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EZE (ZINGIBERIS RHIZOMA)
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CRFZETER

(—) HPLC &5 gt Ett
Agilent 1100 series * £ Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; @& £ COSMOSIL 5C3-AR-II Column (250 x
4.6 mm, 5 pm) °

(=) UPLC &=z gt EtE
Waters AcQuity Ultra Performance LC > £ Binary Solvent Manager -
Sample Manager ~ PDA Detector ; J& &1+ Waters ACQUITY UPLC®
BEH C18 Column (100 x 2.1 mm, 1.7 um) °

S REHRERZ R KA

(—) &l
FHEZ(HPLC Grade)ii# 5 /> DUKSAN PURE CHEMICALS ; Z.fi£(95%)f#&H
REIFEEEAIRAE] + ZH5(99.9%)HEEHY Sigma-Aldrich Co.

(=) Bt
PR T 6-EE 5 22(6-Gingerol)i# H J7° Biotic Chemical Co., LTD. » 4fif& 98%
BAE -

T~ 3
(—) EEERUAE G
HUARS R 3 17 » B HEREREHEL 0.25 ¢ » & 50 mL Be0E - AR
AHEE ~ 75%HEE ~ 50%FE % 20 mL > @85 K RZEE (5% 300 W - 45
#2240 kHz) 30 47¢& > HY &% %558 (Syringe filter, PTFE 0.45 pm) » H[J{5 »
T 10 pLJE A SEe iR BT R (HPLC) » DIFTHIG 2 R4 i 6- B ER
B AR I IR Ry i (R B BEM AL RS -

(=) EefERRHR B
AEMERE EUA Gk R (B SE 20 5REH4E)4Y 0.25 ¢ » B SO mL BrL/EH -
SEREHIA 75% 55 20 mL > SR HREZ R (3% 300 W > #8552 40 kHz)
30 77 - Bl 15 5 #8E(%Y 4000 x @) » HY 0B /RS £ 20 mL E =R -
0 75%FEEEZIE » #5488 (Syringe filter, PTFE 0.45 um) BfG -
# 10 pLJE A HPLC » BEH 3 BEAE il A REEAL ~ #kE - HEIFEE
AT A A SE 4 o s R AU -



(=) HIREREMAR
AEMERE AR i 6-BE R 1.0 mg > ) 1 mL AYHIEEELNE 1 mL & 6-
EHE 1000 pg HUAESLERFAR > A ERMIRE 2 20 pg/mL BLpEHIR
FERELAR ©

(M) Fman&R
RERERE A G R (55 20 57ER4E)4Y 0.25 g » & S0 mL FELvEH
AERENIA 75%HEE 20 mL - EEEIZHREREI (D)2 300 W - S 40 kHz)
30 38 - HEC 15 788(57 4000 x g) - HUEJEIR - FRVAES /T EARTEET 1
R GHFEK > EEE 40 mL EBHT > 1 75%HEEEZIE - FEAEHE
J&(Syringe filter, PTFE 0.45 pum) > H[If5F -

() HisEE
SR U A S AE ~ AL 10 uL > SEA HPLC » 3
T o P A BRI AR B

(73) TR
AEREIR Y 6- BB R E A (VAR B 2 (1000 pg/mL) » DIFHERFRFEEL
AE 6- BRI ARy 100 ~ 50 ~ 20 ~ 10 ~ 5.0 pg/mL AVEEREALAR - DL E
AR HL 10 uL 53 AIE A HPLC #EfTE BT > FIFFEAE G R i s (y
AR i 2 R (x ) HET AR IRl > WK ER 2 e y =ax +
b ELFHRA (55 R? -

() HEEER
DL 6-FEBRZRIE By 20 pg/mL 7 FFEAE LA RIRHIEEIERS S 21 - DL 6-8
BRERH R IR R AR - SRR E -

(V) EEMERE
L BRI BUE— i RS RR  (REZEEEM i an AR U J7 75T
T8 S (RIS R bR > HEREIIAE » DL 6-EEBRERAY 2 (%) Fyih
B SRR -
2. FREME © R BB EEA R - (REZ B EE Mt AR U TR
(EZ B EEM AR EIR > PRIAE 0~ 2~ 4~ 8~ 16 ~ 24 /NIFHERCIITE » LA 6-
B RNV IR TE R > SRIH SRR = -



