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#7F (ALPINIAE OXYPHYLLAE FRUCTUS)

-
PR S B0

W

TEH L 104 -

CHRER AR

(- ) HPLC &k B2 K 78 4=
Agilent 1100 series * # 7 Degasser (G1379A) ~ Quat Pump (G1311A) ~ DAD
(G1315B) ~ Autosampler (G1329A) > Column Oven H-650 (Chrom Tech,
TNC.) ; % 45 ¢ += Cosmosil 5C18-AR-II (250 x 4.6 mm, 5 um) °

(=) UPLC kB2 K178 4=
Waters Acquith Ultra Perfermance LC > ¢ 7z Binary Solvent Manager ~ Sample

Manager ~ PDA Detector; 4 17 % +=. Waters Acquity UPLC BEH C18 (100 x 2.1
mm, 1.7 um) °

B FF F-2 3= B
( ) Fé"*‘f'
® i (HPLC grade)p-p >+ Be s i im 3 " @ o
L B OSU)IEA  Fa g £ 3 A P
(=) #=
2+ 7k (Nootkatone) B fi +* SIGMA-ALDRICH % & % 95%2 + o

o~ R
(- ) REZIBAEEF
BPAgp ko BRHEFET10g B SOmL = £487)5K 7 > A

e~ B AR ~T75%F BR ~ 50%° B ~ ¢ pg ~ 75%¢C % ~ 50%¢2 f% & 12.5mL 0 42
3L BT ASE(5 % 300 W o 4F 5 40 kHz) 30 A 48 0 £ 45 14 No.l i i ik
I 25mL 2z = &AL o 4 23T % R BB Rk 44 3 £ i18a(Syringe filter,
0.45 um) > {8 o & 4+ 10 pL 73 » B »xa ik 4p & 47 R(HPLC) > 12 97 (Y
£ ¥ 2 8 53+ i (Nootkatone) s + 8 & f# 5 & i E A F B3 4% o

() G Erfmk
AR AN 1.0gGEY 20 L&) HAEA T B S0mL = &467)
FLP oM AR Se 2 PR 125 mL o A2 i BT AJR(# F 300 W AE & 40 kHz) 30
Adg o A Arte i Nol g By ik A T R F X 25 mL 2 T EHELT 0 3
3 1 18 % (Syring filter » 0.45 um) » B~jjiR > 8 o & 410 uL ;2 » HPLC >
RATRSEAF L2 R AP e EPpiR S A E e 2 HiE
L E RN



(Z) #HREE SRR
PR % 5+ Ak (Nootkatone)# FEfE 2. 4.0 mg > 4 ¥ f T 4AH# L 10 mL
@A% 1 mL Z 3%+ fr(Nootkatone) 400 pg «iif 28 565 % 37k > 3027 fiRff
1 100 pg/mL B = $ AR 503 % o

(2 ) &3 R
Beh S R (B F 20 LG R) 1.0 g0 HAEAL T % 50 mL = & 48955
¢ RS PR 125 mL > A2 Ak R T RJE(F & 300 W o 4 & 40 kHz) 30
bds o I Nol gt 25mL 2 8557 » A ANAEAHH 150 &
Himik 0 4 ? BRI %R > 33 £ % /m(Syringe filter, 0.45um) > T o
(1) #l=asz
A A FE S PR A % 2 e SRk & 10 pLoo 2~ HPLC » Bl
o @t 5030k ¢ %+ ik (Nootkatone)i g 8 » W iF -

(=) wER
¥ FEexB-if £ 3+ pk (Nootkatone) th- 2 =54 # 73 i% (400 pg/mL) > 2 @ fi
H A A 7 %+ ik (Nootkatone) A %] 5 400~200~100~40~20~10-4.0 pg/mL
SR EA R o U F AR B 10 UL A B]ii » HPLC 27 28 A 45 0 1+ &
B2 st e fi(y i) etk a2 kR fh)EFRE T 2 LT ER2
Sfe N y=ax+b & iphd h#k R? -

(=) MR #E%
13+ Ak (Nootkatone)ik B 5 100 ug/mL 2z ¥+ peiE 8 203 kb ek 7
g0 PR E G ff R ApiR o RAOVAPEHEE L -

(~) FREERTFR
L AR B - 3 BEFP A REFRSZRAG 2T AR T
Tt &5k 0 BRI 1+ Ak (Nootkatone) P g 2 (%) & 4k > K di4p 4
wEA -
2R PR - B AR A RETRSRREAR G 2UR R SR
o A E 0254851624 /] pEietRp] L0 M Ak (Nootkatone)'# &
fi s dptk o RAAPEARE L -



