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(CATECHU)

- ~EHHERE FT
e 103+ kp 2447 v3 s A EE A RUERZY Fprg F07 FY
FOBEHR S R ATIC R 2 B S DR A R EEOR ] RN SRR

I EHERESE (WD)

M LiaE

4 % ¢ ! CATECHU

#® < ¢ ! Catechu

% Ji™ &G & & # Rubiaceae {24+ 52 % 49 % Uncaria gambir (W.Hunter)

Roxb. # Wi k] &k SR I T oo
Folched A E AR FE Wi RHE 0 A AT 2 HR  0% -
FHLR AR S 26K 2o d Agird o T REEE - [T
3R BTG A CRR ORI B o Fc g AT Y .
AEAG A BES SRFES LN HAREN TEBE AP LR
VB 1A Eg ~ B kT~ RER o

ZNEHEAEEEY (W2
1. wxaEpd -
2. VA ABETERG I T S o
3. TAEFHALFIFFEMA -
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lAgiE 4 d & 2.5 ¢ BH
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FA AR A Y B K Z KGR T 2% EQ018) &Y FL % = Ko
oAt A AR IR - 177~178 p o
: ?E?"L‘r"‘*?‘fu%-a‘(mm) PR DR o Y RFELF
565 F. e
BB $0(1996) 0 4 EH o p3
13549 4% %iE(2001) © 374 Y F L%
R 7EL LR ¢ %iIEQ01S) - » 24
W?ﬁgﬁiﬁ*%ﬁ} o 10 F o
MLtk > A F % E(2013) o ¢ FA VIR R E - AR - AR B
ARE L E B AL 0 10 F oo
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£2 % (CATECHU)

- R
PR AR LS Y B QFEHL 104

CRFZETER

(- )HPLC ®E 2 k47§ 1+
Agilent 1100 series * & 7 Degasser (G1379A) ~ Quat Pump (G1311A) ~
DAD (G1315B) ~ Autosampler (G1329A) ~ Column Oven H-650 (Chrom
Tech, TNC.) ; & +7 ¢ +£ COSMOSIL 5Ci5-AR-II Column (250 x 4.6 mm, 5
4im) -

() UPLC RE2 k7%
Waters AcQuity Ultra Perfermance LC > # z Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 ¢ += Thermo syncromis C18 Column (100 x 2.1

mm, 1.7 ym) °

ECRHEEE MK
(=) 34
" FF(99.9%) R >t Merck ;5 iy F£(99.9%) R p >t J.T. Beaker
(=) RE#5
52 % % (Catechin) P p »t Ao 5 35 "L @ 5 R RL D

(Epicatechin)pf-p >+ B g f 55 "L 7 > B R W 98%11 1+ o

N

b

T~ 3
(=) B EPifetmy
Pk k 86 0 B B 20mg o B SOmL g F P Mg

der T ER S 75%7 R~ 50%7 fE ~ 25%° fiR - 95%2 R~ 75%2 fiE ~ 50%
2 fiF ~25%2 R & 40 mL > A2 F A 4R F AIL(F 5 300 W o 4E & 40 kHz)
20 A48 Hro 5 A 48(% 3000 x g) 0 2 No.l i Bk » PR &4 2 50
mL 2. T & ¥L® > 4383 % A& 0 % 3 £ 18/ (Syringe filter, PTFE 0.45
um) > W o & 4 [OpL it » HPLC » worip|if & i€ B 2 R 2 5 2
PRI F R R G S FE R

(=) G EBIHTG
BEREFLB- A T A(E ¥ 20 L6 #) 20mg > ¥ 50mL &~ F @ o
Brxte » 50%7 fF 40 mL > A2 § 3R T JZ(F 5 300 W o #F 5 40 kHz)
20 A48 > e 54 48( 3000 g) 0 12 No.l Jh AR > B-RiREHS T 50
mL 2. T EH 7 0 4 50%7 fF 3 % A& > # 3 £ B /m(Syring filter » PTFE
0.45um) > T o & 4 10puL ;i » HPLC » A AIRA F4F #3025 S ¥



