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% § HPLC

-~
ALY FRFLEFHE 10
CREZEER
(- ) HPLC kB2 173 1

5 A
g

Waters Alliance 2695 Separation Module » Waters 2998 PDA Detector ;
& +7 ¢ 1L COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 pm)

() UPLC RE2 k7%

2
Z

=4

Waters AcQuity Ultra Performance LC »

z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 7?. 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm)

ZRHRERE FAK
(- )
¥ 7%(99.9%) P p >t Mallinckrodt Baker Inc. ; ¢ fig(95%)fEp >t S &
#fi% (85%) - p +* Merck ©
(=) BEg
# % (Galangin) B p >t L 2 BN F AL P 5 R 98% 11 ko
T~ 3

('— ) ﬁ’*'i*g"/{:v‘&"r‘v =

BeREH R 4> F iy e 02 g
>R T5% T iR ﬁ%‘75%b i &

% 50 mL &g F ¢ o Brh
3 % 40kHz) 30 4 48

25mLAg§ 4R T AIZ(+ 5 300W
i, /ﬁ"w’f ﬁ /g (syringe filter, PTFE 0.45 um) » ¥ {8 o
# 4+ 10 uL ;= » HPLC » 2 #1ip)

2R LR ARG bR
‘\'ﬂ:‘#ﬁ—rg"//‘&-}”
(=) R EFPIHGTE

BrREFB-A TR R(EY 20 56 $#) 902 g % 50 mL g g9 > 8
F4t)\nﬁ%25mL ﬁq/ﬁ»%f}f@w(ﬂ

300W » 47 % 40 kHz) 30 A 45 »
B~ b ik i g (syringe filter, PTFE 0.45 um) > % {% - & 4~ 10 uL jx » HPLC
AEAEA LR S R B e BT

B RS ARE R 2 £ F
i”ﬁxl;t-—rg"’kﬁi"

(=) HRiEE iz

SRR 5
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(2 ) &3
WREAEP- A SR RGBS 20 L6 #)9 02 g0 % SOmL gw g @ - 8
FEde ~ B OFR 25 mL 0 423 k3R I AT (# F 300W > 4E 5 40 kHz) 30 4 48
Bk i o RANAEFRI L0 SE G FFRs » S0mL F £
FLP oo 4P AR R 3R 0 43 £ @B g (syringe filter, PTFE 0.45 pm) » {8 o

() Bl
B Py R 508 % ~ &% 0% 10ul > /2 » HPLC» Bl * &
B R E AR EEREBALE RN R 0 TE o
(=) wER

Brga AR 2% L E F 5% %5500 pg/mL)ig £ - 147 R AR
TR ALFEEA YL 100604020~ 10 pg/mL 83 508 % o 1L AR
£ P~ 10 uL » )i » HPLC i {7 T & A 7 > I * &8 52 % 6 i (y #)
friRf s kA fh)EFREYF > L RFRENRL 22N y=ax+b &
o R B R?

(=) H % & F%
EAFEREAR S A0 pgmL 2 HBEE SRR HER S & B
VFF R E G SR KA EIRE L o

(~) EAFBER TR
LA BPR-PF EF3LEEHL A 2B LEEH RSB RASE S 2
TEEAE S PR LEEHRSAR  BHRPT R LEF DT EN)
Itk RO EHEE A o
2 AL I PR - 40 R LEEHE A BB LEFHE SRR WA
BEBLEEHKR SR A8 0~2-4~8-16~24 /) pFigthip 2>
DERS S EUS TR BE NENIEE S S

(4 ) MRHE"E T84 GE%
1. 18 p4%&*Y(Limit of Detection, LOD) : #-¢ sk & 2 &8 502 % %frﬁ% )

FUAMESRIOL =3 2 R R 0 TR BRHRILGIE o
2. Z_# 1&*Y(Limit of Quantification, LOQ) : #-¢ sk & 2 %ﬂ.,@r‘.} i ETH
oot =10 2 kR > T5 R B EUGBTE -



(+) ;‘?J:ﬁ‘?"ﬂi’f?"éﬁ%%
Pt B AR AIEORLERASH  FREEERY 0L g A
Gder 1.0mL 0% L E 253205 mg/mL) > FRE S REE S 2T

R

(+ - ) HPLC & 7% i+

1. k45 ¢ + COSMOSIL 5C;s-AR-II Column (250 x 4.6 mm, 5 pm)
2. ¥%plIAE 266 nm
3. ;i ¢ 1.0 mL/min
4. pHER 135°C
5. 4x8 110
6.4% # 4p :
P& F¥ (min) v A (%) 0.2%#&4 i (VIV, %)
0 56 44
50 56 44

