m

X

In

X!

I

X!

E

(ACHYRANTHISBIDENTATAE RADIX)

25 Ml
N3 T o 3
N e T [ 1 ) T 3
S FH R IR (B 2) it ssanes 3
NE- 2P OR Ny &t ([ ) PO 4
4% %4+ HPLC
R > 5 <N 9
CREZ BT E I s 9
N BB T E IEB KB s se s aesae s s e besaneans 9
B 5 o ieeeeereeteseeteateeatetateateaeatestatetetateseate et e tea e teneatenenee e seaneneeeeneenennane 9
S T 13
435 4 % HPLC
N 715 RN 24
CREZ BT E I s 24
- BT R A ¥ O R 24
B 5d eeeeeereetesteteatetatesaeteateseatetataatateteseateaeeeates et aneateeeseatesetenessenesenen 24
S O 27
235 TLC
= /é ............................................................................................................. 32
ERERLR - - N 33
I - 34
- e - N 35
R L BT JA 36



=
Al

R e Ll s 20



4 5k

(ACHYRANTHISBIDENTATAE RADIX)

- ~EHERE
FeB 104 %A 244 ? v 3 L AR AR FEg LA0 Fllg i
B & LTIt F A A e e

CEHEREE (WD)

EH Li2En
4 % % ! ACHYRANTHIS BIDENTATAE RADIX
% < ¢ ! Twotooth Achyranthes Root
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4 HRACHYRANTHIS BIDENTATAE RADIX)

- HE
T B 5 S B AR 35 10 3 -

S RFEAVER

(—) HPLC &5 gt Ett
Agilent 1100 series » & Degasser (G1379A) ~ Quat Pump (G1311A) -
DAD (G1315B) ~ Autosampler (G1329A) ~ Column Oven H-650 (Chrom
Tech, TNC.) ; JE#7%& % COSMOSIL 5Ci3-AR-II Column (250 x 4.6 mm, 5
pm) °

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

ZRHERZ FR LR
(—) A
IR (99.9%)8 H I~ Merck © ZB%(99.9%)8 BN A S iy A IR A E] -
(=) TR
AR i B 160 K7 (B~ Ecdysterone [ EEVREH A IR A F] > 46
&£ 98%LA I -

= N3 ;‘;
(—) B ERERUATEEAS

HUARGI AR 6 17 » S ZEERHEL 1.0 g » & 50 mL B0 E - AEREND
AFFRE ~ 75%FEE ~ 50%FEE ~ 95% 282 ~ 75% 2.8 ~ 50%Z % 10
mL - BE R HRZEI (D)2 300 W » #15% 40 kHz) 30 578 - s 5 7
(84000 x g) » DA No.1 JEARHE - HURRESZE 10 mL 2 ESHEH > i
B ZIRE > %4 P88 (Syringe filter, PTFE 0.45 um) > B[5 - 441 10
nL J¥ A HPLC » DIRTHIS v 2 i 2 AT i B 7 S5 i AT T A ey e
EAHEEEUSTE -

() BeFEREHUR B
RERRERE A iy R G5 20 SRERAE)EY 1.0 g > B S0 mL B (VEH -
HERENIA 75% 1 10 mL > #E &R R (DI 300 W - 355K 40 kHz)
30 77 > B 5 JT#E(XY 4000 x g) - B No.1 JEERAETE - HUBRE~ 2 10
mL ZESEMRT > 0 75%HEFZEZIE > #5 F i E(Syring filter » PTFE
0.45 um) > BIf5 - &$f 10 L JE A HPLC » A/ B8 B A0



0L~ #EbE > EEHEIEA B MoE 2 > MR e FEAEHRE,

(=) HIREREMAR
AR AR i B A7 5 2.0 mg > T 10 mL SRR | mL &
-t Kz iR 200 pg HYEEAE AL LI EEMIRE S 20 pg/mL B
HIRPERE A R -

(M) faomsii
RERER AU i RGE S 20 55E749)47 1.0 g » B S0 mL FELEH -
A T5%HEE 12.5 mL » @ E R IRZEIE (D)2 300 W > #7122 40 kHz) 30 77
$E > BN 5 ST 8E(57 4000 x g) > DA No.1 B4R > HUER » BES 7 E
EIRHL 1 2> AfFEK > B% 2 25 mL ZESHT 11 75%HEZEZ]
f& > ¥ 5] & (Syringe filter, PTFE 0.45 um) > B[J{5: -

