Iy

Ji

%)

Iy

Ji

Isq

xR
(FARFARAE FLOS)

w5 7= MI

I o - TR 2
N ;- I OO 2
S S BCE S (B 2) o 2
S B R BTG (JB] 3) i 3

SR ERE T E GEB R s 6
ST R 6
U e s 10

N B R R B s 25



(FARFARAE FLOS)

- FHERE T

‘13E9%10%““§i5}:§7‘“““§’1‘ 52447.}1;-%6’[[517‘ é%pf%;ﬁ;\;é

EL

Wi

FBER R T FRRATICE 2 FH L iR A BRI R TR o

%ﬁﬁ%ﬁﬁ(MD

E

D

B B R

g1

|
A
2
=

‘r}x ?:
: FARFARAE FLOS

- Coltsfoot Flower
: i #* Compositae 1 47 3x * Tussilago farfara L.cngc " * B 3z g ]k

TR o

lzni\‘%/iﬁg?‘:qﬁ%k{_fﬁﬁﬁakfé f‘“’f{'ff'/ﬁ IR S T
Bk

NEH L HA IR AB IR TR o A E T A R FIHK
& 23 A > £ 2~5cemo E /T 0.8~1.5 em b A
o T R PR AR S A BER T Y o L
AFE S AT ER A M E VK % i%’wa
g0 ke ”fi?¥’ﬂﬂi£@+ ARTER R
oo R d WL o Mg THE o f 40 RIKE A F 0 AR

Q!

I

v
=L
T

2 R
>
TL.? F

Pl EAT AP c ERGPREREE  WEEF LB R itk 0 2

3k
%mr%ﬁm;mk;iﬁ A AR ERRE LA
7”; f‘oj&h*j‘ glﬁa\ﬁiﬁ\‘ﬂyw \Fﬂ>

rd
~
=
\zz
4
4
rd
~
3
-
“__‘_»

C FH AR (W] 2)

= B

1. 24 mre 1 7] §gR1A580 85> A5 AR ER 2 - i Tk -
2. A K SRR BTFAS 0 15-30 7 o

3.m AN ALK

4 FRHAIRAFFRRF AL FAF 1B A0
5. BREmre il f e i frir L IR o

6. Bgi £ d ]

md.\-‘
~F

EREIm R A o



1.
2.

+ %R.ﬁmgéﬁﬁﬁ]qj v vhAk & F’}% o

T 4L e ATE S A

B FHE % AE () 3)

1.
2.

AER RIS Tﬁ' Sk o
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A% % f<(Farfarae Flos)

- ~HH
PRp - oL e Y BRI CEHE 104 -

CREZETER

(- )HPLC ®E 2 k47§ 1+
Agilent 1100 series > ¢ 7 Degasser G1379A ~ QuatPump G1311A ~ Sampler
G1329B ~ DAD G1315B ; 4 47 ¢ ¢ : Agilent ZORBAX SB-C18 Column (250
x 4.6 mm, Sum) °

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC» # Zz Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 ¢ 1 : Waters Acquity UPLC BEH C18 Column
(100 x 2.1 mm, 1.7 ym) °

ERHERE PR

(- )
? 7%(99.9%)FE p »* Duksan Pure Chemicals Co., Ltd. ; ¢ fi%(95%)Fp > F
it a3 e 72 %5 (99.8%) R p *t Mallinckrodt Baker Inc. ; &4 B
p ** Merck °

(=) Brs
#x % fk (Tussilagone)p- p »+ B g = & » ¥ & 98% 1+ o

T o~ R
(‘ ) ﬁf»';t—rB"//‘ff-’r-ﬁ'%‘Jﬁ
Bk ks k(4B 20 L6 )2 (0 F AT 05 g0 B 50 mL g

F P R4~ TR~ T5%9 fF  50%7 fE o fiF ~ 75%0 i 50%¢ f &
10mL » 424 # B F ASE (34 % 200W » 45 & 40KkHz) 30 A 485 » g 15 A
&%) 3500 x g) » P~_F jF-i% 18 g (Syringe filter, PTFE 0.45 um) » {8 o & £
10 pL A2 > B #oic i 49 K 47 & (HPLC) » 1 #7 Rl 17 2 #R 3 5 4% % fip
(Tussilagone)® = A ' & ff 5 B F 30 % W H BB 4o

