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A ARTIINE Y B K RKhIED (7] 2 (202]) & Y B K ik &4
B fEd AgTIIR - 287~288 F o
BEACH - P 2 4(A %)(2015) - & 7 & B R ¢ B BlEe AT fES
AGFIER 2 100~102 F o
B AP iR R (1986) 0 ¢ W AR o fxE E R 0 423~430 F -
EAAL R BEFN AR P FEETAQ015) - 4 £ F
SER N R I - = A e S JG:FT%%?;{ = %5%’?3: F53R0204~207 F °
V(A %)2001) o 7% F B H - % o a3 1 LB E DA 0 693~699
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mﬁggﬁﬁ*%# © 267~268 F.
Ei=F 3 (1986) o ¢ FHEEE o b AP EPTIEA 0 4142 F o
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BaM%Epicw®Ew&T(1992) 7 EHE ZESBE R o 5 Hikwdw
Ao 51 F o
SR )(2021)o ¢ B Y E 2 AT B GESBIL S P o A H R
256~259 F. o
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¥ A HPLC

- s
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CREZETER
(- )HPLC ®E 2 k47§ 1+
Shimadzu LC-2040C 3D # % Quaternary pump ~ Autosampler ~ Thermostatted
column compartment ~ Diode-Array Detector ; & 47 ¢ 4+ Agilent ZORBAX
Eclipse Plus C18 Column (250 x 4.6 mm, 5 pm) °
() UPLC RE2 k17§ 1
Waters AcQuity Ultra Perfermance LC > # z Binary Solvent Manager ~ Sample

Manager ~ PDA Detector ; & +7 *g 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

SRR R AR R
=)

— ln

; ]

¢ 3% (HPLC grade) ~ 2 f%(95%) % FEE *> RT3 A @ o
(=) HEiEEs

T F(Naringin) % p >t 7 Z & > & 9% b o

o~
(=) B BEPBHETE
Bt R 66 0 & RPN 025g0 % SOmL #re F Yo A

for T~ T5%7 PR~ 50%7 R~ o R~ 75%2 [~ 50%2 fiR & 20mL - A2
3 AR I AIE(# & 300 W o 47 5 40 kHz) 30 4 48 0 g 10 A 4(5 4000
xg) ¥BAEH ki 1 % 100mL FIRL? > Exg4e » 75%7 3 20mL>
fefhie i 30 A48 0 2 Nol jg il > Poigi 45 » 25 mL 2 F £407 >
4B 4E3 % B > 453 £ Bk (Syringe filter, PTFE 0.22 pm) » {8 o & £+ 10
UL ;2 » HPLC > r2 9|85 S & £ 2 fhil Hh % % o ff 2 o & F R &
HEPB

(=) R EPIHGTE
BEEFLB-A T A (E ¥ 20 L6 %)% 025¢g> % 50mL o g @ o8&
FEde » 75%° F% 20mL > A2 A 4R IF AT (34 & 300 W » 47 & 40kHz) 30 A
& > 3o 10 A 45(5 4000 x @) > ™ No.l R iBig » PRk » 25 mL 2
FEALY 0 4 75%7 iR I % R 0 # 3 £ 8 m(Syringe filter, PTFE 0.22 pm) >
Wi o F 410 uL i » HPLC» RGANRA €45 ik 2 5 55~ 24>
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PR HARE R >0 FE N A G Bk o

(Z) HBiRET3R
AP AR S F 2.0 mg o 4 10 mL 5% BE S5 1 mL § i
"’] 200 pg m?c‘f%*ﬂ—%r?' WA e ﬁgﬁ"’ﬁi 25 pg/mL EEENE SR
—grr'/p e

() w3 R
B AP AGES 20 506 $)9 025 & S0mL g F ¢ 0 4
* 75%% F% 20mL 0 A2 5 3R I AIE(# F 300 W » #F F 40 kHz) 30 4 45
o 10 & 48(5 4000 x g) > 12 No.l g AiEig » Boipik o RIAINAS L4 #
E’\I’k’rlﬂ,}a”i’ %SOmLLBEyic‘ » 4y 75%® ﬁ?i’%’fi’ﬁ?gﬁ
i i (Syringe filter, PTFE 0.22 um) » ¥ {# o

() pa2
A B pr G B g BR R LA R S ¥ 5% 0% 10l 0 v2 ~ HPLC » Bl =
'if’fﬂ_grb zg,l)—l—s IF'“Q\:; *d’iﬁm%‘i y Tt