() s
SRR AU AE SR  BRAEsS 10 pL S A HPLC » il
PRt e B B SRR & R -

(73) TR
ERREIR Y B8 R B HRER A e (5 (A AR 2200 pg/mL) - DL B A
BdpicEr P15 A7 R 73 ARy 100 ~ 50 ~ 20 ~ 10 ~ 5.0 pg/mL AYFERE A
e LIRS AL 10 uL 53513 A HPLC #7857 » FIFEEE L
R e TPy )ROSR o 2 R (x DA TERIERIER - ORISR ZTT
2z y = ax + b ELHRA G R® -

() HEEER
P B-960 Kz BRI Ky 20 pg/mL 7 SO 2 i B AR S 8
DL B2 Kz S BRE R I TR S B ASE » SR EEAH SRR -

(\) EHHEERE
1 Y EE T AR - AR AT AT S 1
ARG HEREIIGE - DA P45 R TG £ 6 B - SR
e o
2. FREME - MUE— AT B AR - (R E RS I T A A A
T 0 SYRIE 0~ 2 4~ 8~ 16 24 /NEFEERERISE » DL - SR S
SR - KU -



(1) {HHIRRR B AR e
1. fEHIRRPR (Limit of Detection, LOD) © iR 2 AFAE 2 A B i
B WLGRSRAENEL = 3:1 BF ZRIE - (F R (EHIRIR (G EHE -
2. 7E E1%R(Limit of Quantitation, LOQ) * iR LRI 2 FEAE i 2 R BT b
B LGERIRAEREE B = 10:1 B 2R » {E Ry e B RAGETHE -

() el
HUELAN -5 B E e & B VAR RRATRHG R 5 17 > B0 MERE L&Y 0.5
g 7 AAIA 1 mL By B-16i fz S ARSI (200 pg/mL) - 3%t i s iR A 7
ERIEE -

(-+—) HPLC s3#frlk(t:

1. J@#1%& 1 COSMOSIL 5C;3-AR-II Column (250 x 4.6 mm, 5 um)

2. BRI © UV 246 nm

3. JR7#E 1.0 mL/min

4. EHERRE 1 30°C

5. ¥ A& 10uL

6. FZEIHH -

I3 (min) ZME (%) K (%)

0 15 85
25 15 85
40 45 55
50 100 0

(+=) BET S RE
B0 7 5 RS (L 2 1T AR HLES- 10
WL G 3 $1E A HPLC » BRIk ERIKHT: 1 Sxt 5B pin
SRS S -



(+=) UPLC [Efr{&H:
1. J@t7% - Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7

pHm)

2. MRl © 246 nm

3. /i#E ¢ 0.4 mL/min

4. EMRE 1 35°C

5. 0FA&E 1 uL

6. #ZENHH -

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

0 5 95
2 15 85
5 15 85
8 35 65
12 100 0




7 ~ 28
1 P
(—) 24 5 -9 f7 Bl 2 HPLC
R RIS ] 23.1 R BT B8t K 5 B AR Ry I ([ —) -

mAU
150 Bt R 51
1257

1004 /

751
504
257

0 5 10 15 20 95 30 35 40 45
E— ~ B 7 S5 7R 2 HPLC fEfiTiEl
(=) EHFmn 2 HPLC JghT

AR 23.1 2 BIPREE TR R B SR (EL ) - 49k
ER)E 9.7 » FERET(T)E 101+ S9{E 20 PR VEER A -

mA[]
40
& B K2 595

0 5 10 15 20 25 30 35 40 15
&~ THE4M T2 HPLC jEifTE


file://///192.168.1.109/lab/14_網頁/03_中藥品質分析/20230109_qaTCM/MI-TLC-HPLC/108科技計畫/108HPLC/108藥材/牛膝(藥材).docx%23_Toc398027315

(=) EEEREHUATER

LI 75% FH S Ry i i - B e SEh SR FTTS P16 i B BRAY Rz 8 i F A

Ko BN T5%H S By i ERE AL -
Fo— ~ NEBEZEA L
paSLoA I TR R EZEHY
EH i 389.15
75% A 427.96 \
50% FH fi 410.81
7. 175.57
75% 7. fig 320.88
50% /. i 384.59
(M) R EEAS
GESREUR AR 2 AR TR B0t Ry S AE H 58 4 (REHR AR
98%) °
F T~ AR AR B R B
75% HH I R HY 28 B—s K7 55 IR e T ol
=i sl 461.4
F2R 188.8
FEIRX N.D.