=) R EPIHGTR
Bk ks k(6 20 BLEF ) HAEALE 05 g0 B 50 mL e g ¢ H
4o~ B AR 10 mL o 424 i B ASE(# F 200W 0 47 5 40 kHz) 30 4 4818 >
Hro 15 & 48(5 3500 x g) » B~ F % i s (Syringe filter, PTFE 0.45 ym) » <~
o E 4 10uLit» HPLC » RAMA EAF L b2 5 55 i > 8
i#ﬁ*gfr‘:}'é}?ﬁl—‘ﬁg";“éi TR N BREFEH o



(Z) #$REESZR
B’»fﬂ—?r‘%ﬁ % ik (Tussilagone)tf FEfi 2.0 mg » 4r 10 mL <7 fg % =
% 1 mL % # % fi¢ (Tussilagone) 200 pg ek ik i 3% » £ 00 ¥ s A1
15 ug/mL @lév HRARE SRR -

fon

(2 ) &%
A s R (U 20 BLEF )AL 05 g0 ¥ SOmL e F ¢ o M
4o TR 10 mL > 425 4 BT AL (5 & 200W 5 47 % 40 kHz) 30 A 4B 1
oo 15 A4 3500 x @) » Bt iR i 0 AEIA EARP- X0 £ HR
oo B A 2 25 mL TR ALY o e P ERE R %R 0 %3 £ i p(Syringe
filter, PTFE 0.45 pm) > ¥ o

(7 ) plasz
> G R B R R A s e AR & 10 ul s i~ HPLC jpl 2o

%
|
AL W B AR P A4 Ak (Tussilagone)ehz £ 0 T iF o

(») REMR
A FEex B3 4 Bk (Tussilagone) & 5% % 73 /% if £ (200 ug/mL) » ™2 ¥
AEAFFR & 2 A% # ik (Tussilagone)» %] 3 75 ~45~30~ 15+ 7.5~ 4.5 ug/mL
SR SRR o AR £ B~ 10Ul A Wi » HPLC &7 28 4 45 » JI*
’l‘l—gr'r' R E B (y%)’ff*ﬂ—g‘rr»/%fﬁ(x%)13176:1]4‘i“ﬁr; » ¥ RERE
Mz > fe y=ax+b g b 8 R? -

(=) % fi ?4*56%
% A (Tussilagone)ik & % 15 pg/mL 2 ¥+ pe iR 20A e ek 7 4 -
L3R4 ﬁﬁz (Tussilagone)id *# & f# & 4p 1% > R ipHHRE L -

() ERpPERE LR
1 ERME PR3 Bt ok ko Rk ﬁ%ﬁ%iéiﬁﬁi%’%éiﬁ
BWHT Pt TR wﬁfiiﬁ‘la’ ™1 % % fk (Tussilagone) 7 & (%)
»dptk -ﬁﬂ!#ﬁéﬁ%—?é °
2. RITMIBR-oPDEEITRR REITTR&ESREAE S 2 ﬁl%
HAETTHR&SBR AHE024-8-16~24 ] FFiEHp 2 I
fit (Tussilagone)id % & f = 4p 1% » KA p 4R X -

4

(1) BpHE e T8 1B %
i R #& "2 (limit of detection, LOD) : #-2 ik & 2 -3 503 i 7 ¥74FH -
oSN = 3l 2 R R (T L BRI E I E S T8 & (limit of



(+)

(__L__

quantitation, LOQ) : #-2 vk & 2. {8 202 7% 7 ETHTR 0 I gL
2 101 B’t’ilé)i’ ﬁ??, *&_K\Ipv _E'_°

At fe ok

B sric 4 fp (Tussilagone) 7 B engi # 8 HB 29 0.1 g HEf
I o & w4~ I mL 03 % Ak (Tussilagone)i3 /% (0.2 mg/mL) » I #-4& &%
R ElE R R

