JEAE TR R E A B (B DL R RHEENT 7R )
BETFUSIN) O SRR D 723D ORI 52 B4 B B 58
(H29- £ ft-—1#%-007)

RS VAR FE (R PO AR R 8 o P o
gNMR %z 7= BEF RN D 7y HS e BR VA 2 B3 2 P9t

i aEiE]

KEPIN BB 2%

MEESE

Y DD MORE AT T,

RS ERBRIE DN STV WEETF IR IC 3 L C, '"H-gNMRIE(E £&'H-NMRi£)
WRBRIE S L CEMFTRE CToH D TREME 2 st L7 BC, @M OWREMED H 2 & DIZEH L T,
FERZE AT D5 A ORESRMEOMENL, HDHWITENEZIGH LI 1B EEEOKRG B L
L CHEE T o7, 3 E LI & Bl OFIERERE~DE H O FTREME & ik
At L7e. TEEEHhHY ) 1XFEER DMLV OB 20, TFEEHIHY ) ORJFIZ B
STWVWDHHLDODH 5, AFE LTHIRENTWD L ODOMEM & 1ERK L, '"H-QNMRETOE &
INFIREN DR AAT o 12, 3VRENL, 7 =37 U — 7 FE 7 & AR LI BER IR O Bk
Bik~D7 7a—F L LT, 737V —7 OEERK>E L TEY Toh A I trigonelline® 'H-
NMREZ W= EEORFI 21T, 7 =X 7V — 27 O IZ 8 & 11 5 trigonelline D
'H-gNMREE W= EBEANL LT-. £72, a3 a v a2EMEE UZBEFERINY O BIFE R ER
E~OT7 7 —F & LT, ETHEERD LD 9 /LA WpiperineS ' H-QNMRYE D FEIE 312

A. BFEEB

'H-gNMR 1%, SI b L —3 7L 722 iRGEE #EY)
B2 NEERE L L C NMR A< R LOlES
5 LT, ESGY T OHE E RN T X
LHHETHD. BB OREER 2 T
Mo EENATRETH D Z EnD, EHELNTFIC
A DI WRRY) O E B\ 72 [ E L TH
5. bbb, XIRYE O 'H-NMR AX7 kL
2B W Ty 7T ar LTI & b 44
S AHETE L, B O A V2 BE
FERN OSBRI B W TIERITAH T 225
BEHTELERD DD,

BUVAEE G| BRI CTh 5 [FH¥k
MY (ZEB LTI AR To72.  BEFEUSIN
o TFEpHhtY) 1 X, 79 JLUF 73 fiE
OREHNS THIH L E7-13 2 2 KRG RE L
THELNTELD] Ea3nTWD. EENZEER
b, HELAMECIIEIN TR LT, Bk ILUE
ITED LN TWRWEBFRIN TH 5. ik
U2 DITITHEM Z L IR EME 2 ED T
EEOREEZ LTS LERH D, 294F 1T
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20 FEFE DO RAEZD MeOH filitH# D "H-NMR
AR MV ERIE LT 'H-gNMR [ZHEH TE %
ML T TNV EROAXRT MV E B 25
bOzBEE L. STEEIZZOPNE T =17
U — 7 FE7-1ZB8 L C trigonelline (Fig. 1) 23 FEHE K
TR0 DB EEZ, TOERFEIZEALTO
Bt E T2 o0, £, 31EETa Y a vER
MEFE LTZBETRIRINY O B BRiE~D 7 7
n—FLLTavavDERETTHLHD
piperine (Fig. 2) D E &% 'H-qNMR T % i ] T &
DINENITONT B IRET & T o7z,

B. BF 5

B-1) HE%E

DSS-ds & 1,4-BTMSB-d, (Fig. 3)iZFn i o
Trace Sure®HFIFE D H D% 72, NMR HIEH
Tt @ dimethylsulfoxide (DMSO)-ds, methano-ds,
pyridine-ds, chloroform-d | X% #LZ %1 Isotec Inc. D
99.9, 99.8, 99.5, 99.8 atom %D % FH\ 7=. filitH
F® methanol (X HPLC 7' L — RO H D% H
7z. Piperine (FFGHIFED AL HRE A



7.