(71 ) FEAE L B R S A 4%
KR EDRE B K7 B (x) ¥ £ H [ ARz I AR S e (B (y) T f3- 2118y
AR TR y = 14.04x — 3.4331 » R2 =1 EETEEAT 5.0-100 pg/mL

H RIFHVEGIERIFR(E =) -

1600 -

Béﬂ‘)§<<<
y = 14.04x - 3.4331
R =1

1400 -
1200 -

1000 -
800 -

Nl THIF

600 -
400 -
200 -

0 20 40 60 80 100 120

R (ng/mL)
B = ~ B0 7 EE T 2 A R [

R= B E A i B R TR

B IR R (ng/mL) SRIEREEE TR R

-t Kz i 5.0-100 y = 14.04x — 3.4331 1

(73) SR
HERGEIREUR > M HPLC EERIFHVITEE B4 > P15 Sl
S S By 0.50% > FE ST MEER A -

(t) EWHETRE R
BERGERET AT HPLC it BT - B R (5
Wi RIS A 1.57% » £ A ST TR - BMﬁ“meﬂ\
FPIRBIE - RN ERE B 1.70% » B(LERN - AT SE
HE 24 /INFESERG - HIAEA KSR -




O (HAISRPREL E B Rt R

B¢ K7 ES R (ISR £ 2.5 pg/mL ([&10Y) - & EMR 5 5.0 pg/mL (&
h) -

Al

4_

] B-1he K7 5

) v

1_

0_

,1—

4 5 10 5 20 % ] B I 15

(& P ~ Bt K7 Eei e = {R0RTAR R S b

. B-1h6 K 5 P

o

i /

¥

ol Aol i
I_W

B 5 0 15 20 % 30 % 10 15

[ 71~ B K7 B e S A PR e e

=Y ~ BRI

ATyy—
HAEE PR

R R.S.D. (%)
WHEE  (n=5) 20 pg/mL 0.50
HEME  (0=5) et (No.8) 1.57
BEE (0=6) e (No.8) 1.70
MR (n=1) 2.5 pg/mL
JEEMHR (n=1) 5.0 pg/mL




(1) [EeRGE s
P15 K7 R P E A ORISRy 96.6% - FHETIEAE(RZ K 1.83% -

R ~ P R B DB S

WOt | EEMEE | AR | AR | WEE | BEER | SPYEEER | RS.D.
(2) (mg) (mg) (mg) (%) (%) (%)

1 0.501 0.209 0.200 | 0.407 | 99.0

2 0.500 0.209 0200 | 0396 | 935

3 0.501 0.209 0.200 | 0.403 97.0 96.60 1.83

4 0.501 0.209 0.200 | 0.403 97.0

5 0.501 0.209 0.200 | 0.402 | 96.5

+ é/%ﬁf/%#&\a’%?‘ﬁ”ﬁz
10 fLAHEEEN 2 & BAE SR (EZIR ) AIRSHTR > B K7 S B HY
S8 5 0.043-0.063% © FERTHREERS TEI?FEBZ -t K7 B Y 2 & A e
J72 0.03% - FEEmAR R -1l Kz EERRZ 15 T B EAN KL 5000 (BFEE R
15000) °

RN~ EETE MR BB E R

ZEf w5t (No.) B £ £ 2 i (%)
1L (NF) 0.043
2 (NJ) 0.047
3 (NJ-1) 0.063
4 (NR) 0.060
5(CD-1) 0.049
6 (SO 0.055
7 (SE-1) 0.052
8 (8G) 0.048
9 (SD) 0.055
10 SY) 0.057
“FHI{EES.D. 0.053+0.006




