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4 %% (Houttuyniae Herba)

- s
PRparatY g L A p Y B ARYEHE 10 R

CREFZAVER

(- )HPLC ®REZ2 B 47 ¢ 4o
Agilent 1100 series’ ¢ 7z Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B; & +7 ¥ 1& Cosmosil AR-II C1s Column (250 x 4.6
mm, 5 um) o

(=) UPLC R B2 B 47 ¢ 4o
Agilent 1290 Infinity Series » ¢ 7z TCC G1316 ~ Thermostat G1330B -~ Bin
pump G4220A - Sampler G4226A ~ DAD G4212A; % +7 ¢ 1 Poroshell 120
EC-C18 (100 x 4.6 mm, 2.7 um) °

ECREEEEEA R
(=) 4
" A%(99.9%)p i >+ Mallinckrodt Baker. Inc. ; ¢ % (99.9%)ptp *t F P i

1 )

(=) HRE#5
FLL F (Quercitrin)pp »t B 275 U2 @ > B R B 98% 11 o

T o~ 3k
(- ) HRRESBR
PR i 3 (Quercitrin) i /aa A 2. 1.0 mg > 4e 1 mL h 70% 7 A% 4
=& 1mL 7 #-4 3 (Quercitrin) 1000 ug &8 554 % 73 %
=) WwEBIR
Bhqds A(GE ¥ 60 5Lé ) 059 Hamfae B 50 mL 44455 ¢
A AEAr ~ 70% 7 fF 15 mL > A2 A BT a2 (7 5 200 W » 47 5 40 kHz) 20
kg o 0 No. 2 jpiAiEeE 50 mL 2. 2 BHLY 0 AL AP /D

& Hgit > 4 70%° FR 3 % R > 453 £ B (Syringe filter, 0.45 um) » P~jg
o WE
(=) Blaz
Wﬁ’&%%%ﬂﬁ&ﬁﬁ\ﬁ&ﬁﬁlmm’z»HmcwMi’
AR AR P L # (Quercitrin)ehz & » i -
() wEHR



A Pk L g (Quercitrin) ¥ 2 50 & 4 0% i £ (1000 pg/mlL) o
70%" fE % L= 7 #4 F (Quercitrin) 4 & & 500 pg/mL~250 ug/mL ~ 125
ug/mL ~ 100 pg/mL ~ 75 pg/mL ~ 50 pg/mL ~ 25 pg/mL sk 2R % o 12
P3P 10pL A W~ HPLC i 7 2 & A 45 J1* R &2 % 6 ff
(y ) foth b 52 0k & (X fh)iE (7 AREw > 30 K174 £ 52 2 4250 y=ax+h
gip b G R% .

() HRARR%
gL 5 (Quercitringjk & 5 50 po/mL 2 2 5k i i A v i ﬁ?wﬁﬁ
I & g (Quercitrin) ek o G ff A A iR o R AP EIRE L

() £ RPEEFE TP R%
LEIRP P - 733 L AMT B * RARTHRSARUG 2T 8
T AEE e &R R B HRRI T 1 REL H (Quercitrin)sh g £ (%) & 4p 1
DAPFREL -
2RI IP R - T B AT R R RARTRSAREAET S 2R AR
Itk SRR A u 0254851624 /] FF iR R] % 11 A H (Quercitrin)
SR G S A tR o RO EHEE X .

(=) WpHE'e 2 8 1R 5%

i P& *2(limit of detection, LOD) : #-¢ vk B 2z &3 204 7% %
oot L= 3L kR FLBREIE Y E LEET
(limit of quantitation, LOQ) : #-2 sk & 2 %2 53 % 7 474} » 3 3
gl S =101z kR T 22U E -

(~) e v e 5
B2 gl 3 (Quercitrin) 3 £ e g X F 4 % 9 025 g ML
I o A st 5 1.0mg ot F (Quercitrin) > 3 ik 50 e WA ik
feplE_e



(4 ) HPLC A 4% % i
1. & 47 ¢ : Cosmosil AR-Il C1g Column (250 x 4.6 mm, 5 pm)

