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Ol Ed G TR 0 168~169 F e

EAH S P LI RIE)2013) o 4 Y BL BlE . S M4 A AR
128~129 F o

PEA R LR BN TR RO F P FEFANQ013) B0 #
HEES AP o4 B4 BN FRw mﬁéﬁi F ¢ FEFHIN-651~662 F -
V(A %)(2002) o 7% F B - X o a3 1 LB 1 E DA 0 390~392
';'n‘ o

ALY R~ B (D $)(2016) o ¢ BRI B o ARE ALE BT IRAL o
360~361 F o

L e s A (L $0)(2013) © # F 4k @ AR W o AR AR 7 B
ARIE AL R AL 0 386~387 T o

R pZEL LR €(2020) ¢ &4 AR foRFL 2020 5% 0o % 1 7 @]%5
R AURAL 0 224~225 F o

oA (2 H)(1995) ¢ BT HENE* 2 oL d FLE HpT I RAL 0 434~435
—FT o

W (R H)(2020) ° AT P REHET 52 % o 7 FFEH IR
306~309 F o

SRM(A $)(2021) 7 B Y B4 2 A Y R RENIRIL 5o P R LR IRA.
183 F -
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# 2.3 (QUISQUALIS FRUCTUS)

-— \ﬁ%:i"
B ALE Y FRRESERE 105

CHRER AR
(- ) HPLC &k B2 K78 4=
Waters 2695 Separation Module > ¢ 7 Waters 2998 ~ Photodiode Array Detector ;
& 17 ¢ 1 Agilent ZORBAX Eclipse Plus Column (250 x 4.6 mm, 5 um) ©
(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Perfermance LC > ¢ 7 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & +7 ? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

ZRRERE PR K
(- ) @4
? B (HPLC grade)pd- ¥ *t X 2 45 5 A2 & 5 ¢ faph ¥ »t Merck ;
ARMHHE Y LfoF T
(=) HEpifEs
# L @ #k(Trigonelline)p - % *+ 3 L 4 Fo 155 L2 @ > B R 98%1 1+ o

l \
B

)

o

L
(=) B ERFPFHTR
AEF RO F PRI 05 g0 B SO mL e g Y o B

for T~ T5% 7 [~ 50%7 fR o [~ 75%2 [~ 50%2 fiE & 25mL e A2
3 k4R T AJE(# 5 300 W o 4 5 40 kHz) 30 4 4> 4 10 4 (% 5000
xg)o 12 No.l Jh i Pohir# » 25mL 22 3 BH(7 > 4ed L3 % B -
#: 4 £ 1 (Syringe filter, PVDF 0.45 pm) » ¥ {& o & 4+ 10 uL j* » HPLC -

PECICEEE & TR0 S T EP TR E PSS L B It N P

(Z) BB RPN
BRI~ R(EY 20506 8)9 05> % 50mL g~ g @ o
Fite » T5%7 P 25mLo A2 4R F AIL(7 F 300 W » 4% 40kHz) 30 4
& > Zre 10 A 48(5 5000 x g) » 4 No.l g A8k » Boigik 4 » 25 mL 2
FRALT 02 7% i3 WA 453 F B (Syringe filter, PVDF 045 um).
W o & 410 L it » HPLC > AJAFVA £4F F 2 72 5 =0 5P~ &4k -
ERFLTRRER R T E NG F Ak



(Z) HREESER
WP o =46 4.0 mg o 4r 10 mL ¢075%° gl &% 1 mL
F L dk 400 ng SEFRR AR SRR B iR £ 02 75% 7 FEAFE D S0 pg/mL
B HRARE B R

() &5 R
ﬁfﬁ%#&ﬁ%ﬁ@?ﬂﬁﬁ#ﬁﬁo5ggSOmL$M§6,ﬁ
* 75%% FR 25mL 0 A2 4R IF A (3 F 300 W > 4E F 40kHz) 30 4 48
des 10 4~ 48(5 5000 x g) » 14 No.l g il » Pk > AR~ Za‘_zfﬁ #
Bel o SRR AT S50mL2 F Y 0 4 T5%T BRI Y A #3
£ i & (Syringe filter, PVDF 0.45 um) » ¥ o

() Bz
b G EE e B R AR BOA R S 6 A R 10 ul c 2~ HPLC » ip) 2o
AR MR ke 2 T o
(=) kEMR