) 3% otk &2 HPLC & 47 if i=
1. %] 17 ¢ * Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. #wBIAE 220 nm
3. swiE ¢ 1.0 mL/min
4, "F‘,f EEE ER
5.2 ~% 1 10puL
6. # & 4p :
P& F (min) z 3% (%) 0.1%#&4 i (VIV, %)
0 75 25
75 25

15 80 20

16 95 5

20 95 5

R 2 L S A 10
UL i = 453 ~ HPLC > #18 T 30 9 5 ## it [ 2 5832 5 520 4
fit (Tussilagone): g A~ 3 & o



(L2 ) #* S &2 UPLC & 47 %
1. k457§ * Waters Acquity UPLC BEH C18 Column (100 x 2.1 mm, 1.7
pm)

2. ¥ PIAE 220 nm
3. i f 0.4 mL/min
4. FHER 125°C
5.8 ~% 1 1puL
6. ##4p ¢
P B (min) z % (%) 0.1%#5 fé (VIV, %)
0 20 80
2 30 70
3 85 15
6 100 0




7 .8
1 P
(- ) %% 53 % fk (Tussilagone)z. HPLC & +7
T PR 10.7 & BE T 2% ik (Tussilagone) & 28 5. 2% (@] - ) »

as0|

A% % fk (Tussilagone)

X

Bl- ~ 34 fr (Tussilagone) ik # &-7% ik 2. HPLC & +7 B

(=) ® B4 * "tk &2 HPLC & 47
WA 107 4 eBEm At TR & ¢ A0 4 Bk (Tussilagone)id £ ()
S) e AHEE G R=2420 FEFF L T=1150 390 J g b EE fp o

A % fik (Tussilagone)

\

Bl- ~7 &40 % o4k &2 HPLC 4 17 ®

(=) B EEPR 4R
SN

YLE RS AWLPE o Bt o0 (8 A 4 Ak (Tussilagone) sk # G ff B % 0 BT
TR A R



F- B EREF R

A B A Bt ¥
v fE 1475.5 V
75%7 fi% 1354.8
50%° fi% 1070.4
% 1431.4
75%2 fi% 1454.7
50%2 % 1147.2

() B it 5= foam i
BRETEPA A AL © #3 4 iR (Tussilagone) 5 B~ % > (>99%) e

E N #x % fit (Tussilagone)id % & F#
¥ = 1473.2
o & 48
¥ & ND

(I ) &8 5.5 % A (Tussilagone) ¥ &

&7 kR34 r(Tussilagone)(x)¥t & B & 174 % o 4 ek BB ()47

W B M 42N 5y =22.1487x — 12.7547 » R>=0.9999 » k7 kB
4.5-75 pg/mL § 24 enspE R (B =) -

2000 -
y =22.1487 x - 12.7547
i R2=0.9999
7 1500
"% 1000 -
™
& 500 -
O T T T 1
0 20 40 60 80
& R (ug/mL)

= ~ 3% % fik (Tussilagone)Z. & & 4§

Az v EAmtk AR AN
AR 5 & B (ng/mL) REw fF S AR R?

A % fik (Tussilagone) 4.5-75 y =22.1487x — 12.7547 | 0.9999




(=) HRRELRPER
FoiEEHT o flr HPLC &2 %A 24 > 4 W
(Tussilagone)#t & B 2 Ap$HEE £ 5 0.81% » £ B2 4p$HEE £ 0.58% »
oh LT R RN o

(=) BT R=
d g% ¥ i g0t b (Tussilagone) & 24 /| F& p JE T AP SR L
# 0.67% R LR ] FOTF RSIZFE24 PR A RIE S AL
‘,Ei_ o

(~) #RHEE LR

25 % Bk (Tussilagone) /¥ ] #& *2(limit of detection, LOD) 5 1.0 pg/mL( ]
2 ) s Z_# #%& *I(limit of quantitation, LOQ) 3 2.0 ug/mL(B 7 ) »

......

