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&t (CURCUMAERHIZOMA)

— Al ﬁi}a"
R 20 G e R AR S 103

CREE RN R
(- ) HPLC &2 A 47 # 4o

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 ®E 2 k47§ 1

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 pm) °

ES T FaEa-t BN
(=) #A

? A2(99.9%)REp T = 1‘\7 W >3 T2 7 (Duksan Pure Chemical) ; ¢ %
(99.9%)pp % fr ¥ \JP T2 7 (Avantor J.T. Baker) ; ¢ f%(95%)rp
q-/\g]emsa /\4;:14};: °

2 5F 5 ik (Germacrone)PEp »t B> L > BR B 98% 1+ oo

A g
(=) BREFPAEEH
BPAgfs ko o X MR ET025 g0 B 50 mL = 44875550 o
FEdv ~ 7 AR ~T75% 7 f% ~50%° F% ~95%¢ fg ~ 75%¢2 FE ~50%¢ fF & 10 mL o
Aot A BOF ASL(H % 300 W+ 47 % 40 kHz) 30 A 48 0 4 £ 75 2 No.l ik 418
Jel 10mL 2. 2 57 24 2 AT 3 R BB Rk 44 3 £ 188 (Syringe filter,

0.45um) > ¥ o & £ 10 uL i3 » B »<it ik 4p & 45 K (HPLC) » 12 #0ip| 8 & 2
T ¥ 2 ¥ 5E 5 Ak (Germacrone)f = A% o ff 5 B E R EZ BB 4o

EPEN L3
Beh A & 6 025 g(B % 20 S ) » HAEALE > B S0mL = &4
FLP oM FE4 ~ 75%7 B 10 mL %ﬁiﬂﬁiféggﬁ4ﬁ300““ﬁ%+40kH@
30 & 4504 Fris Nol g A3 10mL 2. 2 & 5L 7 >4 75%% 53 % & >

# 3 £ iB/u(Syring filter » 0.45 um) > B~jjgi% » ¥ o & 4+ 10 uL ;3 » HPLC »

RETAEAF L E D F I RFE e AR A RE R 2 E
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®
A
¢

(Z) #$REESZR
PR % 2. 5 Ak (Germacrone) i FE AL € 2.0 mg > 4 ¥ FR T 4f I 10 mL
# =% ImL % 200 ug % 5 it (Germacrone) & St i 3% > & 0 ® ﬁ;;ﬁrp
I 10 pugmL @+ HREEER -

(2 ) &3 R
Beh Sl A (B H 20 BLEF ) 025 g0 HAEAET 0 B S0mL = & 40755g
¢ e 75%7 R 10 mL v A2 A R RIZ(F F 300 W0 H4F 5 40 kHz) 30
Ak EAFHRB2 0 EEEFEBR 0 2 Nol JgAiBiRE 30 mL TR #L 0 4
75%% BR 3 %R 0 4% 3 £ S M3 e (Syringe filter, 0.45 um) > WiF o

(7 ) pla2
A B R BRI A e 2 e AR & 10 pl i ~ HPLC > Bl * 4

B R A%Y E 5 B (Germacrone)eh i £ 0 T iE o

(=) wESR
HFEs P~ % B ik (Germacrone) #2 5- % # i3 i% if £ (200 pg/mL) > 1 7 fif
HRE A 7 F 5 ik (Germacrone)~ & 5 50~20~10+5.0~2.0~ 1.0 pg/mL >
TRk e B R EP10 L & B2 » HPLC i 7 = & A 45 > 1% &%
F2 R S (y ) TetR R kR (x M) EREY i X Rk E R
Sfe N y=ax+b & iphd A#k R? -

(=) HrER#E%
% 5 Bk (Germacrone)k B 5 10 pg/mL 2. ¥ REE 503 ki F etk T
& > 11 % 5 fk (Germacrone) i % & ff & dptk 0 ROAPEHRE L

(~) FREERTFR
LERE PR GRAR R RHARSZRUF 2T EFHUET
FA e &g ik o 8RR M F 8 Ak (Germacrone)sh g B (%) & 4p ik R
pEHEE AL o
28T B oM LRAR A RRARSARUE S 2 AR K RS
ik B 02458216~ 24 ] FFiEHRR 0 1 F 5 fk (Germacrone)
g B At KPR EL -