BRE P L7 i $E PR AR S R i (400 pg/mL) 14 T5% 7 R AF
35 # = 8455 200 ~ 100 ~ 50 ~ 25 ~ 10 ~ 5.0 pg/mL 4 e 52 533
e LY ik B 10pL A B~ HPLC S 7 RE A 470 1% SR E 5
2 G (y P T BRI 52 kR (x )i F AR i 3 R E R E R
2.3 A2 y=ax+b &gk aEc R? -

(=) HpERRFR
U_ﬂft % 50ug/mL é‘f%*ﬂ—grr'/p/&j ﬁ‘ S{F‘L’J‘lé?ﬁ;‘:"%
SR GO Gtk R R A

(~) EH SR RS
LOEAFH R - T BB FS A R T F SR R WA
FRA S 2 FHR & e Rl e T T R0 hlk
FhApERE L -
2L PR - 7 LRBSEE A BRI EHRSDRUG AW
BREFEHR SRR AU 02 4824 | PRiEHRIT NP ET
iy B Stk ROAPHREL o



(1 ) BRI T E R GER
. 18 jP]4& *T(Limit of Detection, LOD) : #-¢ ik & 2 & # 572 7% % LA
IRl L =3 kR 0 TS BRHRIALGIE o
Z_¥ #%&*Y(Limit of Quantification, LOQ) : #-¢ ik & 2 & # 572 7% % L
FodumEienot =100l F2 kR > 5 T 2B AGTE o

(+) B hew YT 5 TR Bk
e e ET R EIERE A S B F P ERERY 05 g
Al FE S~ 1 mL en#f 7 4603 % (500 pg/mL) > X Rtk SR R 1 2 2
TEp] F_o

(+- ) HPLC 4 455 i

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

2. #ipLAE 1 UV 265nm

3. ;i ¢ 1.0 mL/min

4. FHIER 135°C

5.2 ~% 1 10uL

6. # & 4p -

¥ & (min) " 7% (%) 0.1%¢2 pa 7z 0.05%-* = = &/ B dh (v/v, %)*

0 25 75
20 25 75

%P | mL o fe% 0.5g - 28 pedh 4ok 2 1000 mL

(L) 47 8R:384Hz £l
Ot BRI B R TA A 2AG R SR B2 10
puL g 8 3 442 » HPLC 1@ T3 % o f 'l 23 P B R &SP L 7
R AN LN
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(+ =) #%3 %4k 52 UPLC » f7iF 2

1. k4% % : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ¥ BIAE UV 265 nm
3. ik 0.4 mL/min
4. FHLE R 135°C
5.0 0% 1 1pL
6. #HAp -
¥ ¥ (min) ? (%) | 0.1%2 f& 7 0.05%* = "= A/ padp (viv, %)*
0 25 75
8 25 75

*po ImL & % 0.5g - - %25/ pedh 4ok 3 1000 mL

11



7 2%

(=) HRELE R

“ 42 HPLC %

iiid

s “*g’pi?F"* 6.94 /& &R AE T ¢ L 7 ke R AR S 08 (- ) o

0.254

A
] v
0.20
2 0.157 /
0.10
0.05 [\\
0.00 T T T T T T
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

()% &2 HHE S

Minutes

Fl= ~ 7 s H R S0 i 2 HPLC & 15

2. HPLC % 4%

WHFGERT 691 AEAM T RTFEHRST P LT i
HRETRARFR)E 3.67 45 £ FF (D5 1.08> 39h st * L& Kp o

AE (R ) e

N £ o ® o N > O @
TN SURY RN PN T ST SRR S S

_ 3y e . s
Z) REXIBRETR

1 T5% 9 FE AR G R HLPE

X BT 5% FRIA R A ﬁxxirﬁf

+ k. NS = L
Fo— >R EBBETR

i L AR B

7 4 ST WG| R
" A 149447
75%° fi% 376328 \
50%"7 fis 276475
% 78249
75%¢ f% 318360
50%2 f% 355826
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() B G EBAXHGTR
BEEAER2IAAL S MPT T R E R 2 (F B L 98%) o
o B FEHRE TGRS
75%" f% BT wk L E A
# 1= 326408
2 68873
* 3= 7392
* 4= N.D

