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# 5 2#(NELUMBINIS STAMEN)

- s
PEE S E 8L b R EHE 104 o

S RFEAVER

(- )HPLC ®E 2 k47§ ¢
Shimadzu LC-2040C 3D & 7 Quaternary pump ~ Autosampler » PDA Detector ;
& 47 ¢ 1L Agilent ZORBAX SB-C18 Column (250 x 4.6 mm, 5 pm) °

() UPLC REZ2 k7%
Waters AcQuity Ultra Perfermance LC » # z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 *g +. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm)

~ REE R AR KR
- ) A
2 3 (HPLC grade) BB >t B P it 1 30> 5 PL 2 @ o

—~ In

(=) #REES
% - +f#(Falcarinol) CAS No. 21852-80-2, %4 & 98.05%, Lot No, 25040101, 4 2
AR FEG LS P B E AT TP

T~ 3
(- ) REZPBTR
BeASR R T KRR 30g0 6% 250mL FlAFLY

Brgde » P R ~T5%9 FE~50%° fiE s 2 fiE~T75%2 fE~50%2 fiE & 80mL >
fohie R 30 A48 0 AP No 1Rk 0 1 % 50mL g g @ o
Brgse » 7 g 80 mL - A2 3R F 2+ 5 300 W > 47 5 40 kHz) 30 »
4 > o 10 A 48(5 4000xg) » 12 No.l e KBk @ & B iRk # » 250 mL
FIUAMSY » RSEEIC > % P AR 4~ 3 10mL 2 F 2437 » 43
W3 % B > # 3 B 48 Rk(Syringe filter, PTFE 0.45 um) » {7 o & 4+ 10 uL /1
» HPLC » M #rpl B £ 2 2 F kb < % 6 ff 5 B V) 2 8HE
BeiA it o

) RGEEPRERER
BREFP-AEH R 4 GBS 20 5.6 )9 3.0 g0 B 250 mL FlA¥g
¢ Brgde » B AR 80 mL > 4 B[4 A3k w30 ~ 60 ~ 90 2 120 A 48 0 44T



t6 12 No. 1 g Ailig » Poijpik 4% ~ 250 mL FIASEARY » JR&gAdC » 4 ¥
FRA 2> 45 » 1 10mL 2 % B3¢ >4 " 1 %1 & > 4% 3 £ B (Syringe
filter, PTFE 0.45 um) » ¥ o & & 10 pL ;& » HPLC > 1 #7jp #8122
EEREBE ARG F LRI SERFEERT .

(Z) HREESER
B AR &2+ REE 7.0mg 0 4 10mL 07 R &5 I mL
/3\ E kR 700 pg P RARE SRR AR T P ﬁff-ﬁ‘%; 70 pg/mL %
‘J’ﬁéﬁ;-g’r'r'/aui’ °

(z) &&iBR
BFREFLB- A T R(E ¥ 20 56 %)% 3.0g ¥ 250mL FAHL? >
Bpr4e » 9 R 80mL o seFui SR AIE 2 0] P 4 Er 1S > 12 No.l g i iR
Bojgi A~ 250mL FlRSERL Y o kM AT e T FRIZ A 28 ~ 2 10mL
223 B¥LY o 4P BRI %R 0 43 £ 8 Ju(Syringe filter, PTFE 0.45 pm) >

U %E,’ o

CRES:
A | B "*B"*ﬁﬁﬁﬂ—ngp R~ 10 uL > 7= » HPLC > )
* AR gt B Jfﬁr'm/‘/li’ ,z:—-l‘fﬂ];ﬁg,.mg o wE o

(=) wEMR
B Pt AREE AR S0 73 % i £ (700 pg/mL) 0 12 7 fE AR S
FiEFHREEA B 5 3502175512570 ~ 35 pg/mL iR 53 0% o 12
%% 2P~ 10 pL & Sz » HPLC &7 L& A 47 » 1% L8 52 % & fi (y
) frih 2 R R (X fh)E FRME Y F 0 & AR E MR G A2 y=ax+b
2 PR R o

