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%3 A (Granati Pericarpium)

- ~HH
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CREZETER

(- )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 ¥ 1L Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 um) ©

(=) UPLC ®E 2 k47§ 1=
Waters AcQuity Ultra Performance LC > # 3 Binary Solvent Manager ~ Sample
Manager ~ PDA Detector ; & 17 ¢ 1L Waters Acquity UPLC BEH C18 Column
(100 x 2.1 mm, 1.7 um) °

CREBRE R R KR

= ) A
BOAR(99.9%) A BRI A T 5 L AR(95%) R T RERR £ e
7 BRpL(B5.8%) MR A e b G AN o

(=) R#5

1% 281 7o pk (Ellagic acid) B p »t B 445 L2 @ > B R 98% 1 F oo

—~ In

T o~ 3k
(=) BB EFPRH4RH
Ak o 2 LT 02g B SOmL e g P o b
>R T5%T S 50% 7 BE ~ 95%0 fE ~ T5%¢ m% «50%2 @ % 50 mL -
235 A B RJL(F 5 300 W - #F 5 40 kHz) 30 ~ 48 > dtw 5 & 45(.5 4000
xg)> M No.l jgAiEgI 50mL 2. T #HL7 > 4 » AT %R ¥ 3 L &
J&(Syringe filter, PTFE 0.45 um) » B~jgi% » ¥ {8 o & 4~ 10 uL ;& » HPLC -
AR R E L E 2 % ¥ 7O (Ellagic acid) B x o ff 5 B E FHGA
FBR

=) REFRIEGTR

At 2 9 02g(E % 20 5Lé ) il B S0mL o g ¢
P dEFEde r TR 25 mL A2 A BFASL(3 & 300 W+ 47 2 40 kHz) 30
Adm o B 5 4 48(% 4000 x g) > 14 No.l ek 25 mL 2 T § 57
e ® AR %R > 4% 3 £ i /s(Syring filter, PTFE 0.45 um) > B~ ik » {7 o
#4510 pL iz~ HPLC » A AINA £4F 1 S % 5 = ¥ 50 ig ik 0 2 314

T o ERR > TENBREEER K
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(2) $#HEREESR R

Pk 587 17 e (Ellagic acid)# #84E%_2.0 mg » 4¢ 7 fE 484 3 10 mL

B4 % 1 mL ¢ 200 pg ¥ 7k (Ellagic acid)srih 3 545 % 73 7% o £ 009 fRff
1 20 pg/mL 1l & $PRAEE S5 0% o

(=) ’fﬁr"’{—-;"/‘;‘\j,
b A (GE ¥ 20 56 )5 02g> ‘H:F?fﬁ— % % 50mL ;;»53_,\,? N
beor R 25mL - 42 ik BIFASL(H % 300W o 4 % 40kHz) 30 A 45 0 i
o5 A dB(5 4000x g) s EAFHRE-1 X 0 A EZ B 2 Nol g AiEig T
50mL 2. 2 8% 4 ¥ fR 3 %R > 33 £ S ikI g " (Syringe filter, PTFE
0.45 pum) > T EF o

(I) plas
Lo EJ‘J#%/{EF}LB"*%T“—%W/Q R ’Fﬁr‘rl{u‘ “i’ 2 10 ML 1 ~ HPLC » %+ *
T R85 0% ¢ 8 -pi(Ellagic acid)en g £ 0 TE o

(=) HwEMR
A% Fee P~¥1 7o ph (Ellagic acid) &% & &% % % 7% i £ (200 pg/mL) » 2 @
fE AR L~ 7 82 75k (Ellagic acid)~ %] 5 200 ~ 100 ~ 50 ~ 20 ~ 10 ~ 5.0 ~
2.0 pg/mL R BUR % o 00 b AR £ P10 ul A %) ~» HPLC i {7 2.8 A
1o A R T2 R G A (y B TR R 2 R R (X B TR i B
REHERZ SN y=ax+b il G#R?o