4

o

(=) wEHR
g c,.BxﬁapLﬂ*ﬁﬁHﬂ}wn % % i £(200 pg/mL) > r2 7 ERAFRE S F
FhAHA S E 100250 25~ 10 ~ 5.0 pg/mL <4 PR 20 5% o 11 F iR R &
B 10puL 4 w72 » HPLC i& 7 28 A 47 1% $HRIEE 52 L% 6 F (v $9)
TrHBRARE S 2 R R ) FREY i R F R E MR 2 AESN y=ax
beiph H#ER? -

(=) HHAFR
Cih A H A 25 pg/mL 2 PR ARIE SR e AR 5 4 L ek
5 Ak S Apth o R AAREHIRE L -

(~) EFHERTERR
CEE B - T R ERE R R E e S g
FEE 5K 'g’md’é%ﬁﬁrwp R BARGBE 'z’f‘hﬁlﬂm/\ (%)R#F}’]‘ﬂ ’
FedAp R £
2. R B - p7 BERIENL %> REREEHR SR UE S 2
FARA SR SRR A5 024824 ] PFBRRI L LA
d3 R 5 RO HEEL -



(1) BRIy 2§ E5%
1. 1 pl4& *Y(Limit of Detection, LOD) : #-2 srjk & 2 1R 3 503 % 4 #74-8

IR L =3I PR o TE BRI IE o
Z 2 & *Y(Limit of Quantification, LOQ) : #-& 4rik & 2 151 53 ik 7 $14f
B Fuamsiet S =100 F kR 0 TE T ERIAGIE -

(+) ;‘7’]&4c‘?"13tff‘€$,56%

oot A H RO R ERE A S B F R 025g0 &
GAe rfh A H 1.0mg > T SRR WA G R TR

(+ - ) HPLC ~ #7if i*

1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 um)
2. ¥k £ 1 UV283nm
3. ;wi# - 1.0 mL/min
4. FHER 135°C
5.0~ % 1 10puL
6. ##4p :
P F¥ (min) z % (%) -k (%)
0 20 80
20 20 80

) AET RERAEHG BRI

Pl BB ER TR R AR 2 0GR SAR BE 10
WL 3B 4 3 443~ HPLC » #718 T 50008 6 ff e i T 2 A3 B S L 3

rﬁp AR g:%_o

(+=) #r4tH &2 UPLC & 47if i

1. %473 : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. #BAE UV 283 nm
3. s#iE 0.4 mL/min
4. gHE R 135°C
5.7A~% t1uL
6. # & 4p -
B R (min) ¢ 7 (%) -k (%)
0 20 80
10 20 80
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(=) #RiEE 44 2 HPLC & 47
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mAU

i PDA Multi T 283nm.anm
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o J
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Bl- sl 3 R AR &% % 2 HPLC K 7 B
(=) ® &% pat FHis &2 HPLC & 7

WHGER 11T AR T PR B 5 A F R (RS ) -
LHARFR)E 133 52 FF (D)5 1.03 0 396 f i * {18 £ o

80 . PDA Multi 1 283nm,4nm
70%
60
E s

50 ‘%d’] A AI:-]}
40—?
30—? /
20—?
10—?

o]

b T T T T T T T
o.o 2.5 5.0 7.5 10.0 12.5 15.0 17.5

mAU

N
50
Jo

W= 3 44 F e 52 HPLC & 17
TUT5% T R 5 B HRRE O K LB E TR 3 S G fd

BT 75%7 FEA R 5 B B4 o

+ = Ik > L
i AR E RS

B WA AR | R
L1 219380
75%° fE 456749 \
50%" fiE 377713
it 106639
75%2 fia 266218
50%¢2 f% 383661
75%9 fi%4e Frie i 30 A 4d 432590
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(2 ) b 5 P i
BEBETFR2AAMT 2 BA F IR 2(FEF A 98%) -

22 AR ERR S PAETR

75%" % 5 P~ i oA G A
% 1= 446800
¥ 2= 131212
% 3= 10044
% 4= 809
% 5= N.D

(I) HEREFEESHALFRER
3R ERAFOMH L KT AE G F B E(y)TE I kT
AN 5 y=14927x — 1131.8 » R2=1> &7 ik & # 5.0-100 pg/mL F 2
WM (B2 e

1600000 [ Wil
s | V= 14297 - 1131.8

s 1000000 | Re=1
800000 |
w 600000
% 400000 |
200000 -

0 I ]

0 50 100

JE B (ug/mL)

Z AL AR

AZ AL RESRS 2L
iR AR Jk B (ug/mL) S w AR5 R2

WA F 5.0-100 y=14927x — 1131.8 1

(=) H®RE%R
R & BEHT {17 HPLC RE 6 & off i U Pl HH B A2
IEEE LS 0.14% » & ks ¥ R R o
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(=) £ BRI RER
B AT o 1% HPLC R i 2 ehE4f 1L 2% > Pl H EAffh2
PR L G 1.22% 0 Bk SR R R o H 24 ) BER ET fR
THAPHEF LS 0.19% 2R F97F BRIP4 PR 2

*oRlEs< LR

1.00 PDA Multi 1 283nm,4nm
0.50—: +e'j ﬁ\ :‘Ef
0>OO{WMW W

T T T T T T
5. 7. 10.0 12, 15. i17.

