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#4% 3 (Eriocauli Flos)

-~
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CREE R R
(- )HPLC ®REZ2 B 47 ¢ 4o
Hitachi L-7100 > ¢ 7 Autosampler L-7200 - DAD L-7455 - k& 47 ¢ 41 :
Purospher® STAR RP-18 endcapped (5 um) LichroCART® 150-4.6 mm -

(=) UPLC R B2 B 47 ¢ 4o
Waters Acquity Ultra Perfermance LC » # 7 Binary Solvent Manager ~
Sample Manager ~ PDA Detector - & 45 ¢ 1+ : Purospher® STAR RP-18
endcapped (2 um) LichroCART*® 100-2.1 mm -

R Pt 1 5 o 3% (HPLC grade)pdst = fr 5 2 f%(95%) ke
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TR DD E 7-O-%j“?af%%f‘rf(hispidulin7-O-B-D-gIucopyranoside)(l) ’
<2010 & &L X R &y RE fEH L 5 e P 4y 0 hispidulin(i
5%17.rwaﬂiﬁﬂ¢#7—’éé$?% WA P AR A S
HigZBap  He x it & 15330 R F 3P E 1 T
foima s RRHE LR AL B T IOH- R

T~ 3
(‘ ) —rE"/ ‘51-1—@]1%
1. 428~ 9> & 05927 & 34 & ()5 60 mesh i &) » & %2 » 20 mL
5L o
2. & B4~ 10 mL £295% EtOH, 80% EtOH, 50% EtOH, 25% EtOH % H,0O-
425 A (40 kHz) & 7 30 min -
3. i 1 BLiR MBI 1 R R R SRR o
4. 4c » 1 mL80% MeOH w ;3 t& &> 5 0.45 um nylon jjg "3 g 16 B~ g it i (7
HPLC ~ 47 -



(=) =T B
1L BT 29050 % 20mL 5507 » 4 » 80%¢2 & 20mL » 42 i
2 & 30 min °
2. % 1R AERiS 0 ik d 55 0.45 umnylon B iR fs 0 PRk R A
HPLC 4 45 -
3 ARBIASEAF M2 T AEPE PR AR EPR 20 D A

‘;t—r =X ﬁﬁ: °

(z) #REE R R
BRI 5 L HFEFE R 251 mg s s I mL 1 80% T fRiR £ 353 > HlA A
LmL § 2510 pg i 55 4 i3 % ©

(2 ) &5 R

1. #=8~ 05 g M ¥ %2 » 20 mL 4% &g ¢ » 4 » 20 mL 80% EtOH >
245 A4 2 F 30 min -

2. M LB M iR 18 MR e B2t 50 mL R HEHEL Y A UAL 4o~ 20 ML 80%
EtOH » 4z 4 2 F 30 min -

3. M L Bp iR ts Mipik e b2 - B 50 MLk SEILY R R RSICE o

4. v 10 ML 80% MeOH ik sg¥g? =3 5P~ > & * 0.45 um nylon g%
WHig fs Primik i 7 HPLC A 45 o

A RS R SR~ RSk 20 plie i HPLC 2446 » S E
MBIk 2% 7-0-F 4+ (hispidulin7-O-B-D-glucopyranoside)(1) z
:E; s Ap %E’ o
(=) wER

PAR I 5 1 ek 300 % 80% MeOH i f 8= 2 & 1mL & %] 7 10, 50,
251, 502, 1004 pg % 7 fr ok B erfR 2 5. 0 14+ A% & B 20 pl A %) » HPLC
LR AT I AR S 0 G (Y ) TR 2 R R (X )i A
ook ERe St y=ax+b 24k iR

(=) ¥ R#E%
PR R 5 502 pg/mb 2 R0 5 L ARl iR 3 4 RO H L G 2
AR A

(~) RSB RS
LERE PR - 30 GEBTH A ERSARAE 2T F UG 3 Pk
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2. R PR - I BEMHITE A0S g BB RAR 2 2 UE RS
oo A3 0840 24 | PR E mH%C&ﬁ’Hﬁﬁwlﬁﬂ%aﬁ
mAp R R SRR L