Besieffo ERHEARER R 2 SE MR TR

(Z) HEBEETRR
I Wrefip4 i 22 % % 5.0mg > 4 10mL " @4+ % 1mL % 500 pg ik
BEGER Bk X007 AR 150 pg/mL A HRIRE SRR -
2. WP 24 0F £ 50mg 4 10mL " BA S F I mL 7 500 pg e
Wl S8 B 0 2T FRAFR D 100 pg/mL W A R AR SRR

(r) &3
FEHI A 58 (B 5 20 8.6 $)9 20mg> & S0mL A3 ¢ o
ben 50%7 FE A0 mL v Az 4R T AUL (4 % 300 W+ 48 2 40 kHz) 20 A
b8 0 Breo 5 8 48(5% 3000 xg) 0 2 No.l gl > Prigik > #4350
mL 2. T B HL 7 0 4 50%° fE % % B > # 3 £ B /k(Syringe filter, PTFE
0.45 um) > FF o

() plaiz
A | B pr e B BB AR SR R~ &% 0% 10 ul v i~ HPLC » B

~ 3 L T B sy A g sy A oA EL s 4
TN EEY R E AR QFEELOF AP E o TE

(=) kE®R

L Bpge e 2R 2R 55 & i i £(500 pg/mL) » 2 P BRAFR S 3 2R F A
B4 500 ~ 200 ~ 150 ~ 100 ~ 80 ~ 40 ~ 10 pg/mL eHE 2 503 5% o 11 b iR
£~ 10uL A %72 » HPLC i {7 2 & A 47 > 1% & 52 L% 5 f (y #9)
etk sz kR B FREY fF - P RFRERL 220 y=ax+b
VAR G HR? .

2. BrgeaPed QR ARM G5 & g £(500 pg/mL) > 2 ERAEE S F A R
%485 500 ~ 250 ~ 100 ~ 50 ~ 25 ~ 10 ~ 5.0 pg/mL s 505 i o 12 b3
R B~ 10puL » %l » HPLC i {7 2 & ~ 47 » fI* 8% 52 % & f(y
) otk S kR )i TR T P RAEREI R S RN y=ax+
b ip M B R

(=) # %A%
L2k %k A G 150 pg/mL 2 $RARE 23 @ 8k S &> napia
A AR At R E R L -
2. QR ERRK 5 100 pg/mL 2 $HPR AR 08 Rl etk S 40 A 2F
Aeikd 5 5 gtk RAAEHREL -



(~) EARERTERR
LoEAFH DB - 303 BRF R A RQFRSBREUR > 2T EWURS
PEERSRR ERBIT . NRFRELRFENZ E %)tk R
EIEEL -
2. AP B - BB A RRFRSRRUF 2 WUR OF
SR B 0245824 [ FFEBER T N DFEELDFEDS
T AR RoApEARE L o

(1) BRHEE T &%

1. #p]#& *Y(Limit of Detection, LOD) : #- svik & 2 #3573 % 7 47448 -
FOUMEESE L =3 P2 kR 0 TG BRHRIUEE -

2. Z & 1&*Y(Limit of Quantitation, LOQ) * #-° ik & 2 I 53 7% 7 ¥77f

T§ s A AR S =10 PR kR 0 RS T ERYGIE

o

() Gptew e F @
P 5@ F 2 3 RANTFRBAS B E DEAFEFH 10mg > 4 W4 r 2
FE23mg TRESBZREAF D ZHETP
2.2 W WEFFEDLEHFAS B F PREREFE 10mg o A W A »
I mL en4 5245 %737% (0.3 mg/mL) » T4 532 Wi > 2|k ivpl .