Ble ~ A 52 0 RHE U 15 B
O:OE . N
BRI ~ il 2 T2 & LK 47 R
i s AT RBA
R A H
kR R.S.D. (%)
FeER (n=5) 25 pg/mL 0.14
M (035 | &% iR©NoS) 1.22
BT (=5 | # &% iRNoS) 0.19
W pHE T (n=1) 0.05 pg/mL -
T E &' (n=1) 0.25 pg/mL -
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(L) i dew fe 5ok ak
W H Tk e w e S 97.6% 0 AR EHEE B A S 2.14% (47 ) -

21 A H R ew i F

e BHHEE| FFE | e 8 | REE | wiF |Twfcd| RSD.
(9) (mg) (mg) (mg) (%) (%) (%)
1 0.2509 0.9439 1.0 1.9419 99.79
2 0.2505 0.9424 1.0 1.8853 94.29
3 0.2503 0.9417 1.0 1.9302 98.85 97.6 2.14
4 0.2500 0.9406 1.0 1.9201 97.95
5 0.2503 0.9417 1.0 1.9157 97.40

(+) £87 &g LRlE
10 3+ Frat 2. 7 R TR R ETF F)Hcd 2 #rn L Hehg £
5 0.188-1.029% ik ¥ Rt EH g i3 At AL Feh g £ 7752 04%:
T 9F e th L R 3R B A 10 5000 (F % E A 12673) ¢

27 2B LERAEHR S LA P E

F it AR FHmE | MAFE
(No.) (%) (No.) (%)
1 (NF) 0.612 6 (SAB) 0.675
2 (NO) 0.210 7 (SGA) 0.467
3 (CA) 0.431 8 (SK2) 0.454
4 (CB) 1.029 9 (SUA) 0.473
5 (CH) 0.388 10 (SUD) 0.188
T35 +S.D. 0.493+0.242
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(+- ) @4t %+ 2. HPLC 4p = Rl3§ e =
P10 347 8B e &5k & 10uL itk 0 i 7 HPLC 45 ¥ R
iRl e

1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 pm)

2. ¥ RIAE UV 283 nm

3. ;i ¢ 1.0 mL/min

4. FHIER 135°C

5.2 ~% 1 10uL

6. # & 4p -

P & (min) z 7 (%) k(%)

0 5 95
5 5 95
15 10 90
50 25 75
60 25 75
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025 M
1
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W3 W T M U5 K0 M5 A W5 B 45 B W5 B W M) 45 K0 45 A 25 B0 g5 o
Bl= ~ 10 3+ % 2af £ 41 2. HPLC 4p ® Bl3#
(+=) HRiEE A 32 UPLC & 47
ARG ER 241 A AT L R AR L (R ) -
0.20 —
] A H
2 0.10{ /
O.OOJ\
0.00 1.60 2.60 3.60 4.60 5.60 6.60 7.60 8.60 9.60 10.00
Minutes

B~ bl i H BRI S35 2 UPLC & 17 )
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(+=2) 7 &Sk 52 UPLC & 17
RGP 241 A SR T R BRGS0 L H LR (B ) o

0.08
0.06-] e
] T AL +
D ;
2 0.04: /
0.02
0.00}
e e e e B e e e e e e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

Minutes
B~ -~ 7 & Fpda e 52 UPLC & 47 B
(F2) pAHharF A3 Ry
A3 CyHnOu s A+ 8 1 580.54 5 5 2 166-168 °C 5 it§ ¢ # & o

(+3) Wi Fenidip

(=) tha 3 "HNMR Bl3#
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B A
.91

1 ~ A ¢ 'H NMR B 3# (DMSO-ds)

(=) 04 3 5 5C NMR B3

Haringin_DNSO_800 2016,03/30

- EEE E853EE855 8 833fEssas
NNNNNNNNNNNNNNNNNNNNN

ok 7R WwuE iy

l N ‘ } Ll

T
100

W+ ~ & 3 5 °C NMR % (DMSO-ds)

(+~) b4 ¥ 1 ESI-MS W3
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E:\DATA\Lu, Chung-Kuang\2015\YHC7-20 6/14/2015 11:58:26 AM YHC7-20
ESI

YHC7-20 #19-26 RT: 0.58-0.78 AV: 8 NL: 2.07E5 -

T: + ¢ ESI Full ms [ 150.00-1500.00]
100 3
95~

oo [M+Na]*

8 /
80|

75
70
65
60—
55 |
50~

45—

40-
35

30{!