(1) MRHELE 2 & &'UE%
i P& *(Limit of Detection, LOD) : #-2 Fojk & 2_ &1 502 7% 7 L
o amgiemt 3 =31 P2 kR TS BRI E . T E &' Limit
of Quantitation, LOQ) * #-2 ik & 2 #3503 i 7 ST - 3 s ggesit
Az 10l pF2 kR > 5 T2 AUGTE o

(+) Fhowlef it
B~ ¢ s+ ik (Nootkatone) 7 £ hF FrH4L4 % 6 0.50 g Hrmfied
> & w4 » 1 mL e+ Ak (Nootkatone) 1 # 5-(0.79 mg/mL) » & $&4& 5%
R E S EEE > FXB10pli » HPLC > & B PS8 F 2 F4F o

(+ - ) HPLC » 7% i+

1. k4% % : Cosmosil SC18-AR-II (250 x 4.6 mm, 5 pum)

2. #%BIAE UV 240 nm

3. ;i ¢ 1.0 mL/min

4. FHLE A 1305 C

5.0 ~% 110l

6. #HAp -

P i (min) " fE (%) k(%)

0 65 35
10 65 35
30 70 30
40 100 0

(£2) &%7 LEFz ERlT
Belpd LEFEHRRSZRUGT P E WA RSB R B 10 ul i
=41 0 HPLC » #1i8 T 3oL % 6 ff sk 1| 2138 % %+

(Nootkatone)s7 g 4 7z & ©



(+=2) k&2 UPLC K 47 % 12

1. k45 * Waters Acquity UPLC BEH C18 (100 x 2.1 mm, 1.7 um)

2. ¥%iplAE 240 nm

3. ik 0.4 mL/min

4. FHER 135°C

5.8 ~% :1pul

6. #HAp -

P B (min) % (%) k(%)

0 65 35
2 65 35
6 70 30
8 100 0
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T ~» % ag
1 g
(- ) % %3+ i (Nootkatone)2 HPLC & 47
W TR 26.0 4 458 1 3%+ Ak (Nootkatone) 1% 3 5. % (] - ) ©

mAUT ,
| #%+ Ak (Nootkatone)
1757
1504
1257
1007

757

Bliz

257
et o . . : : : ;
0 h 10 15 20 25 30 35

Bl- ~ 3%+ fk (Nootkatone) &2 &% iz 22 HPLC 4 17 [

(=) # &34 &2 HPLC & 47
WG EER 257 A BT & & ¢ 3%+ i (Nootkatone)jd (B = ) -
AEE L R=357 4 £ FF 5 T=1.07> 3tk g * 8 fLp o
mAUj
1204 #+ fit (Nootkatone)
1004

0 5 10 15 20 25 30 35
Bl- 7 & F9 52 HPLC & 47 Bl
(Z) B FBREEF

YRR LA B LB E £ 478 %+ ik (Nootkatone) e E & ff E £

L S A S S

o 2 RIBREFRR

% A A 5 FE B i 5B
v A% 1964.2 \
75%° f% 1776.8
50%"° fs 1375.7
z fig 1781.5
5% p% 1786.6
50%2 fit 1555.5

11



(2 ) & & 3PS5
SR F G E A > A i #sE 4 B (Nootkatone) ¥ B % > (5B~
&t 98%) -

v AR 3BT e #+ it (Nootkatone)/i ¢ & ##
- = 1967.6
- =% 361.7
%z = 33.9
=X ND

(3 ) &% 5.3+ Ak (Nootkatone) s £ 4
&7 kR fr (Nootkatone)(x) ¥t & B & 17 L% & f# ek Ji i (y) 7
B E MRS N L y=34.167x + 30319 R2=1> k71 )k B % 4.0-400.0

pg/mL 3 24F s (B =) -

16000
14000 - y=34J§Z:;30319
12000
10000

8000

Rk

6000

4000

2000

0

4] 160 260 360 460 560
E B (ug/mL)
Bl = ~ &+ fit (Nootkatone) 2. & & 42 ]

F. = ~ &8 2%+ Ak (Nootkatone) 2. & & 1 = 47.5%

iR 5 & B (ug/mL) w25 R?
Bl
4.0-100.0 Y =34.167x +30.319 1
(Nootkatone)

(=) FmEky L R E%
FEE%HT 1% HPLC & if e FE & 24 > 3%+ fir (Nootkatone)
R RZAPFIEEZ 5 0.96% » £ Rz ApSHEE £ 5 1.24% > 391 & i
* MR RPN o
12