A% % fk (Tussilagone)
X

Ble ~ A% % Ak (Tussilagone)2. LOD & 17 @]

#% % Br (Tussilagone)

rd

B I ~ 2k * pk(Tussilagone)z. LOQ % +7 [l



Lw o A A

T #X fit (Tussilagone)
kR R.S.D. (%)
#H R (n=D) 15 pg/mL 0.81
£ 3 (n=H) % &% % (No.7) 0.58
gt (n=6) t& &% it (No.7) 0.67
&2 (n=1) 1.0 pg/mL -
% %' (n=1) 2.0 ug/mL -
(1) 7 ﬁ v ”]{-1 E kN
T % fif (Tussilagone)L 5w Jz & 100.1% > AP ¥HEE 4% £ 1.05 % ©

%3 ~ 4 * pr (Tussilagone)if 4 w &

g | FHAHL | G320 d | MWE | vl | S0 s | RSD.
) (mg) | (mg) | (mg) | (%) (%) (%)
1 | 02515 | 0230 | 020 | 0431 | 100.4
2 | 02504 | 0229 | 020 | 0428 | 99.8
3 | 02499 | 0228 | 020 | 0426 | 989 100.05 | 1.05
4 | 02506 | 0.229 | 020 | 0432 | 1016
5 | 02505 | 0.229 | 020 | 0428 | 99.6

() ¢®7 Btz 2RIT
LA TEH GRS 7 BRI TS % 0 304 Bk (Tussilagone)z £
B 0.093-0.144%z2_ F - 23k 30 % ?C%?’H:}Fl %= & 3% % fik (Tussilagone) =
287 E 5 0.070% o 3 Hcds A * fk (Tussilagone) it 4 35 5 g 7 430
8000 (¥ = & % 18000) :

oo~ 58T AT Wk &2 Ac 4 fik (Tussilagone) 7 £

v B L | 304 Ak (Tussilagone) | ¥ Z k%% | A * [k (Tussilagone)
(No.) z (%) (No.) 5 B (%)
1(CA) 0.102 6 (NJ) 0.098
2 (CG) 0.107 7 (NN) 0.103
3 (NB) 0.105 8 (SC) 0.106
4 (NF) 0.094 9 (SG) 0.097
5 (NI) 0.093 10 (SJ) 0.144




(+-) # &40t %42 HPLC 4p 2 Rl¥ e =
Bolb et BAR A MR AR & 10 pl gk > 3 (7 HPLC 4 & B)3#
IR o

1. & +7 ¢ * Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 um)
2. ¥BPIAE 1220 nm 3. ;i ¢ 1.0 mL/min

4. FHER T ER 5. »% 110l

6. # B 4p :

P B (min) e 3% (%) 0.1%#4 & (VIV, %)
0 20 80
15 64 36
20 80 20
30 80 20
35 95 5

40 95 5
mAL
#x % fk (Tussilagone)
f
| |‘| I | *
12000 | J 8 '7_J|,): A L 710
f
| ,LL LM‘I'J R, S
K . ,k
wof Ll
I
_an_AL.JU\g J y A G
\ ' .
| 1
| ‘
JU ,,‘l%.\dt.ﬁ"_ - | S
|
2000 | l )
J. h I JIA |“|\ h ) ’
. _J‘JL K J\.J’UJK R B I
1|0 2‘0 30 4‘0 min

Bl ~ 7 844 752 HPLC 45 & B3



(L= ) &% 5% % fr (Tussilagone)z. UPLC & +7
R G PR 415 4 kg om 24 ik (Tussilagone) 1 28 5. 4% (] = )e

0.70:
0.60— #‘ )/z .
0.50] 7% * pk (Tussilagone)

0.404 \

0.30

AU

0.20+

0.10+

0.00

T T T T T T T T T T T

0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.0C
Minutes

Bl= ~ 4% 53 53 2 2 UPLC & 17 W]

(=) # 83% ik &2 UPLC A 47
G REE 414 5 ko A TSR 57 a0 % ik (Tussilagone) e 4
(]%q /\) o

1.007

0.80{

0.60;

2 , .

