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. Hairyvein Agrimonia Herb
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FRA (L 5)(1987) o ¥ {5 L8 33 Jojhe o vhd 1 FLE FFIRAL 0 471~474
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ih ¥ (AGRIMONIAE HERBA)
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BT A A UHEHH L 103 -

CHRER AR

(- ) HPLC &k B2 K78 4=
Agilent 1260 Infinity I # 7z Quaternary pump ~ Autosampler ~ Thermostatted
column compartment + Diode-Array Detector ; & 7 ¢ #L Agilent ZORBAX
Eclipse Plus C18 Column (250 x 4.6 mm, 5 pm) °

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 ? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

I REHRERZ ER KA

(- ) @4
? A% (HPLC grade)p# % »* Duksan Pure Chemicals Co., Ltd ; & pE % »t 5 %
By AP o

(=) #RiEES
¥i-pi(Ellagicacid)pt- ¥ **F L 2 S 27 0 B R 8% b o

o~
(=) B ERFPFHTR
AEHR O FPEAHEIG1.0g S0 mL e g o By

beor R~ T75%9 B~ 50%7 fE ¢ %~ 75%2C fiE ~ 50%2 fiE & 20mL v A2
5 IR ARIZ (54 5 300 W o 47 5 40 kHz) 30 4 48 4 10 4 48(5 4000
xg)> ™ No.l g AiBig > Pigie# ~» 20mL 2. 7 £517 > 43 832 % B >
#-3 1 85 (Syringe filter, PTFE 0.45 um) ; ¥ B~A F & 4 > > & > #5g
JB-5 1.0g0 B 100mL FIAFT? » FaEe » 75%7 i ~ 50%7 ik ~ 5%
f# ~ 50%2 fi% & 20mL %,émm 30 4 48 0 4 #ris s No. | iR Bk
i s » 20mL 2 RALY o e RELT R - 453 ﬂﬁ,@(swmgeﬁuer
PTFE 0.45 um) » & o & &~ 10puL ;2 » HPLC » 1 #rip| @& . & € 2 $AC
Fado S JLE G AE D b i BT B I B 4 o

(Z) BB EBPFR TR
RREAET R Sk 4 P(EF 20 L %)% 1.0 g» & 100 mL F A #%

10



¢ MEEde » 50%¢ % 20 mL v A B[ e Fuie i 30~ 60 ~ 90 2 120 A 4 o
A gris i No. 1 g AR > B # » 20mL 22 % £¥L7 » 40 » 50%¢ fi%
I %R o # 3 F 18 u(Syringe filter, PTFE 0.45 um) » T {& o & 4~ 10 uL ji »
HPLC > 4R i85 5o & § 2 SI7opd < L% o ff 5 5 DT EH 5 pt
¥ o

(Z) HREESER
BEE P R AR AL 40mg o 4 10mL 50T @ E A& 1mL § i
TEfk 400 pg SH R ARE SR E B0 0 30 T MR AR T B O 100 ng/mL
=~ H AR AR

(2 ) &3 R
BFEALP & 55 k(28 No.20 é %)% 1.0g> ¥ 100mL Fl&¥g# » Hfx
de x 50%2 fi% 20mL 0 e Fiw i 30 4 480 4 4ri8 12 No. | g iR > Bk
Ao~ 20mL 22 F B HLY o4~ 50%2 B T %) R o33 £ 1B is(Syringe filter,
PTFE 0.45 pm) » T {7 o

() Pz
A | M e B PR R B % s e BA % 10l > 2~ HPLC > Bl 2

PR M E AR DY R Tl

(=) wE®R
I v B EETCRA S PR 50 R i B(400 pg/mL) 0 12T AR A F
FLIERA W5 400 ~ 200 ~ 100 ~ 50 ~ 25 pg/mL cr¥ BB R B o 0 b AR
L2~ 10 uL ~ w2 » HPLC 2 7 2 & A 45 > 1% $#RARE &2 % 6 f(y
o) Trit BARE R kAKX MR FRE Y ¥ RERERL 2 AN y =
ax +b 21 4p i AH R” -