(+ - ) HPLC ~ #7if it

1. & 47 ¢ : COSMOSIL5Cis-AR-II Column (250 x 4.6 mm, 5 pum)
2. Bl £ UV 280 nm
3. ;i ¢ 1.0 mL/min
4. gHE R 135°C
5.04~% 1 10pL
6. # & 4p :
P & (min) v A% (%) 0.1%z fz(viv, %)
0 25 75
15 25 75

S) 4B EORTERE
1037 B EHRESARUAG > 2 WA BT R P4 10
UL 4 3 453 » HPLC » 71 T3 %% & ff e [ 2 K R 50F 2

BLAFEAF AV G R o



I

) $2F #& &2 UPLC 4 #7i% 2
1. & +7 ¢ : Thermo syncromis C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥ BIAE UV 280 nm
3. swig f 0.4 mL/min
4. #4LE R ¢ 35°C
5.8 11l
6. HH4p -
FF R (min) v 7% (%) 0.1%¢c p&(viv, %)
0 25 75
3 25 75
5 100 0




I %%
(- ) #REZ2F R 42842 HPLC & 47
AT PR 6.64 A SESE T SOF BRI ok 0k (- ) o

60; SIRER
501 N

R
Bl- ~ S2F AL 0%k 2 HPLC & 45 B)

WFE TR 1250 A4S T 2 0F BRI L (Bl D)o

mAU

151 TR
104 /

\

0 2 4 6 8 10 12 14
Bl- ~ 2528 Z2&E %% 2 HPLC & 17 B



(Z) @ B82S

2. HPLC 4 47
WE TR 6.64 87 12.50 A 48 A Y

187 2Kt S RERE L RK

%iﬁ»i&z(ﬂ‘)o AEEAEFR)E 1892 H A FF (N5 1.060 22534
BWHR)E 976 5 = FIF (1) 5 1.00 > 354k g * (28 fp o

mAU
704
60 SiAER
501
A0 /
301
205 FARE
104 /
" ' ' : ! T T T
0 2 4 6 8 10 12 14
Bz - & 2% &2 HPLC & 17 Bl
F- N OFRELQF R A BT S H R RS
SFEE ERSY S
A A 18.92 9.76
¥R T3 1.06 1.00
(Z) Xzt @
"1 50%7 Bk G B ULE 0 K L EHER TR OE AR L QF A ok
BBt 0 AEm 50%Y fiE A B i EBA4L o
22 v 3 PiEiE Bl
S L F % B
B BE G A B 5 A hase
v B 351.38 51.22
5% 7 [ 537.26 73.82
50% " fis 565.46 75.72 N
25% " fi% 537.18 73.18
o fi% 262.80 26.37
5% f% 387.81 51.36
50%¢2 p% 534.13 73.60
25%2 fi% 533.76 68.03
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22 s QE R EZFPXEGTR

50% fi ¥ B = i DF L A LR F R A% 6 A
$ 1= 536.6 75.7
% 2 =X N.D. N.D.
(1) BESOFEet aFihEn

L3 RRARCERO$E p BT 6 ffcnF B (y)* 77 I g £ 5
F23t 5 y=57323x-5.8431 » R*=1> kg kA & 10-500 ug/mL § 245 £
BB (R ) o

3500 - P

3000 { y=57323x-5.8431
R2=1

2500

2000

TR

1500

1000
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2. &2 Fﬁi}é}i% IEFXHE P AT e f ok BEY)TE I Gk E R
> fEN 5 y=5.252x - 14.871 » R2=0.9999 > BTkR AS50- 500pg/mL*
24F AR R(B T ) o

3000 - KRR
2500 y =5.252x — 14.871
R2=0.9999
2000
I
g 1500
pig
#1000
500
0 T T T T T 1
0 100 200 300 400 500 600
& (ng/mL)

BT ~ 29522 %EAME

for s OFABEOFEL A 25
R 5 JE & (ng/mL) S S A2 R
2k E 10-500 y =15.7323x — 5.8431 1
RSy 5.0-500 y=15.252x — 14.871 0.9999

(=) H g RF%
P ok %% AT o 1 HPLC 2 & if i mﬁt?,»&; UF > TR FE R DR
FHGRZAPHIEEZL A 55 0.60% >~ 0.95% > f k BLif * R R o

) ;f_frib‘—l’— R A

%% 857 » 1% HPLC %8 xr+1——m'€‘;?ﬁ r:‘*%za»’ REREA QR
+ ;yi ;}gﬁﬂ‘_ﬁ-g&/ﬂ\ = 178% ~ 1.04% > Bk Stif * 2 & Rp oo 2
ST /‘FP}P\ e f%fx;wwhww 55 1.58% -
%,%ltgmﬂj FOTR RS RILIR A4 PR A Bl <L
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Y I G