(=) RTER%
d &% ¥ 008 a0 @+ Ak (Nootkatone) e 24 ] PN FE %0 Ap4HE 8 X 5
037% > #it LB ] Forj RS ARILFAE24 P pFP 2+ PlE S < L8 -

(~) BRHE S 2 8 &%
#%+ fir (Nootkatone) 1 ;p|#& *I(Limit of Detection, LOD) % 0.4 pg/mL (]
) > Z_E & *(Limit of Quantitation, LOQ) % 2.0 ug/mL (Bl7) -

mALi
g: %+ Ak (Nootkatone)
4_
3_
2,
1_
{]_

_1_

-2 T - T T T T T
0 5 10 Ib 20 2b 30 35

Bz ~ #+ ik (Nootkatone)z. LOD & 17 ]
m.\L':

6 #+ fit (Nootkatone)
=
4_
3_
2_
1_
U,

_1—

-2

10 15 20 25 il "
BlI ~ 3%+ fk(Nootkatone)z. LOQ & 17 ]

=
[y B

Fow ~ LRSI

R _ 3%+ fir (Nootkatone)

kR R.S.D. (%)
#HeE (=5 100 pg/mL 0.96
ERHE (0=5) & &% % (No.3) 1.24
®E (0=6) 5 (No3) 0.37
R4 (n=1) 0.4 pg/mL -
TE &' (n=1) 2.0 ng/mL -

13



(4 ) wic sk
/’J‘ 4v 3%+ Ak (Nootkatone)-T 35w 4z & 84.56% > Ap $H1& % i £ 3.33% -

% 3 ~ 3%+ fr (Nootkatone)is 4 v T J ;¥ %

S| BHAEL | 23R | e~ ® | BEE | wiF | TiBw eS| RS.D.
(8) (mg) (mg) (mg) (%) (%) (%)
1 0.500 0.78 0.79 1.49 89.87
2 0.500 0.78 0.79 1.43 82.28
3 0.500 0.78 0.79 1.44 83.54 84.56 3.33
4 0.500 0.78 0.79 1.45 84.81
5 0.500 0.78 0.79 1.43 82.28

(+) 2473 8 547 %+ fir Nootkatone) 7 & B F_
10 3+ FHEH 2 7 £ 2 %% &)4c % » #7 » #F fir (Nootkatone)

7 £ 5 0.07-021% ° 3% & F#F H4p 1= » 3%+ fr (Nootkatone) iz £ 2 17
A 0.15% e T3 1 #icde 35+ Ak (Nootkatone) i 4 3+ 5 i % % 10000 (F % &

% 32000) -

5~ 2 A B F K &2 @+ iy (Nootkatone) 2 £

? OB S

#+ fr (Nootkatone)

VOB L B

#+ fr (Nootkatone)

(No.) z 2(%) (No.) 7 £(%)
1 (NF) 0.19 6 (SC) 0.19
2 (NJ) 0.20 7 (SE) 0.17
3 (NN) 0.18 8 (SG) 0.16
4 (NR) 0.15 9 (ST) 0.19
5(CD) 0.07 10 (SR) 0.21

14




(+-) ¢@ 1047 & ZHFH 2 HPLC & 47

mAl
1200 + 'l
] ’_JAMJJJL\‘,,,_,_‘_"__,_H_H_F_,__,\____‘____‘_rf'k__‘_._____‘_'__.__,]'_ﬁ_,
1 A
10':“3‘_ﬂlﬂ“"}dm,\u_,_‘_._n_ﬁ_r_ﬂ_____‘___‘_]ILM_____.____,_Q_,

8
200 T

GO0

sellbsess _
%f_JP“WMHﬂJH$ hJ\ Efd_i_
sl 3

ZDD—- 2
_.J"""')\"‘"-"I-f‘-'—A_.—n-_n_.-r-\_.-J\_.-.._ — N e ——
N S

B+ ~ 10443 & 7%+ 2 HPLC & 47 )



(+ =) #% 53+ gr (Nootkatone)2. UPLC A 7
WG PR 451 A 48R o 3+ fiF (Nootkatone) 1% 2 5. et 4 (] - ) -

0.60
1 .
1 2+ fr (Nootkatone)
0.40
2
< 4
0.20
0.00 ————7 e e A L A A B e e A A S e L e e L T A e e e e AL A B e e
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00 7.50 8.00

Minutes
Bl- ~ 3%+ Ak (Nootkatone) &2 574 i 2. UPLC k& 45 ]