(=) HBRBE%
A AR AR IR L

(~) TSR RER
I g4 -3 LY Fk % R VBT ERRSBRAE 2
TE S Y e S R BRI O BT B(%)E ik
FdiAp R L o
2. BRI B o P L UET SR A R UETEHMR S REAE 2 2 Y
BUHTERR AR 0 AR 0254824 | PEEERBI R TR

11
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(i)ﬁ% e E R

() FAewde @k

N e T

(+ - ) HPLC » 7% i+

Rr
TR ‘l( imit of Detection, LOD) @ #-2¢ Fjk B 2 &8 202 7% 4 @“frﬁ,—% )
TorELRERL L =3 R
Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 &% 572 7% % L
B Torsglieat 5 =10:0 pF2

/%}i ’ 'F1~ 'é/? ’Eﬁl\l;'vp LE'J; °

/%}i ’ ﬁ_ﬂ

’fél\‘wiﬂ-

E’ o

B ERE A 5 50 5 R 0.5g0 A 5

fe M BRI 0.5 mg 0 X R SRR A R ITRIC

1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 pm)
2. %Rl E UV 360 nm
3. s#i# ¢ 1.0 mL/min
4. gHE R 1 35°C
5.2 ~% 1 10puL
6. #H4p
¥ & (min) v A% (%) 0.1%#Fa (v/v, %)
0 38 62
30 38 62
(£2) 2%7 e s FHz LRl

BH AR B 10
FEE SRR

B 10 347 & Y B Rk SRR W H 22
ul i 4 3 443 ~ HPLC > #1717 T 354 9% o f & 'ak [ 2

R AV EE -

(+ =) i &2 UPLC ~ {70 i2
1. %47 ¥ : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pum)
2. ¥R E 1 UV360nm
3. sriE 0.4 mL/min
4. FHER 135°C
5.4 ~% 11l
6. # & 4p :
P# [ (min) % (%) 0.1%B4f2 (VIV, %)
0 38 62
10 38 62

12
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(- ) HREE -2 HPLC & 47

WF T T 14.0 A A

7 R TS PR AR R (R ) -

DADE. 2ig=360.4 Rat=ot
120
T N
] B
=04
04
o
2 e
= s0 4
40 d
B
a4
10 Il\_
=
d i s 4 5 8 ¥ 8 3 10 2 12 14 15 16 17 15 19 o I I3 s o4 IS I 7 26 D

Fl— - 8 75 B 553 i 2 HPLC & 17 ]

(=) # & g% FHe 52 HPLC & 47
WHF G 14.0 A HAK T DT EH RS SITELE (W) - 3
EREASHFR) S 3.60 HEFF(DE 120 58 i ag ™ & 0

DAD B, Sig=zil 4 Ratmad

120

104 ﬁ"’:ﬁfﬁ

z_ A//‘f b3

04

T0d

e

E g

40

204

204

o

o4
LI P o] Ao e T o, P R o e PO ] Pt T P e
2 2 4 5 6 T &8 95 1 M1 12 12 14 15 16 17 18 19 20 2 22 B M IS5 B oy B 2

Timarmin]

Bl= - &g &R &2 HPLC & 17 @)
(,_ ) ﬁxli—rg"/pﬁ
s u 0% FEIR % 5 73 HEPE 2 124 Frim i
o7 {8 fifbﬁ’xm/}iié g 7]%&“ ’ 9‘@?"1‘ 50%¢ ﬁ?/p R B iR
- AR E B&/w‘k‘i‘;'r_’\:'

FoELERHER

PR ) -

o AZq kT g SEU
" BT A | B 5P | BT G g | Bk 5
" fE 596 :
75%" 7% 588 1585
50%° 7% 705 1633
© A 429 :
75%¢ it 821 2060
50%¢ fit 940 2074 v
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() B FFBEFFEG
BERET ARIRER 30 A8 BEEAE R i B e
MER0ABL R EERER(RC)