25- ‘
55 538.98

15 }

603.20

Relative Abundance

{
10- 394.70 B39

- 580.65 |
5 33107 41017 45715 4gg55 { 04038 7041 72853 74919
o el s i bl il Lol ] Rl ‘ ot Lol b o g

| Ll

= Tl T S | Y W“"“‘—‘r“M'“F'“"}

300 350 400 45 500 550 600 650 700 750 800 850
m/z

B+ - 494 H HESI-MS Bl :#

(+4) # A HHFTIR ¥

naringin

60
58
56
54
52
50

4

o

%Transmittance
Y
o
1

[
[
Ll

13603

18 |
4000 3500 3000 2500 2000 1500 1000 500
Wavenumbers (cm-1)

B+ =~ th A H O FTIR BH
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(= +) #A H UV B

T By B B
200.0 2250 2500 2750 300.0 3250 3500 375.0 nm

Bl = A H e UV B
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) A G RS R

= A HehE B F 245 (DMSO-do)

b A3

position o (600 MHz)? dc (150 MHz)

1 - -

2 5.50 (dd, 13.2, 3.0) 78.7

3 2.72 (dd, 16.8, 3.0), 3.28-3.31 (m) 42.1

4 - 197.3
4a - 103.3
5 - 163.0

6 6.07 (d, 2.4) 96.3

7 - 164.9

8 6.10 (d, 2.4) 95.2
8a - 162.8
I’ - 128.7
2%,6° 6.88(dd, 8.5, 2.0) 128.5
3,5 6.94 (d, 8.5) 115.3
4’ - 157.9
1” 5.09 (d, 7.2) 97.4
2” 3.42-3.46 (M) 76.2
3” 3.14-3.18 (m) 69.6
4” 3.38-3.44 (m) 77.2
5” 3.38-3.44 (m) 76.9
6” 3.40-3.44 (m), 3.62-3.66 (m) 60.5
1 5.08 (d, 6.0) 100.4
2 3.64-3.68 (m) 70.4%
3 3.27-3.32 (m) 70.5%
4> 3.16-3.20 (M) 71.9
57 3.66-3.70 (M) 68.3
6 1.14 (d, 6.0) 18.1
5-OH 12.0 (s) -
4’-OH 9.65 (brs) -

4(Multiplicity, J in Hz) in ppm. *interchangeable.
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R TLC

4 #Z 7 DRYNARIAE RHIZOMA
# % ¢ ! Fortune’s Drynaria Rhizome
A& R ME&E G RA9H F Polypodiaceae e 4+ ik #1155 Drynaria roosii Nakaike 2§
EAE o
- N3 E

(-) ¥ &R [F2221]1(1%° 22 52k 2021) (P F4 25 qr
R %2 2020)

— B A EH R 05g 4 A 30mL o e 1)
Wil RAFL A AR T B ImLo #2031 (75t
Bk e

[F5222)( (A" BEHREs-p)

— B A EE R 05g0 4 70%2 fE 10mL > 425 4R F 30
A iR Bk 0 (TR RSIRR
[F2223)(p AR

— B A EE R 05g0 40 75%7 5 10mL > 425 4R T 30
A R Bk 0 (TR RSIRR

P~th & H (Naringin)$t R 4R 2 &> 4 @ ARG & % 1mL Z 1.0

|

(=) $HEiRE

rs Romg AR 0 T G HRIRE AR o
(=) & & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
() B B & [ER#H1)(L8° ZFL 5k 2021) (¢ 4 A E4rR

Z 2020)
—? F oLl TRk (1012:25:3)
[Bm&2) (4 k" EHEES-P)
—C BT gt TR IR 81111
[Em&3)(pFR%)YV
—C iz fig - Y BR -k (10017 < 13)
B ) 1l0cmx10cm~20cm x 10 cm
B OERREALTGg IS, P iTER > BERIEHE Ecm -
B &AL R Esis B3 K 254nm 20 % P ERETT AR &1 5%
Z % V4% (AICL/EtOH TS)* 7% > h gcfs » B30 ¥ bk
(365 nm) T AR ©

ol

PR Y]

/\/T\/\
i

Ve
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I FREEZ ERBRE
F %P P 112/01/09
¥R AR RH) : 45%
8 B (RT) : 24.8 °C
[ 2 & & 3] (é FREF)— T fig s YR -k (100517 5 13)
— HPTLC % *} (254 nm)#& !