(;)ﬁ?&$$
x+ ﬂ‘ﬁ? = 70 ug/mL *z‘i‘ﬁﬁﬂ—%wz; i AR 5 4 R R

(~) E4er %% *‘Uié%;

P/ K eAp - BV RER R RSB RSB RER S 2T
FRE S A S BRI R BRI R i R B (%) 5 4 i
AP R A

2L Bl = AT G RFEE R o ) B FEHR SiR R RLA 2
B SEMR SRR AR A 0~2 4824 ] BFREHGP R 12 4



At RO ERE L -
(4 ) WpHEE T F "%
1. #ipl&'Y(Limit of Detection, LOD) : #-2 svik & 2 3 573 % 7 474 -
FrlAEERAM S =3 2 kR 0 ITA BPEAGTE -
2. L f&*YLimit of Quantification, LOQ) @ #-¢ Frik & 2 #3575 /% # 74F
BoorumEEEar 210l FL kR > T T BRI FE -

(+) "‘77]34‘"“?"%3:%;56}

Bt AR BRI SRHE A S B E D i%ﬁ”’ff—%»x]lOg,

A Bl x 10 mL i+ 4RERi3 R (70 pg/ml) - 3 dede SR R WE S 2k T
/EJ’KO

(4 - ) HPLC A4 45 i% %

1. & 47 ¢ * Cosmosil 5Cis-AR-1I (250 x 4.6 mm, 5 um)

2. ¥pAE UV 205 nm

3. ;wz# 1.0 mL/min

4. FHER 135°C

5.0~ 110l

6. # & 4p -

P [ (min) z % (%) K (%)

0 72 28
30 72 28

(F=) @7 e 5EHz LR
P10t s EH RS RAG 2 UERSERR O BE 10
UL i@ 4 3 4453 ~ HPLC > #7118 T35l 9% 5 ff s I 283 B d 2+
g A g £ o

(L =) # %% &2 UPLC A 47 if 2

1. k45 ¢ : Waters AcQuity UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥R E UV 205 nm
3. ymzk 0.4 mL/min
4. g R 135°C 5. 4>% 1l
6. # & 4p -
¥ R (min) ¢ 7 (%) -k (%)

0 47 53

4 60 40

10 85 15
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Bl- ~ 2+ HhpE AR 505 ik 2 HPLC & 47 B

(=) ® &40 %84k &2 HPLC % 47
A Eﬂ?F’“ 17.9 & &Jedg T 40 5% &7 2 F HRppdkE (Bl ) -
AR A IR S 2.64 £ F|F (1) 5 097 354 s s * &8 Fp o

PDA Multi 1 205nm, anm)|

oo ] % %
R W
OE) S 1o 1's ) 2 30

=~ 845 £ HHE 52 HPLC & 17 )
(‘ ) ﬁ’»';t—rB"/ ]
"Zgﬁg,‘;/{:}‘kﬂ——%’lz‘ét LLX‘}’/:‘:B’\" -\ ’AE]“K@?E"T]at/z"F"}#ﬁ%

Sk G B BT T BAR AR EERRE

%\’ - ~7% IF’ B’\//"k-}-pl]p

% B i AR G B it 5B
i 7285437 N
75%"7 % 6597162
50%7 948808
¢ p% 4369848
75%¢ [} 3220207
50%2 f% 1028481
THoRFARTIOAE 1005831
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() R FBEFFER
SRR AR I P 2RI B fE B 0 BT e
EPR2 LR EERER(A D)

" AR G | R EF R

s i gm 30 A48 7285437
Se g E o 60 A 48 10417524
dv i gm 90 A 48 13813857
s e gn 120 A 48 14680633 v

(1) HRERESEF e E R
PR RRZFRBEOIE p EATRE G fDF B E(y) T I e
B2 250 5 y=3%x10"x 33723 » R*=0.9995 > jk A # 35— 350 ug/mL ¥
glﬁ+m%ﬂtt1’5§ lﬁ‘.(@;)

12000000 "
ER A N
10000000
8000000 y = 3x107x — 33723
= R2=0.9995
+& 6000000
ﬁ 4000000
2000000
0
0 100 200 300 400
R (ng/ml)
Bl= ~ kB2 e RE
AZ 2T HEBZRERD 250
PR AR & kB (ug/mL) BpLw b f2 5 R?
%+ PR 35-350 y=3x10"x — 33723 0.9995