2. #%RLAE UV 254 nm
3. /it 1.0 mL/min
4. FHER T FE
5.4 >% 10puL
6. HH4p -
P B (min) v 3% (%, VIV) 0.2%fi fi& (%, VIV)
0 10 90
15 20 80
20 20 80
30 90 10
33 90 10
35 10 90
40 10 90

() £%7 8 any 7z ERT
PR LaNT EH kSR AT 20 A RSB 2210
ul i = 443 » HPLC A 47 > 978 T35 % 5 ff & | 2553 5 5%
-4 3 (Quercitrin) | A 7 £ o
(+ - ) UPLC A #7i% 1%
1. k47 : Agilent Poroshell 120 EC-C18 (100 x 4.6 mm, 2.7 um)
2. #wBIAE DUV 254 nm
3. /i 1.0 mL/min
4. FHER 25 C
5
6

DA~ g 120uL
. ABdedp
& R (min) z 3% (%, VIv) = =&k (%, vIV)
0 10 90
3 20 80
6 40 60
8 90 10
9 10 90
10 10 90
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(- ) %3 44 3 (Quercitrin)2. HPLC & 47
E G PR 19.8 A s A o LA 3 (Quercitrin) i 2 Bl g o

mAU 5

g H (Quercitrin)

/

W - ~ ¥4 3 (Quercitrin) ik =73 ;% 22 HPLC & 17 ]

T
a5

() # & Aa%¥ &2 HPLC k17
A F PR 197 A AT AORE e 5 HEAL 3 (Quercitrin) il i o
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(=) &% &4 H (Quercitrin) s 2 5
S HEL H (Quercitrin) (X)¥F & p K A7 & ff R B E(Y) T T
g B M f28 5 0y =32.356 x —210.5588 - R?=0.9995 » &7 k& 7 25
—500 pg/mL § 4 chs iR i
18000

y =32.3560 x - 210.5588

16000
R?=0.9995

14000

12000

o R

10000
8000 r
6000 .

4000 e
2000 8

0 e
0 100 200 300 400 500 600

& & (ug/mL)
Bl = ~ #4 3 (Quercitrin) 2 & 2 4 F]

% — ~ fib H (Quercitrin)z & £ 5> 4250

¥R 5 JE B (ug/mL) A R?
#LL 3 (Quercitrin) 5—500 y =32.356 x — 210.5588 | 0.9995

() FRMEEH DR RS
B %% AT HPLC = 8 if & af % & 245> #L4 3 (Quercitrin)
HRERZAPIIRE AL 5 1.00% > £ Rtz p3HEE L 5 1.03% 0 267 &
xm#lﬁ]u]ﬁ\ °

() Rae
IR S EVE-E N :_f(Quercitrin) 24 P pEpFEE M PR E L
AW G 243% g LB 0 FETH R aly; rjlg_if;lz;}_24 JERN A B
SR &

(7 ) lé’ /PJ*XELKE] I’E’ *X’EK \:—TS‘:%E'
-4 H (Quercitrin) i jp]4& * (limit of detection, LOD) = 1.5 ug/mL » %
£ % *(limit of quantitation, LOQ) 5 3.0 ug/mL




#LA 3 (Quercitrin)

\ ;

Bz ~ 4 H (Quercitrin)2. LOD 4 17 B

LA 3 (Quercitrin)

\ H

BlZ ~ #-4 H (Quercitrin)z. LOQ & +7 Bl

R A
I ﬁf}i  (Quercitrin)
kR R.S.D. (%)
H$R  (n=5) 50 ug/mL 1.00
Zmp (n=5) ¥ 5% % (No.1) 1.03
a4 (n=6) ¥ 5% % (No.1) 2.24
iR (n=1) 1.5 pg/mL
T E &' (n=1) 3.0 ug/mL