(=) H % RZER
¢ 118 fCpk(Ellagic acid)id % & f# 5 4tk > KO ERE L o

(~) # RALEERIEH
R A R RS L i L
BT ERRAR &SR 0 B R M EETEpA(Ellagic acid)ehz £ (%) &
itk AdApSREL
2 FERW B - 1 G AEAR A A EA KRR g S R s
Ate Ak AW 024851624 | pFig4fp] 7_» 11 #1172 fe (Ellagic
acid)eng £ 24t o AN ApHIRE L



(1) @BipHEe 2 &4 UE5%
18 ;pl4& *(Limit of Detection, LOD) @ #-¢ vk B 2 &8 5.4 7% 74 L
B rungigeint 3 =31 kR IT5 RRIGIE - T E &Y
(Limit of Quantitation, LOQ) @ #-¢ sk & 2 & # 5.4 7% % EIE i SR R
Bt =101 kR 0 TE 2R RIAGIE o

() Fptew e d %
B~ e vl - fi(Ellagic acid) 7 £ sh 248 A Holl ke 2 5 0.1 g » #Haf T
T o A s 4 1 mg ihEk e (Ellagic acid) i & 0 It i3 ik Wi
Wy > XX~ 10uL 2 » HPLC » & BRI &8 7= £4F ©

(+ - ) HPLC » ¥7if it
1. & +7 ¢ * Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5 pm)

2. ¥k £ 1 UV 254 nm

3. ;wi# 1.0 mL/min

4. FHER 130°C

5. 7478 110puL

6. # & 4p :

P& F¥ (min) v A (%) 0.1%#&4 & (VIV, %)

0 35 65
10 35 65
35 45 55
55 100 0

(=) £33 Lrigd 7 ERIT
B 10 #+7 & pisd EHR SRR AUG 2 WA RERR B E 10
ul i 5§ = 452 » HPLC > #7118 T3 4 & ff ke [ 2 N3 B i o

(Ellagic acid)shf 4 7 £ ©



(+ =) UPLC % 47 i% i

1. k45 ¢ * Waters Acquity UPLC BEH C18 Column (100 x 2.1 mm, 1.7 pm)
2. ¥BlAE D254 nm
3. y®i# ¢ 0.4 mL/min
4. gHE R 135°C
5.4 »>% 1L
6. # B 4p :
P B (min) " 7 (%) 0.1%#4 & (VIV, %)
0 10 90
4 40 60
8 40 60
10 100 0




7 N5
1 P
(- ) & 5% 7=t (Ellagic acid)2. HPLC A& 17
WF T PR 20.7 & 48 AE om ¥ 70 e (Ellagic acid) 12 54 0 (- ) o

o ¥4 7-pa (Ellagic acid)
200 ¥

0 5 10 15 20 25 30 35 40 45
Bl- ~ ¥ i-pk(Ellagic acid) %% 5% /% 2 HPLC & {7 [

(=) # & 75 #k &2 HPLC & 47
WF TR 206 2 d8)edE T B G A &P - i (Ellagic acid)g &
(Bl=)e #dd 5 R=17 3 & F]F 5 T=0.97 3904 Suif * 48 KN o

mAU
4004 ¥ 1 pk (Ellagic acid)

3007 )(/

1007
0,

0 5 10 15 20 25 30 35 40 45
Bl- ~ 7 & 2i5df& 52 HPLC & 17 B
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file://///192.168.1.109/lab/14_網頁/03_中藥品質分析/20230109_qaTCM/MI-TLC-HPLC/106科技計畫/106HPLC/石榴皮.docx%23_Toc398027315

(Z) BEEFPRRHRE
MR ORR G AEREE > s B¢ E iR 1 o pa(Ellagic acid) sk E 6 A B
<o BT TR S BB

- 72 BRRERLR

ki E 5 A B ik E B
i 4784.2 N
75%7 7 3552.5
50%" FE 2576.0

© e 1735.3
5% fi 3982.8
50%¢ fis 2877.7

(z) i EFP "R
BEMFEIARFEA K A it (Ellagic acid) ¥ 3% 2
(>98%)