(4 ) WpHELE T & &"UE%
1. % jpl4%*Y(Limit of Detection, LOD) : #-¢ sk & 2_ &% 504 /% % LI
MAME R L = I pF2Z R (T B RHRUGIE o
% £ & Limit of Quantitation, LOQ) * #-2 fvik & 2 {0 &3 i 7 ¥7fF§ » &
MBS A= 10/l F kR 0 T R ERAGIE -

(+) Fhowlef it
B~ frd 5 fr(Germacrone) 7 £ ch# & 4 & 1 0.125 g HamAL 25 o
A8l 4e ~ 1 mL &% 5 Ak (Germacrone )1 # 5.(60 ug/mL) » ¥ 34k &3k @l 4 2
EE: AL

(+ - ) HPLC » 7% i+

1. & 47 ¢ : Cosmosil SC18-AR-II (250 x 4.6 mm, 5 um)

2. #pIAE 1 UV214nm

3. /ni# @ 1.0 mL/min

4. FHIER 305°C

5.4 ~% 1 10pL

6. #H4p

F¥ ¥ (min) e 9% (%) k(%)

0 45 55
3 45 55
30 65 35
38 65 35
45 90 10
55 100 0

Z) A e Rz EplE
Polpd B ERERSARAE 2 WA RS R B I0pL s § =
-1 » HPLC » #7# L35)l % 5 #f & 4r [ 2583 8 % &+ 5 ik (Germacrone)

Eﬂpéa\/g,‘-g_o



(+ =) UPLC & #7if i%

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

2. ¥%BlAE 214 nm

3. s 0.4 mL/min

4. gHE R ¢ 35°C

5.2 >% 1L

6. # & 4p :

P& F¥ (min) e % (%) k(%)

0 45 55
1 45 55
5 65 35
8 65 35
10 90 10
13 100 0




725
(- ) %3 5% 5 fr (Germacrone)2. HPLC A 17
G PR 32.6 A 48 ot £ B fik (Germacrone) 12 A 0% (- ) o
nAly
% 5 fik (Germacrone)

7 v

0 10 20 0 10 =
Bl- ~ # 5 fit (Germacrone) 12 &3 i 2 HPLC & 17 B

(=) # & &K+ &2 HPLC A& 47
WFE TR 324 AdEadEor At ST £ 5 Ak (Germacrone) it i (B = ) o A
WME L R=148 FEF|F 5 T=104>32% 5L & Fp o

mAlj

% 5 Bk (Germacrone)

/

0 10 20 30 40 50
Bl- -7 & #x 4% &2 HPLC & +7 B

() BB EBB 4R
rT5%Y FR G ERRE 0 L EH £ E 471 £ 5 ik (Germacrone) sk M & f#
ﬁ’s_" ’;%F':T’F 75%' ﬁ%;ﬁxli_fﬁ’»,%{zﬂ‘_o

F— v F RABI LR

A % 5 fit (Germacrone)k % & 4 | B if 5 B~
" p% 280.4
75%° fi% 329.8 \
50%"7 fis 289.4
L B 178.8
75%2 fs 328.9
50%¢2 fit 298.1

10



() G 5P PGT 6
BEBTEPIETEZ X 0 4 i #F 5 (Germacrone) F B % >
(>98%) -

Lo RS E

75% % % 5 P~ e % & fr (Germacrone)ii % & F4
% - =X 324.7
E 56.4
I 15.9
=X N.D.

(1) &% rr‘;l-‘ 5 B (Germacrone) s £ 42
T kR E 5 (Germacrone)(x)¥t & p & 7% & 0 F R E(y) 0T
B"Jm*ﬁ RN L y=33221x - 12105 RP =1 k7 kAR & 1.0-50
pg/mL 3 24F s (B =) o
1800 y=33.221x-1.2105
1600 | R?=1
1400 -
1200 -
1000

800 -

R G

600 -

400 |

200 |

0

0 10 20 30 40 50 60
JE & (ug/mL)

Bl= - & 5 /it (Germacrone)Z ¥ ¥ %[

#. = ~ % B fr (Germacrone)z_ ¥ £ 4 > 47 ;¢

RS & B (ug/mL) w25 R?
+ 5 bk
1.0-50 Y =33.221x - 1.2105 1
(Germacrone)
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(=) HAERE L RBRER

P &% I HPLC 2 & if 2 efF R & 4% > £ 5 Bk (Germacrone)
HARERZAPHIEREL L 057% L R pER B L 5 1.93% 358k ey b
:ri_g T'\P\ o