(1) {HHIRRR B AR e
1. fEHIRPR (limit of detection, LOD) * R ERIRE Z AR sl A A TR
LA ERERAEHEL B = 3:1 le ZJRIE - (E BRI IR (G5 HE -
2. E E15R(limit of quantitation, LOQ) & ELAIRE Z AR St A B b
B o LGERIRAEREE B = 10:1 B 2R » {E Ry e B RAGETHE -

() el
HEX 6-HEER 2R & BAVFZEZEM IR S (7 E (i 4ErEfE Iy 0.125
g STHIIIA 1.0 mL Y 6-EEBRZAR(450 pg/mL) » Az te b AR B /5
EBRERE

(-+—) HPLC s3#frlk(t:
1. JE@& : COSMOSIL 5Ci3-AR-II Column (250 x 4.6 mm, 5 um)
2. MM ¢ UV 280 nm
3. Jizt ¢ 1.0 mL/min
4. BHORE © =R
5. AR 10l
6

2R
] (i) ZIE (%) 7K (%)
0 45 55
10 45 55
20 100 0
30 100 0

(+2) ZEm B st o 8NE
B 10 At B2 B0 e i AR 7 A B i R B > HL# 10
nL 4 3 $1E A HPLC » Frfe- PR R it i 1 Az(GT Rk 6-
HENEH DR -



(+=) sZEgEM it UPLC JEifriRit:
1. JEH%& : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7

pm)

2. fHAREE - UV 280 nm

3. /i#E ¢ 0.4 mL/min

4. EMRE  25°C

5. A= 1.0puL

6. #ZENHH -

HF e (min) L (%) 7K (%)

0 10 90
2 50 50
6 100 0




I 8%
(—) FEAES, 6-EHi 2 HPLC Jgffr
ATERAIEE 12.1 Sy SR U 6- BB 2 R I (18] —) -

mAU
100

80— 6‘%?*%

60 |

40|

20—

[l — ~ 6- BB SA R 2 HPLC g ilE]

(=) FEBEEEE R HPLC @i
PSR 12.1 2B R EE R 6 BB (EL ) » 47
ER)F 2.0 0 FURET(N)E 1.007 » HHE RGBSR -

mAlU |
504

6-E 2
3 / |
30 —: |‘

20

' ! j T T T T
15 25 min

10 20
B~ TS bl 2 HPLC JgifriEl



(=) BERERUEEHS
DL 75%A01 50% FHER R /5 4ks » e S5 B B FTS 6- TR ZR AL I Ta
TSR > NILMERF SRS 2 75% FH AR R EACHUSEE ©

T~ AEVEHAAELRL

ol o-E R R I TR e EREHY
FHE 143.4
75% H fig 211.8 v
50% FH iz 214.9

(PU) B FEAEHUR B
SHARBUREEHL 2 KA EEF 6- B ZR A S 2 (FEHERALL 98%)

R BB R KB EHS

B

&
75% H B EE B 6- BB 2R I TR
BIX 215.1
FB2X 9.1
BIRX N.D.

(F) FEAEA 6-E R R 2R
SR RS 6- BB 22 () ¥ 4% B B R T RN S E (EL (y) FT 1S 2 AR
B4R y=5.3925x — 1.3216 » R* =0.9999 FE T ELE 5.0-100
ng/mL A BAFHIEER G (E =)

6-E% %

y =5.3925x —1.3216 .
=00 R2=0.9999 :
4 400

600

300

kI
'Y

200

100 e

0 20 40 60 80 100 120
iR B (pg/mL)

[ = ~ 6-EEBRER i B 4RI




T= -EHER BRI

AT e (ng/mL) SRR T2 R?
6-EH=ER 5.0-100 y=15.3925x — 1.3216 0.9999

(73) M Ess
HRGEFEUT - FIA HPLC EERFEEE BY - 6-BEHRERHE
ZAAEIEAE RS By 0.23% o PIAE S TR A -

() EEMERE R
HERGGREUR > M HPLC EEMR(FHVERMERL - 6-BEEAEERE
ZAHBITEAREE Ry 1.39% > {ERGUERTEECKRA » 6-BHERAE 24 /NRF TS
JE  TREMEZAAHEEAE A Ty 1.45% - (LR - BFTA R R E AN
24 /NRFASERK, > RIMIER RS -

(V) HHIRRIR B2 SR
6- BB R (MR B 2.0 pg/mL ([&[VY) > EEMIR S 4.0 pg/mL (& 71) -

mAU 1
6]