(L) £#9 63 LEFEMT

P10 P B R L R SRR UK S R RSB 10

pL @ 4 3 452~ HPLC » #7{8 T 3ol % 6 ff 'tdr 1 283 B 53
LgEFIE AL E
(L=) % 2§52 UPLC K 47 15
1. %474 : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. %ﬁi?']iﬁ»{» : 266 nm
3. swik 0.4 mL/min
4. ¢ %L'm_}i 135°C
5.0~% 11l
6. B 4p -
P 7 (min) e 3% (%) 0.1%#5 & (VIv, %)
0 40 60
10 40 60
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e
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;—%&p% _,*?sz THEAFCBEFLEEZFFR M(FEF L 98%) -

v FE P i AR E A G A
$ 1= 2849792
$ 2= 61571
% 3= N.D.

ki@ ﬁ%@hf AR AT B R R E(y) T D] ik
s 758 % y=42730x—41406 > R2=0.9999 » &7 ik & % 10-100 pg/mL
w%mﬁﬁMUH@;)

4500000 -

4000000 - L ¥
3500000 - y = 42730x — 41406
43000000 - R2=0.9999

v 2500000 -
*@* 2000000 -
X 1500000 |
1000000 -
500000 -
0 r r r r r )
0 20 40 60 80 100 120
J& & (ug/mL)
Bz HEEFLEZLREAR
22 BLEZ2BER A2
#HREES | kR (ugml) ML §F 2 A5 R®
B LEE 10-100 y = 42730x — 41406 0.9999

(=) # %R #F%
Bk EMT o HALC 2 B B A 24 > B LEZHBA
2 APHIERE L S 0.10% 0 fk Suig * & KRR o
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() fiplE L R R R R
BLFAMRIETL 02ugmL(Flz ) L85 0.5 ugmL (BT )

002

Ll

QCC:E \ g’}: Ii‘

e . * | |
/ S B e
i A / 'LW i At
. . . - T T r e :

-~
i
s

e ~ B 2EF2 GRBE VIR W7 - 3EF2 LEBRUVEITH

Fow ~ LRSI

P P BLEFRER R.S.D. (%)
R A (n=5) 40 ug/mL 0.10
g4t (n=H) % =% % (No. 1) 0.28
et (n=6) & &% i% (No. 1) 0.55
BopH&E* (n=1) 0.2 ug/mL
T BT (n=1) 0.5 pg/mL

(L) i few fe ek
BARE TR w5 98.8% 0 SRR KL L 126% (2T )

3 Wz 3
BEHHAE | 2R | 2 ® | RIEE | v | T zF |RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
0.0999 0.675 0.50 1.173 99.5

0.1010 0.682 0.50 1.175 98.5

0.1020 0.689 0.50 1.173 96.7

1
2
3 0.0998 0.674 0.50 1.172 99.5 98.81 1.26
4
5

0.1000 0.676 0.50 1.174 99.7
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(L) 485 65 2FEH 0
B2 2 BRI T REGES)IEA AT BLEZ R

0.82-1.34 % - 1= 3% B Qéifjéwﬂﬂgw:g ,ﬁ%mg 53 F 03 0.7% 0

S B E L E B A E R A KT 6000 (BB E L 13778)

a—

10 #+% 2§ 2
+

/ﬂ]-

22 AR LRSS FLE R R

Fit St TryEe
(No.) (%)

1 (CA) 1.02

2 (CB) 1.19

3 (NC) 1.17

4 (NE) 1.12

5 (NJ) 1.02

6 (NRA) 1.34

7 (SK1) 1.09

8 (SK3) 1.03

9 (SUB) 0.97

10 (SUD) 0.82

T 3% 4S.D. 1.08+0.14
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(+-) % LFFH2 HPLC 4 % W3 et
PPl B R L FF MR SRR E IOpL R 0 27 HPLC 4y ¢
B3 cip]

1. k45 ¢ + COSMOSIL 5Cis-AR-II Column (250 x 4.6 mm, 5 pm)
2. ¥PlIAE 266 nm 3. ;i ¢ 1.0 mL/min
4. gHE R 135°C 5.74~% 1 10pL
6. ##4p ¢
P B (min) v A (%) 0.2%#&4 & (VIV, %)
0 56 44
50 56 44
®LEE
080
A . N
05804
g;g:__jt . .
060 ;
L -’III\»_,-H-\_,-""\-\—
050 :
oA ./"nll\_,_m/""\_\_,_\_
) 04 . /\_Af;

4
0.30-
] 3
020 A
2
0404 M

1
oo .:.__,A—_._H_, ﬁ'\_/—-r-\-—

T L o e o e e L T e o o o e e o B e e e e
000 00 10.00 15.00 20,00 2500 30.00 35.00 40.00 45.00 S0.00
Minutes