22 FRARSEPEGER

B AR E B #ic ¥ -t (Ellagic acid)it % & ##
B % 9750.1
o= 645.3
Fz = N.D.
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(I ) & 587 7k (Ellagic acid)# £ 5
57 Fk BB T (Ellagic acid) (X)¥ & B & 174 5 ff 0k s B (y) T
B R kB A28 5 y=105.07x + 102.6 > R2=0.9998 > &7 k& & 2.0—
200 pg/mL F 245 hSI B G (HZ) o

25000 -+

y=105.07x+ 102.6
R*=0.9998

20000 -+

B

15000 -

10000 -

5000

0 50 100 150 200 250
JE B (ug/mL)

Bl = - ¥ i< pi(Ellagic acid)Z & £ 42 B

4. = ~ ¥ 1o pa(Ellagic acid)z_ & £ s = 47.5%

AR 5 & B (ug/mL) SERL R?
7 1 % (Ellagic acid) 2.0-200 y=105.07x + 102.6 0.9998

() # R 2 AR
# s % 877 0 1% HPLC %8 if 2 éf B & %4 8 72 (Ellagic acid)
R APEHEE L 5 0.28% B L2 A FHEE £ 5 1.39% 0 08 5 s
EA e N N

(=) RBEE®

d &% ¥ @4 8 S (Ellagicacid) & 24 o) PR AR E 0 AR HHEE £ 5
0.34% % Z R > FH7F RSAILF 24 PR T RlE S A LR o
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(~) BB LR R
# 1= % (Ellagic acid) ¢ i8] % *2(Limit of Detection, LOD) % 0.2 pg/mL (]
2 ) » ¥ 1&*Y(Limit of Quantitation, LOQ) % 0.5 pg/mL (B3 ) -

mAUT
A
3 ¥1 7- pa (Ellagic acid)
9]
& \
0,
,1_
-2

0 10 20 30 40 50

Bl ~ ¥ i-pi(Ellagic acid)2~ LOD & 17 R

mAUT

¥1 7 pa (Ellagic acid)

W

o

N

0 10 20 30 40 50

M7 ~ £ 7k (Ellagic acid)2 LOQ & 17 Fl

o~ LR AT

A _ ¥1 7~ pk (Ellagic acid)
kR R.S.D. (%)
HHE (=5 20 pg/mL 0.28
LmE (0= W 53 (No.6) 1.39
R (n=6) i3 i (No.6) 0.34
iR (n=1) 0.2 pg/mL -
TE & (n=1) 0.5 pg/mL -
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(4 ) wieFEsk
i1 1 (Ellagic acid)T 35w % 98.36% » p $H1E28 % £ 3.99% o

%3 ~ B i-pe(Bllagic acid)if 4 » JT 5 :#%

WBL| BHMAFL | FFE | erE | BEE | wfF |[TEHwdcF | RSD.
(g) (mg) (mg) (mg) (%) (%) (%)
1 0.100 1.327 1.000 2.278 95.10
2 0.100 1.327 1.000 2.261 93.40
3 0.101 1.327 1.010 2.368 104.1 98.36 3.99
4 0.101 1.327 1.000 2.340 101.3
5 0.100 1.327 1.000 2.306 97.90

(L) £33 & 4547 ﬁfbf&(Ellaglc acid) 7 & /P 2_

10 PR 42, 5 &Rl 28 % (Fok & )40k = #77 » ¥ 7“pa(Ellagic
acid)ehz £ 5 0.529-4.683%- 2% % ’]f“” A B dp 1% 4 51 - fL(Ellagic acid) £
7 B 7 1850 0.40% o 32 % 5 Bk i1 19 a4 (Ellagic acid) it £ 35 5 2 14> 5000