0.40] #% * fk (Tussilagone)

0.20 \

0.00-
T
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00
Minutes

B~ > 3t =42 UPLC & 47 Bl
(L= ) # % fr (Tussilagone)eha + ;A &2 0 5 §
k3 3% 1 C3H3405 5 Mol. Wt. £ 390.52 ; mp : 100-101°C ; v ¢ F%8 o

(+ 1) # * P (Tussilagone)sis

Tussilagone



(+ =) # % fik (Tussilagone)= 'H NMR [R) 3

B~ ~ # % fr (Tussilagone)z. 'H NMR ] (CDCls)

(L =) % * fr(Tussilagone)= 3C NMR ]

20 n (0.0 1L 1) (1) 120 100 s " " n e

Bl — ~ % % fik (Tussilagone)z. 3C NMR Bl 3% (CDCls)



(+~) #* fr (Tussilagone)# EI-MS Rl ¥

Thamo DSQIN SA12017 PM 0008 48
[

Firaliery WCC Shen'd0 NTussilagans

Tussdngone 8118123 RT: 2.40-2 54 AV, B HL 11688

T; # 2 Fil mres [50.00-850 00]

100 7.1
ah

B

LL]

L]

75
T0
85
60
55

Relatve Abundance
B

173,03 29614

B~ = -~ 2% fik (Tussilagone)z. EI-MS B ¥

(+4 ) # % fir (Tussilagone) s FTIR B3

WTranwmme e

¥ N B ¥ s b8 88 A Y s 88 8E

—m Mg
)

208706

»un

e »

"ran
"N

v e

0 M.'

How™

Rl 1)

a5

y R

Lis ¥o)

I

g].].

0
Wrmesrwoan (om 1)

2000 1500

= ~ %% Bk (Tussilagone)z. FTIR ] :#



(= =) # % fr(Tussilagone)s UV B3

%

e/

0.5 | \

[l
00 250 300 3s0 a0

B~ = - %% fk(Tussilagone)z. UV B



= -+ — ) # % pr(Tussilagone)z. & ~ i & =5

# = ~ 3 % Pk (Tussilagone)z_ & ~ B i & =4 (CDCl3)*

position ou (600 MHz) dc (150 MHz)
1 2.12 (m), 2.37 (ddd, 16.8, 6.0, 1.2) 42.6
2 - 214.8
3 2.47 (dd, 10.8, 3.0) 57.2
4 1.44 (m) 49.1
5 1.95 (m) 43.9
6 1.43 (m), 2.04 (dt, 14.4, 3.0) 31.2
7 5.56 (t, 3.0) 72.9
8 - 146.1
9 2.57 (m) 42.3
10 4.76 (m), 5.12 (br s) 110.1
11 2.28 (sept of d, 6.6, 3.0) 27.6
12° 0.76 (d, 6.6) 15.4
13° 0.96 (d, 6.6) 21.6
14 5.08 (qd, 6.6, 3.0) 69.5
15 1.20 (d, 6.6) 15.2
1 - 170.9
2 2.08 (s) 214
1" - 165.9
2" 5.61(q, 1.2) 114.6
3" - 162.0
4" 2.14 (m) 33.8
5" 1.05 (t, 7.2) 11.9
6" 2.13(d, 1.2) 18.9

4(Multiplicity, J in Hz) in ppm.
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D &G 4 Compositae t2 4~ 4% * Tussilago farfara L.z 52 % A B 22 e
R

(-) w&EZR (352211 BFLF7 F2 5 -5 2013)

sy
N N N

Ve

~ o~ o~

— B A A 10gr 4 R 10mL AT S A AIE S5 A 4
Wi PR IT RSB

[5522 2] (P #4 AX{frRFL 2015 487 FH#E
BEIP)Y

— B A Ed Rk 1.0g 4 B 20mL A2 A EIE 1 ] PF o
Wik RSN 0 Ahte o fC fla I mL R 273 %
7%fg~’f§rr%f§fl °

PR iR 5. PB~2% % Ak (Tussilagone) ¥ R4 5. > 42 fae fip =& 1

i% #  mL z 1.0mg ez ik » 85 R &3 R% -
#% & 1+  HPTLCsilica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
E OB & [ER f?ﬂl] (ii%f"t’ Z % - w2013)
TR '/J‘ﬁpﬁ’* (7:2:1)

[ER® 2] (4¢P EFA XK {cREL 2015)

—r e IAR (61 1)

[Ema3] (B464E7 FHEERT P)Y

peiopEem (41 )