(=) BT #E%

d &% ¥ 20850 £ 5 fk(Germacrone) i 24 ] PER AT AP ¥R L 5
0.95% i LR ] » FH7F RSIILF 24 [P 8 PR X LR o

() MR e TR R GER

% 5 fit (Germacrone) i ;f]#& *I(Limit of Detection, LOD) 5 0.25 pug/mL (5]
2 ) > Z_E & *L(Limit of Quantitation, LOQ) = 0.50 ug/mL (B]7 ) -

£ B fit (Germacrone)

W

0 10 20 30 40 50

Bz ~ % 5 ik (Germacrone)2. LOD % +7 &l

% 5 fi* (Germacrone)

N

0 10 20 30 40 50

B ~ £ 5 fr(Germacrone)z. LOQ & +7
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Fw o~ LA REAS T

% 5 f* (Germacrone)

LR R R.S.D. (%)
HBAE  (n=5) 10 ug/mL 0.57
LM (n=5) W &% (No.7) 1.93
L (n=6) W23k (NoT) 0.95
& (n=1) 0.25 pg/mL -

T E %' (n=1) 0.50 pg/mL -

(1) wicd sk

% 5 fi* (Germacrone)-T 32w 2 5 105.67% > 4p HH&%& im £ 2.56% -

%3 ~ # 5 fr(Germacrone)if *¢ ¥ JT F ;5%

| EHAE | F3 R R REE | wrF | TEw s | RSD.
@ (mg) | (mg) | (mg (%) (%) (%)
1 0.125 | 0.059 | 0.06 | 0.120 | 101.67

2 0.125 | 0.059 | 0.06 | 0.123 | 106.67

3 0.125 | 0.059 | 0.06 | 0.122 | 10500 | 105.67 2.56
4 0.125 | 0.059 | 0.06 | 0122 | 105.00

5 0.125 | 0.059 | 0.06 | 0.125 | 110.00

(+) %% & xK+7 £ 5 A (Germacrone) 3 & ip] %
10 R+ EH2 7 FR 28 5GE0% &) ek = “77 » £ 5 Ak (Germacrone)

17 £ 5 0.029-0.081% o 2K A+ # 4 dp 4%+ A £ 5 fik (Germacrone) e 7 £ 7
B30 0.05% ° 2% Bcds = 5 fik (Germacrone)jd 4 - 5 A X3 20000 (F %

& % 105000) °

& o~ & A 8RR 520 % 5§ fik(Germacrone) 7 £

v L %%, | % 5 ik (Germacrone) v B % & fk (Germacrone)
(No.) 7 £(%) (No.) z £(%)
1 (CD) 0.070 6 (SQ) 0.081
2 (SC) 0.029 7 (NJ) 0.054
3 (SE) 0.046 8 (NN) 0.053
4 (S)) 0.053 9 (NP) 0.041
5(SL) 0.064 10 (NQ) 0.069

13




(£-) &M 1044 &35+ F 2 HPLC & 11

mAl
1200 ||
1000
b T A P S T SR CT A .
PR - f il S . R - o R R L R R S R (| q_,_g
= i el S e T It
[ P KT
gog A A \“I—-—
a0 4 I —
IR . -
200 __f'u\_ ]Il_" \"‘g-—-—
ol e s o Ls 5 !
1] 1ID 2‘0 3‘0 4:3 5‘0 BID 7‘0 min
W= ~ 1047 & 31+ &4 2 HPLC & 17 B
(+ =) &% &% 5 A (Germacrone)z. UPLC k& 17
W E T PRER 5.85 4 dB ek ot £ 5 ik (Germacrone) 2 5Ld uE (=) o
0.12
010 £ B fit (Germacrone)
0.08]
2 o.oeé /
o.o4€
0.02]
0.00j
0.00 100 200 300 400 500 600 700 800 900  10.00

Minutes

Bl- ~ % 5 fr (Germacrone) & 573 % 2. UPLC & 17 @]

(+=z) ® & &+ &2 UPLC B
TR 5.85 A A ASE T KA Y £ 5 Ak (Germacrone)if 4 (] ) o

0.15
0.10]
3 ] % 5 f* (Germacrone)
0.05- /
0.00]
e ————————
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Minutes