(+—) 4-Rpgsbt” HPLC fE4UEREYEETT
HU 10 L AR AR 25 10 pL #Ef% - #E7T HPLC f58UEREAY
HE

1. J@irE : COSMOSIL 5Ci53-AR-II Column (250 x 4.6 mm, 5 pm)
2. R © UV 246 nm 3. 7it# : 1.0 mL/min
4. BERERRE £ 30°C 5. A 10uL
6. PEEH
AR5 (min) L (%) 7K (%)
0 15 85
25 15 85
40 45 55
50 100 0
mal
360 H ek
P15t Kz 5
300 1{]
-.-.--(»A--—-— Jl\-_ N _...|1_._.._J.f_.,.jun.._.-.-.-_h—fnm-——
I VY Y U WSRO |
200
. A f
160 A Al D
——rrm PR — M P | 'j
100 - o A, A i 4
a0 - \ 2
— P -—h - ~ —
|:| -
T T T T T T T T
0 10 20 a0 40

&7 ~ 10 #ALAFREEN 2 HPLC fR&UE Y



(+2) FEtean B A7 5.2 UPLC JEifr
A7 IR ] 5.82 SRR B Bt K7 i R AAE s R i (1 )

0.50

0.40

B 5 5176

0.20 /
0.104
000 1 T T T T T T T T T

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00
Minutes

2

[~ -1 A7 AR LA Z UPLC JEffTiEl

(+=) misHRnZ UPLC JEif
B IR ] 5.82 Jr s B iktantn f B- 960 K B IR TR e ([ /)

0.040

0.030

_, 0.020-]
2 1

0.010-]

0.000

T LA e e e e L A e e e L e e e e e e e L S B e A0 S A
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00

&)\ ~ T E4EEm s UPLC [EiT/E]
(+4) B4 K7 S HHY 73+ ~ 2 ELAES
T2 T CoyHusO7 5 3T =& ¢+ 480.63 5 AEE 1 168-169 °C 5 HEK K ©

(1) P15 A7 B




(F7%) B-Ui K7 EiHRHY 'H NMR [z

- Ny i
} i I, s neve
:‘ Jj\f» LJJ /i LM U M_J”UM*’JIWI'WP\J M

e S I T - — ]
6 5 4 3 5 ppm
o o= - g R ey EBonc
2.13 2.11 2.18 1.21 2.35 2.43 4.62 5.51 6.80
2.15 4.37 2.22 2.54 4.64 2.43 20.13 22.10 6.55

/1~ B35t A7 EHEAY 'H NMR [EzH(DMSO-db)

N

{HET 13C NMR Bzt

H

(+t) B-HikE

2 5
H £ o
|-
Al s, W O S O S St
200 180 160 140 120 100 80 650 40 20 ppm

B+ ~ Bt Rz SR C NMR [&zH(DMSO-ds)



(/0 B-U5 57 &5 HAHY ESI-MS [E]5E

EntysteroncS-18 RT. 01033 AV. 10 NL: 846€5 -
T: - ES! Fullins | 150.00-850.00] [M-H]
479,30
100,

907
8-

= ~
p=1 e
L i

515.49

o
S

Relative Abundance

Py o
Ti.0ay

599.25 4001

71912
\ wors O |753.30 838,08

| L
: " 61535
" i 31019 s | 654 | 52 e

(B | e P R T T ' .Iphv, ot il l-mh.‘]_‘, e oottt gdles
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850
miz

[+ ~ B-M 7 EifFiYy ESI-MS [&]5%

(11 B i S5 FTIR [R5

100 - "
b

o _“\‘__ g
951 M’M\% e T
90 "‘\

& : u‘. //( \) /
80 A A f !
751 \ / | |
7 ! [ ‘
e \ [ )] i
60 | / \ | |
55 — { |
50 \ \
3 4 | |
g \ / 1
40 \‘ / t
35 | / i
1

30 | /

%Transmittance

nN
o
L

28763
13153

o
|
34157
206247
1049.7

4000 3500 3000 2500 2000

SEP— Wavenumbers (cm-1)

[+~ P R Ei A FTIR [E5%

1500 1000 500




(=) B A7 EHarY UV [ElRE

Abs
0.95 242 nm
0.90 -
0.85 - / \\
\\
0.80 | / \
| / \
0755 / \
/ i
0.70 / \
/ \
0.65 / \
/ \
0.60 / \
f \
0.55 / \
| / \
0.50- / \
0.45 /

\
, / \

\
030 \
0.25 \
\
0.20 \
0.15 '\\
0.10— \
0.05 %
0.00 T
200

250 300 350

400
&=~ B-Ui 7 Y UV [ElEE

nm

(ZA—) B ERRRY A ~ AL

B2 K7 i



=T B SRS - (LS FE(DMSO-de) *
position ou (600 MHz) oc (150 MHz)