B F # 10cmx10cm~20cm x 10cm
B B ER ﬁf,?ﬁ' ‘IS4 FiITER S EREHEEcm -
¢ &tk ARk Ak R 254 nm 2o % HUE R BT HRAR o



I~ FEEEZ ERBE
F 5% p ¥ 106/06/13
B ¥R & (RH) @ 53%
B REMRT):28 T
[EE#3) (B4 B EHEESTP)—D e cfLE 4:1)

S5 A 21 g
123 2% % Pk (Tussilagone) (1.0 mg/mL) 1>2>5uL
4>5°6 weEpR 9[5> 31] 2-5->8puL
7829 waEpR 9 [55232] 2-5->8puL

ERFF 2AFFLRERRT PG ARER NIRRT 5 iR
AEFRAREGTR D 2 EF RS wER (30 2]
E B3 B DA 4 Ak (Tussilagone) B2 503 7% 1ul # &id e [ 5= 2 220l -




ZBEAREE

F 5% P 106/06/14

AP %% & (RH) @ 58%

B R (RT): 25 C
[EmA 1] (2#&Y FL%Z9K2013)—D 7 fF 1k AkRR (7:2:1)
[5B2 2)(¢ #4 £ fcREBL 20154 % ¢ BH1LE 5 T p )—HPTLC
Eob k(254 nm)# (2 RS 0.79 5 ReiE>0.7)

[ErEAH 2] (B4 FL A LfeREL 2015)—DT 2 Am (6:1)
[F52 2 2)(F #4 A £ feREBL 20154 % ¢ FHiLE 5 7 p )—HPTLC
¥k k(254 nm)¥e (2 4 BF RefE 0.36)




[Em&3)] (46457 FHEERTP)—oe %o fef (@1 1)
[55% 2)(¢ £4 3 £ fe@BL 20154 8¢ FHIEES T » )—HPTLC
4 *h k(254 nm) e B (4 4 R Ry 0.41)

1 : Blank

2t 20 % Pk (Tussilagone)

304t B9

5 : Spike

A A [FR2 2] N e [ERH2) 2 [BRH3) BBV
BEaR? ARER DA A AR RRE > D EF R TR o R
B R kY EPEERT P 2 [BERA 3]

23



T~ BERNER

F 5% P 106/06/14

AP %% & (RH) @ 58%

EREQRT):25 C
[Em#3] (BAAREY FHEESTP)—r ez 1)
[53=2 2] (F E4a2feREFEL [F52 32 2] (F LA frRFL
20055 A FHHFESIP)— 20155 AR EHERFSFI M) —
HPTLC * ¢ %(254 nm)# #1v HPTLC ¥ * % (365 nm)# !

1 : Blank

2t 3¢ * Bk (Tussilagone)

304 eEBR9

5 ¢ Spike

ERPLE T Y AT (254 nm) T Ao J ¥ ¢k K (365 nm)F P A2 3% 4 ik
(Tussilagone) % & &-5a 8L o

24



I~ st

F 5% p ¥ 106/06/15

iR AR RH) ¢ 61%

B EMRT) 23 C
[EE#3) (B4 B EHEESTP)—D e cfLE 4:1)
[55=02 2)(¢ £4 2 £ o RFL 2015: 438 ¢ FHHRES T # )—HPTLC
& ob k(254 nm) s o

1 Blank
2 2 % Bk (Tussilagone) (1.0 mg/mL)
3>4 &% % 1 (NB)
5°6 ¥ &% % 2 (NF)
78 ¥ %% 3 (ND)
910 %R 4 (N))
1112 5% 5 (NN)
13 Spike (¥ &% i% 9)

25



1 Blank
2 2 % fk (Tussilagone) (1.0 mg/mL)
3:4 ¥ &% % 6 (CA)
56 ¥ &% % 7(CG)
708 &% % 8(SC)
910 &% % 9 (SG)
1112 &% % 10 (SJ)
13 Spike (#& &% i 9)

BiherEa v FAAEeREL 20152 4B BHEES TP 2 [FE
E2) 2R I nBAEY BHEES TP 2 [BERH 3] ~ ek it m
(Tussilagone)#i id - >+ % ¢b £ (254 nm) ™ AL FLiE ©

26