() HRFEESZ kIR
£ FERY LT MO E

M 42N L y=14982x+3517.1° R2=0.9999 > kg 7 JE B &

AR ATOLE 5 A R s (Y)W 3

i
5.0-200 pg/mL

F oA B(FZ) .
3500000 - R
3000000 - y=14982x +3517.1
2500000 - R>=10.9999
#2000000 -
% 1500000 -
ut
¢ 1000000 -
500000 -
0 L L 1
0 50 100 150 200
JE & (ug/mL)
Bl= ~# " dk2 & AE
22 LT k2 RESS A
HRAEE S )& B (ng/mL) w425 R?
LT 5.0-200 y = 14982x + 3517.1 0.9999

(=) HRHEFR

P o%ES T 1% HPLC T8 i 2 chff % B 24 >
W R R o

ZAPHERE L 5 0.06% 0 B

K
£
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(=) EAPRER UL FR
FoEEMT o 1% HPLC R 2 hddf i 2> o F = sk £ 47 14
ZAPERE L G 161% 0 B kA R RPN o @ TR B 24 ) PR
Lo AR EL L 0.15% F i LB [ Forg REAITIA24 )
PEp oS o PE A LR

(~) #RlE L 2 R 1Bk
# T de W RETS 025 pg/mL (Ble ) » T 21&'T5 0.5 pg/mL (F)
i)

T T T T T T T T
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00

Ble ~ & 5% i o pHE LK 45 B

0.0127
0,010
0.008]
5 0006
< 1

0.004]

0.002

0.000

— T —T— —— —— —T— —— T
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
Minutes

BT > & iz 2B 17 W

e o~ LA T

Yo ip7E P # T

kB R.S.D. (%)
HeRE  (n=5) 50 pg/mL 0.06
LA (035 | w&iziRNod) 1.61

R (n=5) ¥ &% ik (No.4) 0.15
¥R (n=1) 0.25 pg/mL -
TE %' (n=1) 0.50 ug/mL -
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(’L ) 4“‘?“]{—1 Fé‘%?
PR TR TIEN AT YT 5 953% 0 AR E R L S 237% (1)

2T PR T e ST
o ggﬁ,ﬁg_ ZFE | x| BEE | wiF | TIEwJcF| RSD.
T (@ (mg) | (mg) | (mg) (%) (%) (%)
1 0.5004 0.5681 0.5 1.0452 95.42
2 0.5002 0.5679 0.5 1.0395 94.32
3 0.5003 0.5680 0.5 1.0464 95.68 95.27 2.37
4 0.5006 0.5683 0.5 1.0611 98.56
5 0.5001 0.5678 0.5 1.0296 95.27
() £47 623 5FH; 2T

IO#LMJr B2 g ERITSEECR Sk~ 407 L7 kD7
B 5 0.114-0.149% - #k it 23 HEHip s A ¢ o sk £7 753
0.2% o TL# 1% Bekew = dk L% 35 5 57 1435 5000 (F % 5 14497) -

A AAT LRBIFHRS LS LT kT R

Fhmh | PAT i FHme | Pk
(No.) (%) (No.) (%)
1 (NC) 0.139 6 (CE) 0.130
2 (NE) 0.127 7 (SK1) 0.138
3 (NF) 0.124 8 (SK3) 0.114
4 (NH) 0.146 9 (SUC) 0.149
5(NJ) 0.131 10 (SUD) 0.117
T 35 +S.D. 0.132+0.0.012
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(+- ) %+ #EH2 HPLC 45 ¥ B3 e =

B 10447 B 23 B &R0

R o

£ 10pL 4% - 2 {7 HPLC 45 X R

1. & +7 ¢ : Agilent ZORBAX Eclipse Plus Column (250 x 4.6 mm, 5 pm)
2. ¥ pIAE UV 265 nm 3. ;i ¢ 1.0 mL/min
4. gHE R 1 35°C 5.2A>% 10uL
6. # & 4p :
¥ R (min) ?AE(%) | 0.1%2 f& 7 0.05%* = "= AR padp (viv, %)*
0 25 75
8 25 75
*Bo ImL ¢ fE% 0.5g L - "= AR A4 4 k2 1000 mL
0.160
0470 é}? F; z %
] LKR/\‘—\M 10
(1 S
o1 kdﬁ 9
0130
0.120] 8
04107
7
00—
0,080
o] 5
0,060
4
L
004 L\J@\L 3
0030
0020 2
!
00107
1
[ ——
000 1h0 2‘00‘ 3!‘30 41‘)0 o ‘5‘00 6(‘30 7‘00‘ o ‘8‘00‘ o ‘9‘00‘ ; ‘10‘.00‘ ; ‘11‘00‘ ; ‘12‘00‘ o ‘13‘00‘ o ‘14‘00‘ o ‘IS‘.OD‘ o ‘16‘.00‘ ; ‘17‘.00‘ ; ‘13‘.00‘ ; ‘19‘00‘ o