6 EE

/

0 5 10 15 20 25 min

[V ~ 6- BBk Z (IR R feAfr [
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. 6-HuE: 7\
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1 —E l.l;.r"r
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1
1 ] ]
2 - I!
0 I I I I5 1|5 2|0 I 2|5 I In‘lil‘
B F ~ 6-EHE . E iR ETE
FU ~ BIEfER T
. 6-EH R
e HIE —
THEE  (n=h) 20 ug/mL 0.23
HEM  (n=H) T2 % (No.8) 1.39
BEM  (n=6) T 2518 (No.8) 1.45

(EHISR (n=1)

2.0 ng/mL

EEMR (n=1)

4.0 ng/mL




CIDR/VIIEILrES Y
6-EIRE PHIRIIEICR Ry 102.6% - AHEHEAE (R Ry 2.43% -

R~ -EBRZRIECR

e HEMME | AR | AR | HiG& | EUeR | SFEIGE RSD.
(9) (mg) | (mg) | (mg) | (%) (%) (%)

1 0.126 039 | 045 | 086 | 1047

2 0.128 040 | 045 | 085 | 100.4

3| 0125 039 | 045 | 084 | 1005 | 10264 2.43

4| 0.128 040 | 045 | 087 | 1058

5| 0129 040 | 045 | 086 | 1018

(+) Z2ENmEEEM T
10 ftEZ BB 2 S BNESREMRM R ANFTR > 6B RS E R
0.28%-0.67% - FEHFCEEEEM TR T 6- B R Z BNV 0.30% -
I L 6- B R IR LAY 5000 (FFE(E &y 115465) -

BN EENERERLZ -BRES

ZEf4mo%(No.) 6-%?%%55(%)
1 (NR) 0.43
2 (CE) 0.31
3 (SE) 0.39
4 (SL) 0.47
5 (NF) 0.28
6 (NJ) 0.29
7 (NC-1) 0.60
8 (SA) 0.35
9 (CA) 0.62
10 (NC-2) 0.67
T H{E£S.D. 0.44120.144




(+—) §ZEgEM 2 HPLC $54 BRI

HU 10 L 5 RZ 58P P it 55 10 pL #ERE > 47T HPLC f58 B

HYHIE

o

1. JEH7%E : COSMOSIL 5Ci3-AR-II Column (250 x 4.6 mm, 5 pm)

2. fHREE - UV 280 nm
3. JR7#E 1.0 mL/min

6. BB

4. EHORRE | 208
5. EA S 10uL

HEEfE (min) Z (%) 7K (%)
0 10 90
5 50 50
20 100 0
35 100 0

6-FRE

mAL /
l |
*r - - e b = NS VU L —
400 L 1
— f|'-‘1~—— PR _,JI\. U S S JII-_A_ A e n _}L-\- e A .
|I ) - A e 4'|
|‘-'||f — PSP | I - S - -
] J. n I
—/"T\fl- S W W U | A [ ).Jll. [P N | SO W | S —
p‘[\-}m__,a.m i ,d___J\_,__ _ _-__|!.__J__ N _f._.'l_.._ . _
. V. _— ll S A .‘ N N Y S — -f-_ P »'I'.

[ I !

__.“TJH_.\_,\__-_-_,.._ A, J_ Y W WA S P ST | E—

T T T T T T
= 10 18 20 25 0

[N~ 10 ftFz EgEf 2 HPLC fE4UERE

mir
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(=) 4B 6-BE 2 UPLC g
FRARREIRE ] 3.3 Sy S AU 6-EEBR R AEAE in ARz IR (B ) -

0.048+

o,osez 6-% ¥ ;E %

2 0.0241 /

0.0124

0.000+

Minutes

Bt~ 6-E i e A 2 UPLC JgfifTiEl

(+=) misizEgEMinmZ UPLC g

FRARREIRE ] 3.3 7y BN B A A o 6-EEBR R ARz ([

AVE

T T T T LT T T T T LT T T T T [T T T T T_ T T T T T_L_T T T T T [T T T T T_[_T T T T T
0.00 0.75 1.50 2.25 3.00 3.75 4.50 5.25

0.036
0.027
7 e
2 ol 6-EH =
< 00184 B R

0.0091 /

O_OOO,JLMMW
—— 1 T —— ———

Minutes

&)\~ TR EEEM i 2 UPLC JEifT[E]
(+r) 6-EHEN g%
53 F 20 1 Ci7Ho604 5 47T 1 294.4 5 HECDHR -