— HPTLC 5%2= % it 48R B ¢ 1 J,tb & (365 nm)%ﬁ

P 24 i1 2
1-253 4 & (1.0 mg/mL) 15255uL
45556 BEarl [E82 2 1) 2555 8uL
7-859 B | [E5 2 2] 2555 8uL
1051112 |#&air 1 [ 23) 2555 8uL

ERT R ZBFE O RERRY PV ARER AT T 2
%&ﬁﬁ’a%?[+%1k3ﬁ
ZARBIE A H 22Ul w&EBR [F552 3] 8ul
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=~ REARESR

F %P P 112/01/09
1 $HE R (RH) @ 45%
8 & (RT) : 24.8 °C

[EEA 1) (L% F2 5 e m 2021) (¢ 4 2L fe@EL 2020) — °©

¥lomeEy TR R (1:12:25:3)
[55e=2 3] (p 7 B %) —HPTLC % * % (254 nm)# &1 (0 &L H Ry & 5 0.41

—HPTLC 5%z & {* 43 44 15 % * £(365 nm)f i (j L 3 Ry i 5 0.41)

24



EBA2] (57 FHEES ) — e Pk 81101
P2 3] (B 7 B4 ) — HPTLC % #F £ (254 nm)# &1 (}h L 3 Ry 5 0.38)

— HPTLC 5%= & i 4838/ B ¢ 15 % *h %(365 nm)#k 1 (& 3 R/ & 5 0.38)

25



[ERA 3] (p FR%) — e fig: " fk -k (100:17:13)Y
[58=i23] (f 7@ %)—HPTLC ﬁaf‘}v'c(254nm)%§>.+€71;’\$_—fRffE_§ 0.37)

— HPTLC 5%= & i 4838/ B ¢ 14 % *h %(365 nm)#k (¥ & 3 R/ id 5 0.37)

1 : Blank

BRI [FP2 23] 2R 3 BERA YV AL F B g
ERE [BERA3)ER ¥ 72 % Ad B 43040 £(254nm) T AR L H o °
A gkt [EEA 3]

26



BB INES

F5%p o 112/01/09

0 %% B (RH) © 45%

i# B (RT) : 24.8 °C
[E®@a3) (f FR3)—efe fia: @ -k (100:17:13)
(%52 3)h F@%)—HPTLC ¥ [ 5%k 3)(§ M%) —HPTLC ¥
2 k4R o %(254 nm) 11V

[P~ 3)(p #B%)—HPTLC % [¥®= % 3] (f #®%)— HPTLC
“k (365 nm)t | 5%z= & - AuiRip AR 4 (5% b k(365
nm)# v

1 : Blank

2 A H

34 wmEniR T
5 : Spike

FERELE T N D AT B (254nm) T AR RN 0L 5% = F T 4RGRREE S (ST bk
(365 nm) T AR v AT 7 RP AR A AL ik o
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I~ F R ER SRR
@0 8 112/01/09

in % & (RH) © 45%

B B (RT) : 24.8 °C

[Em#3)(p FR%)—2 fee iy " -k (10017 1 13)

[55->23) (p FH%)—HPTLC
(1) % ¢k % (254 nm)#z

(2)5%Z= & 43R B I % ¢h k(365 nm)t& )

Blank 758 | & 3(CA)

A 3 (1.0 mg/mL) 910 | & &% 4(CB)
3.4 | &% 1 (NF) 11212 | # &3 % 5 (CH)
5.6 | &3 % 2 (NO) 13| Spike (6 &3 72 7)
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[EE&3)(pFEFE)—e LAy " A -k (10017 13)
[5523) (p FH%)—HPTLC
(1) * #F & (254 nm)# I,

(2)5%Z= & 43R B4 % ¢h k(365 nm)t& )

Blank 7-8 | #&iair 8 (SK2)

4 %(1.0 mg/mL) 9+ 10 | # &3 % 9 (SUA)
3,4 | 5% % 6(SAB) 1112 | #% &3 % 10 (SUD)
5,6 | &%k 7(SGA) 13 | Spike (}& &3 i 7)

Bhmgkonp FRgL [Fe 23] 202 pEREs [BRAI3)] A4
B d L RN R (254nm) T AR 1 S%Z § T AERIR AT (50 4 o)
’l':‘( nm)'r %ﬁ;fﬁ-‘ﬁ’i x °
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