Nnutes

Bl- ~ 10 # & %3 Z 442 HPLC dp = Bl3¥
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L o) HERIRE S L7 #k2 UPLC & 47

G PERE LT AR # L de R AR S (R )

v i

— T T — T T T T T T T T — T —
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00
Minutes

Fl= ~ 2~ s HRARE 533 % 2 UPLC & 17 )

Lz ) 7 &% Fie s UPLC & 47

8.00

WAHFTER 172 A b REF EHR &Y VLT ke (BN )e

0.15

0.10

0.05- /

2
<<

0.007M

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00
Minutes

BN~ 7 823 Fie &2 UPLC & 47 B
(L) ¥ ArFIN AT B8

F I CHINOy s 2+ & 137015 381 130°C s v F sk o
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(L) # = #k e 'HNMR Rl

Trigonelline_D20_600 2023/10/03 (YHC16-111)

eeeee
~~~~~

4.303

T T T L R | T T T 1
9 8 7 6 S 4 3 2 1 ppm
v w w
0.85 S 1.00 e
B4 ~# = # 7 'HNMR @3#(D:0)
(+=) # 7 # PCNMR RI#
Trigonelline_D20_600 2023/10/03 (YHC16-111)
' N .
e e A L B R TT T T T TF T T T T T T T
160 140 120 100 80 60 40 20 ppm

B~ & &1 PC NMR F3#(D:0)
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(+ ) # j  #&5ESI-MS Bl 3#

D:\Xcalibur\...\2023\YHC16_111_6

10/04/23 09:59:51

YHC16_111_6 #159 RT: 1.59 AV: 1 NL: 2.87E7
T: FTMS + p ESI Full ms [100.0000-1000.0000]

28000000
26000000

240000002

22000000;

20000000

18000000

16000000

14000000

12000000

Relative Abundance

10000000

8000000
6000000

4000000
1021280

2000000~ 116.1436

1

122.0966 197 9704
130.1591

160.0369

[M+H]"
138.0550

e

165.1598

141.¢ 157.0834

183.1623

| 171.0990 179.1753 | 1851593

197.0785

100

cﬂ

113.%1}9J
frrepreryrivei-f ittt

t
110 120 130

| iy

9586
Jh. .
¥ T 1

140

t fr

163.0523 l k l
ol i Ly

| T | Liki } 1
150 160
m/z

170

B+ - ~# i * d 5 ESI-MS Bl3¥%

1) # K ¥ #& S FTIR @3

1‘ixi|l]|l|IU

|
L
bR b |
180

3

I

190

frn

1
200

55 Mon Oct 23 12:23:19 2023 (GMT+08:00)
50
457
40-
359
307

25

20

%T

-5

-104

3424.30
3073.44

-154

-20

1380.92

1217.84

913.93

1131.37

773.10

\

674.26

4000 3500 3000

2500 2000
Wavenumbers (cm-1)

1500

1000

E]__L

¥ Tk en FTIR B3
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_ g , 23
- 4) PR T e UV Bl
6.952 Peak 1
0.20
0.18+
0.16+
0.14
264 nm
2 0.10
0.08d 263.9
0.06+
0.04+
0.02+
0.00
226.00 240‘.00 26&00 286.00 300‘.00 32&00 3¢C;.00 36&00 38&00 400
— I . Y
B+ =~ 77 e UV B3
_ g v A zs
- +-) PR e a SRRV B F

(@]

4 7
5

2 °
+/2
6 N1

|
Lk

- ST dkiE 8 =8 (D0)

position du (600 MHz) oc (150 MHz)
2 8.99 (s) 145.8
3 - 136.8
4 8.70 (d, 7.2) 144.7
5 7.95(d, 7.2) 127.6