-0. 51
0 2 4 6 8 10 12 14
B4 ~ 20822 LB LE 470
2T~ RS
¥l p SE# s
R R.S.D. (%) kR R.S.D. (%)
HBRE (=5 150 ug/mL 0.60 100 pg/mL 0.95
LA (0=5)| # &% rNo.2) 1.78 ¥ 575 % (No.2) 1.04
. (0=5)] &% ikNo.2) 1.58 & &% % (No.2) 1.18
W RHE' (n=1) 0.5 pug/mL - 1.0 pg/mL -
TE &' (n=1) 2.5 ug/mL - 2.5 ug/mL -

(4 ) Ftew o F#5%
E‘E%li:l”l‘ e e G 985% ¥R E R AL S 2.11%(X 7)o AR FT
g bew e F L 94.5% 0 pEHEE R L S 3.03%(% <) e

L~ BEFR AT AT R
ey FHfL 7R | 2 E | BIEFE e (%) T 35w o | RS.D.
(mg) (mg) (mg) (mg) (%) (%)

1 | 1000 | 2.409 2.3 4.630 96.57
2 | 1020 | 2.409 2.3 4.630 96.57
3 | 1020 | 2.409 2.3 4.688 99.09 98.5 2.11
4 | 1010 | 2.409 2.3 4759 | 102.17
5 | 10.00 | 2.409 2.3 4.660 97.87




2=~ A RERF AV RR
T e R e e
(mg) (mg) (mg) (mg) (%) (%)

1 [ 1000 [ 0324 [ 03 | 0598 | 9133
2 | 1000 | 0324 | 03 | 0600 | 92.00
3 | 1010 | 0324 | 03 | 0622 | 9933 | 945 | 3.03
4| 1010 | 0324 | 03 | 0611 | 9566
5 | 1000 | 0324 | 03 | 0607 | 9433

(+) %% g 2rg

R T

10 52 &2 7 2Rl T
21.898-29.636% ; % 2 F %
L E B 5 23.927-34.696% © ER I F FH R A A DFFH L 2K

/\
7 e

RN At EE AR & s’ﬂjE% s
% 2.029-5.060% ; ¥

FR T EAFE N 21.0% BEHhFEHRIE TR FAE T R A M
4000(5* 2@ 5 12000) 5 £ 2 F % M 2R B R A M 4000 (F % E S
13000) ©
R R Ty Ly

B4 S sh 2 2R A REATERE A
(No.) ¢ £(%) ¢ £(%) 7 £ (%)

1 (CA) 26.218 2.814 29.032

2 (ND) 27.424 3.667 31.091

3 (NF) 29.636 5.060 34.696

4 (NJ) 23.709 3.232 26.941

5 (SE) 21.898 2.029 23.927

6 (SG) 27.287 2.370 29.657

7 (SUB) 27.648 4.685 32.333

8 (SUBB) 23.013 2.256 25.269

9 (SUC) 21.991 4.122 26.113

10 (SUCC) 27.738 2.501 30.239

T 32@+S.D. 25.656+2.62 3.274+1.01 28.930+3.19




(+- ) 52K EH2 HPLC 4 ¥ B g e =
Po1047 & 2R SR E 10 ul setk o & 17 HPLC 4p 2 Rl 0

R
1. %47 : COSMOSIL 5C15-AR-II Column (250 x 4.6 mm, 5 pm)
2. ¥iplA £ UV 280 nm 3. 7wig ¢ 1.0 mL/min
4. gHE R 135°C 5.4 ~% 1 10pL
6. #H4p -
B ¥ (min) " 7% (%) 0.1%¢ B (Viv, %)
0 25 75
15 25 75
SRR
mall >/ B

500 " \ 10

: ——— "L Ay
S00 — ||

|
B

-]

