [55202 3]
=REEEF % 4 pE(p-Anisaldehyde) (1 mg/mL) &8 504 5% 7ul > & X% 4 %
(trans-Anethole) (10 mg/mL) %28 =% 7% 1ul > &% [52>2 3] 5uL -

17




IR ARESR

F 5% p# :104/12/03

ip 4t A (RH) @ 41%

HERERT):27°TC

[EmA 1) (4" L 5-R)—I e e (20:1)

[52=% 3)(p "B %) — HPTLC % ¢ % (254 nm)# 4! (% 4 i Rf &
0.15; F % 4 % R ie 5 0.71)

[ m#2) (¢ 4 %2 c@E L 2015) — 7 4 fi(60-80°C) : ¢ fe e fiy (17:
2.5)

[55= 5 3) (f 7@ %) — HPTLC % ¢ %(254 nm)# 1 (% % # Rr & %
029; F %% " Re it % 0.73)

1 : Blank

2 % A fE(p-Anisaldehyde)

3: F % % *a(trans-Anethole)

455 NF & &3 %

6 : Spike

EE R  [FEe2 23] 2 g LAY Fy vk [BERA 1]
o [BRB&H 2] ~3rck it o



T RES ER
¥ % p # : 104/12/03

A ¥E & (RH) - 41%

B ERRT):27°C

[EmA 1) (4" L 5-R)—I e e (20:1)

[55=2 3] (p "B%) — HPTLC [¥3 -2 3] (p B %) — HPTLC
%ok k(254 nm) e 1 ¥ ek k(365 nm)is )

1 : Blank
2 : % A fE(p-Anisaldehyde)
3 F ;4% % #a(trans-Anethole)
455 NF & &3 %
6 : Spike
R N L K e k(254 nm)He AR 0w B FE(p-Anisaldehyde) 2 £ X %3
#a(trans-Anethole) & 3 &g 4 ¢k 5k (365 nm)F PP BE 2 = A 31 2k o
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I+ RSP

P 5% p ¥ 1 104/12/03

¥R AR (RH) @ 41%

HERERT):27°TC

[ER& 1] (L47° 2L 52 K)—nr =z fee fig (20:1)
[527=23) (p F#%)—HPTLC % (254 nm)# !

1 Blank
2 % % f£(p-Anisaldehyde) (1 mg/mL)
3 F 3% % % *s(trans-Anethole) (10 mg/mL)
4->5 NF t& 5% %
67 NJ & &% i
8-9 NN & &% i
10> 11 NR # &% %
12 > 13 CE #& &% %
14 Spike (NF # &-i% i)

20



1 Blank
2 % % f£(p-Anisaldehyde) (1 mg/mL)
3 F 3% % *s(trans-Anethole) (10 mg/mL)
4->5 SC t& &% %
67 SE & &% it
89 SH & &% it
10> 11 Sl & &% R
12 > 13 SL # &% %
14 Spike (NF # &7 i)
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