22 T ER S F R TG

50%2 fi% PRTER R A
de B i 30 A b 1989
SeHE R 60 A A 1918
SeFiE 90 A b 1909
fe e i 120 A 4b 1885

(1) HREFSETREER
B RERBITRE)E L P AT E G fnF B E()TE R R E
R AR A y=18217x+37.286 > R2=0.9997 » & 77 )k B # 25-400 pg/mL
T AR (FZ) -

8000 ~ i,i?fﬁfri
70000+ g — 18217x +37.286

6000 R?=0.9997
5000 ~

4000 F

3000 F

2000 F

1000 *
0 L !

0 200 400

JE B (ug/mL)

kA

BN IR

AN S IR I AR

HREE S Jk & (ug/mL) SUERS R A R?
R 25-400 y=18217x +37.286 | 0.9997

FEESHT | HPLC B i e % & A » M MM 2 R 2
AR L S 1.17% 0 A kS * & fp oo
(=) EHHER UL RS

14



DHEEE T 7% HPLC R B i 2 ehE g2 > MR EF B2
TR LS 158% & ki * & R o HITTR A 24 ) R fER R
TPAPFRRE L S 053% R LA ) Forp REAITIAE24 P FER R
IR E- R 4 B

() RS T E 1B GE%

f,ifbﬁ’ P& 5 0.03 ug/mL(Ble ) T & &L 5 0.10 ug/mL (BT )
DB Rt
o LOESHE
y
; Him
0 e T“’ﬁj’ﬁ- 15
o 5
o i 2= n
0 / ol ¥ fe
E0f
Uﬂﬂw id /
UI Ty -—
22 M—fk-'m
2
u
w1 - : et EEEREEEEREEEEEEEREEEEEEEEE LR
(23 o 18 iNNEBUBENROANARMERTADA Toewt
Tiog o]

Ble ~ 32 8 pHE Lk 7 B W ~Hiophe LR ABUA AT H

Fw o~ L REAS T

1 ipIE P xR
kB R.S.D. (%)
HeRE  (n=5) 100 pg/mL 1.17
24 (n=5) & &% ik (No.9) 1.58
%,; ”I;ri (n=5) ¥ &% % (No.9) 0.53
R (n=1) 0.03 pg/mL -
fifé_ fé“l (n=1) 0.10 ug/mL -

(’L ) 4t‘?"’]{_., F-é‘%?
BOCRL T s e w e S 96.2% » AR R A 5 411% (£ T) 0

2T~ BRipRR ew ey

5 FHHL] 37 E | wrE | RIFE | witFx | Fiw ¥ RSD.

T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.5002 0.5761 0.5 1.0679 98.37
2 0.5001 0.5760 0.5 1.0240 89.61
3 0.5002 0.5761 0.5 1.0734 99.47 96.2 4.11
4 0.5004 0.5763 0.5 1.0668 98.10
5 0.5001 0.5760 0.5 1.0547 95.76

15



(1) 287 LUy EHz £ T
10 4+ g EH 2 7 BRI LR SR &) = Hr7 B icpai £
5 0.103-0.177% £ 3K gL FH iR A BiTphs £ 853 0.1%¢
T8 P Bk B TO A R 3R B A KT 5000 (R EE G 9380) o

22 A QUMY EHRS LB TROE R

# 1 #%.(No.) B (%)
1 (NC) 0.168
2 (NJ) 0.131
3 (NO) 0.140
4 (NRB) 0.117
5 (CB) 0.124
6 (CE) 0.103
7 (CH) 0.150
8 (SK2) 0.142
9 (SK3) 0.122
10 (SUC) 0.177
T35 +S.D. 0.137+0.023
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(4= ) WY F 2 HPLC 4, & Rl e =
10445 & T FHHE S5 % & 10 pl itk o it 7 HPLC 4, 3 W3