(1) EpHEe € B3 5%

i pl& " (limit of detection, LOD) @ #-2 ik & 2 #5503 i 7 974F#
gt 2= L@ kR o T M RHESURE I E 5 T E 1R (limit of
quantitation, LOQ) * #-¢ Fvik & 2 3 &3 i 7 ST - i giiesut 5 =
1012 kR » (T2 2 £ &"ABTHE -

(L) FpEERD TS

Pk B4 W) G 50,502, 1004 pg/ml 2z #2351 AR R e 7 0 B R IRIGE (18
JPERNE BER AT R)EE D FRRQRL PR AT ) R RS
1 A

(H-) FhoredEdm

BPEMAEREXG050=27 8 20mL &gy o Hm r 2 A7 FIER
CAfRERZERELAROEERESAIRAF NG 37 Ff'/f]?ﬂ_.
2tk &% iR 7 HPLC & 47 ©

(+ =) HPLC % 47if 2
1. k45§ : Purospher® STAR RP-18 endcapped LichroCART® column (150 x
4.6 mm, 5 um)

2. P E UV 350 nm

3.yt ¢ 1.0 mL/min

4. FHER T EE

5 A& 120l

6. #H4p -

P & (min) % (%, viv) 1% f& (%, VIv)

0 20 80
3 20 80
23 28 72
25 35 65
35 45 55
55 100 0
58 20 80
60 20 80
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(+2) 287 B30T 7 2RT
10 75 SEH IR SARE 20 uL B A5 3 = o TR T E 6 A
Al SR EREY 2L L E AT E

(+ 2 ) UPLC % #7if &
1. k47 - Purospher® STAR RP-18 endcapped LichroCART® (100 x 2.1 mm,
2.0 um)

2. #%RAE UV 350 nm

3. /i ¢ 0.4 mL/min

4. FHER T FE

5. i1~ :1lpl

6. ##4p

P B (min) v 3% (%, VIV) 1%fis & (%, vIV)

0 20 80
1 20 80
4 28 72
5 38 65
7 45 55
11 100
14 100
15 20 80
18 20 80
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(=) %% 512 HPLC & 47
WG A 118 A AT R S 1 il

980 A

780 -

580 -

mAU

380 -

180 -

M

0 10 20 30 40 S0
R.T. (min)
Bl- ~ 8= 13%2 HPLC & 17 B

(=) &E8HE %52 HPLC & 47
WG T 120 A HAM T EH TS RES Ll

390 F
340 | 1

290 | N
240 |
190 |

140
90
0
| A . \

-10
0 10 20 30 40 50

mAU

R.T. (min)

Bl= 3 & #4552 HPLC & +7 B

(2) ¥ 4ms
" OB%e b LA HLEE 0 AP B L kg B A EH £ R er@ ek
AR A AR A S R TSR 80%e

v s 7 A ~
» B E PR



- B RBHEEPRR

%W EtOH 80% EtOH [50% EtOH [25% EtOH | H.0
Compd 1
. 3871436 3456671 | 479712 ND ND
HE R AR

() ZB8cd %
d 2 - SEHTER2AZERFYL 4% -

Lo BRI REERa KSR

W 5 A
¥ % 917713
¥ % 293187
¥z = 119804

(1) FESLTRER

S RRARRER L) E p B ATRE G f0F BE(Y)TE I SR E
@ 4250 5 1y =14841 x + 100146 » R?=0.9998 » & 77 ik & f 10— 1004 pg/mL
F A OSB  o

2.E+07

1.E+07 -

1.E+07 -

1.E+07 -

8.E+06 -

Area

6.E+06 -

4.E+06 -

y=14841x+100146

2.E+06 7 R?=0.9998

0.E+00 T T T T T
0 200 400 600 800 1000 1200

Concentration (ug mL?t)