() # %R 2%
FEREFMT > fI* HPLC 28 F i enif A 2% > 2 HEH %A
2ARFRE L L 0.56% 0 ek SR PR R oo

(=) EAHRE R RR
TSR I HHCLL@#méﬁﬁQ%’%4ﬁﬁiﬁﬁ
ZANEHRE L S 242% 0 Bk Al R R o 2 P A 24 LR AR
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L 0.59% > Rt LR FAE HEAHTI A 24 ]

(~) W in‘im el iy ol A
2+ RpE PR E 0.50 pg/mL (B2 ) T & &L 5 2.0 ug/mL (B T )e

mAU
20

PDA Multi 1 205nm.,4nm
15—

10—

] e Nt
" m

T T T T T
o] 5 i0 15 20 25 30

Bl ~ ik b k2 o RHE UK 19 )

mAU
20 4 PDA Multi 1 205nm ,4nm
15—
10—
] RN S
=+ fig
5 \
“+ U\W
5 T T T T T
o 5 io0 is 20 25

B ~ 2R T 21Tk 17 R

2w o~ LIRSk AT

iRl I8 P ER A N
kB R.S.D. (%)
HRE (=5 70 pg/mL 0.56
LA (0=5) ¥ % 7% (No.2) 2.42
L (n=5) & &% it (No.2) 0.59
# PR (n=1) 0.50 ug/mL -
TE & (n=1) 2.0 ug/mL -
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(L) i dew fe ik ok
% AR i e w TS 3 96.5%  AREHRE A G 0.74% (£ 1)

231 0 EFHREBR ew o

e BHHEE| FFE | e~ E | REE | wiF |Twfd| RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 1.0001 0.6901 0.70 1.3623 96.03
2 1.0003 0.6902 0.70 1.3718 97.37
3 0.9996 0.6897 0.70 1.3654 96.53 96.5 0.74
4 1.0004 0.6903 0.70 1.3582 95.41
5 0.9996 0.6897 0.70 1.3706 97.27
() 2383 &0 58H7 2R T
10 #4247 5242 7 BRI TS * el & )icd = 77 0 2 T kR D7

\

i*Omzmmm°>%%wﬁ%ﬁﬁﬂ¢¢é4ﬁﬁm £
0.023% <] ;?W%Fﬁidi%lzk ’l: ’Hiﬁj% /ﬁ; )@;7‘ I,{‘.,/\ 8000 (5; = I_g_l_ P 14485) s

-

£ R R BV REH R S22 T E

4t st ER R N 4t 5t FHARpE
(No.) (%) (No.) (%)
1 (NJ1) 0.032 6 (SGB) 0.069
2 (NJ2) 0.064 7 (SGC) 0.084
3 (NO) 0.090 8 (SK2) 0.064
4 (NRA) 0.035 9 (SUALI) 0.048
5(CA2) 0.039 10 (SUC) 0.072
T2 E+S.D. 0.059+0.019
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(+ =) a9 $FH 2 HPLC 45 & W3 o =
B 1047 & A0 S EHR SRR & 10l i 4% > &7 HPLC 45 % ]
B ep] 2o

1. k457§ * Cosmosil 5C1s-AR-II (250 x 4.6 mm, 5 pm)
2. ¥Rl E UV 205 nm 3. ik ¢ 1.0 mL/min
4. FHIEAR 135°C 5.;4~8 1 10puL
6. ##4p ¢
P IF (min) 2 5 (%) k(%)
0 47 53
25 60 40
60 85 15
70 95 0
lEUOOOUHV
1m0 %+ kPR
—
—
1100000
p—_—
800000 M
L
700000*\] W\J 8
eoooon—J “ M}‘ 7
i 6
il 5
-] —
2000007\/ | 3
i A 1]

B~ 10 347475 558 44 2. HPLC 45 = Wl o¥
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=) ¥R & 4 kg2 UPLC & 49
TP 7.88 4 ARURAE T 2 HRIE SRR T (B ) -

0.40
0.30-]