(=) ‘)?F%v. ¥l R
7 se L 3 (Quercitrin) ¥ 35w fc 5 101.3% - Ap $HR 2 4 £ 3.04%

# = ~ -4 3 (Quercitrin)if 4 w o

. EPHE| 732 | 22 | BIEE | wfF | T¥w s | RSD.
R ) mg) | (mg) | (mg) | (%) (%) (%)
1 0.2501 1.42 1.1 2.54 101.8
2 0.2514 1.43 1.1 2.56 102.7
L S
L 3 0.2513 1.43 1.0 2.39 96.0 101.3 3.04
(Quercitrin)
4 0.2512 1.43 1.0 2.47 104.0
5 0.2510 1.43 1.1 2.55 101.8

(™) o#7 & 4%y 7 8P
10 FoRoER FH LG
(Quercitrin) # {# > 0.17% #* 10 F & "3 %44 2 L4 H (Quercitrin) 7 £ i)
TR AT R 0272-0.851% 0 >3- B F A (Quercitrin) ez £
PR BEL AR

o
€
£

Fow s ST 8 AEY 52 L (Quercitrin) 7

HESCEREE SRS NE T T

® LS5 | #4 F (Quercitrin) 7 £ | ¢ £ R 45 | FA 3 (Quercitrin) 7 £
0 @ (No.) (%)
1(NJ) 0.475 6(SC) 0.417
2(SL) 0.535 7(CD) 0.851
3(NF) 0.319 8(NN) 0.446
4(SJ) 0.590 9(50) ot
5(NQ) 0.543 10E) 022




(4) 2% 10 33 & 4% ¥ %42 HPLC & 17

mALl
f 10
__,L,}_,__,..____;_.'L_Jl_d_______wﬂ_,____\_ﬂ
2500
9
e o N
zum___JMﬁ__.a\_..M.-.._._._ruJLk__._..k___ —— — ey — 8
M L !
15007 YR 4I\_ﬂ‘\_h— — 0
’| 5
1 N S _J"«_ _|L . — . ——
1000~ l
| | 4
3
A _m_h S
sm_
M 2
° .
Jo !
o P B —
o 5T T T TR T T s T "o5 &0 a5

25 a0 35 min

B ~ 10 R PEE #4 2. HPLC & 47 B
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(+) %3 44 3 (Quercitrin)2. UPLC & 47
YF G PR 5.4 4 48 e om WL H (Quercitrin) R 2 R ek &

-4 3 (Quercitrin)

100 A/

80+

@

60

40

204

T T T T T T T T
1

6 7

W=~ 4 3 (Quercitrin) & 573 % 2. UPLC K 17 ]
(+-) 7+ & &%T &2 UPLC &
WF ¥ PR 5.4 4 4R n ML (Quercitrin) sk 4%
-4 3 (Quercitrin)

B~ 7 84 %E 4k &2 UPLC & 17 )
(=) #4 3 (Quercitrin)sha 3+ 3¢« & 3 R i 8t

fi- 3 (Quercitrin) © yellow solid; C21H20011; Mol. Wt.:448.4; mp: 190—191 °C

(+ =) #4 F(Quercitrin) i 4
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(=) -4 4 (Quercitrin) <1 ™H NMR ]

Quercitrin_MeoD_600
2015/105 /06

]
— ‘—L {il

0.837
0.927

8 7 6 3
[a— - [ — [ [
12.7% 5.02 5.38 6.73 7.14
6.57 5.87 1.64 6.82  19.75

B4 ~ ¥4 3 (Quercitrin)z *H NMR ] 3% (CDs0OD)

(+ 1) $4 3 (Quercitrin) = 3C NMR B 3#

Quercitrin_Me0D_s00
2015/05/06
o oo aw @ o - sw wo 2@ = o e
I 2% a% B s =8 I8 22 5 3 825z
b 2a a8 a2 s o b e ol e B~ g
- T = e P an @a ve o8 = B
2 82 a2 s s 2 88 8% g2 32 = RRRR
5 2% 4% -1 a 48 as - 5
| AV P
| =

—
20.28%

—.17.658

T T T T T T T T
180 160 140 1zo0 100 81

20

Bl o~ i ?(Quercitrin)_’rﬁnc NMR &l (CD30D)
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(=) #4 F (Quercitrin) =1 ESI-MS & #