Bl= - HFF&El el RF

2z ~EER 12 BERD N

HRiEE s JE B (ug/mL) M w A2 R?
SNl Sy | 10—1004 y = 14841x + 100146 0.9998

() F RALRA 5§ R 5%
FRHERAT )% HPLC R i b SR 2k B 2 L H BB 2 4p
HIREAL S 098% 0 F A2 ApHIRE L 5 456% 0 B2 AT X DRI
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(=) Rk
dRET I Ee R ] 24 ) R A HEE LS 0.22%
RUCAR ] FATF RS AIL R 24 PR R BIE S C LR

( A ) 18| g 1 £ gr g § AR
& 51 i & L (limit of detection, LOD) % 0.35 pg/mL > = & & *(limit
of quantitation, LOQ) = 0.70 pg/mL -

6.3 -
5.3 1
4.3 A
3.3 A

mAU

2.3
1.3 A

0.3 A

-0.7

R.T. (min)

Fle - 8 512 LOD & 17§l

6.3 -

53 A

4.3 A

3.3 A

mAU

2.3 A

1.3 -

0.3 A

-0.7

o
[N
o
N
o
W
o
N
o
a1
o

R.T. (min)

Bz ’F‘Z-g‘r-r'17 LOQ%’H’%]



Fow s LA REAST

L
WP P "
kR R.S.D. (%)
#Fwr  (n=3) 502 pug/mL 0.98
2wl (n=3) ¥ 5 % (CC) 4.56
£z (n=3) ¥ =% % (CC) 0.22
PR (n=1) 0.35 ug/mL -
TE &' (n=1) 0.70 pug/mL -

(L) PpREEP RS
dRET L E RS A ERZFRRAN B P F IR L
® 0.74—219% > it LR | > Forf REAILH 24 | PR =5 RS
AR AP FOppHERELS 088-1.85% -

23 HEEIFPREER D RFRE

, Fp R (n=6) 2 pE (n=9)
J& & (ng/mL)
Mean SD RSD (%) | Mean SD |RSD (%)
50 49.20 0.54 1.10 49.45 0.60 1.22
502 504.17 | 11.05 2.19 505.86 9.35 1.85
1004 1008.70 | 7.49 0.74 |1009.17 | 8.93 0.88
(+) e w o 5 R
EE ] T e d 101.65% o Ap ¥R 5 £ 1.48% o
22 SRR Lk e w e F A 47
Py BHHFE| 73R | 2 ® | BEE | wiF | Tidwqz| RSD.
(9) (mg) (mg) (mg) (%) T (%) (%)
0.507 1.639 2.80 4.64 106.87
0.505 1.636 1.40 3.05 100.81 | 101.65 1.48
0.504 1.632 0.75 2.36 97.28
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(=) BHT BRHT R
10 M FH2 § 2

0.56% -

R

Pl s® 2 B85

1

FC O AA GEMERES L1025

vz A

e

* R EL Mean+SD
%
NN 0.44 + 0.01
SC 0.34 £ 0.00
SE 0.32+0.00
CC 0.30 £ 0.01
CD 0.42 + 0.00
NJ 0.34 +0.00
NF 0.56 + 0.00
NR 0.34 +0.01
SG 0.14 + 0.00
SJ 0.41 +0.02
SQ 0.36 + 0.00
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(+=) %512 UPLC & 17
WG 25 A AR R 51 ki o

135 -
115 -
0.95 +

0.75 -

AU

0.55 ~
0.35 ~

0.15 ~

'0.05 T T T T T
0 2 4 6 8 10

R.T. (min)
Bl 815372 UPLC & 17 B

(=) 7 &34 52 UPLC & 17
RGP 261 A AT PR K i &0 RS L ek o

0.49 -
0.39 - 1
0.29 - i
-
<
0.19 -
0.09 - N N l
_0.01 _JLJM__A.I__AJ | - ~ | AL |
0 2 4 6 8 10
R.T. (min)

Bl- ~ % &30 F 52 UPLC & 17 B

("‘T)’Fﬁ‘?—i?r‘%lr_v’uv\;;\ \A};—E‘ﬁ)z}%

A+ 3% 1 C2H22011 Mol. Wt.: 462 mp: 235—238 C
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(+1) HEE1 i