Bl ~ 1043 2 § #1112 HPLC 4y ¥ Rl3¥
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(=) %55 2§ %2 UPLC 17
TR 364 A B LR BB SRS (B ) o
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rAnLtES

B- -~ % 2§ 285752 UPLC & 7 Bl

(+2) 7 83 2FFHes2 UPLC & 47
NEGTHER 364 BE TR LEENEEY B AR (BN
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—176.267
———164.389
—160.748
—156.418

—103.163
——58.358
o 93.583

|

- -
140 120

] R

T T
100 80 60 40

2§ % 7 °C NMR )3 (DMSO-ds)

(L ~) % 2§ % 7 ESI-MS Bl:#

Galangin_220923141703 #178 RT: 1.47 AV: 1 NL: 6.11E6
T: FTMS - p ESI Full ms [120.0000-1000.0000]

100
95
90
85
80
75
70
65
60
55
50
45
4
35
30
25
20
15

269.0448

265..1473

221.9454

Relative Abundance

235.9249
190.9268 ‘
248.0504 |
194.9227

." 1
| 211.9186 ‘
LE! hl "‘”‘"Ellln ' l|n ol J'|"‘ \'”’\"H'! " ! I‘I

| 275.9535

| 289.9336
Ll IEu.‘.;II;.lnlLJ l I
L T LI LA B A R B T T

[M-HJ

/

316.9469

310.9302 394.8896
1 |326.9023

378.9175
RN ‘\ "
L

352.8528
338.8732

Ll o
LI |

20

ppm

446.9049

4208402 440.8883
J
T T

T

180 200 220 240 260 280

g].l._

300 320 340 360 380 400
miz

« B ¥ % HESLMS Rl
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(+4) % LEADFTIR B

14

%Transmittance

G54

3186.87

112571
774 81
703.14

1222.08

1180.07

3500

2500 2000

Wavenumbers {cm-1)

1500

1000

E]_.L

(=) % LEAHUVAH

36.500 Extracted

=~ % 2§ % HFTIR B

0.033 19(5.5
21 1\ 197 nm
0 [IC{I-: || \-Il
ool
0027 | Y\
.01 \
-::.uzz—f
oo | \ z
20 L]‘IFJ; N /
Q.05
o,uu-f “ /
Dot L
0.0107
0 rm—-j
0.006-
0.004°
o 0

y 264 nm

0.000-
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ZA-) FargEod R EER

- S BAEZ T AL E =4 (DMSO-de)?

position ou (600 MHz) oc (150 MHz)

2 - 145.7

3 - 137.1

4 - 176.3

4a - 103.2

5 - 160.7

6.21 (d, 1.8) 98.4

- 164.4

6.46 (d, 1.8) 93.6

8a - 156.4

I - 131.0

2°.6° 8.13-8.15 (m) 127.5

3.5 7.53-7.56 (m) 128.5

4 7.48-7.52 (m) 129.9
5-OH 12.4 (s) -

4(Multiplicity, J in Hz) in ppm.
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3 2§ TLC

: ALPINIAE OFFICINARUM RHIZOMA

7 . Gaiangal Rhizome

A Rk &G §F Zingiberaceae 184 8 L § Alpinia officimarum Hance 2_ 52 %%

1.

N

(-) # &3 7 [F5022 1] (487 #2525 2021) v
—PF Ak x 1.0g> 4 ?f 10mL &5 A&T 30 »
48> WEip 0 PR TR SBR o

(z) HEEHZ % L§ % (Galangin) ¥R HEE S > 47 B4 I mL ¢

it 1.0 mg enée{oin i > 15 5 HREF B R o

# HPTLC silica gel 60 F2s4 » 10 cm x 10 cm ~ 20 cm x 10 cm

H O O[EBRH 1) (L4 ZFL %2k 2021)

—o ¥ repEep G

[EBH 2] (¢ &4 A2 frREL 2020)

—o ¥ oLy (190 1)

[Em&3)(pFR%)YV

—re ooyt T (5:3:0.0)

~

®
N N
PR
B o=

4

m

o

o

() B B f 10cmx10cm~20cm % 10cm

(=) & B OERWHEALTEF IS5~ FFER  BEREHEcm-o

(=) H ¢ & 11 5%% % FE-Fr kiR (Vanillin-HaSO4 TS)¥g 7% 150 105 °C
A RS AT BT Lk 2 4K 365nm 2 ¥ ¢

ERHT AR o
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S FREEZ RRRRE
%P P 111/11/11
1045 & (RH) @ 75%
8 B (RT) : 24.1°C
[EE&3)(pFREFE)y—re=cpiefip: P (5:3:0.1)
—HPTLC 5% % & WEE-Frfl R B (47 L k4 o)