Quercitrin #94~ RT: 2,60 AV: 1 NL: 2.00E6
- ¢ ESI Full ms [ 150.00-2000.00]

1005

T:

Relative Abundance

(_.L

ransmitiance

053
903
853
803
75
704

o

- NN W
o o o
Lol

o o,

200.88
271.08

447 .15 [M_H]'

g

482.80
544.48
| L 601 22

[2M-H]

894 .89

948.96

200 300

g]_.l.__

o T e e
400 500 500

m'z

=) f#4 F (Quercitrin) e FTIR B3

\:TJWA\% ' -
~b

I*'lv.

§78.40 832.04 1000.31
1 Moo ?8186 85985
LA A I \ T
?UU

1000

* i 4 3 (Quercitrin) < ESI-MS ) 3:#

. |
3000 2500 2000
__ Wavenumoors Gmet)

13
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(= ~) #-4 H (Quercitrin) = UV B #

Abs

0.7 -
0.6

0.5—=

0.4—

0.3
0.2
0.1

0.0 : : rmwe o ones am
200 250 300 350 400

Sample: Q

File name: Q.UDS

Run Date: 11:55:15, 05/08/2015
Operator: Empower

Comment:

Peak Integration

Method: Rectangular

Sensitivity: 1

Threshold: 0.0100
Peaks
Peak # Start (nm) Apex (nm) End (nm) Height (Abs) Area (Abs*nm) Valley (nm) Valley
1 400.00 350.00 283.00 0.5572 42,2281 283.00 0.267
2 283.00 255.00 237.00 0.7481 25.9025 237.00 0473
3 237.00 204.00 190.00 1.3742 40.7723 190.00 0.990

Bl = ~ #L4 H (Quercitrin) s UV B 3#
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(4 ) #-4 5 (Quercitrin)cg ~ it & -4

-2 F (Quercitrin)

%1 ~ #4 F (Quercitrin)shd ~ g it & =45 (CDsOD)?

position SH (600 MHz) dc (150 MHz)
2 159.3
3 136.2
4 179.7
4a 105.9
5 163.2
6 6.20 (d, 1.8) 99.8
7 165.9
8 6.37 (d, 1.8) 94.7
8a 158.5
1 123.0
2’ 7.33(d, 1.8) 116.9
3 146.9
4 149.8
5 6.90 (d, 8.4) 116.4
6 7.30 (dd, 8.4, 1.8) 122.9
17 5.34 (d, 1.2) 103.6
2 4.21 (ds, 3.0, 1.2) 71.9
3” 3.74 (dd, 9.0, 3.0) 72.0*
47 3.32-3.34 (m) 73.3
5”7 3.39-3.43 (m) 72.1*
6” 0.93 (d, 6.0) 17.7

4(Multiplicity, J in Hz) in ppm. *interchangeable
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Ed : HOUTTUYNIAE HERBA

® : Heartleaf Houttuynia Herb

A R A&G =9 ¥4 Saururaceae 8 4~ # ¥ Houttuynia cordata Thunb.2 & =
#%%ii°Eiﬁﬁﬁﬁﬁﬁiﬁﬁﬁ’%éﬁﬁ’ﬁﬁo

(=) ¥ & [Feoi 1] (BE LAY #5255 2013) Y
— P S A L0go e 7 10 mLo g 4 AIE 30 4 4
Wik PR T LR SEIAR o
[5922 2] (Ap7 FHiEETE )
— B~ A&k 050 4 70%2 fE 15mL > 423 & I 30
A Bk PR TR R
(57202 3] (p 7 RH)
—S A Gk 10go e ? i 5mbLo A2 ik A2 30 A 4
A VAR L

(=) $HRiEfs AL H (Quercitrin) ¥R &> e P AR A% 1 mL 2
e R 02mg iR o FLHBEE SRR
=) #& % +H HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm x 10 cm
(z) B B & [BE#1)] (L4° £ 5% - K 2013)
—oemi e (901)
[Em#2] (B&dE? EFHEEse )Y
—e ey i Tk (20:2:1:1)
(z) 2 B # 10cmx10cm~20cmx 10cm
(=) % B ERWGEALTHE 544 FFER  EREH8cm-
() %Ed &K A AE 365nm 2 K HERET AR o