OH OH
H%&&o o O
OH O \

HCO
OH O
1

| | ’J(J IJ[ }L

l ‘ ’ N TR
13 12 11 10 1] 8 7 & 5 4 3

B~ - 585212 'HNMR Bl (DMSO-ds)
(+=) #% 5 15 NMR B:#

(I A A A I A DA BT L

L Mm IH{LJ

B4 - B 512 13C NMR H 3 (DMSO-dg)
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(+ ~) &2 21 ESI-MS Bl

EF-10-7 40-18 RT 015030 AV. 0 N 82158

T: - ¢ ESI Fall ms | 150 £0-850.00{

100

2 2 3

Relative Aburdance
g 85 8 8

3 2

-
=

m

W38

00

mws

461.18

[M-H]

M2

350 A00 450 0 550 00 850

we

B+~ &1 2 ESI-MS Bl3#

(+4) %5 1FTIR B

™0

% Transmittance

La0180310_EF_10-7
60 -

50
a0
a0

a4

204

4000

3500

32849

29376
26763

1658 6

14624

3000 2500 2000 1500
“Wavenumbers (crm-1)

13562

1290 &

1154.6

10742

10988

9108

1000

8413

7065

500

B-L-- ~EER 12 FTIR B
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(z ) BB 15E R B

® & % 7-O-F F # H (hispidulin 7-O-B-D-glucopyranoside)

%~ ~ 3 2w % 7-0O-F F #+ (hispidulin 7-O-B-D-glucopyranoside)
g~ BB (=4 (DMSO-ds)?

position SH (600 MHz) dc (150 MHz)
2 164.3
3 6.85 (s) 102.6
4 182.3
4a 105.7
5 152.4
6 132.5
156.5
7.01 (s) 94.3
8a 152.1
I 121.0
2’ 7.94 (d, 9.0) 128.5
3’ 6.96 (d, 9.0) 116.0
4 161.4
5’ 6.96 (d, 9.0) 116.0
6’ 7.94 (d, 9.0) 128.5
1” 5.10 (d, 7.2) 100.2
2” 73.2
3” 76.7
47 69.5
5” 77.2
6” 60.6
6-OCHjs 3.76 (s) 60.3

4’-OH 10.49 (s)
5-OH 12.95 (br s)

4(Multiplicity, J in Hz) in ppm.
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# < ¢ ' Buerger Pipewort Flower

A R AEGFAH T F Eriocaulaceae 184~ 24 ¥ Eriocaulon buergerianum
Koern.z_ 5z & =L 2 =/ o A F e B A b - 5400 > flig -

- ~ 3 F
) &R [FE2221](EAFYBLY K LA rREL
2015)
—B A gk 1.0g 42 5 30mLoAg 5 A a2 30 4 450
Win o MR A AACBBIMLR ZBE TRk S
IR e
(=) HERiEER BHgdoF 7-0-[3-55“2{#%;1‘“(Hispidulin-O-B-qucoside)’ﬁ
% R e mEAE ImL 7 Img 93k 7L HREE AR o
zZ) #& % +H# HPTLCsilicagel 60 F2s4 > 10 cm x 10 cm ~ 20 cm x 10 cm
() B B & [EE& 1] (£4° FL 5% ¢ FAAE{frREL
2015)
—? F I fr (10 :0.6)
[Em#2)] (p FRH)Y
—o e iyt TRk (19:1:1)
(z) 2 B # 10cmx10cm~20cmx 10cm
(=) £ B ERWGEALTHE 544 FFER  EREH8cm-
() B &R &2 10%FE e fRiEiR 0 Pol R 5018 0 150 °C 4 T i

B & /FLE’VT » 3T A R 365 nm 2 % HER BT R AR o
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=~ RRBRE

