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(—) HPLC R R EtErt
Waters 2695 Separation Module » 1% Waters 2996 ~ Photodiode Array
Detector ; fE@fE £ COSMOSIL 5C3-AR-II Column (250 x 4.6 mm, 5
pm) e

(=) UPLC H&ss R EtErt
Waters AcQuity Ultra Perfermance LC » # z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; 4 +7 ¢ +. Thermo syncromis C18 Column (100x 2.1

mm, 1.7 um) °

ZRHRERE R KR
(—) A
AR (99.9%)F1 2B (99.9%) i H i~ Merck @ ZEE(95%)iE H F> RTCHEEBIR
oE] >~ Bl (85%) A ©
(=) Rt
FRESR R (Gastrodin) 2K H R B 48] > SUE 98%LL I

T o~ R
(—) R HURARHS
HUARSR R 4 17 B ZEMEREEL 0.5 g » 2 {7 E 100 mL B[

o Sy BIMERENNA 50%FEEEL 50% 215 % 25 mL > JIEEDR 30 4388 > 4
AL No. | JB4THEIE » BUST - #2778 (Syringe filter, PTFE 0.22
um) > BT o 5540 2 {5 ERY 50 mL JE0E - o BIZERENTA S0% HEZEL 50%
LI 25 mL > DU E R RZ IR (D)2 300 W » §H2% 40 kHz) 30 77§
FLL No. 1 JE4EE - BUEK » #5488 (Syringe filter, PTFE 0.22
um) > BIf5 o &EEF 10 uL JF A SUEERAH T B (HPLC) » DAl A E
B EAE ORI R AR e I B B (PR R WA B B -

(=) BHERERR GRS
SEHERHUASI RGBS 20 SA48) 4905 ¢ B 50 mL B0,
B > AERENIA SO%EE 25 mL » LUBE IEIRAMIL(HE 300 W » 485K 40
KHz) 30 5348 » FILA No. 1 4TI » IURHIRSZE 25 mL SERUR > 1
SO%FF LI « $5IFHBIE(Syringe filter, PTFE 0.22um) » Ef§ - 455}
10 WL 7 A HPLC » B4 B i 1755 JOREHR - HEbE - ELEIHEHERG
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TIRAERGE A > M AR EEREE -

(=) HIREREMAR
AEMEREHUEEAE S IR 1.0 mg > /i 2 mL FRESRIEGE 1 mL & 500 pg
AR L AR DA ERFRRE 22 20 pg/mL B A IR iR -

() fgomaER
RERERE A Gy R (A 56 20 5RER4E)ZY 0.5g > B 50 mL B (Ve - 2
HEALA 50%HES 25 mL » DU E I HEEE IR (D)2 300 W - S 40 kHz)
30 7y - FLA No. 1 IEARIETE - HURK - BUARTEEIRAL 1 X » &6FKE
MR PR E S0 mL EBHT 0 1 S0%HER £ZIRE © A IEE
(Syringe filter, PTFE 0.22um) > B[J{5: -

(F) s
5y BRIV A A0 - MtyA 10 uL » 3£ A HPLC » 3]
TE o R AR TR AR B -

(73) TR
HE RN A e b (RO 8. (500 pg/mL) - DA BE MR i 2 oKk
AR5 250 ~ 100 ~ 50 ~ 20 ~ 10 ~ 5.0 pg/mL AYERAEAIAR » DL ERGS
H{ 10 uL o3 Al A HPLC HETTE BT » I FIEAE S 2 I s i (y i) A
PR L RS (x AT TARMEBIRR > IR B R iy =ax +b B
FERA S R -

() HEEER
DURIEFRRIE By 20 pg/mL 7 S IEHSEAR 2R AR 5 8T > DAKIRR
TV IEETR R fE I SR SRR -

) EAREEISE S
1. R U SRR (KRR SR T P TR S
(YRRERRAER  HERENE » LURRREHIA R0 RIS - R
7 o
2. RN ¢ A HERRRR R » (RRRR S T2 B R
SSE STHIE 02~ 4 8~ 24 NHEEBENIE » LURIRERY & R A5
B SRV -