2 0.20 . N

R i+ 1%

0.10-]

S e,
0.00 2.00 4.00 6.00 8.00 10.00

Minutes
Bl= 2+ R RARE 5% k2 UPLC & 17 B

) 5 F ik 52 UPLC & 17
G P 7.88 A R T AV S BRS¢ 2 R (B )

1.00

0.80

PE S i § i1

0.60]

AU

0.40]

0.20]

0.00———
0.00 2.00 4.00 6.00 8.00 10.00
Minutes

B~ -~ B SERR 52 UPLC & 17 R
(Lw ) ZFHpEasrFt s r3 g8 8
D24439 WEART AR S AR

A F 3 I CHuO 5 2 F &

(L3 i+ s i
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(L) 2+ k@ H 'HNMR B:#

PROTON_01 — Falcarinol-P2_CDCI3_500 2025/05/19 —

i
foHT T f / / [
o e T " oo
z gz g i0% =
95 9.0 83 80 15 10 65 6.0 55 50 4.5 4.0 35 30 5 20 135 10 0.5 00 05
fl (ppm)
o £ ol =3
B4 -~ %+ +kf% 0 '"HNMR B3 (CDCls)
L - ) Ka S > 2013 >3
( % =+ kpE < BC NMR B3
CARBON_01 Iz ] wEsuL ug
Falcarinol-P2_CDCI3_500 2025/05/19 gg § § s:ééjf Eg éig;éi?%
a3 iF E {HES
I [ R Y Ve
A ' \ L Il ‘ ‘ ( ’ }
W 20 WO 190 10 10 8 IS0 M0 130 10 10 W0 0 8 W @ % 4 W W 0 0 0

f1 (ppm)

Bl ~ 2+ kf% 0 3C NMR B]:%(CDCls)
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() i+ {+p3 H ESI-MS §l3#

Falcarinol P2 FA #445 RT:4.54 AV:1 NL: 1.04E5

T: FTMS + p ESI Full ms [100.0000-1200.0000]
267.1717

[M+NaJ"

900003 /

100000

©
@
3
3
S

217.1044 239.1486
223.9881 279.1588 316.2845

228.1957
282.2788

wb
g 8
g &
-
5.7

300.2014
207.0174
30000 - 213.1485 285.2902
256.1750 288.2533

25000 209.1535

237.1847

20000
] 230.1397

2221124 295.2265
253.1797 2602107 3123622

2441542
261.1306 2741646 309.2056
‘ ‘ 293.1742 304.2477 ‘
LU L)

M’mm,\ UL WL T

“”IHM 'H‘"“"
230 235 240 245 250 255 260 265 270 275 280 285 290 295 300 305 310 5 0
m/z

B~ - -~ %+ $kfE 0 ESI-MS Bl

100005
1l

i

205 210 215 220 225

5000 l
|

(4 ) i#+ R n FTIR B3¥

881

2232.39 5508 55

3324.38

86+

1608.98

14

1401.19 1376 38

841

2855.33

82+

%T
1644.62

80+

78:

761

741

721

721.85 596 29

AND RR

2953.68 595 37
95349 93261

70+
68+
66

I
N
o
©
o

641
4000 35l00 3060 2560 2060 1560 1060
Wawenumbers (cm-1)

B+ = 2+ ks cH FTIR B3
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(

=) FH R UV Rl

mAU
{46.17271.00
750 195 nm
500
250
] o
07
— —
200.0 225.0 250.0 275.0 300.0 325.0 350.0 nm

BlL = 2+ kA UV Bl#

So) Bk R F R

£ S HkEE A~ ALTY 24 (CDCl)?

position ox (500 MHz) oc (125 MHz)
1 331 100) 117.0
2 5.90 (ddd, 17.0, 10.0, 5.0) 136.1
3 4.88 (d, 5.0) 63.5
4 - 74.2
5 - 71.2
6 - 64.0
7 - 80.2
8 3.01 (dd, 7.0, 0.5) 17.6
9 5.36 (dt, 12.5, 7.0) 121.9
10 5.94 (dt, 12.5, 7.5) 133.1
1 2.00 (q, 7.5) 27.2
12 1.31-1.34 (m) 29.2
13 1.24-1.31 (m) 29.2
14 1.24-1.31 (m) 29.1
15 1.24-1.31 (m) 31.8
16 1.24-1.31 (m) 22.6
17 0.86 (t, 7.0) 14.1

