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(- )HPLC ®E 2 k47§ 1+
Agilent 1260 Infinity Quaternary LC » # 7 Quaternary pump ~ Autosampler -
Thermostatted column compartment - Diode-Array Detector ; & 4% ”;? =
COSMOSIL 5Ci3-AR-II Column (250 x 4.6 mm, 5 um) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Perfermance LC > # 7z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 "F? 1+ Waters ACQUITY UPLC® BEH C18

Column (100 x 2.1 mm, 1.7 pm) °

CRERE R R R
) A
? 75.(99.9%)F i+ Merck » 85%4 i B A ** SIGMA o
(=) R#5
0 2 (Kaempfero)PEp >t e @ 5 035 L2 & 0 B R 98% b o

(-

T~ 3
(-) By
AR R 2 B iy ﬁ_ﬁ’* 0.75 g» % 100 mL Fl&x¥#g? » B

e n T5%0 FE A SOmL v e gk 1} PE 0 2 £ris 2 No. | R SiBiR 0 R
A T 50 mL T E ALY o A 2RI AR o ?B"/}%/IQLI"F » & (> B rr§
P25mL ¥ 100mL = 6557 »2 (b A ] & s @A SmL v 2 A B & 4 10%
WA SmL o % ks 80°C 4rdt 1 [ PR dedtin i | P o L Aris o B
50mL & FLP o 4 75%° B8 3 % & 0 #% 3 £ /g (Syringe filter, PTFE 0.22
um) > B o & 4410 pL L~ F sea i Ap & 17 R(HPLC) » 1 #rip @ & L
T2 B L2EE RSG5 G ARE o

(Z) REZPERTG
BREFLE- A b A (GE % 20 5LéF )2 &> & > FAEP~ 0.75g> & 100
mL FIAFL? > BErrde » 75%° & £ 50 mL > 4‘:%@' ;‘ﬁ 1 -] BF o> 4 gris
No. 1 o Bk > oA 3 S0mL TR FLY » e » B4 % B - F PR
4% FpEmEgs25mL ¥ 100mL = 4 #g° > 4c5§ﬁx5mL’ RS JEU}\;é:
80°C 4v#& 1 | FE~2 B ~3 [ FFE~4 s b fris > T EH T 5S0mL 2
L o4 75%° B% X %R 0 4% 3 £ iB/s(Syringe filter, PTFE 0.22 pm) » 5””%: o
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(z)

& 4210 pLjx » B »cic i 4p & 45 R(HPLC) » r2ip B4R 5 2 % g % R4
B e B ARRE BT o

¥R 5B R
BRHPEELLZZ30mg 4 10 mL ¥ i =* 1 mL 7z 300 pg
SR SRR R 0 T 00T AR 30 pg/mL 1 HRARE SRR

& o ip i

MFEAI- A S AGE S 20 56 2)5 075> % 100mL AT - 2
Rt~ T5%7 fE 50 mL > de#ir in 1} pF o 2 4ris 2 No. 1 RSB 0 ik
REHS T S0mL T EFLY 0 der T5%P IR AR o H PRk 25 mL & 100
mL = 507 o S @ Smbo ki 80 °C 4 2] E 0 4 ARES o A
50mL =& FLP o 4 75%° f% 3 % & > ¥ 3 £ g (Syringe filter, PTFE 0.22
um) > W

e
s | B pr e Bt e AR IR BA 0 e BLA % 10 ul 0 3~ HPLC > B 2o

AR Y AR L2 R TE

7

’

AR

Brgex Pl 2 F A R0 & e i £(300 pg/mL) > 2 7 AEARE S 7 L2
%4 %5200~ 100~ 50 ~ 30 ~ 15~ 5.0 pg/mL B3 52 5% o 14 b AR & B
10 puL & %]3 » HPLC & {7 2 & 2 47 > I * &8 &2 L% 5 # (v f) otk
kR h)EFRETF o T REFRERL 2 AR y=ax +b B AP %
# R?.

R Rk
LA EER S 30 pg/ml 2 HERESR A ERE S £ L2
Sk A S AR AP ERE A

LRSS R L e R

CEAEIBRR - BARE R RARKREZARUE 2 TEHE S

S E TR S VSRS LA IO SRS T

CREEM B - BARE A RARKRERREAE AR AR S

B AEE0~24824 ] BRARRIE > M LR ESZE G4t R
DAREHREZ o



({) i B4 TE 1B "GER
. 1‘?13.“‘ ( imit of Detection, LOD) © #-2 Jwik & 2 2 i3 i 7 47411
T Agiiea 5 =23 kR 0 F5 WRHERBE -
2. & #%&'Y(Limit of Quantitation, LOQ): #-2 Fik & 2 % 573 7% 7 Rk
T ELAEA ot L =100 R RR 0 TR TR RAGIE o