1 1.26 (m), 1.57 (m) 36.6
2 3.58 (m) 66.8
3 3.75 (br s) 66.6
4 1.45 (m), 1.56 (m) 31.6
5 2.18 (dd, 4.2, 13.2) 50.1
6 - 202.7
7 5.61 (s) 120.4
8 - 165.3
9 2.99 (t, 8.4) 33.2
10 - 37.6
11 1.22 (m), 1.64 (m) 41.4
12 1.72 (m), 2.01 (m) 30.8
13 - 46.9
14 - 83.0
15 1.48 (m), 1.64 (m) 20.1
16 1.52 (m), 1.86 (m) 20.3
17 2.24 (t,9.6) 48.7
18 0.82 (s) 23.9
19 0.75 (s) 17.1
20 - 75.7
21 1.05 (s) 21.0
22 3.10 (m) 76.2
23 1.11 (m), 1.45 (m) 26.1
24 1.47 (m), 1.77 (m) 30.3
25 - 68.7
26 1.04 (s) or 1.06 (s) 29.0
27 1.06 (s) or 1.04 (s) 30.0

2-OH 4.43 (d, 6.0) -

3-OH 4.34 (d,2.4) -

22-OH 4.37(d, 5.4) -

4(Multiplicity, J in Hz) in ppm.



4R H (ACHYRANTHIS BIDENTATAE RADIX)

- HE
T B 5 S BT AR 5 10 4t -

S RFEAVER
(—) HPLC R R EtErt
Agilent 1100 series » & Degasser (G1379A) ~ Quat Pump (G1311A) -
DAD (G1315B) ~ Autosampler (G1329A) ~ Column Oven H-650 (Chrom
Tech, TNC.) ; JEf7%& 1+ COSMOSIL 5Ci3-AR-II (250 x 4.6 mm, 5 um) °
(=) UPLC H&ss R EtErt
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 pm) °

ZRHERZ FR LR
(—) A
FREZ(99.9%) I E I~ Merck  ZHF(99.9%)fi H i A RIHE S AR A E] -
(=) TR
e B K7 5 (B-Ecdysterone) i B - AV A IR A ] > 4l
98%LL I -

=~ 3
(—) EfEZFHUAER %
RN R B AR UL [E A RREER S

(=) BeFEREHUR B
FRRER R AR EEAEHUK BRI A RREER -

(=) HIRFEREAER
AENERE R AR i P18 K7 5 2.0 mg > il 10 mL #YFEZ BRI | mL
S B9 R B 200 pg BYRERE AL AT > DL EEMRE E 20 pg/mL 2
PRSI AR -

(M) Foimas iR
AEMERE EUA Gk R (56 20 5REH4E)4Y 1.0 g » B S0 mL BELvEH » A
A T5%FEE 12.5 mL > BB RARZEH % 300 W > 552 40 kHz) 30 4%
§ 0 B0 S A3 EE(%7 4000 x g) 0 Pl No.1 JEARH#EE - BUER @ FEEE T E
EHEEL 1 R &ORER > I E 25 mL 2 EET » 1 75%FEE £ %



f& » ¥ 5] )& (Syringe filter, PTFE 0.45 um) - H[J{5: »

(F) HEE
53 AU R A - MR 10 uL > SEA HPLC »
TE o R RN B S 2 R EG -

(7)) 24
HERETR L Bhoe B (5 R AR i (s A 720/ 78 8. (200 pg/mL) > DAFHBEA FEE
BUEY 2 P05 K7 SRS 71 B 100 ~ 50 ~ 20 ~ 10 ~ 5.0 pg/mL FIFEMEE T30 -
DL HY 10 uL 43 5% A HPLC #EfTE RS » FI PR L > ik
T (y B FOAREAE L R (x W) BT TR MEOIER > WK RS 2 T2y
=ax + b BRI GE R® -