(% =& % 12000) -

7 ~ 2% & LAk 52 8 - ph(Ellagic acid) 7 £

L ¥1 - ik (Ellagic acid) ¢ b ¥4 <4 (Ellagic acid)
(No.) z £(%) (No.) 5 £ (%)
1 (NB) 4368 6 (CG) 2.013
2 (NC) 1.408 7 (SE) 1.531
3 (NF) 3.687 8 (SG) 0.529
4 (NR) 4.683 9 (SJ) 1.046
5 (NS) 1.364 10 (SR) 4392
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(=) 7 & 245 £ 2 HPLC 45 ¥ Rl3§ ezt =
Pob3d B RAGA R SIFR L 10 pL 4% 0 & 7 HPLC 45 % Rl3¥ 0
R
1. & 47 ¢ : Agilent ZORBAX Eclipse Plus C18 Column (250 x 4.6 mm, 5

pm)
2. #BIAE DUV 254 nm 3. s#i& ¢ 1.0 mL/min
4. FHER 130°C 5. 4~% 110pL
6. #H4p -
P B (min) v Az (%) 0.1%#&4 & (VIV, %)
0 10 90
20 40 60
35 40 60
55 100 0
" ¥1 7~ & (Ellagic acid)
700
6001 /
300
4001
3001
2004
1004
0_ T T T T T T T T
0 b 10 15 20 25 30 35 40 45
B+ ~ %134 HPLC 4, = Bl3#
¥1 7~ pk (Ellagic acid)
mALl |
]
| e A i I _.]Q
| 9
200 +— Fr—n—A . A L L -
[ e e 8
| \ 7
GO0 —
400 —-—"‘—‘-""'_"—“ A ————a J
S Y SN A A 3
|l A :
_ A 1
0 e —a Al
0 10 20 a0 an 0

Bl-= ~ 103 745 4 #1122 HPLC 4y ¥ Rl3¥
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(+ =) % 5.3 i pk(Ellagic acid)2. UPLC & +7
G PR 4.95 4 4B R o B 24 (Ellagic acid) % 2 5k aE (] ) o

0.14~
0.12+

ik (Ellagic acid)

0.10+

0.08 /

0.06+

AU

0.044

0.02+

0.00
T T T T T
0.00 1.00 2.00 3.00 5.4 (JO O 8.00 9.00 10.0C

B~ ~ £ - pi(Ellagic acid) % # &% 7% 22 UPLC & 47 Bl

(=) % & 2484 # 52 UPLC & 47
WFE G R 4.95 & s g BRS¢ B TCpL(Ellagic acid) gk 4 (B4 ) o

¥1 7~ pk (Ellagic acid)

0.30

AU

0.25]
0.209
0.159
0.109

0.05

0.00
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 8.00 9.00 10.00

B4 -7 & 754 t& &2 UPLC & 17 B
(+w ) ¥ {Cpi(Ellagic acid)ss + 34 ~ &3+ £ 225 8
A+ 3% 1 C14HeOs 5 Mol. Wt. 1 302.19 5 mp : 350°C ; v ¢ %48 -
(+3 ) ¥ 1-pe(Ellagic acid) 55 1
0]
o OH
o )= )-on
HO (0]

@]



(=) ¥ pk(Bllagic acid)=h "H NMR B z#

: W

/

/
//

I 'L_L A,JIL.
Bl ~ £ {<pk(Ellagic acid)# '"H NMR B):# (DMSO-ds)
(+ =) ¥ s (Ellagic acid)= '3C NMR R

R 7]

Bl - - #i-ps(Ellagic acid)« C NMR ] :# (DMSO-ds)
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(+ ~) i <pe(Ellagic acid) 7 EI-MS B
h 1;}(’% ' ’ 129.04
95

90 ‘
GSj 1
80| ‘

Relative Abundance

70.10 83.09

112.11

35— ‘
I

el

254 I ”
Zoﬁ ‘ | 85.00 ‘
15 \H 87.05 “

i

10 | |
1‘ Il I !
i ”1“”" ”\L !