B-2) FE%E

FREI IR SR ERT O RS FE 7 KFF AUW120D
RO pERECHW S EEN By 2 —
Eppendorf Multipett E3x 2 H L7-. #8#& fhH
IR G P25 Sharp UT-105S C, mibEfEIx
Ly TOMY PMC-060 % U 72, NMR 25 (&3
HAFE ¥ INM-ECAS00 Z i L7-.

B-3) 'H-qQNMREZH W27 =% 7Y —7
FETH D trigonelline DEE
30FEEDERRTIE, 7 =% 7 ) — 7 it
TEBIH SN L=y 7 m, 7 2x 7V
— 7 FEIZE A IS4 5 trigonelline (Fig. 1) @ 2
fLo7Ta b TP NVERETEIZI LMD,
%77, trigonelline @ 'H-gNMR AX7 kLo Ffi
DEERET &, BIRAEFEH O trigonelline D E &
BITHZ EIT LTz,

B-3-a) 'H-qNMR 2 iV 2380 FR R
DSS-ds 137 %7 — % —H1 T over night #z/8 S
72, 9 5mg ZF5FE L T 1.00 ml ® DMSO-ds (2
W LN E AR & LTz,

Trigonelline fE#E i & L CIE 7 =7 U — 7 fi
FTOOHBEL-bDEHW., Ty —2 T
— MR S F9 S5meg A FEFE L C 1.00mL @
DMSO-ds \Z¥EN LT, T OWHR 0.50mL &, I
(ZFRHL L 7= DSS-ds #4117 0.10 mL % NMR FUEHE
(2& 0, JRFIL T 'H-gNMR OHIEIZHE L 7=,
7 xR 7Y — 7 FF AR F D trigonelline D
X218 OFETITRo72. k1 & LT,
FITMKRET > — X T BRI
U5 D) 100 mg Z 45 FF L T methanol (1.0 mL)
R L, IR 30 i 21TV, mIk L,
ZOEREERYH L., ZoEEZ S 5220
W0 L, %72 methanol #i ik % IEAERZE L
7. ZoHtE 1.00 mL @ DMSO-ds (ZIE)>
L, 2O 0.50mL & JEIZFiH L7z DSS-ds 14
% 0.10mL % NMR FREHEIZ L 0, JBF1 L T 'H-
qQNMR ORIEICHE L7, HiE2 & LT, s
B RAEXL 100mg & HKEFE L T DMSO-ds

-
—
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(1.00 mL) (ZR&@ L, #EEH T 30 0t aTT
W, R L, T EE 0.50mL &, SEicEER L2
DSS-ds %% 0.10 mL 2 NMR REHEIC L D, 1B
F1L T 'H-gNMR OBEECHE U7z, ik 2 13
TEDHFE(L DN ATRED DRI D 1= 01T 72 > 7.
AT, 7=x 7V —r oGS BE
fER o TFHERHIEY) 1ZIAFTET, BE
FRCORBILITE ehoTe. —JF, a—
tE—0fT (WbWwbda—t—H) IZb
trigonelline A& N TWAH[1]Z &b, a—E
—DFEAIZONT b [AlkE D FHR 2 3 A 7=

B-3-b) 'H-qNMR 2% FVDHIE

trigonelline & 7 = % 7' U — 7 FE- ¥y R HH R
® 'H-NMR Z#ll7E L, trigonelline (Fig. 1) @ 2
DT v kv 7Dy 9.16 ppm (IZHILD Z
L EER LT-. (Fig. 4) 'H.QNMR A7 kLD
WESAFIE Table 1 1ZR L72S-FTHIE L7z, #E
BEET8EE Lz, HEIZ L > THLATZA
~7 M B, trigonelline D 27D 7 )Lk
0.00 ppm & L7z DSS-d¢ D 7 )V DEifE % b
#5 L CRAUTHE - T trigonelline DR A FH L
7-.

IT
CT = X CD
ID
7272 L, Cp, CrlZZENZEI DSS-ds SV

trigonelline M E /L (mol/mL), Ip, IrlXZ4L
Z I DSS-ds 2 ON trigonelline D/K% 1 ffl& 720
DT F V.