() 4o v fe i E %
Bl 2 F FEAARE RS FREEHERELH02g & B4
> 1mL mur%‘%,{;/&(()ﬁ mg/mL) > T & 5% REE R

(+ - ) HPLC % #1715 i
. k47§ + COSMOSILSCis-AR-II Column (250 x 4.6 mm, 5 pm)
. ¥RAE DUV 365 nm
. ok ¢ 1.0 mL/min

LA~ 10l

1
2
3
4. pHER 135°C
5
6

b dp

P /& (min) v A% (%) 0.1%wm fis (vIv, %)
0 60 40
30 60 40

S BT ARG ERIT
P10 4073 B hRREE b SRR WA 2 WK SRR
Poi 10 pL i@ 4 3 452 » HPLC » #7118 T 3o 4% G ff 54k [ 25834 8 4
‘T\_Lr%;%mp A:\/‘\__ o

(+ =) UPLC A~ {5i% &
. & 47§ - Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)-
. ’fﬁi?‘]iﬁ»% : UV 365 nm
. ik 1 0.4 mL/min

CrE i lpul

1
2
3
4. ?1‘3_'&’_)?. : 35°C
5
6

b dp

P& ¥ (min) v A% (%) 0.1%#% s (VIv, %)
0 60 40
10 60 40
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Fl- 7 & ~pie 52 HPLC & 49 )
(Z) B EPFEFR
S RMFEAR 0 1ok 80°C b | PEIERT 5 AFHER TR

gk G B o B S MEET B kip 80°C dodh L B FEiER o

Fe— N AR IEE R BOL R

kN R L2 % 4 9% G f# (mAU) B 5P
WAL o okip 80°C 4e gt 1] P 654 v
E AR T 220
10% #ps » -kig 80°C et 1 /| pF 30
10% WAL Scfaein 1) pF 10



file://///192.168.1.109/lab/14_網頁/03_中藥品質分析/20230109_qaTCM/MI-TLC-HPLC/109科技計畫/109HPLC/109藥材HPLC/木賊(藥材)HPLC.docx%23_Toc398027315

() ARG FPEFER

BERETEP3 P ELIFAE G Rk o R FEP2 )
I LR A AR RLZEEBR > FPE %$%2J%{
TBpER o

22 AR EEFPET TR

@A SmL o -Kip 80 °C 4r 4t L2 % 4 9% 5 #& (mAU)
1] p* 632
2] pF 915
3] pF 945
4] pF 832

(1) BERLEEHE S
B3 FER L2 A

4 A4 R (B2

PR ATRAE & R BE(y) T IR £
M ARN S y=41.403x - 8.722 » R?=0.9999 » A% ik & & 5.0-200 pg/mL

9000 N
0000 41.403% — 8.722
7000 | :
cooo | R2=0.9999
€ 5000 L
2 4000 f
% 3000
- 2000 r
1000 +
0 ]
0 50 100 150 200
& B (ng/mL)
Bl= >~ L2%2 % ¥ 55
ez~ L2Ez2 EARD RN
ESHE R & & (ug/mL) Rpw g A3 R’
N 5.0-200 y = 41.403x — 8.722 0.9999

(=) HHEFR

P %585 > 4% HPLC %8 i

P 4R £

R R A4 0 LZEHRAE L
50.32% 0tk Suip * MR :]‘\p\ .



(=) AP E R ER
Bk A o fI* HPLC 8 i dend 4Fie 2

WooLZaEA 2
AR L L 121% A f s BB KN o L2 E A 24 ﬁn%p\ 4R
THAPHRE L 5 0.79% 1 LB F97F RSAIL M A 24 | R %

FoREEc LR

() BRHEE LI A%
L2 E B pHE S 0.1l ug/mL (Ble ) T E%'L 5 1.0 pg/mL(BT) -

IR B 167831

o) =

fom s AT A

W ip|sE P L2 &
LR R.S.D. (%)
iR (n=5) 30 pg/mL 0.32
LA (n=5) ¥ &2 (No.l) 1.21
e (n=6) ¥ &% % (No.l) 0.79
BpHE  (n=1) 0.1 ug/mL -
TE®'T (n=1) 1.0 pg/mL -




(4 ) Fte w0 F 5%

LR F T S e T E S

94.0% > AP $HHRF A 5 1.64% -

2T~ LR R A wTF B
ey BUYHE| 7FE | rE | BEL | wicF | THEwF | RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.209 0.702 0.6 1.280 96.25
2 0.209 0.702 0.6 1.261 93.08
3 0.209 0.702 0.6 1.258 92.70 94.04 1.64
4 0.209 0.702 0.6 1.273 95.07
5 0.209 0.702 0.6 1.261 93.08
(L) 247 & Apiz Eple
10 3+ ApR#EH 2 7 £ R TR F % &) Aok = 977 JvZ% 2 T &
0.209-0.347% o 23k ApRpHh % A L2 Feh g £7 7020 0.20% ° ik #