100 —

N T [Y S o R

el

u] 10

Bl ~ 10 4 2% #4412 HPLC 45 ¥ Rl



(+2) %ﬂ—% sy s L EAS)S 8 UPLC/%%fr

0.404
|:|.3|:|—; Bt
gn.zu—: f
010 /
0.004
—_——— T . " .
000 0.50 100 150 200 250 300 350 400 4350 5.00
Minutes
B+ - ~ 2x A% E &3 7R2 UPLC & 47 B
WAFGER 443 A A SRR SRR )
0.101
0.08 FHRER
005 \
3|:|.|:|4—:
0.02]
0,004
T T T T T 7 T T T
000 0.0 100 150 200 250 300 350 400 450 5.00

(+z)# & 2Ftsz UPLC & 19
WFE TP 2498 445 S B EE T OFKR S DE RSB A OF L%

(F+ =)
040
0.084
£
0.0E EE”/%%
- -
. / HHH
0.04 5 \
0.024 ‘j\
0.0a o —-‘JIL““““‘“
S L L L L A IR L IR I
0.00 0.50 1.00 1.50 2.00 2.580 3.00 3.50 4 .00 4.50 5.0C
Minutes

Bl = -7 &92% k&2 UPLC K 47 Bl



(+w) @zt o3 gl

}}E

A+ 3% 1 CisHigOs 5 & F & 129027 5 %38 1 175-177°C ;5 % ¢ B %

OH

OH

4,557
4.545

s
e
==

Zz 1
S —— ol o e
10,80 .55 11.93 11.77
22.85 9.85 11.62 11.78

Bt e - 2% % 'HNMR El:3#(CD;0D)

ppm



(=) 2K4 5 5C NMR F2#
g2z ns 3 g I8 R
@28 58 a z 32 : i
BEZ  E3 & s o 9' TI"J
g Y |

| || |

e L LA e o B e o e

L e e e A

I I.'lf;ﬂl - 149 ‘ Iléll‘ I 100 &0 60 40 20 ppm
Bt 7 - 2% % 3CNMR B:#(CD;0D)
(+ ™) !‘132?;% 1 ESI -MS Bl 3%
Catechin #82 RT: 0.80 AV: 1 NL: 3.99E7
T: FTMS - p ESI Full ms [50.0000-750.0000]
10 289.0713 [M_H]*
9 /
8
7
8
c
86
c
=1
25
2
® 4
[:T]
T 3
2 293.1750
1 141,0151 181.0703 ‘
130.9424 | 150,0305 325.0478 371.0742
G 1 %‘ |- i— n 1 i ol I- 1 L L
| L LI B D B B T 1 T T T | LA L L B 1
100 150 200 250 300 350 400 450

Bl = ~ 2% % ESI-MS Fl:#




(L4 ) $2F % FTIR B

nce

r—— -

100 iiﬁjﬂﬁﬁﬁnw\
%

of |
o] \
o |
50

405 |

|
30 I’

%Transmittas

3495.9!

203
-30
-40

-50

20 \
\

g

3280.99\

1025.12\

73603

4000 3500

3000 2500 2000

Wavenumbers (cm-1)
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B+ - ~ 2% 2 FTIR B

(= +) 22250V Bl#
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S ) SaEEE R E R

L1 @FEE A E -5 (CDOD)

position fihn (600 MHz) fihc (150 MHz)
2 4.55(d, 7.2) 82.9
3 3.94-3.98 (m) 68.8
4 2.49 (dd, 16.2, 7.8), 2.84 (dd, 16.2, 5.4) 28.5
4a - 100.8
5 - 157.6
5.91(d, 2.4) 96.3
- 157.9
5.84(d, 2.4) 95.5
8a - 156.9
1’ - 1322
2’ 6.83 (d, 1.8) 115.3
3 - 146.2%
4 - 146.3%
5 6.75 (d, 8.4) 116.1
6’ 6.71 (dd, 8.4, 1.8) 120.0

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



g ) B A 5 i s sVARS

7
A F 5N

,__]_—

) :2F R B

(=tw) £52%

: Ci5H140¢ 5 A &

B N A = BT SR
\ S =+ 1;»_5;‘!