B-4) 'H-qQNMR {£% F\ 7z piperine D E &
1,4-BTMSB-d, |37 % — % —H1T over night
Hp 2. K Smg Z/F LT 1.00 mL &
pyridine-ds (Z¥57> L CNEREEE AR & LT=.
TG FE D piperine & V72 "TH-gQNMR (XK D
£ 91247 - 7. Piperine &7 v — & {1 C—Hf
WS HT-0b, 910 mg ZRFE LT 1.00 mL
O pyridine-ds \Z¥EH LTz, Z OERIK 0.50mL &,
JElZFHE L 72 BTMSB-ds %% 0.10 mL %2 NMR
AEMEICE Y, JRFIL T 'TH-gNMR O E 12 ft
L7z. 'H-QNMR A7 kLDl ESA:IL Table
VISR LG CHE L7, FEEREET 8 Bl &



L7z, HIEIZ K> THONTART Mnb,
piperine ® 7.52 ppm M~ /L X 0.00 ppm & L
72 BTMSB-ds D> 7" F )L D HiFE % bl LTk
\ZHE > T piperine DR ZHH L7z,

IP
CP = X CB
IB
72721, Cs CplEZi £ BTMSB-dy N}

piperine O E VIR (mol/mL), Is, IplXEILZEIL
BTMSB-ds }2 " piperine DK% 1 &0 D
7 F VIS

ava URFBR, EnYHEFRRICER S
1% piperine DR TIX, TNENORESH
7o My AR AE3H) 100mg Z & FF L C pyridine-ds (1.00
mL) (B L, HEEE T 30 ot a1y, &
L, £ L 050 mL &, Joicii L
BTMSB-d, 4% 0.10 mL % NMR &EHEIZ L 0,
JEF1 L C "H-gNMR ORI E I L 7=,

CHRERK OB

C-1) EBHER

C-1-a) 7 = R 7 U — 7 FFH O trigonelline D
&

HHEIZ X > TH BTz trigonelline FEYE 5 1 oD
trigonelline D E&E% 'H-gNMR (£ Tl 272 -7=
R, 71.3£03% & RAES ST,

IR O trigonelline @ 'H-QNMR % H
WEERTHE, 7=x7V—Jf11H7 v
ta—b—ff 2P T NICHONTHEL &
Fikewig Lz, ZORE, Hik1 Tl =
F 7V — 7 FiA-H D trigonelline 73 0.39+0.03%,
a— b —ff-H T 0.27£0.02% & 0.39+0.04%,
FE2 T T =17 — 7 FEH O trigonelline
73 0.38+0.00%, = — & —Ff 141 T3 0.29+0.02%
& 0.39£0.01% & W D AR Z 4572, (Table 2) J5
1L 2 TIRIERF CHfEA GO, K2 T
Txx V=t RSO 1T VHEL
72l 25, 0.3640.01% &9 REERDBF B LTz,

C-1-b) 'H-qNMR &% 7= piperine DE
=

Piperine (Fig.2) ¢ NMR % & FEAEECHllE Lz
LA, WThOBRETHE W 2o 7|m ko
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ST FANRMSL LY L LTEIE N
7. ZOH T, FFIZ pyridine-ds 1 CHIE L 7=
ey, 752 ppm (B SN 3L ITHT=DH
IWARZNWVEBNL DA VT 4T a b7
[2]72% piperine, = 3 VFEFAR, b/ NYFET
WERONTIHDORLT NLTHMD Y 7 F
CEEN B SN, oV AERWCTE
AT ToAER, TIROIEDOMEE T 98.4% &
RS b7,

C-2) EE

7 xR 7 — 7 FF & FEM LT DRI
TORBRIITERNHSTZN, 727V —J
FOfh ) T OB R, trigonelline A 515 &
LC7 =37 ) —7FTHEDLEDOMEN
T&EBHZ ENbroT-. F72, methnol THIHE L
7= EEEED TER LI CEE LT
51 0fE5 &, DMSO THitH L7 EIECE&E L
T2 hHE2OMEENZIZIRETH-T2Z &0
5, XOflERFE2 THHYEENARETH
5 EMMbolz. HPLC & DRIEZEMEIZHSWT
TR R 2 ATHDHDT, 51, HPLC
LETORE L O A ME L, "H-qNMR L2
HPLC XV fli{f TR DM RENE D HIET
HDHZLEEENDD.