(1) 6-BERRAIEEH
O OH

Meo]ij/\)J\)\/\/\
HO

LI B s e T T A e e L R B e B S —T T I
0.00 0.75 1.50 225 3.00 3.75 4.50 5.25

6.00



(+75) 6-HFRZERT 'H NMR [EzE
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&1~ 6-EFRERT °C NMR [EzH(CDCl)

(+/0) 6-EFREHT EI-MS [&E3E

C:\Xcalibur\data\MJ Dom2015\6-gingerol

6-gingerol #104-148 RT: 2.14-306 AV: 45 NL: 3.78E8 S -
T: + ¢ Full ms [50.00-650.00]

Relative Abundance

55 4
50
45
40
35
30-
25°
20

15 55,01 91.01

0 5707
5. 1

0 ;l; il . Ly sl
50 100

6/11/2015 6:45:09 PM

136.08
|
| 14999
|
| |
i 204.12
| |

11897 | 194.01
I 179.04
| 107.03 i 177.03 | 2055'02 276.12
150 200 250 300

miz

El+— - 6-BiEZE N ESI-MS [E]5

(+70) 6-EHER FTIR [EEE

STransmitiance

g

A

i

87
8
85
84

83

34230

1701.6

14311

2930.7
27

14587

1516.2

———— e ——
1654.9

12356

1152.7

11238

aso

1034.3

8152

558.6

400

T
4000 3500

a |
2

3000 2500 2000 1
fam-1)

T
1000

500



[+ ~ 6-FEBRZRAY FTIR
(=) [6]-BEHEHI UV [E

=3z
nH

6-gingeral
Abs
203 nm
11
.|
|
|
0.9 |
08 |
|
|
0.7
0.6
0.5 \
04 \
03
A~
02 280 nm
0.1
0.0 nm
200 250 300 350
Sample: 6-gingerol
File name: 6-gingerol.UDS
Run Date: 11:51:19, 05/08/2015
Operator: Empower
Comment:
Peak Integration
Method: Rectangular
Sensitivity: 1
Threshold: 0.0100
Peaks
Peak # Start {(nm) Apex (nm) End (nm) Height (Abs}) Area (Abs*nm) Valley (nm) Valley
1 400.00 281.00 253.00 0:0904 2.4074 253.00 0.014
2 253.00 202.00 190.00 1.0729 16.2029 190.00 0.261

&= 6-EHREN UV




(=) 6-EBRERENE ~ (LIS

o OH
MeO 12 10 4 2
13 "m0 8 7 0% 3 1
HO™M47" 18
6- R
Bt 6B, -« iR RI(CDCL)
position 3H (600 MH2z) dc (150 MHz)
1 0.86 14.0
2 1.24-1.40 (m) 22.6
3 1.24-1.40 (m) 31.7
4 1.24-1.40 (m) 25.1
5 7.67 (s) 36.4
6 3.984.02 (m) 67.6
7 2.46 (dd, 17.4,9.0), 2.54 (dd, 17.4, 9.0) 49.3
8 - 211.5
9 2.71 454
10 2.81(t,7.2) 29.3
11 - 132.6
12 6.66 (d,1.80 110.9
13 - 146.4
14 - 143.9
15 6.80 (d,7.8) 114.3
16 6.64 (dd, 7.8, 1.8) 120.8
13-OMe 3.85(s) 55.9

6-OH  2.91(d, 3.0) -
14-0H  5.48(s) -

4(Multiplicity, J in Hz) in ppm.



BZEE8XH (ZINGIBERIS RHIZOMA)

- HE
R R S PR 26 10 3 -

CREFZAVER
(—) HPLC a5 gt Ett
Agilent 1100 series » f& Degasser G1379A ~ QuatPump G1311A -~
Sampler G1329B ~ DAD G1315B ; @& FfF COSMOSIL 5C3-AR-II
Column (250 x 4.6 mm, 5 um) °
(=) UPLC &=z gt EE
Waters AcQuity Ultra Performance LC > & Binary Solvent

Manager ~ Sample Manager ~ PDA Detector ; JETEfE Waters ACQUITY
UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm) °