(L) NSRS AR e
L. (SRR (Limit of Detection, LOD) + jifF CLAIRE 2 PR SR IR AN BRI A% -



W AERSRAEEHEL By = 3:1 B 21 1 BRI IRAG S HE -

7E f fRFE(Limit of Quantitation, LOQ) : YT A1 > faie
AN BT RE > WG DGHSRAEEALL Ry = 10:1 I 21 » 1F By & SRS
EHE -

G RVIIELrES Y

(+—

HERRIE & EAVARII A S (0 - B 2B 0.1 g > S AN
A1 mL BYRIRHAR(0.57 mg/mL) > Mzt it s iR M AR IEHE -

) HPLC F3#fr{ft:
JEthE 1 COSMOSIL 5Ci5-AR-1I Column (250 x 4.6 mm, 5 um)

KrHRE & - UV 220 nm

1
2
3. 7z ¢ 1.0 mL/min
4,
5
6

EHERRE 1 35 °C

. EAE 10l

EEULEE

] (min) Z K (%) 7K(%)

0 3 97

20 3 97

(+=) ZENENMEENE
Y10 0 & KIS (i om0 i B4 i D7 A B i ol - HiLe 10
uL 748 3 $1)3 A HPLC » Aifs-PEa i s b 8 1A =G Bk oA
HETEERE -
(+=) Rifgitz UPLC 3 Mr{eafs:
1. J@#7%& : Thermo syncromis C18 Column (100 x 2.1 mm, 1.7 pm)
2. MUHREE UV 220 nm
3. 7z ¢ 0.4 mL/min
4. EMORE ¢ 35°C
5.  FAE 1l
6. #%EhH -
R[] (min) ZHE (%) 7K(%)
0 3 97

8 3 97
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(=) HENfgsm 2 HPLC Jgif
AT R RFTE] 8. 11 5 BRI A it R R e (8 ) - 73 e
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[ — ~ T KiRah L HPLC JEfTiEl

(Z) BEEEIErT
B SO%FF B R IEHRE 30 53Rl T Roi e - fgvsiht
%

il

FITe R 2R YR I RS Ryt K > B S0%FR S Rl e ke i 30 o
Fol EAHURN: -

T~ AEFRFEEHEEEL

U RIE R I H R (mAU) 2 HY
S0%HEE - HIEVEDR 30 57 1098337
50%Z B2 » IEVEDR 30 7riE 1011896
50%H RS » HEE R IRE 30 47 1117561 \
50% 1% > BN IRE 30 S iE 1022270
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(M9) e EREHUR B

SERBURAERL 2 THEA EERRIEZEAGE £ (FEREE AR

98%)

R Kivitgab L RUREEHS

50%HEE - #EE R 30 Sy RIGERR 16 H F&(mAU)
1R 1165887
2R 509058
FIX 28584
4R 5177
5K N.D.

() B AR T 2 4%
A FRE IR (OB 5 B AR I BRI R (E () Fr S 2V i &
ITREE0E y = 17968x + 32386 » R2=0.9993 » B RIEMELE 5.0-250 pg/mL
A BRAFHIER IR AR(E =) -

5000000 | I
4500000 y = 17968x + 32386
4000000 - R2=0.9993
3500000 -
¥ 3000000 -
;; 2500000 -
%, 2000000 f
~ 1500000 -
1000000 -
500000 -
0 |
0 50 100 150 200 250
JE B (ug/mL)
B = ~ K i 2 4R E
F= ~ K 243 TR
S I A JefE (ug/mL) LR TR R?
TR 5.0-250 y = 17968x + 32386 0.9993
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FHEMRAEE Ty 0.32% » TE 240 R MEZORA -



() EEEHERE M5
HERGEIREUR > A HPLC EEEMR(FAVERME RYF - KNHEEEZ
MR B 1.15% » (ER U MEESKA » KITEAE 24 /NFNERAE >
TR MEHAMEAE A B 1.02% » SBEZESRYN > EFTAR G EANE 24 /i
N5ERK > RIS -