(£) BErEE
DL B0 B ST By 20 pg/mL 2 SPHRAREAE SR R S £1 - D
B2 K S5 RE TR I R B P AL - SR AR Tt

(V) EEMEERE R
1. EEMEHUE At BFRRER M A RARRE R it R R 77 T
5 (o FRREN R PR > EEBOHIE - DA -1 A7 B2 & (%) Ry fafs -
KB AR -
2. TR AU — At B ARRER R MR ARAFRRER R R B IR A 7 TR B A
FREXA BRam B > 73 AIHE 0~ 2~ 4~ 8~ 16 ~ 24 /NRFERMAIE - DL B 52
B AR U TR R PR AR SR AR AR -

(L) BRI B R
ECHIREIE imit of detection, LOD) : JEFELAIIYE > e 3 I R BT
BE  LGRBERENEL 2 =3:1 B MR - R R (IR (53 HE A mmR
(limit of quantitation, LOQ) © AT ATk E > Fo6e 55 A RERFRIE » 36 LL3H
SERERREL 2= 10:1 K528 - A5 AR (53 HE -

(+) FRINEMER
ENEAD B £ SR AR 8K 5 1) S0P ETERRIG 0.5
g SHINIA | mL 1y B-Ls SERATR200 pg/mL) » MR
SERERE -



() HPLC 73#frl(t:

1. JEH%& : COSMOSIL 5Cis-AR-II Column (250 x 4.6 mm, 5 pm)

2. IR £ ¢ UV 246 nm

3. i#k ¢ 1.0 mL/min

4. BHORE $ 30°C

5.7 EAZE 10pL

6. HEHE

R ] (min) ZIE (%) K (%)

0 15 85
25 15 85
40 45 55
50 100 0

(+=) ZEMEFRIA SENE

B0 377 5P RRRI (KBRS 1T AR HLS 10
WL SR 3 B3 A HPLC » Tk ERAKIE: 1 Aaat PR 6 4
SEE S S -

(+=) FRREH tait 2 UPLC @it
1. JE#% © Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7

pm)

2. FHNEE - UV 246 nm

3. i 0.4 mL/min

4. ERORE ¢ 35°C

5. FA&E 1L

6. #4EhtE -

HEFS (min) ZHE (%) 7K (%)

0 5 95
2 15 85
5 15 85
8 35 65
12 100 0




I B%
(—) FEAESh B 57 550W . HPLC J&ffr
AT R 23.1 PR R B K7 B B AR fr o7 g ([E—)

mAL:
120 B 7 55
1251
1001 /

751

504

251

0 - : : : : : : : )

0 5 10 15 20 25 30 35 40 45

[ — ~ P-4 F B EEARAE AR 2 HPLC JEgffriEl

(=) THEFRER frinZ HPLC Jgif
AT R 23.0 S SR B IREN A fran B R R A e ([
=)o STEERR R=9.5 0 FERAT R T=1.00 > HEZRGEAMEZRA

mALl-
801
60 VaY e =
Bt K7 55 P
401
204 '
0"“/-| A I_ﬂ_ﬁmmkﬁ_mww
0 5 10 15 20 25 30 35 40 45

& — ~ T EARRECR it 2 HPLC gl



(=) e B-1 i i Fitm 47
REARIRRRE Bt K7 R (x) 3625 ARz Le TR Ay S HE(EL () FTS- 21IHY
SRR TR y=14.511x — 4.9264 » R> =1 » B OREAE 5.0-100 pg/mL
A RIFHIER MR R (E =) -

1600 - . _
P-1ie Kz 5

1400 - y=14.511x —4.9264

R=1

1200 -

1000 -

800 -

I TITR

600 -

400 -

200 -

0 20 40 60 80 100 120
el (Lg/mL)
~ Pl K7 B < A B 4R [

S PR R TR
SHEREL, | R (ug/ml) e R?

Bt Kz B I 5.0-100 y = 14.511x — 4.9264 1

(1Y) A sl E et

EERAE T FIF HPLC G SIS 251 BT » B-I5 7 S5 BakS

I AT 2 By 0.48% - BV M EMEAEE By 1.52% > S7E 2400
FIMEEER P -

(1) el
HIRGEREUR > B K EHERTE 24 /NRFARTE - RRETEAHEMRAE Ry
1.64% » B{LEFN - HRTAERR R EEE 24 /NFASERL > AT

>



(7)) E RIS R B 1 A SRl
B Kz P (EUHURS R (limit of detection, LOD) £y 2.5 pg/mL ([&VY) » &
xR (limit of quantitation, LOQ) /% 5.0 ug/mL (& 71) °

mAL
4_ VY ]
Bt K7 5 P
3,
) v
1_
0,
_1—
0 £ 10 5 N % 30 3 10 5

(&Y ~ B4 7 &5l 2 LOD JEifrlE]

mAl
4_ VY ]
o] Bt K7 55
5 "4
1_
i i b ot
0_
_1_
-9 : . . : ; , : : .
0 h 10 15 2 2 30 35 40 45