L ZE 2 E oA 3 5000 (B2 5 12600) -
2 AE L ARREL LA E
Z 44 ¥%(No.) L2E 7 £(%)
1 (NC) 0.347
2 (ND) 0.252
3 (NF) 0.313
4 (NJ) 0.231
5 (NR) 0.268
6 (CA) 0.265
7 (SA) 0.281
8 (SC) 0.261
9 (SG) 0.209
10 (SU) 0.264

T 357E+S.D.

0.269+0.039




(+- ) hpeE {2 HPLC 4 ¥ Bl o =
BN b A(E S 20 5LEF R) 5 0.2g> ¥ 3 S0mL g - #
FEde » 50%2 fiE 10 mL o r2dg g k4R A2 (5 5 300 W o 47 3 40 kHz)

30 ~ 48 > £ 2 No. 1 g iBig * Bigik » & AT

MEP1 L8R

g
o Rk EAS D 25mL TR FLY 04 50%2 R 3 % R 4% 3 £ i g (Syringe
filter, PTFE 0.22pm) » {8 -
Po10 47 & ARRE B R & 20 pl 4% 0 2 (7 HPLC 45 ¥ Bl3§ eh

R e

1. & 47 ¢ : COSMOSIL5Cis-AR-II Column (250 x 4.6 mm, 5 um)

2. Bl E UV 254 nm

3. miE 1.0

mL/min
4. FHER 135°C 5.4~%:20
pL
6. #H4p -
B R (min) z % (%) 0.1%= & ¢ pa(viv, %)
0 10 90
30 30 70
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(£ =) Lz%5HNMR Bl#

Kaempferol_DMSO_600 2016 /05/02
7 WY Wy Ay g3 g
|
|
f’ ’ |
[ il
J J\
- 1 ]
| 111 .
m '13 ‘1Iz I 1'1 '1n 5 8 o 7 6 ‘ ‘5’”' rll ' 3 zl 1 ppm
s e o Lt s
10.20 21.63 180.67
24.52 22.35 10.63
B4 -~ L2 % 'HNMR B3 (DMSO-de)
(+=) L2#5PCNMR Bl
Kaempferol DHSO_600 2016/05,/02
x 7T 1T T
3
| i
T LAty LR | L T T T T TYrerT T T T T T T TFF T T YT
180 160 140 1210 100 a1 60 an 20 ppm

Bl - @124 °C NMR B]:# (DMSO-ds)
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- I
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22d.00 2ad.00 260.00 2ad.00 300.00 320.00 3ad.00 360.00 380.00 2400.0c

- v 23 d A E 8 (DMSO-ds)

position o (600 MHz) dc (150 MHz)
2 - 146.8
3 - 135.7
4 - 175.9
4a - 103.0
5 - 160.7
6 6.17 (d, 2.4) 98.2
7 - 164.1
8 6.42 (d, 2.4) 93.5
8a - 156.2
1’ - 121.7
2’ 8.03 (d, 9.0) 129.5
3 6.91 (d, 9.0) 115.4
4 - 159.2
5 6.91 (d, 9.0) 115.4
6’ 8.03 (d, 9.0) 129.5

5-OH 12.5 (s) -

4(Multiplicity, J in Hz) in ppm.
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4 # 7 EQUISETI HYEMALIS HERBA
# % ¢ ! Scouring Rush Herb
A R AE 5 A pERfL Equisetaceae 18 4~ A B% Equisetum hyemale L.2_ 523 3+ + 3%
Ao
N
(-) ® & [Z2202 1) (£ %° 2L % =% 2018)
—B Ak 1.0 g0 4 75%7 f% 25 mL &2 AL 1 mL >
Sedue S 1o PE S LIS BIR 0 TRk RS ST SRR R
I0mL/3f% > * e pae fig5P~2=x » # =X I0mL> & & ¢
fat faik 0 RHFL g AR T B ImL R 2 %% T4
’fﬁ&;‘%‘\j, °
[53322) (F FRE)Y
— A GH A 1.0 g 40 75%7 f5 25 mL 22 @ p: 1 mL -
Sedue SR 1o PE S LIS BIR 0 TRk RS 1ﬁ_1. IR
fe IlmL @2 3f% > (5455 7%
(=) RARE S P 2 % (Kaempferol) $ PR3 &0 4 P fR & % 1mL &
-;»5- * 7 1.0mgeai o TS HREE SRR -
(=) & & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(=) B B & [BE&1)] (BALHF? 2L % = R 2018)
—rimICECE s TR (1:1:0.0)
[ER® 2] (B&¢ EFA XK {cREL 2015)
—red oLy TR (8:4:04)
[E®R#&3) (pFBEF1)
— Rkl e itk R (10060 1)
[EB#A4) (p FERFE2)YV
—ridr oy PR ke (10:6:05:05)
) B B # 10cmx10cm~20cm x10cm
(=) E B ERRIELIHF IS, P FEE > EFEHES8cm -
(=) B I &R 7 5%Z & 1 4EFR (AICK/EtOH TS)¥ 5 16 » B 30 ¥ b %