B~ 7 &R HHe 52 UPLC & 47 B

14



(+ = ) % B A (Germacrone)eka + 3% ~ & F § &3 8
A% 34 1 CisH220 5 Mol. Wt.: 218.33 5 mp: 55.5-56 °C -

(+ 1) %5 fr(Germacrone):h.s

(+ =) % 5 At (Germacrone) '"H NMR B :#

| Yo
s
[ ,
/ f /Jr // / )// / 7
, [y
] Y IS N | Y LW\ Vil ST
R T T STy T T T 1 oem
e L L ] - s
849 1.05 .08 a.47 8.24 12.28 11.55
3.32 .53 4.11 5.02 12.22 .64

B4 - & 5 fkt (Germacrone): '"H NMR ] 3% (CDCl;3)

15



(+ =) % 5 Ak (Germacrone):h 3C NMR )z

55.906

—38.072

__207.966

I U [ i e
T I T T T I

T e R A T T A B N
200 180 160 140 120 100 80 60 40 20 ppm

B+ - £ 5 ft (Germacrone)< 3C NMR Bl (CDCls)

(+ ~) % B Ak (Germacrone) = EI-MS ] ¥

Germacrone #2-39 RT: 0.06-0.62 AV: 38 NL: 221E8
T: + ¢ Full ms [50.00-650.00]
100

95-

90

85

80-

75—

70°

65

60

55

107.01

135.01

50 67.02
45

40

35 91.01

30

25 105.01 175.04
05

Relative Abundance

121.06

20
53.06 93.06 218.09
15 147.08
10 65.02
149.08 185.06  203.07

60 80 100 120 140 160 180 200 220 240 260 280 300
miz

B+ - -~ % 5 @ (Germacrone) i EI-MS ] 3%

16



(++4 ) % B A (Germacrone) = FTIR B3

| 100
90-]
eoé
7]
60
so—f

40

%Transmittance

30

20|

20

230

é MW"W\‘H,N TN
.

\/’\ \ /’\f/r?\/”f

33215

29824
Il
2017.0
28435
16667

7473

4000

3500 3000 2500 2000 1500 1000
emt)

500

B+ = -~ % 5 @ (Germacrone) s FTIR B3

(= 1) # 5 pr(Germacrone)= UV R

0.0

200 250 300 350

Bl = - £ 5 ft (Germacrone) UV B

17
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- L

4. = ~ % B Ak (Germacrone)=ha ~ B i & =4 (CDCl3)?

- ) % B fit (Germacrone)sa ~ BLiY B 243

position Ou (600 MHz) dc (150 MHz)
1 4.96 (brd, 11.4) 132.7
2 2.06 (m), 2.34 (m) 24.1
3 2.06 (m), 2.14 (m) 38.1
4 135.0
5 4.68 (brd, 10.8) 125.4
6 2.83 (brd, 11.4),2.93 (m) 29.2
7 137.2
8 208.0
9 2.93 (m), 3.39 (d, 10.8) 55.9
10 126.7
11 129.5
12* 1.70 (s) 19.9
13* 1.75 (s) 223
14 1.42 (s) 15.6
15 1.61 (s) 16.7

4(Multiplicity, J in Hz) in ppm.

18
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?%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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4 % 7 : CURCUMAE RHIZOMA

#® % ¢ ! Zedoaria Rhizome

A Rk A& &4 Zingiberaceae {8 4~ & # + Curcuma phaeocaulis Val ~ & &

# # Curcuma kwangsiensis S. G Lee et C. F. Liang = ;& # £ Curcuma
wenyujin Y.H. Chen et C. Ling z_ §2'%& 13 % - 'sdz ¥ Mg
Flehd 1120 9§ 24 EERENBHEL IR T D ki B
BRESF ISR S eir g FITA T E oL T
N

BoE O ok R RiE o B ATk A B R Jap s

(-) ® &3 [F5-=21) (08 FL5-p)
—PrFdk 500 4T A 50mML o Rz L adE o HE
R PR T RSB
[532 2] (Bec? £4 % 2 fe@EL 2010) v
— Bk 54k 050 4 7 b {44060 °C) 10mL » 425 i
B 20 A4 0 iR IR 0 ARt e fEC fia lmL
s -