¥ % p # : 104/12/09

10 ¥i% & (RH) © 53%

B AR(RT):26°C

[Ema2)] (FBg)—2ephef: "k (19:1:1)

i 5 oy 7 g
2@ % 7-0- 7 (Hispidulin
1.0.3 | %27 -B-# F #E 5 (Hisp 125,
7-O-B- glu005|de) (1 mg/mL)
4,556 |NF#&27 [552 2 1] 2°5>8uL

b ® % 2w F 7-O-B-F § 49 (Hispidulin 7-O-B-glucoside) # 3 =73 7% 1
1& %r‘%;‘%;?z [52-2 1) 200

17



BB ARESR
F 5% P 104/12/10
A0 %5 & (RH) : 54%
BRRT):27°C
[EBH L] (47 FL 59k ¢ FLALfo@EL 2015) —? ¥ : 5 i
(10 : 0.6)
[57-2 1) (i;'%’*-c* WY H SR P EARE
10%Frfa e f% & ¢ {8 % *b (365 nm)t& &1 (%

® Z . 2015) — HPTLC
0B”5%$MEm®

\‘E

[Ema2] (fFB%)—epmef: "k (19:1:1)
(5522 1] (487 #4527 FLa K rRF L 2015) — HPTLC
10%#rp o ik & 4 1 47 F (365 nm)te H1(F 2 W & T-O-B-F FaEF RriL
0.28)

L ___ T R,

1 : Blank

2: % 2% 7-0-B-§ § #5 (Hispidulin 7-O-B-glucoside)

34 NF & 537

5 : Spike

ERAE AR I [FRAZ1)] N ok R gL [BRA 2] R [ER
A 1) & ok i oo
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T~ BB VER

P 5% p ¥ 1 104/12/10

Ap 4% & (RH) : 54%

HERERT):27°TC

[Em#2) (p FRW)—2 e "k (19:1:1)

[5222 1) (298¢ FL 5w [F2-32 1) (287 2L 5 - R,
PEA R X {rFF L 2015) —HPTLC ¢ &4 R X {e®# 4 2015) — HPTLC
%ok k(254 nm) e 1 ¥ ek k(365 nm)is )

[55202 1) (4% #2520 [F2 2 1) (L%° #2152 %K;
PEA R Efe®EL 2015) —HPTLC ¢ X R £ {e® %L 2015) — HPTLC
XGRS R B 4 /% ok (365 nm)te
Y
_______________ —_ ——_ _—— . — — .

1 : Blank

2: % 2% % 7-O-B-%§ % # g (Hispidulin 7-O-B-glucoside)

374 :NF & &3 i%

5 : Spike

LA N H ok £(254 nm 2 365 nm)tkAR > & 2 H E 7-O-B-F § Ak
(Hispidulin 7-O-B-glucoside) & 5.2 BLAT T & 3 iF ¥ 55 10%Fifk e i & ¢ 15
AT b k(365 NM)T AEoT 4 B AE 2 K A A BL o
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I~ IR R

F 5% p# ot 104/12/15

A ¥E & (RH) © 44%

B R (RT):27°C

[Em#2) (p FE#)—e@efm: "/ -k (19:1:1)

(552 1] (B4 #4528 ¢ B4 3 £ @4 2015 —HPTLC 10%
FRph BE R 4 (5% o (365 nm)tk

1 Blank
) ® 2@ % 7-O-B-§ § #& 5 (Hispidulin
7-O-B-glucoside) (1 mg/mL)
3:4 NF t& 5% %
556 NJ & &% i%
78 NN & &% %
9,10 NR # &% i®
11512 CD t& &3 %
13 Spike (NF # &% %)

20



1 Blank

® 2@ % 7-O-B-§ § #& 9 (Hispidulin
7-O-B-glucoside) (1 mg/mL)

SC & &% ik

» 10 SJ & eid i

11 12 SQ & &% ik

13 Spike (NF & &% ii%)

‘%i’f

WBER AR EY R RZ P EA R 2015 z. [ %= 2 1]
i“f'r’?’i'%?*ﬁﬁﬂr’%’ (& m# 2] 475~ Fi? WAk 7-O-B-F § g
(Hispidulin 7-O-B-glucoside) > 7 14 10%#:fi ¢ fidie kg ¢ 18 > r2 % ¢k k(365 nm)
AR o

- fr
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