16



S FRERZRARPRRE

@5 p ¥ : 107/03/20

1P ¥+% & (RH) © 56%

B ERT):26C

[EE#2)] (Ba4kY FHEESeP)—o@efmipm: 7 @ik (20
2:1:1)

B oy LSk
1-2-3 -4 % (Quercitrin) (0.2 mg/mL) 1>2->5ulL
4:556 NI # & [F52202 1] 255 8uL
7>8°9 NJ # i [58~0% 2] 2°5>8uL
101112 NJ #& &2 [F53% 3] 2°5>8uL

ERFE BB E LSRR A RI RN RE R AL LA
=5 ' 1

L E2ERE [55202 1]
ZIREE R HLL H (Quercitrin) B 503 % 2 ul 0 W &p R [F P2 0% 11500

17



SR RAESR

F 5% p ¥ :107/03/21

1p 4% & (RH) © 40%

B R(RT):25°C

[EmH 1] (L4 FL5-w2013)—pe%:emefm (9:1)
[5m= 2 1) (B 4487 #2 5 - 5% 2013) — HPTLC % ¢ (365 nm)# =
(#-4 H Riig % 0)

(EFAH 2] (L&F4Fn FHERE e p)—o o A " @ik (20
2:1:1)

[5m=2 1] (244 59 2 % - % 2013) — HPTLC % #F % (365 nm)#
(FLA 3 Ry i 3 0.46)

1 : Blank

2 : fi4 3 (Quercitrin)
3°4:N)t&&2 7%

5 : Spike

ZRAFE AR I N [FE2 1) 2N e [ERH2) ERV I TR RY A
Brode IR o kY BB FHEE S e p 2 [EBEAH 2]

18



TR NER

# 5% p ¥ :107/03/21

AP ¥R A (RH) @ 40%

ERRT):25°C

[EEH 2] (B&4E7 EHEEsep)—e Be i " ik (20
2:1:1)

[F522 1) (BAHLH? FL 5= [35222 1) (BAL B 224 % -
i 2013) — HPTLC # #F k(254 nm)# % 2013) — HPTLC * ¢} % (365 nm)#
4 v

1 : Blank

2 F-4 3 (Quercitrin)

3:4: N &Rk

5 : Spike

BERELE T N L vh (365 nm) T A om d o b k(254 nm) g F P A2 ik
2 fe-g 4 (Quercitrin) 1 2 &-pr B o

19



I~ RERR
# 5% p ¥ :107/03/21
A ¥t A (RH) © 40%
ERRT):25°C
[EEH 2] (B&4E7 EHEEsep)—e Be i " ik (20
2:1:1)
[55=2 1) (244 %Y 2 5 - 5% 2013) — HPTLC % ¢+ % (365 nm)# !

gggtcaccoog

- W W W

1 Blank
2 -4 (Quercitrin) (0.2 mg/mL)
3:4 NF # &% i
556 NJ & &% %
78 NN t& 5% i
9,10 NQ & &% it
11512 CD # &3 %
13 Spike (NJ ¥ 5% %)

20




1 Blank
2 -4 (Quercitrin) (0.2 mg/mL)
3:4 SC & &% i
556 SE t& &% %
78 Sl & &% %
9-10 SL & &% %
11512 SQ & &5 %
13 Spike (NJ ¥ 53 %)

EET- e SV R F S L T
AR BEHEESep 2 [ERH

* % (365 nm) T ALEiE o

% =
|

21

2013 2 [EB2 i 1] 3 & B uig b
| 2] & 3 & U RLL F (Quercitrin) i i o



	魚腥草
	(HOUTTUYNIAE HERBA)
	魚腥草 MI
	一、形態
	二、顯微
	魚腥草 HPLC
	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
	魚腥草 TLC
	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、十批樣品檢測