I RHREEE FER LR
(—) alAl
FHEE(HPLC Grade)li#f 5 7> DUKSAN PURE CHEMICALS ; /[
(95%)/t
EREIRIE EAIRAE - ZR5(99.9%)EE Y Sigma-Aldrich Co. -
(=) FEAE A
AT, 6-E B E (6-gingerol)i# H i Biotic Chemical Co., LTD. » fift
98%LL I -
T~ 3
(—) EefEZEHUATL RS
HZEER s ERR USSR B ST -

(Z) BeFEREHUR B
FEEEER P A A HU K BRI RZ B SR -

(=) B SR

AR EUEEE S 6- B2 1.0 mg > I | mL YR BEALALET | mL &
6-EE 2 1000 pg/mL ATREAE - - 6 DUFEREES 20 pg/mL B
S A R -

(M) foB iR
HRERRERE A Sy R (56 20 SRAGAE)EY 0.25 g » B 50 mL B VE
o SERENIA 75% R 20 mL - EEEIIRZEHE (T 300 W - B3R 40
kHz) 30 77 > @l 10 78 (%4000 x g) » HU AR - BREH! 7 EE HE



1 R &OFER - EEE 40 mL 2 » 1 75%HEERZE - A5
S (Syringe filter, PTFE 0.45 um) > E[J{5: -

(1) AE%
71 B AT IR AE A0~ fandsil 10 pL > 72 A HPLC »
A > ARt RAR T 6- R =8 - BlfE -

(%) fRELR
AR Y 6- B AR AL (/A R 2. (1000 pg/mL) > LLFH S
RS 6- B A R 100 ~ 50 ~ 20 ~ 10 ~ 5.0 pg/mL FYFEREAAIR » LA
EVARASEL 10 uL o3 HE A HPLC BT E ST FI AR i R I R
(y BiRIREAR S0 2 R (x EiAETTERMEEIER » ORISR ER 2 TRy =ax +
b ELFHRA 5% R? -

(£) KR
DL 6-FERZETE By 20 ng/mlL 2 FIAE 5L B R S S $1 B
6- BB AT TR B PE i - SRt -

(V) EEMERE R

1. M - Ui 28 ER MR RFZEEEN R A &R R 704
SPATEUE 5 (R BEEK R tmh AR ERRDE © DL 6- BRIV E (%)
TR > KSR -

2. RN - AR BHZEEK R MR IREZEEEN S A &R Tk
U EEEN R b BR 0 S RIE 0~ 2~ 4~ 8~ 16 ~ 24 /NEFHERSHNE
DL 6-FEBRZR AT I TR R d B - SR HAR SRS -

(J1) (IR PR EL AR
ISR (limit of detection, LOD) * j&f ELAHIRE 2 AR St i AN BT
Mk > WLLERSRMERNEL Ry = 3:1 e 2R - MR R NISIRAEETHE & EE
fR(limit of quantitation, LOQ) * AR < BEAE SRR B R - 0 DAGH
ForEanEE Ry = 10:1 e 2RSS - {E Ryd IR AGETHE -

() AR
HER 6-EHESBAVFZEEIR MK S (7 - BRI 0.125
g YA 1.0 mL (Y 6- BB A (650 ng/mL) » i fZfe it R B 7 TR
TEHIE -



() HPLC 73#frlk(t:

1. @7 : COSMOSIL 5Cis-AR-II Column (250 x 4.6 mm, 5 pm)

2. HREE UV 280 nm

3. Ji#f ¢ 1.0 mL/min

4. ERERRE 2l

5.7 EAZE 10pL
6. F5EhHE
IR (min) ZHE(%) K(%)

0 45 55
10 45 55
20 100 0
30 100 0

(+2) ZEmEZEss &M
HY 10 #E T SHZE AR i SR T A R e AR > %
10 pL 7848 3 173 A HPLC - Fris-PHgiemfaikhyst 1 AU Hbm 6-
BERENOTEE -

(+=) 5Z8EKR twinZ UPLC JEgfrlRit:

. JEBHTE  Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7

pm)

2. gl - UV 280 nm

SR ¢ 0.4 mL/min

4. EMURE *25°C

5. EAE T lul

6. BEIH
3] (min) ZfiF (%) 7K (%)
0 10 90
2 50 50
6 100 0




(—) B 6-F Bk Z 2 HPLC JEifT
FAVFREIRE ] 11.2 Sy SRR AR 6-BEBR R AEAE in ARz I8 (8] —) -
6- B3R

mir

o
]
2
o™
B
H

[E— ~ 6- BB R AR AR 2 HPLC JE Tl

(=) THERZEENR feinZ HPLC Jgif
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