&~ B-#i R A 2 LOQ JEtfTiEl

R BRI

_hA [ ST
HRIE _ B-hie Kz £S5
JRIE R.S.D. (%)
REMEE (n=H) 20 pg/mL 0.48
EHE  (n=5) Tl (No.2) 1.52
B (0=5) Tl (No.2) 1.64
AR (n=1) 2.5 ng/mL
JEEMR (n=1) 5.0 pg/mL




() AnEfeRE e
P15 K7 B~ H AN IO By 95.3% - HHEAEAE (R 22 R 0.90% -

R= - PR EEEA OB

o HEMTEE| aAE | AR | WEE (%) FHEUEE | R.S.D.
(9) (mg) (mg) (mg) (%) (%)
0501 | 0210 | 020 | 0398 | 940
0500 | 0210 | 020 | 0401 | 955
0501 | 0210 | 020 | 0400 | 950 9530 | 0.90
0501 | 0210 | 020 | 0403 | 965

0.500 0.210 0.20 0.401 95.5

G| |W|IN|F

(V) ZETEFRER a2ME
10 fitAHRER 2 & EME SR EZRG) AIRIUF TR - B35 57 EEHY &
F 55 0.043-0.052% - R THREA TE?FEBZ -5 i A = B AR
0.03 %  BHEmARE L Bt K7 B HIR I FEEA Y 5000 (B FRME R
15000) -

=1}

xR~ 2ETHE TR RGZ - SR

ZEMERTI(No) | FRRESE%) aEh1 4wt (No.) FHEEE%)

1 (NF-1) 0.043 6 (CD) 0.045
2 (NJ-2) 0.048 7 (SE) 0.049
3 (NN) 0.052 8 (SG-1) 0.050
4 (NR-1) 0.051 9 (SU-1) 0.049

5 (NQ) 0.049 10 (SL-1) 0.047




(JL) FEAESL -1 FZ il 2 UPLC J&ffr
A7 s ] 5.82 Sy s pa U P50 K7 i ATt am Y RZ e (1 7<)

050:
0.40;

] s LKL
0'307: B_@REZ == E
2 ¥

0.20
0.10
0.00 Y

———r 77— T — T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.0C
Minutes

=

BN~ Bt A7 AR LIS . UPLC & HT[E]

(+) HEAFRRER frinz UPLC Jgif
AR E] 5.82 ST BN RREK Rt B-150 R B R e ([
t) -

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.0C
Minutes

&~ HEARRER fRdh.z UPLC gl
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4 #& 7 : ACHYRANTHIS BIDENTATAE RADIX

# % ¢ ! Twotooth Achyranthes Root

A R A &G R4 Amaranthaceae 18 4~ = % Achyranthes bidentata Blume 2 %
J‘% ‘F{! o %3 %ﬁ_ r‘rﬂi nﬁj o

- ~ 3k

() ®&iBiR (55202 1] (487 #4522 2018) v
— Ak 1.0g 4" f 10 mL > 4 F Ad4RT 30 &
48 Wie 0 iR kEFLIIC 0 AAA T R 2 mL R 27307
(R ’fﬁ\%’f%‘*?‘l °
(52232 2] (p 7B %)
— B ASB R 1.0g 4" @ 10 mL > 423 4R 30 A
480 Wi iR kSR G ARt it fig I mL R 273
fao TEmEBR

(=) #HEEEE P B-ikd § ik (B-Ecdysterone) ¥ B &2 & > 4o 7 R & &

I ImL 2 02mg 3% » 1F 5 HRAEE &3 R -
(=) X HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
(=) EBRH [EB& 1] (p 7wV
—c il fn TR (401

B R 10cm x 10 cm ~ 20 cm X 10 cm

ERHFEALIG IS, ViTER > EFIEH8cm -

e &l 0 10%FcpL ¢ fR iRk (HaSO4/EtOH TS)vg 75 14 > 105 °C #e
BT EF RS oo A K 365 nm 2 K HER KT i
AR o