6 8.71(d, 7.2) 145.9
7 - 167.7
N-Me 4.30 (s) 48.1

4(Multiplicity, J in Hz) in ppm.
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: QUISQUALIS FRUCTUS

: Rangooncreeper Fruit

D A5 2 3 # Combretaceae €4 € = + Quisqualis indica L.2_ 3% =
HEF o

BaEan [F22321)4%Y 2L 5wk 2021) (¢ #4 3 &
e R L 2020)
— ARk 1.0g 4ee W 20mL o &3 AT 10 A
b o WBip 0 iR AEC 0 A4 fhe fig 2 mL i 203 fF
T 5 %ﬁrr'/eu °
Pﬁ%/fﬂ<é%ﬁ§ﬁﬂﬁ$%w>/
Bk 5k 04g 4 50%7 5 SmLo 423 k4T 15 4
48 0 B0 TEHRESBIR
(572023 (p FRH)
Bk stk 1.0 go 4 75%7 i 10 mL > 423 4 48 F 30
ks WBig 0 (TR SRR
PRARE . Pt % dg(Trigonelline) 44 PR AR 5 > 4 " Bl &5 [ mL
/% R 7 1.0mg 3R o TR HRERE SRR
% & 1 HPTLCsilica gel 60 F2s4 > 10 cm x 10 cm ~ 20 cm X 10 cm
BB A [EB#a1) (428 FL 5wk 2021) (¢ F4 2o
Z 2020)
— % b B(30~60°C) : T BT i (4: 1)
[EEH2)(HEY EHEES 2P )
—omEke ik Bl
[Em&3)(p FR%)YV
—pE ok 20 0)
f, 10cmx10cm ~20cm x 10 cm
B B OERWHEFALTIEF IS5~,4 FFER  BEREHEcm-o
Bd &AL R ogois 0 BN PE(254nm)T AL Z o BV U R T AT IR
(Dragendorff Reagent)- # i 4#/¢ f%:#/% (FeCls/EtOH TS) (2 -
iR & iRh i > B gc o 57 LB T AL o

pial
o

21



I FEERZERPIFE
F%p P 112/11/14
iR ¥R (RH) * 53%
8 B (RT) : 21.7°C

[Em# 3) (é FRE)—RE k 2:1)
—HPTLC ¥ ¢ £(254 nm)# !

—HPTLC 3 i gedoiei-2 £ M4RGEIR QR DHS 57 L%

it

—_—————————_——— e ——————————————— ——

P LA i1 §
1,253 # = #(1.0 mg/mL) 1>255uL
4,556 Bwaar S [Fei2 1) 25558l
7-8:9 WEan S [(F5- 2 2) 25,558
10>11512 | #&37S [ 3) 2,55 8uL

BRT AR FLERCF 0 VA RYRE S REBRY BT A M
e %’ﬂkagﬂ’g&?é%ﬂgﬁﬁﬁlﬁﬁ*%2ﬁ
EEmi R @ Tk 2ul o & [F 5 2] sul

22



SN BEERER
A2 p Y 112/11/14
A% A (RH) : 53%
i B (RT) : 21.7°C
[EmA 1] (%" L %% 2021) (¢ £4 %% fe@BFL 2020) —7F 38
A(30~60°C) : ¢ fec fig (4:1)
(552 2] (48 ° 4 {EE 5 2 # ) — HPTLC % *F %(254 nm)i# 1 (#
K= #REE 0)

[55= 2 2] (457 BEHEES 2P ) — HPTLC o i 40403857 -2 § * 48
HRQ DA BT LLRN(FET B RES 0)

23



(ER# 2] (A& FHERS P ) —2 @@ ke ik G:1:10)
[52=2 2] (4% EFHEES 2P ) —HPTLC % *h £ (254 nm)#% 1 (%
“ # Ry E<0.1)

[55=32 2] (487 B H{RES 2 # ) —HPTLC o 1* $64m 3% -= § 1 48
BRQ DB BT Ak N T ik RAE<0.])

24



[Em&3)(p FRE)—pm -k Q)Y

[5552 2] (4% ¢ FHHRE S~ 2 ) —HPTLC % ¢ (254 nm)$s |
# L~ #k R 5 0.35)

[55222 2] (A kY EHEES > P ) —HPTLC & i 48493 % -2 & (“ 48

FRQIDES BT AR N(FE T & REL 035)

R e e e

1 : Blank 304 feEBRS

21T 4k 5 : Spike

ERAH AR [FER 2] 2o up FRE2 [BREB3) BRE > T
FRTERDORERY o A HE o Rt [ERA3]

25



TR NER

F%p P 112/11/14

B %% & (RH) @ 53%
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