ER] o
1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 pum)
2. ¥pIAE UV 360 nm 3. /wik ¢ 1.0 mL/min
4. FHIER 135°C 5. ;i%:%_-lOpL
6. & 4p ¢
P& R (min) T A% (%) 0.1%Fa (v/v, %)
0 20 80
15 40 60
35 40 60
B
L ¢
PO | 1
FLd 3
L N e Nt N o 4
- ,,,,‘I\,‘ . N e’ S . /\ IS . 5
L e A 7
8
. . 9
l 10
I\
1 23 45 67 8 9 1011 12 1'31’4 15 16 17 18 13252'12'22554252%%582536513&3535
Time [min]

B+ ~ 10 #+ (#8244 2. HPLC 4 = Bl
17



(=) $HEREHERFpk2 UPLC & 47
ARG PR 241 A SR T TR AR S (B ) -

0.20
0.15
1 R "ﬁ
2 0.10 xR
E ] /
0.05- /\\
OOG 1 T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T 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

Minutes
Bl= BB 530k 2 UPLC & 45 )

(+=) # & igs Fie &2 UPLC A 47
WG ET 240 A AR T EBY e 5T ETCRAE (BN o

0.157

B

T T S 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
Minutes

B~ -~ 8T Bk 52 UPLC 4 17 R

18



(o) BiEpasr 38~ o3 2ege
A% 3% 1 CiuHeOs 3 Mol. Wt. £ 302.19 5 mp : 350°C 5 & ¢ F# o
(+1) BiEpadi

0)
0 OH

HO O
0]

(+ =) #Ep '"HNMR B3

2 2 5 ]
: 30
//
’/./
e
e o
1 I
'\, WAy
11 in I3 8 7 6 5 I3 3 z 1 ppm

BlL ~ ¥ 7cps 0 'H NMR B3 (DMSO-ds)
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(+ =) g7 3C NMR Bl

- 158,115
-.148.114
138,722
—.—195.342
112.319
—110.129
—107.45

\_38.996

¥ ? -

S e e o e e A A e e e T e
168 140 120 100 a0 60

40 20 ppm

Bl - ~ #7550 1°C NMR B2 (DMSO-ds)

(4 ~) 87k ESIMS Fl3#
&

CWL1_99_20231013154134 #688 RT: 7.09 AV: 1 NL: 7.25E5
T: FTMS - p ESI Full ms [120.0000-1000.0000]
190.9278

700000

£50000 300.9998

Livoa el

600000

162.8380
550000

500000

AR ENNTa NN

450000

400000

186.0013

350000

300000

Relative Abundance

250000
] 171.9801

200000

150000

231.9315

3 207.1385
100000

235.9260 558 9163 293.1766

306.9200

223.7981

50001 285.0412

OIIII?III

[M-HJ

377.2739

344.9800
368.9876

L

160 180 200 220 240 260 280 300 320
m/z

Bl = ~ e ESI-MS Bl ¥

20

326.9043 394.8914
' /) ‘ ‘ 353.2015
I ! inl..l i gll ll!ﬂlnlljn i Lol
LN I B B | | L LI DL LI DL L L

340 360 380 400



(+4 ) BiEp e FTIR Bl

= . 1
I |
== szeL |
—_— _
e . ] —
s ey Wy ) m
i g 18
- soenl R
—_—— __LoELL !
= o=
.W”.f!..{lll’m H.H.|I[mm 292k \Nm.amm_.
)
T & &
== e _E9TSL pgge, [ B
.lrllll.t.l\.i.llxl]ll”‘ll:u \[ﬂ//ﬂ/hmumeﬂ
T E T e
—
<
Y
§: E
=
oy g |
/r £
< 8
/ w
&
e}
E
=
[ =4
2
o
/ffi/
. .
//f/.//|l\\‘ov. e [§
7 . AOEGLE
s
\\\\\\
e
e sosuse
o L -
e B
el 0
S e — — 2
— T __B0'88%E
\.v\\\
A
L
iy -
#. =
M (=3
— R PRSBSOS s
8 8 8 = 8 B g 8 8 e @ e §F