(365 nm) T AR ©



S FEEEZ RRRRE

F 5% p ¥ 109/04/24

AP ¥R R (RH) @ 48%

B & (RT): 258 C

[EB& 4] (prRBgF2)—retm e fefipt " ke e (10:6:0.5:
0.5)

—HPTLC 5%= % i* 4%/c fa g d {5 % *F £(365 nm)i& |

B LA LIS
1,253 @) 2 % (1.0 mg/mL) 1>2>5uL
45556 B s [E5 2 1] 1>2>5uL
75859 Baan S [E5- 2 2) 1>2>5uL

ERE R I 2BFE 2 RERRY G ARERNBESLAE > d 0B
EE b o g [ 2]
ZRBAIE L2 F Lul kSRR [552 02 2] 2l -



= REARESR

@5 p # o 109/04/24
A0 % & (RH) © 48%

#R(RT):258 C
(2B 1) (B4 B § = K2018)—r e o pep: " (1
1:0.1)

HPTLC 5%= § {*48/¢ FhBg ¢ {4 % *F %(365 nm)

[55222) (F FB %)
(L2 % R % 0.68)

o g e :Bﬁ/;:

[BEA 2] (B4¢ £ 8 2 c@EL 2015 —0 ¢ % ¢ e fiy

(8:4:04)
[55=2 2) (f 7B % )—HPTLC 5%= ¥ i 48/c fBgd 15 % ¢ (365

nm)#& (L 2 2 ReiE 5 0.33)




[EE&3] (pFRE D—re e oo fig ke i (10060 1)
[532i22)(p 7B %)—HPTLC5%= § f* 48/t fAgd (5% ¢t £(365nm)tk
H(L2EE RE S 0.44)

e

/‘\

[EBE#4)] (p FRB2D—r 2 e fefy: P/ ke (10:6:05:

0.5)v

[55~222) (p (7B %)—HPTLC 5%= ¥ i 48/t flg d 14 % ¢ % (365 nm)
AL 2 & ReiE S 0.44)

1 : Blank

2. Llr%'%

324 REBIRS
5 * Spike

BRGS0 [ 2 2) SR o AREL [ERAA] ER - L2
B2 RO 0 MM Rk BT § FREL [BRA 4]



LAY X B T
F % p ¥ 109/04/24
ip % & (RH) @ 48%
B R(RT): 258 C
[EE#MA4)(p FRHF2D)—r = e ey PR ket (10:6:05¢

0.5)
[52=22) (p "#%) —HPTLC [5#=22)(p #HE %) —HPTLC

[55=22)(h FE%) —HPTLC [%53-=2 2)(fp A B %) —
5%= % it 4r/c BRBEd {5 % “t k(254 HPTLC5%= % i“4p/c felgd (&% ¢t

"

nm)# £ (365 nm)#& v

1 : Blank
2L 2%
304 &&EBRS



ERPELE GV 5% F iV 4R/ RS (T A K2 b k(365nm) 0 7 R B
A A R I



I~ AP AR ERR
5% P 109/04/27
1o ¥R & (RH) © 45%
EERT):24 C
[ERAA4)(p FRE2)—rT 2% e fiofig: " /keph (10:6:05¢

0.5)
[55=2 2] (p (7% %)—HPTLC 5%= & it 48/ iR Ag ¢ % ¢ k(365 nm)#k
g1

Blank

1
2 i

&%k 1 (NC)

4
6 ¥ &% % 2 (ND)
8 ¥ &4 % 3 (NF)

» 10 e &ein e 4 (NJ)

>

112 t 573 7% 5 (NR)

13 Spike (¥ &-i% i 5)




[E@#&4)(p FRF2)—r %o fig: " /kept (10:6:05¢
0.5)

[5522 2] (p (7B %)—HPTLC 5%= & i 48/ FRAg ¢ % *F £(365 nm)k
g1

9100 11

1 Blank
2 L2 &
4 &% % 6 (CA)
' 6 ¥ &% ik 7 (SA)
8 &% ik 8 (SC)
» 10 &%k 9 (SG)
115 12 W 572 % 10 (SU)
13 Spike (& &% i 5)