O (HAIERPRELE B Rt bR
I ATSRIR & 2.0 pg/mL (EPY) - EEMER R 5.0 ng/mL (B #) -

0.06—

0.04—

, RIHEER
0.02{ /
0.0ojwww

5 e sy B B L e s B B B
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Minutes

AU

VU~ SRIBEH (R IR R Jd A [
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Minutes

[ T~ RIWEF. S S AR e A ]

=0 ~ BRI

I H B
R R.S.D. (%)
T e (n=5) 20 pg/mL 0.32
=M (0=5) A (No. 1) 1.15
=M (n=5) iR (No. 1) 1.02
FHIEER  (n=1) 2.0 ug/mL -

EEME  (n=1) 5.0 ug/mL -







CIDR/VIIEILrES Y
NP IR By 96.4% - HHEMEAE (R Ry 1.43% -

R~ RE ARG

o, HENMTEE SR8 | AR | WSE %) FHEeR| R.S.D.
(9) (mg) (mg) (mg) (%) (%)
1 0.1 0.55 0.57 1.09 93.96
2 0.1 0.55 0.57 1.10 | 96.57
3 0.1 0.55 0.57 1.10 | 97.39 96.36 1.43
4 0.1 0.55 0.57 .10 | 97.15
5 0.1 0.55 0.57 110 | 96.71

(+) ZENENE ENE
10 #{ERwEEN 2 & EME ERERMWRNFTR > KiEHE 812
0.297-0.777% = R ANIMEEFTERBE 13D 0.20% o BlEmi BT RE
lige 5T REHE AR 5000 (HFERER 11000)

TN~ EETENem e =&

ZEff dm5e(No.) K2 2(%)
1 (ND) 0.599
2 (NF-1) 0.777
3 (NF-2) 0.713
4 (NJ) 0.748
5 (CA-1) 0.343
6 (CA-2) 0.417
7 (SC-1) 0.429
8 (SC-2) 0.731
9 (SU-A) 0.598
10 (SU-B) 0.297
T 44{E£S.D. 0.565+0.18




(+—) Kii%Er 2 HPLC $54 &5 1T
1. JEH%& : COSMOSIL 5Cis-AR-II Column (250 x 4.6 mm, 5 pm)

2. MrHlEE : UV 220 nm 3. %3 © 1 mL/min
4. EFEE 135 C 5. 7FAE - 10puL
6. f2EIH -
HEF FE (min) ZFE (%) 0.1%*ek [ (vIv, %)
0 0 100
30 20 80
40 100 0
Parishin C Perishin A
R . Parishin B ans
\ Parishin /
3.00 \ \

3 Y ¥
28 ) | 10

260 “ 9

240H

4A——‘V’A_J\,¥—J;/L—_,—J—/\—)\—/—i
220

1801
| 6
| |
1oy | \ | ““
e\ P S | A J
b
<
1 5
1207
4
1,00+
0,80+
3
0604

2
B I U S|
mg__bg_u 1
000+ L
L e e 5 e
000 200 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800 3000 3200 3400 3OO 300 40
Mnutes

&7~ 10 HERBREERS 2 HPLC fa&UE Y
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FesLanlien Thms (L)

[t~ KIREAE A ok 2 UPLC [EHTlEl

(+=) miEXwtain UPLC JEif
BT IR 3.57 3 $a B Adioihen ivms -P AR R 1 (5] /)

o.0n RIBET

o.08 — /
i Lo L)
o83
i o.07 =
o064 - [
.08 ,.-...__l — S - - - — N
......... R R R e R RS Rt AR et RS R AR s R T TR
i 1 . L] & L]

&)\ ~ i Ritaan2 UPLC JEffiEl

() KIEHI 753~ 737 B R AERD

ST L CisHisO7 5 43 T8 1 286.27 5 fA®E © 149-150 °C ; [ th[HfE -

(1) KInEH I




(+75) KiffE#Y 'H NMR [Ez

Gastrodin_Meob_S00 2018,07/27
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1:5 1.35 L:o 10 Loes
B 1 ~ FIRRERY 'H NMR [E#H(CDsOD)
(+£) KIkE#Y °C NMR [
Gastrodin_Me0D_500 2018,07,27
[ Tl i W10 g
e T T T T T T T T T T
1810 140 iz2o0 100 80 6D 40 20 ppm