B O e FTIR B3

B+ =

L) ¥ UV Bl

(=

Abs

254 nm

|
400

350

300

250

200

S ¥R e UV Bl

Btz
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S o) B R

- S EBRRE s B F 4 (DMSO-ds)

position Ou (500 MHz) dc (125 MHz)
L1 - 112.3
2,2 - 136.3
3,3 - 139.7
4,4 - 148.1
55 7.45 (s) 110.1
6, 6’ - 107.5
7,7 - 159.1

4(Multiplicity, J in Hz) in ppm.
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g

: AGRIMONIAE HERBA
. Hairyvein Agrimonia Herb

D™ &% F it Rosaceae 1647 75 7 ¥ Agrimonia pilosa Ledeb. 2. 2% > ¥ o

(-) # & ar [F5-= 1] (L% FL 5k 2021)

sy
N N N

Ve

~ o~ o~

— B ATk 1.0 g0 4v b @(30~60°C)30 mL > 425 i
FF 3048 B FKic mAEN F "% 2mL %273
fE o TR RSB
(5222 2]K4n7 EHEES-P )V

— A SH R 1.0g 47 B 10mL > 425 IR 30 A4
Wi 0 PR o TR SBR
PR 5. Boii 74 (Ellagic acid)¥PRiR# 5 > 4 P @2 F 1 mL 2
i 1.0mg & feid i > A 3 (Quercitrin) ¥ B R4 - > 4 7 7R
W& ImL 7 0.5mg a3z > i75 HBREE TR -

e
=

% & 1+ HPTLCsilica gel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
BB A [EBER#a 1] (41487 2L %2k 2021)

—F ¥ B(30~60°C) : ¢ fhe fig - ®m-kT pk (20:2:1)
[EEH 2] (4 n7 BEHEES - P )
_ag;;aﬁa:ﬁmzﬂﬁ/ngk (25:2:2:1)
[EB&3)(p FEF)Y
—T ¥ oo TR (1310
#, 10cmx10cm ~20cm x 10 cm
B OERWHFALTIEF IS5~ 4 FFER  BEREHEcm-o
B &AL 1 10%FE/ e fR iR (H2SOo/EtOH TS)PE 7% 14 0 105 °Ce £
TiEF R ‘)piﬂl“'r’ A £ 365 nm 2o % HERR T AR

;om
E]

7 o
“~

23



SO FRER R KRR R

F 5P 112/09/18

o5 2 (RH) © 61%

B A (RT) : 24.7 °C

[ E B & 3) (p "HEB)—"° ¥ Z‘ﬁﬁz‘ﬁ% DU (3:3:1)
—HPTLC 10%#: /2 fhi#ie B 4 (5 % b % (365 nm)k o)

5L o 21 g
1>2-3 ¥ 7~ B4 (1.0 mg/mL) 2>5>8uL
4-5506 it (0.5 mg/mL) 1-2>5uL
7829 a3 [582202 1] 2>5>8uL
10> 11> 12 s 3 [5522 2] 2>5>8ulL

¥ 5 04

ERE AR E B R [F50 3 2] 47 A4k
ERERLL Y o &R BB FHEE [F2 2 2]
kB Rl WA F 2ul o W SRR [FB2 2] 5l

24



VA RASESR
F %P P 112/09/18
3R R RH) : 61%
8 & (RT) : 24.7°C
[Ema 1)(4 %Y ZL 5w 5% 2021) — 7 34 m(30~60°C) © ¢ fee fiy © &K
e (20:2:1)
[55= 2 2] (47 EFHiEE S - p ) — HPTLC 10%#x e/ fidik B d

¥ (365 nm)He N (IR R E 5 00 il H R 5 0)

[EB# 2)(A#° EFHEES P ) —e e A "k (25:

R
2:2: 1)
[52 2 2) (4% 7 BHEE % - B ) —HPTLC 10%F1 /2 ik & 4
#

»
<
v 5

*h k(365 nm)ik 1 (B ok Ry 02 28> i H RAE 5 0.61)

25



[Ema3) (pFR#)—" ¥ epofm: °@m G:3:1)
[52=02 2] (A2 #4485 - # ) — HPTLC 10%#nfi/ e i} 3#i% A 4
4% *h %(365 nm)H 1 (R Ry B 3 0.46 0 4L H Ry 5 0.35)

V2l

1 : Blank 45 &5 %3
2L HTR 6 : Spike

3 A i

ZRAE AR [FEE2) 2N g FREF 2 [ERA3) ER BT
BOTR A e REE Y o AHE o iy [BER A3

26



TR NER

F %P P 112/09/18

H¥EAERH) : 61%

B A (RT) : 24.7 °C
[Ema3)(p FRF)—? ¥ oo : " 3:3:1)
[F52 2](Am2 EHES - [F222 2](4 87 EHEEy-
) —HPTLC ¥ 2 k4 ! p ) —HPTLC * ¢} 3£(254 nm)# !

[5552 2)(ABY BHLES = [5222 2]( (48" FHEES
# )—HPTLC 10%Fifis/c frikiebg ¢ = # )—HPTLC 10%Ffia/ e fs 3k &
aTon ki ¢ 15 % ¢k k(365 nm) Y

1 : Blank 455 ¥ 5Bk 3
21 B 6 : Spike
3

BIPRS00 L0%FRER/ ¢ FRRRR AR S 150 R (365 nm) 0 G g E P AR A
B2 EF o HY MERMSES 5 2 P RE S FEY K RQ54nm)EE >
EER TR R A FUERBE Y A H S HRIFERE ST

27



I~ g E R SR R
F 5% p o 112/09/18

1 #H% R (RH) © 61%

8 B (RT) : 24.7°C

(& 3) (pFBa)—" ¥

o e i

" (3:3:1)

[5522 2) (457 EHEES - p ) —HPTLC 10%Fife/ FitiR b d 14

% eb k(365 nm) g !

10

Il 213 14

Blank 8°9 &% i 3 (NO)

¥1 154 (1.0 mg/mL) 10> 11 | & &% /% 4 (NRB)

}d (0.5 mg/mL) 12713 | # &3 5CB)
455 |45 1(NC) 14 | Spike (# 573 i 3)

67 | Heminiv 2 (NJ)

28




[EE#& 3] (F FREHE)—" ¥ bﬁibﬁa=“ﬁi (3:3:1)
[ 55202 2) (A% #EHiRl s = p ) —HPTLC 10%Frfe/2 feidiR b d (5
¥ ¢k k(365 nm) &

1112 13 4

Blank 8:9 |4 547 8(SK2)

2 | #EE(1.0 mg/mL) 10011 | % &3 % 9 (SK3)

}LA 3 (0.5 mg/mL) 12013 | # &% % 10(SUC)

45 | th &3 % 6(CE) 14 | Spike (# &3 i 3)
67 | &%k 7(CH)

s (522 2] 282 p A mars [ERAI3) & 4 i il
Tk o 4 10%FRe/ 0 RAT S (50 % 7F % (365 nm) i AL i -

29



	仙鶴草
	(AGRIMONIAE HERBA)
	仙鶴草 MI
	一、藥材採購及鑑定
	二、藥材性狀描述 (圖1)
	三、藥材組織顯微鑑別 (圖2)
	四、藥材粉末顯微鑑別 (圖3)
	仙鶴草 HPLC（藥材）
	一、材料
	二、儀器及層析管柱
	三、實驗藥品及試劑來源
	四、方法
	五、結果
	仙鶴草 TLC（藥材）
	一、方法
	二、萃法選擇及濃度測試
	三、溶媒系統選擇
	四、觀察方式選擇
	五、十批仙鶴草藥材樣品檢測