Piperine D E & TlE, I L L TO piperine %
'H-gNMR{ETERTE S Z L IFER X2 4
WL LToaya yHEROHMEYD NMR % H]
E L7z & 2 AT, piperine D 3.3 7 F /L%l
SELTEv TS E LTCBIIT D Z R TE .
F7o, BEFRIDOFEM TITRVDS, EFER MG
REICHWONLHFEER THLENYHETD
TG 3N T F A EMNL LTS T &
L CHBHI S, 'HQNMRIETCTEREAEETH D Z
EMTRIB ST, WIS FEEREIEDE D
WD, A, EboxhEDOF v b,
E HIZHPLC & OREFEMEIZ OV TRET 21T 9 T
ETHD.

D. #&im

1) 7= 7V —7 R AR O trigonelline D
EBmEa et Uiz, [FpEHht o5 57
XY =0 BRI ET 5 [FEpHhHY )



PO IEELRET 250 ORBIERD & L
T trigonelline %4t & LT, Z® "H-gNMR ik
AW EE TR ZED LI D TR Z R
L.

2) AT a v EOFEKESThH % piperine D
EED 3 A7 v k2 (pyridine-ds H1C 7.52 ppm)
EMONTAETHDH AR, avavk
BIR L2 THpRHhY ) OFEEORE
MTEDLAREMEA R LTz,

E.Z2%& 3

[1] Wu,T-S. 5, Chem, Pharm. Bull., 53(3),347-349
(2005).

[2] Sakpakdeejaron, 1.5, J. Health Res., 23(2), 71-
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D) KB, BEFAAR, WILEET, S5 EE,
KRN, B &S0 BEREMER R RS O 8
BRI BT D HF2E(5): A T3 VETF 2T
IR 3 2 BRREME SR 2 D AR IEME & B HE
WZOWT. F8MEmMEFEL L RY T A
(2019.10.18.)(&[ifd)

2. SR EE

1) BUH IR0, KEVH, AN, BRIFEHS
*, WILEHT, BEEE, KEPHA B
NRYVKROE ) T AL s A~ Dk
BEREMERS 557 & 975 HEEMER R R OR
FIF00 B R & i HRERIE OGS AR E
7, 26(3), 147-152 (2019).
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Fig. 1 trigonelline D i

Fig. 2 piperine D&
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a) D D

HeC—Si S—O0-Na

b) D D
I:|3g\8' S'/(é:s
g ol 1I-lR3
/
HaC “CH,

Fig. 3 TEMHOFRIEEYE
a) DSS-ds, b) 1,4-BTMSB-d,
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b)

Bt |

| \JM' \“
: ; . ) - , . . ‘ .
L0.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0

Fig. 4 a) trigonelline & b)7 = %X 7'V — 7 fF-fhii# & )= — b —F FHhiHiH DO 'H-
GNMR %2 kL (in DMSO-de)
RFEZ trigonelline ® 2\ 7 12 k> DT )b,
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a) i Tf éi
S e LT <4 |
\J JI 1 7 Jﬂ j
1.1 8 C A i\ n
b) ;g
\% SE T By ] ]

I | —_— =
c) o % S _ / =S
> /jﬁ § A A S /] /) ,‘ |
IO N 1) TN 0 s IR BUSO OUne £ O W I
; T ]

Fig. 4 a) piperine & by > 3 U - & o) /Y FHIH# O "TH-QNMR A7 |
JV (in pyridine-ds)
JRENX piperine D 3.7 v kD> 7 F L.

143




Table 1 'H-gNMR Z %27 k)L OIiE A

Sapiicis
B A
T—HRA 2 MR
TV IT T
7V A4 B
TR R
A

7 — 7R

HA®E T ECAS500
=5 ~ 15 ppm
32000
90°
60 f»
8 [H]
7L
25°C
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Table 2 '"H-qNMR 7% CTE & S 117 trigonelline D5 A =R

samples G ZF(%)ESD
HAHfE L 7= trigonelline (n=3) 713 +0.3
JiE 1 Fk2
e AR S PN (n=3) 039 +0.03 0.38 +0.00
(n=3) 0.36 £0.01
a— b —HfFHR (n=3) 027 =£0.02 029 =+0.02
(n=3) 0.39 =+0.04 039 =£0.01
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