£ 29027 ; 3Bk

OH

\\\\\\\\

OH

“y, //O H
OH

2% % 'HNMR @3#

iy ¥

mmmmmmmmmmmmmm
mmmmmmmmmmmmmmm
ﬂﬂﬂﬂﬂﬂﬂ

W W

£239-240°C; v ¢ #

A S JL L L JILD —
T T T T T T L T L I
7 6 5 4 3 2
o e [ — Lo
8.9 16.30 10,08 10.23

19.3% 24.7% 10.30

i. - -
B4 ~ %2%

% ¢ '"H NMR [l 3% (CDsOD)



- > 13 =X
= +3) %%2%% "CNMR BI#
RS : : igeseas :
w170y | A
|
m ’ ‘ | ’ I
A e T -
160 140 120 100 80 60 40 20 ppm
Bl- L -~ 4 $2%5 % 3C NMR B:#(CD;0D)
(=L =) % 2% % ESL-MS B
Epicatechin #79 RT: 0.78 AV: 1 NL: 2.20E7
T: FTMS + p ESI Full ms [50.0000-750.0000] M+H +
1005 291.0859 [ ]
Qcé /
807
g 7%
£ 3
o 603
S 7
2 50]
2 4
T 405
® 3
o 30-] 313.0677
20? 130.1588 205.0679
0 158.1536 i
Ciu"u"\"”w'||'| |'i"||'| \|1||f||'|1”| LN I s e N N R ]
100 150 200 250 300 350 400 450

miz

Bl- L - - 4 2% % chESI-MS Bz

7
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_—___L;)Z{,;’

100,

90+

80

FTransmittance
o
o

2% % s FTIR B3

328154

1626.97 150526

—

e
1469.53

1518.63

137118 ——

128356 =
1197.03

114627

E——

_—
10208857 35—

£33.40
53348

2500 2000 1

. Wavanumbers (G-t}

3500 3000

B =

- LA R eF 2 UV R
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1000

mAU

4007
350-]
3007
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2007
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o
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L B S e B B B s ey B B B S R
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T
nm

B=- L= - 3 ;’3:;% UV l%]}&



(Z+4 ) 22223 RI-EFi=8

#Lz 2 @F3 4 S =5 (CDOD)

position fihn (600 MHz) fihc (150 MHz)
2 4.81 (s) 79.9
3 4.16-4.17 (m) 67.5
4 2.73 (dd, 16.8, 2.4), 2.85 (dd, 16.8, 4.8) 29.3
4a - 100.1
5 - 158.0
5.93(d, 2.4) 96.4
- 157.7
5.91(d, 2.4) 95.9
8a - 157.4
I - 132.3
2’ 6.96 (d, 2.4) 115.3
3 - 145.8%*
4 - 145.9%
5 6.75 (d, 7.8) 115.9
6’ 6.78—6.80(m) 119.4

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



4 % ¢ @ CATECHU

® <~ % . Catechu

A & A~&% 24 Leguminosae 47 %2 % Acacia catechu (L.f.) Willd.«= 44 -k 7
FoR&EIcE AT & % ¥ Rubiaceae 24~ 52 % 49 % Uncaria gambir
(W.Hunter) Roxb. % ¥4tk ] # kgL ez § o

- ~ 3k

(-) ®&BF R [F22321] (147 FL 5 =9%2018)
— B ASH R 05 g see @30 mL o A2 4RT 10 A
48 e 0 iR kEFLIC 0 AAA T R SmL R 2307
7%f;%§rr%f§fl °
[5F5>22)(p FRE)Y
— B ASH R 05g 4 i fy 30mL v 423 HIEF 10
A 4h 0 e eIk RHFL GC 0 AR Y PR SmL R 275 3
7%f;%§r%f§fl °

(=) ¥HR{ERE B2 % 2% (Catechin) ~ % 52 % % (Epicatechin) ¥} pe & & 5. »

% R P EmESE ImL &7 1O0mg duaiR 0 (T HEBREES
R e
(=) & & +  HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
(=) B B & [BE&1)] (£4° FL 5% =%2018)
—i T fE ke ik 3120 1)
[EB&2) (p 7RV
_Bg:aﬁfgaﬁa;aﬁ/g (4;4;1)
) B B # 10cmx10cm~20cm x10cm
() & B ORBHFAIGE IS4 FREE  BEFEHEScm -
(=) Bd &R 1 10%FFL e B iRk (H2SO4/EtOH TS)wg 75 12 > 105 °C e
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