4(Multiplicity, J in Hz) in ppm.
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LRFLHPLCA {73 2 v Ry

L

(oo
Z ) -V

(¢ M¥EL)
20254 - 3%

(A7 F1ik
#Y F=p

2T

B
T4
+

2+ +Rps(Falcarinol)

i+ +xp%(Falcarinol)

0.023%

0.023%

| w|n
|
e
w

3 A
Nt
XoF

BB A E8 R
GE» 20 5 éF )y
30¢g> %+ 250 mL
Fl&¥Fg? > BExgte »
" fg 80 mL > 4c #uiw
IR 90 4 b o 4
£ris o 12 No.l jg A
Wik o B Ao
250 mL [F] & &g
R e
e A T #H >3
10mL 2. % & ¥g ¢ >
e T RRER AR o

B AR R E K
GE% 20 5LéF )9
30g %> 250 mL
MASY - R ~
" Ag 80mL > 4r A1k
g 120 A 480 4
Fris > 12 No.l jjg &
Wig o PR
250 mL [l & & ¥y
¢ /kéfﬁ‘fi:ii )y be ®
[ ERIE O 5 A
10mL 2. % £35g7 >
e PR RR e

e SR

//1- /:_,__
=

sk (721 28)

v ok (72 28)

iRl e _ _ iR & iR &

205 nm 205 nm
Bk BER i (% 2 )BT e
M2 &k EP2 ) Pk

RO G fF B
BT S i i 30 2
PG B
¥ o
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H AR I 52+ HhiR(Falcarinol) WA 422 A
Fl2F R A 20y it Fix 2 BIERRR T EFRT B HREEFL ST
LR F AT R SR A e
HPLC % {7 i% i+
1. & 47 ¢ * Cosmosil 5Cis-AR-1I (250 x 10 mm, 5 pum)

2. ¥%pIAE UV 205 nm 3. yik 2.5 mL/min
4. FHER 135°C 5.0~ 150l
6. ##4p ¢
P R (min) z ¥ (%) k(%)
0 72 28
30 72 28

P
1. & 47 ¢ : Cosmosil 5Cis-AR-II (250 x 4.6 mm, 5 um)

2. #%iplAE UV 205 nm 3. ;i ¢ 1.0 mL/min

4, %%155’.)%235% 5.2 ~% 150ulL

6. ##4p ¢

P R (min) ¢ (%) k(%)

0 45 55
25 60 40
60 100 0

R 94.2%
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(-)
(=)
(=)
()
()
()
=)
(™)

LK

& /7‘;‘ i3
PR AL 5
/%\‘ 3
R T
E B A
E OB O
B 24
d &k
Spike fe @

2 : GLEHNIAE RADIX
E : Coastal Glehnia Root
A& &R &G %0 # Unbelliferae 2 4 3 3 % Glehnia littoralis F.Schmidt ex Miq.

(5222 11(A B EHEE) 5=
—PA&Ek K 3.0g v BFE30mL A2F AR T 30 44
B Zic R AT SmL #2353 (TLR&EBIR o
[F2=22)(p 7B %)Y
—P Ak 1.0g " B SmL 423 ART 30 ~ 48
Wi (TR &SRR

B2 + kg (Falcarinol CAS No. 21852-80-2 p {7 i @ &)
HREES > e ¥@ a5 1lmL 2 1.5mgeaygiz o iFi
?f%ﬁ——’gr‘%/%u °
HPTLC silica gel 60 Fas4 > 10 cm % 10 cm ~ 20 cm X 10 cm
[ERH1](AES FHIEE) 5=

—F % B(60~80°C) : ¢ pae fig (5: 1)
[Em#2) B4 (47 FHEE) $=p V
—Bet oy (511)
10cm x 10 cm ~ 20 cm x 10 cm CAMAG 2 B #
ERHELIG IS, ViTER > EFEH8cm -

1 10%F5 e ¢ % 38i% (H2SO4/EtOH TS)¥g 75 16 2 105 °C4v £t
IEF RS Faro 2T b K (365nm) T AR
PHEYEREEPR 22 RERR 2 ERHRBRESSRE
FHRpEE2)R & 0 B2 E 10l -
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S FRERZRARRGE

F 5% p o 114/10/02

1 $H% & (RH) © 53%

8 B (RT) : 25.4°C

[ER#2] & (487 FHEE) $=p—pc

Pep (51
—HPTLC 10%#:fe/e fig kg ¢ {5 4% *F (365 nm)& !