1 2 3 4 5 6

—HPTLC 5% 4 & W fg-Frph @ik B ¢ 15 % *F (365 nm)H o)

e ia i §

1,253 % 2§ 2% (1.0 mg/mL) 1:2>5uL
4-5-6 Baarl [F332 1) 1-2>5uL

ZRFZ [FP 22 N]2RERRP7TARAKRIFLER  EAGY > &
A Rd e FL (¥ 1]
EHBAE B AEE 20l HEpar [Fer iz 1] 20l
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= REARESR

@Esndp o 111/11/11
A2 & (RH) © 75%

8 & (RT) @ 24.1°C
[Ema 1) (48 2L 52w 2021) —7 ¥ e e fig 3:1)
[5522 1) (4% 22 5wk 2021) —HPTLC 5% 4 % W i-fifie &

B T k(B 2EE RES 0.5

[5522 1) (4% #2 %v ik 2021) —HPTLC 5% 4 % @ PE-mflidin

BT 4 154 b X(365nm) (B L2 RE 5 0.55)
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[Em# 2] (¢ A4 AL feREL 2020) —7 F 12 faefig (19:1)
[5522 1) (447 22 5wk 2021) —HPTLC 5% 4 % jf ff-Fi il 380k &
1T LR I(BLESE REL 0.12)

[55= 2 1) (449 2 5w 5% 2021) —HPTLC 5%% % fF f-Fifie 387 A
§ (5% bk (B65nm) (B 2§ & ReiE s 0.12)
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[Em#3)(p"Bs)—re:cfefy: " (5:3:01)
[ TP 2 1) (A L 8wk 2021) —HPTLC 5% 4 % jf ff-Fr e 3807 B
Ak I(B LEE RE S 043)

m .

28,
/

G

i
—— -
———————————— — e g
1 5 3 4 5

[55 1) (447 #2558 2021) —HPTLC 5% % jf fE-Fi i 2277 AR
§ (5% b k(365nm) (B L F & ReiE 5 0.43)

1 : Blank

2: % R A
304l wEBIR
5 : Spike

<k
-
i

FRAE AR [FE 1) 2N g R [ERA3) ER
F ReiEip? - AdriE > gy [BRA 3]
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T RERNER
Fokp P 111/11/11
1% A RH) © 75%
B B (RT) : 24.1°C

1

2

3

5:

[EE&3)(pFREE)—Iemicfeh::"/K 5:3:01)
(5o 1)(EAY FLder [Fo2a 11(48° FLir
2021) —HPTLC ¥ 2 k4 ! 2021) —HPTLC * ¢t £ (254 nm)#& !

[522 2 1](48Y L Ser [F323 1](48Y L 52K
2021)—5%% % WEE-FipaiRiR B¢ 5 2021) —HPTLC 5%% % ff pf-Fifik 3%
Ak e BTG 5% 4h (365 nm)Y

. Blank
®LEE
4l R&EIBR

Spike

BRBLE T N S%A R IE-A AR A S 10T LK 2 ¥ ek k(365 nm) >

3

F

B ORA M EY
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I ~AHFLEFHESRA
F%p P 111/11/11
1045 & (RH) @ 75%

8 B (RT) : 24.1°C
[EE#3)(p FRE)—DEe % cpfef: 8 5:3:0.1)
[P 2 1](4 47 L 2% 2021) —HPTLC
(1) 5%% % WpgE-fnpesdin dgd (57 Lk

& Rekdiisn

(2) 5%% % FpE-Frfesdin AL 4 159 ¢ %(365 nm)

Blank 708 | H&&iB R 3NN

% 2% % (1.0 mg/mL) 910 | # &%k 4(NRA)
3:4 | &%k 1(NC) 11-12 | # &% % 5(CA)
5 % &% % 2 (NE) 13 Spike (1 &i% % 1)
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[EE&3)(pFEg)—Dr ez oA "/ (5:3:0.1)
[552202 1) (447 £2 52k 2021>> —HPTLC
(1) 5%% % RE-Frpaidie g d (27 %

7. 4 A i
e -l " <R X A e oy P
e - e e e T AN e
L > B L2 S e R - o

1234567-8910111213

Blank 78 ¥ &% i 8 (SK3)
% 2% % (1.0 mg/mL) 910 | ¥ &3:% 9(SUB)
3:4 | &3k 6(CB) 1112 | # &% % 10 (SUD)
5.6 | # &3 7(SKI) 13 | Spike (# &3 7% 1)
ek E Y Fz [Fr221]28 2 p AR [BRH 3]

/\r‘%ﬁ"k’%ﬁ”"ﬁs LR ABE 0 U S%A R RIE-ARRIRAE S T LR 2 Kok sk
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