~ o~ o~
by
N N N
Pl
E]

Ve



Z S FEEAZEARR
F2%p o 108/11/11
10 $H% & (RH) © 65%
B RERT): 18 C
[Em#2) (f FES)—c e 98 (4:1)

Kot - A 1§
123 B-de 4§ fiF (0.2 mg/mL) 1-2>5uL
4-556 WeniR T [55202 1] 1>2>5uL
7-8°9 weinie 759202 2] 1-2>5uL

ERERZ 2REFZ 2 wEBRY EF A RERNEE S BARL S0 A d 2N
T g d B P A R ER [ 1]
ZERELr R PR YRR SRR 2l Rk [Fe3 02 2] 2ul -



I B ANER
F2%p o 108/11/11
B ¥R & (RH) @ 65%
BEM®RT) 18 C

[Ema1)] (pFRB)—e ey 9/ 4:1)

[552% 1) (449° Z2 5 = % 2018)— HPTLC 10%#: s ¢ f3 g ¢ 15 %
(365 nm)#& J1(B-te & §AF ReiE 5 0.49)

1 : Blank

20 Bim g G fib

3o4 k&R

5 : Spike

ERAE AR [Fr 2 1] N e [ERA 1] BRV SRR A
ot Bdn gl Gk o R p B L [BRA 1]



=
7

i

CREDER
S P8 108/11/11
#/2 R (RH) : 65%

A ERT): 18 C

1
2
3
5

[Emal1] (fFRs)—efef: " @ (@: 1)
[555 32 1) (487 2 52% [F8-2 1] (487 F2 52 %
2018) — HPTLC % ¢} & (254 nm)#& ! 2018) —HPTLC % ¢} & (365 nm)#& !

[3222 1)(£87 2L 52K [55222 1) (2487 2L 5= K
2018) —HPTLC % ¢ /7 2L k4 o 2018) —HPTLC % ¢ /% ¢} (365 nm)
%Y

: Blank
Bt
AR T
. Spike

BHEES N S 10%FF e fEEE S 5 0 3t H b k(365 nm)RALIE # RS N

3

F

P2 B-dn g o kAR e gk o



I~ A2 BREHHE SRR

F %P 108/11/20

AP %% & (RH) @ 48%

BEM®RT) 25 C
[Ema1)] (pFRB)—e ey 9/ 4:1)
(552 0 1](4 %Y #L % =% 2018)—HPTLC 10%F ik & fif B 4 18 % +h %
(365 nm)#

{islies W E]
1 Blank
2 B-iw A & Ak (0.2 mg/mL)
34 e 5% % 1 (NF)
506 e &5 0% 2 (NJ)
738 th =5 % 3 (NI-1)
910 575 % 4 (NR)
1112 t 5% % 5 (CD)
13 Spike (# &3 % 7)




10 ‘T2 13

1 Blank

2 B-te A & Ak (0.2 mg/mL)
3,4 & &% % 6 (SC)
556 ¥ &% % 7 (SE)
758 % 5% % 8 (SG)
9> 10 % &% % 9 (SL)
11512 & &% % 10 (SU)

13 Spike (¥ &% i 7)

Bk LY B Rk [ 1] S AR [B
B | 1]4\@*%&4' B-b gt kg iR 0 12 10%FRFL S FEAE S 150 40 #h k(365 nm)



LRHE )

SR R LR 8 T
@ =0 # 0 108/11/20
in % & (RH) © 48%

A ERT):25C

[ERA 1) (p FR#E)—2 e "f @G 1)
(35202 1](4 47 #2 % = 9% 2018)—HPTLC 10%F:fik & AR AF ¢ {4 % *F %

(365 nm)# !

Blank

B-ti i & Ak (0.2 mg/mL)

W &% 1 (NF)

e &% ik 2 (NJ-2)

W 5% 3 (NN)

5% ik 4 (NR)

% i 5 (NQ)

Spike (& &% i 2)




10 = Sa285

1 Blank

2 B-die 4§ Pk (0.2 mg/mL)
3:4 &% % 6 (CD)
56 % &% % 7 (SE)
708 &% ik 8 (SG)
910 533 5% 9 (SU-1)
1112 573 % 10 (SL-1)

13 Spike (# &% i 2)