& ~ FIEEHY PC NMR [@E#E(CD;0D)



(4/0) KIiEHy ESI-MS [l

Thermo QExactive Focus 10/15/18 11:35:22 CJ18-163-2 D:\Xcalibur\...\2018\CJ18-163-2
HESI-MS

CJ18-163-2#95 RT: 0.92 AV: 1 NL: 8.88E7
T: FTMS + p ESI Full ms [50.0000-750.0000]

100

= -~ [M+Na]'

90

85 /
80
75
70
654

60—

309.0938

50

45
407
35
30

253
20 304.|1335

15 | 310.0971

Relative Abundance

1045
o 298.0968 ‘ 306.0854
kel

frrr T T
290 295 300 305 310 315
mi/z

I
280 285

[ -+ ~ KW ESI-MS [E[EE

(1) KE#HY FTIR &

70
65
60
55
50
45
40
35-
30 ‘
25 |

20 ‘

%Transmittance

5 o

1610.85
1588.62
1514.49
1465.08
1398.36
1368.71
1304.47
1240.23
1106.81
1022.80
904.20
857.26 _
827.61
659.59

293273
2890.73
1665.21

3340.42

-26

O—frrrrrrrprrrphreey freeeT wl||‘|w‘||‘ prerrprree TreeTpTTIT e Treerre

4000 3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)

[l -+~ RInEHY FTIR [E5%

500

320
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(=) KigiEy UV

8.333 Peak 1

il

e e B e e e P L B
300.00 320.00 340.00 360.00

nm

— T — T
220.00 240.00 260.00 280.00

=~ KH#y UV




(=) NFEE ~ iR(ES2

R REE (L2 (CD;0D)*

position ou (500 MHz) oc (125 MHz)
1 - 158.5
2,6 7.07 (d, 9.0) 117.7
3,5 7.27 (d, 9.0) 129.4
4 - 136.7
7 4.53 (s) 64.8
I 4.88(d,7.5) 102.5
2’ 3.44-3.47 (m) 74.9%*
3’ 3.44-3.47 (m) 78.0*
4 3.36-3.40 (m) 71.4
5 3.41-3.44 (m) 78.1
6’ 3.69(dd, 12.0, 5.5), 3.88(dd, 12.0, 2.5) 62.5

4Multiplicity, J in Hz) in ppm. *interchangeable.
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S RFEAVER

(—) HPLC R R EtErt
Waters 2695 Separation Module » 1% Waters 2996 ~ Photodiode Array
Detector ; fE@fE £ COSMOSIL 5C3-AR-II Column (250 x 4.6 mm, 5
pm) e

(=) UPLC H&ss R EtErt
Waters AcQuity Ultra Perfermance LC » # z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 47 ¢ += Thermo syncromis C18 Column (100 x 2.1

mm, 1.7 um) °

ZRHRERE R KR
(—) A
AR (99.9%)F1 2B (99.9%) i H i~ Merck @ ZEE(95%)iE H F> RTCHEEBIR
oE] >~ Bl (85%) A ©
(=) Rt
FRESR R (gastrodin) 2 B A T ESEEE] - 4 98% LA E

= N3 /é
(—) EFEZEAURIFETAS
RIER 7 B EZEAUA R R R EERT -

(=) BeFEREHUREEHS
RIERF S E AR EIRIMEERT -

(=) HIRFEREAR
AEMEFERUEEAE S AR 1.0 mg > /il 2 mL FRESRIEGA 1 mL & 500 pg
PR (AR > AL PAFEEFRTE 2 20 pg/mL BRICH AR fOA R -