(+=) 7 & Z4 &2 UPLC 4 47
SO PR AS5] A EURAE T A&7 %+ Ak (Nootkatone) e 4 (8] ) o

0.154
et
1 2+ A (Nootkatone)
0.10j
o
< ]
0.051
0.00:
e
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00 7.50 8.00

Minutes

B~ & F A2 UPLC & 17 )

17

(+w ) #%+ fr(Nootkatone)sna + 38 ~ 2 5 § 23 8L

R

k3 3% 1 CisHpO 5 Mol. Wt.: 218.3 5 mp: 34-36°C 5 v & sk o

(+ 1) #%+ pr (Nootkatone) s 4

L

\\\\
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(+ =) #+ A (Nootkatone) = 'H NMR ] ¥

Y _
I i A . rd
e S 4 J"L RN | TR | ) i s ,,,JIi-J”}‘ LMAA\JL#VJU‘JL*- b .
I : pon’
B4 ~ 3%+ fr (Nootkatone) s 'H NMR ] :#(CDCls)
€L - 2%t o7 k 213 ¥
( ) #%+ Ak (Nootkatone)= '°C NMR B 3%
7 R IRt i i
\
| AL
oo ise | 1sa a0 o e e ey T TS T e

B+ - # -+ A (Nootkatone) - °C NMR ] :#(CDCl;3)

17



(£ )

T: + ¢ Full ms [50.00-850.00]

100

Relative Abundance

A
<

(__L

%Transmittance

91.06

95-
90 79.09

: .

80

~
o

93.12

~
=
1

@
w
vl

77.00

[=2]
p=
I

67.08 ! ! 108.13

[ ]
(=

! 95.12
65.06 ! 80.12 i
55.07

Y
@

sl T

(=]
ht

25 81.10 |

‘ ‘ 1119, ‘14
i

2+ fr (Nootkatone) = EI-MS ] 3%

147.18

133.15

121.13

134.17
148.19

162.21
I 172.22

161.20  175.21
|
i

190.22

176.23

185.21

200.24

203.24

204.26

218.28

219.30

Al L, IH

60 80

\ -
il |‘H ‘H‘ ‘ | H\.!"
140

5

180

200

B - - -~ #+ ik (Nootkatone) e EI-MS B 2

1 ) #+ fr (Nootkatone) = FTIR B]:%

220

240

92

86

84 .
8] ‘
80
78]
761
74]
721
70

2968.65 ™.

68

66

64

203598

62-|

1671.147™_

1458.78

1615.14

\
\
|

s

2|

-

w0

&

-

@
<
w
@
&
-

1199.75

887.04

4000 3500 3000

2500 QObO
Wavenumbers {cm-1)

1500

1000

Bl = ~ #%-+ ik (Nootkatone) - FTIR []3#
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(= ) #+ fir (Nootkatone) s UV H]3#

Abs

1.4

0.3~ \

: \

2 \
0.2 \

g
01 \
0.0 . =
200 250 300 350 400

B+ = ~ #%+ A (Nootkatone) = UV ]

19
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= -+ - ) #+ fr(Nootkatone)s& ~ g 1t § =45

14 12
15 J\
0
\\\
7
@)

47 6

3%+ fir (Nootkatone)

# = ~ %+ fr (Nootkatone)ez ~ g it § =4 (CDCl3)?

position Ou (600 MHz) dc (150 MHz)
1 1.98 (m) 40.4
2 2.20 (ddd, 0.6, 4.5, 17.4), 42.0
2.25 (brd, 13.8)
3 199.8
4 5.74 (s) 124.6
5 170.7
6 2.34 (m), 2.49 (m) 33.0
7 1.32 (m), 1.88 (m) 31.6
8 2.29 (m) 40.3
9 1.11 (m), 1.94 (m) 43.9
10 39.3
11 149.0
12 109.2
13 1.71 (s) 20.8
14 0.94 (d, 7.2) 14.9
15 1.09 (s) 16.8

4(Multiplicity, J in Hz) in ppm.

20



el LRIERZFATEVE

?%ﬂ—gwm/ﬁ-ﬁW%——/pu % #W@;/}a)ii(ug/mL)lFE]’*Eﬁ@‘f{]@ﬂi‘ ftﬁ’/”\’ﬁf"‘
Gl < S
BTN ERRY FRALMER

I-b

m

A BRI & kR (ug/mL)
BTN - PR C-

b g gDy phitjE

m: B s

AxDxV
C= x 100%
1000 W

P L I Ly S

C: #Fpl2sz (%)
At R 50k & (ug/mL)
D A 5

V 1 ZF 484 (mL)
W i #1} £ (mg)
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LA A ;—:;a.—-