B LA LIS
1,253 i + k(1.5 mg/mL) 1>2>5uL
45556 Beman 2 [552 1) 2555 8uL
75859 B2 [55522) 2555 8uL

BRERE 2B R 2RERRY FF ML AREF > FFB S 2T 0
ERET o Y [Fe2 0 2]
ERELE AR 200 0 RB R [F52 02 2] 8l
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SN K ER
@50 8 114/10/02
in 2 & (RH) © 53%

i A& (RT) © 25.4°C
[EEH 1)(5#E7 EHEE) =P —7F 4 E60~80°C): ¢ e fin (5:1)

(3522 2] (p 7 # % )—HPTLC 10%#nfit/2 A5 88 ¢ {5 % *F %(365 nm)i& !

(% * +kfF Ry 5 0.33)

[EEH2] 4 (Rib? BHEE) P —neie e fefg G: 1)V
[57=2 2] (f B %)—HPTLC 10%#n i/ ¢ 88 ¢ {5 % b £ (365 nm)# !

(2 + #kpE Ry 5 0.33)

1 : Blank 324 a2
21 EF R 5 : Spike
ZRBE AR I [FRA 2] 223 (A0 FHEE) 2 [ERA

2] }%'F;,Eﬁil/i °
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TR NER
Aep o 114/10/02
ip ¥R R (RH) @ 53%

i A (RT) : 25.4°C
[Em& 2] B4 (487 FHFE) =P —2 R feh 5:1)
[5P~=22)(p " #%)—HPTLC % [ %22 2](p 7 # %)—HPTLC %
°h % (254 nm)# o “H (365 nm) s

[55-i2 2] (p #B%)HPTLC [%5-2 2)(p 7B %)—HPTLC
10%Fnft/c FhBE 4 157 B %4 10%%fa/e fEBE 4 1% % 7} 3£ (365 nm)

LN

1 : Blank 324 a2
PANIDE B g 1 i 5 : Spike

BRBLE S L [0%F/ e FRATS (50t e L (365 nm) R ARAT T F Bl BT A

32, 2 -
s ca %
7 ]’;'T o
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ENES TIPS e

F %P E o 114/10/02

1A $HiE 2 (RH) © 53%

8 B (RT) : 25.4°C
[ERA2)] B4 (A8 FHFE) =P —D e 2pef 5]
[55= 2 2](h 7 B % —HPTLC 10%F: e/ fRAE ¢ 15 % ¢ % (365 nm)# !

Blank 78 |4 &% 3 (NO)
i + HpE (1.5 mg/mL) 910 | # &7 i 4 (NRA)
304 | #5050k 1(NJ13001) 11012 | # &3 % 5 (CA2)
5.6 | #5030 2(NI2) 13 | Spike (¥ &3 i% 2)
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[(ERH2) B4 (487 FHEE) $=P—pc%:cpemm (51 1)
[55= 2 2)(p 7B % )—HPTLC 10%F:fs/c AR hg ¢ 15 % ¢ (365 nm)# 2!

Blank 78 | # 57 8(SK2)
i + HpE (1.5 mg/mL) 910 | ¥ &% i 9 (SUAL)
3:4 | #5%i% 6(SGB) 11012 | ¥ &% 10 (SUC)
5.6 |# & 7(SGC) 13 | Spike (# &2 % 2)

SHmBER D ARF[EER 2] N2 a(FEY BHEE) 2 [B
BA| 2] e i i id o 0 10%Fnfk/ o FREE 4 (5304 b k(365 nm) T W AR i o
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