(V) ISR
RERERH A Sy R A 56 20 57ER4E)4Y 0.5g > B S0 mL B - 48
HENIA S0%HEE 25 mL » DU E Rz IR (D2 300 W » JHE 40 kHz)
30 77 > FFLA No. 1 JEAREE - HURR @ BEETERIZEL 1 X > &FfE
K KRS 2 S0 mL ESERS 0 1 S0%HEE R ZIE - 5 iR
(Syringe filter, PTFE 0.22 um) » B[1#5 -



(1) AE%
T AR AU IR AR AR ~ ARdti &R 10 pL > 3 A HPLC > I
E 0 FfEEG et E AR P M H 2 & 0 Bl -

(%) fRELR
AR RO EPRRE A (5 (A RUE B (500 pg/mL) - DAFHEEARRER S Kt
oAk 250 ~ 100 ~ 50 ~ 20 ~ 10 ~ 5.0 pg/mL AUEEREGAIR - DL AR
HU 10 puL 53l A HPLC #EFTE & 34T > FIFHARAE fn 2 R I T (y Sl A
B AL Z RS (x AT TARIERER > MRS ERZ el y=ax +b B
FERAGRE R -

() HEEE
DURIEFRRIE By 20 pg/mL 7 S IEHSEAR s 2R AR 5 8T > DAKIRR
VIR R fE 1 SR SRR -

(V) EEMERE R
L EAEME - HUE— i B RIEH B3R - (RRIBRER At R A 5 75
1T S (X RIREXR i > HEREHIAE > LUK & & (%) e ts
SKHEFHBIRAE S -
2. fREtE s BUE—t i BRIMER K - (ORIMER A fe i AR R e 7 A3
{RIRER S ARati AR > S0 AAE 0~ 2~ 4~ 8 ~ 24 /NRFHEREIIE » DUKIRREY
e RIERE  SKEHETERE -

(JU) (IR 8L e B SR st
1. {ENfEFR(Limit of Detection, LOD) : j ELAIRIE Z BEAE S IR AN ET i
B WPGERTRMEREL B = 3:1 I ZIR1E - (E R RAIRIR (S5 HE -
2. & =R (Limit of Quantitation, LOQ) * fFEAIERE 2 1E4E
n A RN ETRE » M DAEHERAERREE Ry = 10:1 R 2R S - /5 Ry SR (5
aHE -

() AR
HERRWE & EHRWER #3K S 07 B eI 0.1 g » 47
AIIA 1 mL FYRIREA (0.5 mg/mL) - i f2tgen & B TR SR B

=

IE. o



() HPLC 73#frl(t:

1. JEf& : COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5 pm)

2. Kl 1 UV 220 nm

3. Ji## 1.0 mL/min

4. EFIRE : 35°C

5. AR - 10pL

6. I

e ] (min) ZHFE(%) 7K (%)

0 3 97
20 3 97

(+=) EEmENNEENE

Y 10 L & RIERF (b b5 R R AR R iR > B 10
L %8 3 $1E A HPLC > e PR I mifa ik gk 1 A UE TR S RIR
MEDLEEE -

(+=) Khifginz UPLC 73kt

1
2
3
4.
5
6

. JEMTE * Thermo syncromis C18 Column (100 x 2.1 mm, 1.7 pm)
- ARHIR £ © UV 220 nm

. Ji# ¢ 0.4 mL/min

EMORE © 35°C

. EAE1pL

. FEENH ¢

FEFS (min) ZHE (%) 7K (%)

0 3 97

8 3 97




FERC L !

(—) Az HPLC

A B IR 8.33 97 R i B RIS AR AR 8 ([ —)

0.20
o
015 i
> o107 /
0.05;
0.00;
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.0C0

Minutes

Bl — ~ RIEAEAE L7 > HPLC JgfflE

(=) THENMEA fRanZ HPLC &
AT R RFTED 8. 11 S B B AIRANR ot P RIREEF R e (1 —) = o e

R(R)Fy 2.55  FERAT(D Ry 1.05 > SERGUEAMEERA -

0.30— s
Rt

0.20— /
> j
<<

0.10—

0.00 T L e e i L e R E e e e e B e e e B B L
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