4 &7 7 ALPINIAE OXYPHYLLAE FRUCTUS

w4 Sharpleaf Galangal Fruit

A R AL §F Zingiberaceae 1 4+ £ 4 Alpinia oxyphylla Mig. 2 ¥ %% = 34 %

7 oo % AR %R S RPERR T 0 AT o

- ~ 3 F

(-) &R R [F5221](08Y F4L 52 K2013; 467 FHEF
FAp)Y
— ATk 1094 ® g 10 ML 425 4 &l 30 4 45
im0 PR TR SIBR
[5522) (¢ 4 3£ {eFZEL 2015)
—PB A5k 109 fv@m-ke iS5 mLo 425 A a2 30
Aks o g BORIRITERSBIR

(=) %P s B+ Ak (Nootkatone) $t PR B8 5.0 4¢ @ FE & & 1mL 3

% e 02mg ik o TR R AR o

(2) &% k& +  HPTLCsilicagel 60 Fzs4 > 10 cm x 10 cm ~ 20 cm x 10 cm

(z) B B & [BE& 1] (844487 FL£ 5% - % 2013; B4 457
EHEES )
—r el ey (3:2)
[Em#2) (B4¢ F4 3£ fo®EFL 2015) vV
—iemifAfp (52

(z) 2 B # 10cmx10cm~20cmx 10cm

(=) % B ERWGEALTHE 544 FFER  EREH8cm-

(=) K¢ &G 12 10%FEL ¢ fif3E7% (H2SOW/EtOH TS)#f 7% 150105 °C 4 £

IEF RS Far o bR 365 nm 2 h RS T AR o

22



S FZERZRARPE

F 5% p ¥ : 105/08/24

0 %4i% A& (RH) : 60%

#RRT):27°C

[BEH 2] (347 F4 3£ fc@EL 2015)—n e a3 (5:2)

¥ L i g
1-2-3 #£+ fir (Nootkatone) (0.2 mg/mL) 1-2>5ulL
4-5°6 g 4[58 2 1] 2>5>8pL
789 g 4[58 22] 2>5>8pL

FRFZI2ARFZ2REBRY VT ARERIEESEIR o A FLHE
BEE O ER [FE2 2 1)
E ek B L+ fr (Nootkatone) 1 =02 i Lul o e &3 [ 582 2 1]2uL -

4

o
4

23



N BE R NESR

# 5% p ¥ : 105/08/25

Ap¥+i% & (RH) : 66%

B RE(RT):26°C

[Ema 1) (Ba48° F0 5 -5k 2013; 24457 FHEREL > p) —
pewiofes (3:2)

(5793 1] (B4 #4 5 - % 20135 4357 FHRE S~ #) — HPTLC
10%%r e 2 ik & ¢ 15 % ¢ k(365 nm)# &1 (3%~ Bk Re e & 0.65)

[ERa 2] (B4¢ F4 L fe@mBFL 2015)—a e :am (5:2)
[55=2 1) (A% F2 5 -9 2013; 44 ¢ BEHLE S~ p ) — HPTLC
10%Fafe o iR % 4 75 % b (365 nm)# &1 (35 Bk Re & 5 0.65)

1 : Blank

2 @ #+ fir (Nootkatone)

34 wEF R4

5 : Spike

EHRE AR [ 2 1] R 2 BERMER VAR SRR A4

B A Al A TR R Y B FA AL foREL 2015 2
CEEIME

24



o BB ER

9 % p ¥ : 105/08/25

Ap¥+i% & (RH) : 66%

B ARRT):26C

[BRA& 2] (47 FL AL feRBEL 2015)—r %G (5:2)
(5522 1] (3@ ZBr 5% [F22332 1] (247 FL 5 - %
2013 ; AP BHEEL 2 p) — 2013; FEY BHEEL 2 P) —
HPTLC % (254 nm)#& HPTLC ¥ *F % (365 nm)# !

[5522 1) (4% L 8- [F5-2 1] (289 L 5 - %
20135 A8 Y BEHEES A p) — 20135 4B EHEES 2 p) —
HPTLC % ¢ /¥ & k4 HPTLC % ¢ /% ¢t 5 (365 nm)i& !

1 : Blank

2 : #+ fr (Nootkatone)

34l wEipiR 4

5 : Spike

ZEFRBER N 10%£ﬁﬁ??tb F% 5 ¢ {5 > A& 2h (365 nm) g AL Be H LR S 5N
TR IS GES o 5 P B2 %+ Ak (Nootkatone) 1 pa g o

25



I~ RSP

9 5% p ¥ 1 105/08/26

Ap¥% & (RH) : 62%

BAERT):26C
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