(z) HWmiEExr %5 (Germacrone) ¥ 1L & & > se e fie Ayl & &
% o ImL z 1mg ik o 15 $RAREE SRR -
zZ) #& %k + HPTLCsilicagel 60 Fzssa > 10 cm x 10 cm ~ 20 cm x 10 cm
(z) B B & [EE&1)Bas#Y EL5-p)v
—pewie e fiy (4110)
[EmH 2] (i%:c? F4 2 £ fc@EL 2010)
—i % [ (901)
[EE# 3] (Bexhik? EHRES-P)
— LR iy (96 4)
(z) 2 B # 10cmx10cm~20cmx 10cm
(=) % B EBRRGELTG 1544 + FEF > EREH8Cm -
(5) Hd &AL EE W AFEIEERER O R BENT LETRR
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S FRERZRARPRRE

% p ¥ :105/01/11

ip ¥R & (RH) : 51%

22 (RT) : 26C

[EmH 1) (Bee @Y BL ¥ -p)—p 2% 0fCfig 4:1)

B A 7 E
1-2-3 + 5 @k (Germacrone)(1 mg/mL) 1-2-5uL
4-5-6 a5 [F522 1) 2-5>10puL
7:859 Wi b [F5i2 2) 255510l

BRI L [Feo ik 2)

i2zxeky § 0 £ 5 A (Germacrone) g moa e 2l o [F B2 % 2] 10l
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SN BRERRER
# 5% p ¥ : 105/01/12
B ¥% & (RH) : 40%
B R(RT):26°C
i LAy (411

[EmA L] (Lo Fo5-p)—ne
[55=2 2)] (Bec? F4 Lo BEL 2010—TLC i2i¢ % 4 FElFfaidn &

§ {8 0 T LK TR o

[Ema 2] (i:c? F4 A5 feMEL 2010)— e % I FEr (9:1)
[5552 2] (e E4 3 £ {e@EL 2010—TLC i2i¢ & 4 FElmp i &

§ts 0T LT AR o
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[EmH3) (Becd by BHERES - p)—D e 0o fiy (96:4)
[55=2 2] (B B4 % 2 fo@E L 2010)—TLC &6 & 4 FElFp i &
Fik T Rk .

1 : Blank

2 © % & fr (Germacrone)
34 &EBR D

5 : Spike

g FAR X foREL 2010 FB N o g Brr LY B K p 2 A4
AR BB LIYER > B S d 4 BB ADL B 3B sm BET A B % R dF o
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TR NER

F 5% p# :105/01/12

A ¥t A (RH) © 40%

i B (RT) : 26 °C

[BEEA L) (B8P L 5 -p)—p ez 0 fa2 fig (4:1)
[55052 2] (25 4% £ {oRF 4 2010—TLC % * % (254 nm)é 2

(57538 2] (B3e? &0 85 foBlF £ 2010—TLC 4 * % (365 nm) e

24



[55=2 2] (B B4 % 2 fo@ B8 2010)—TLC 26 & 4 FElFp R &
F i NT AATHAR Y

—

[5522 2) (Becd B4 3 L {o@FL 2010—TLC i&e 5 4 pElanfesdn &
§ f& o A& 2K (365 NM)T AR o

1 : Blank

2 : % 5 A (Germacrone)
34 w&EBR D

5 : Spike

O [ERA L) (Bexp @Y BL 5 -p)—I 220y G DERT
A bk (254NM)T F - PR S A BB N h AR E S BT ALT
B R gl S Y P AR AR R 0 T AT R

o

+

4 F R

=

25



I~ RSP

F 5% p ¥ 105/01/14

AP ¥R AR (RH) @ 41

B A (RT) : 24°C

[EmH 1) (Bee @Y BL ¥ -p)—p 2% 0fCfig 4:1)

[5522 2] (Bec? F4 A £ frREL 20100—TLC 278 v 4 pE/rpidig &
g 15 5 3T R KT HAR o

1 Blank
2 + & A (Germacrone)(1 mg/mL)
3-4 &%k 1(NJ)
5:6 &% % 2 (NN)
78 & &% % 3 (NP)
9-10 & &% % 4 (NQ)
1112 ¥ &% % 5 (CD)
13 Spike (& &-i% it 5)
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1 Blank
2 + & fr (Germacrone)(1 mg/mL)
3:4 i &3 7% 6 (SC)
5,6 ¥ 5307 7 (SE)
78 & &% % 8(8J)
9-10 & &% i 9 (SQ)
11 12 ¥ 5% 0% 10 (SL)
13 Spike (# &% 7% 5)
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