5 “
ol I
80 100

111.06
147.04
|

241.16
259.18

RN

| 151.06 185.13 4q

| | 1
Il ’Il‘l,”n lv..‘,,}._'{,l._‘;;lnhlh\l it gt

| A
120 140 160 180 200
miz

3.06 213.15
P T | O
|

220 240

|
T

il’m Il
60 260

B+ = ~ ¥ 7~ pi(Ellagic acid) s EI-MS ] 3

(+ 4 ) 7 pa(Ellagic acid)= FTIR B

i L i e
280

301.98
|

303.02

284.22

‘ 304.03
.:h !} o - sppn
300 320 340

180 " S Y

Wah

] ,\
90
\

e

80

70-

80

50

401

% Transmittance

30}

20

e
——

3475.09

3559.09

3071.40

170184

161997

3153.07

20°

—_——

761.25

2500 2000
Wavenumbers (cm-1)

4000, 3500 3000

B~ = ~ £ 7k (Ellagic acid) s FTIR B
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= L) ¥ i pi(Ellagic acid)sn UV Bl 3#

Abs
‘ 254 nm
3.5 ‘
|
3.0 i‘
2.5+
2.0 ]
15
1.0-
365nm
0.5
{ \\~
00— ‘ — ' w sy i
200 250 300 350 400
B+ w ~ ¥ - pk(Ellagic acid)sh UV Bl ##
= L - ) ¥ iopk(Ellagic acid)ehd ~ BLIC B =8
¥1 7~ p& (Ellagic acid)
# = ~ ¥ - pa(Ellagic acid)sha ~ g4 § =4 (DMSO-ds) *
position du (500 MHz) dc (125 MHz)
I, 1 - 112.3
2,2 - 136.3
3,3 - 139.7
4,4 ; 148.1
55 7.45 (s) 110.1
0, 6' - 107.5
7,7 - 159.1

4(Multiplicity, J in Hz) in ppm.
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: GRANATI PERICARPIUM
: Pomegranate Pericarp
Bt A5 5 T 54 Punicaceae t£4 7 15 Punica granatum L.2_ 5z = 3 % A -

(-) &R [Fr321]BaFLEY FL5-K2013; B4 54

~ o~ o~
sy

Ve

3£ feRE L 2015)
— B A Gk 3.0g 4 A 30mL o g iR 1)
Wie > ek kHEI T > ARk 20mL # 23 % Eik
JaiR L RIRFERI P20 A 0 20mL B e AR
KRR e e fadRiE P2 0 £ 20mL EE e
Fee fia iR X ORAED 9 A4 T B L mL #2308 0 0F
f;’fﬁrﬂ"'?‘%fl °
[F522)(p FRE)Y
— B A EH R 0.1 g 4 ? iR 10 mL o A2 & AIZ 30 A
48 B PR ITARSBIR

) HREREER P icpi(Ellagicacid)HREE & 4 P RS F ImL 3

% % LOmgep iR 0 1T s HBERE RSB
) ;E': é‘] %F HPTLC silica gel 60 Fos4 > mcmxmcm\mcmxmcm
(z) B B & [BERAl 1] (2464487 L5 - 2013; g4 21

AEfrREL 2015)
_ag;;aﬁ;]:ﬁmzﬂﬁ/g:fk (10:1:1:1)
[EB&2) (p 7RV

—T ¥ e T (440D

) & F # 10cmx10cm~20cm x 10 cm
) B B OERWHFFALTIF ISA,4 FFER  BEREHEcm-o
) K &AL AR E 254nm 2 K HERET AR o
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I FREEZERRR
F 5% P 106/08/31
¥R ERH) : 57%
BEM®RT) 25 C
[BER#2) (p FRH)—" F:e@ef: "/ G:4:1)

S A L
1-2:3 ¥4 1<t (Ellagic acid) (1.0 mg/mL) 1>2>5ulL
4556 a7 (8 2 1] 2:5-8ul
7-8°9 ¥eaqiair 7 [5522 2] 25> 8uL

ERE :2%53: 2 SRR P MRS R IEE SR A d N S
FR R P HRERRERREE > mER [0 2]
iER B E ¥ o ph(Ellagic acid) R 55 i Sulo W &in R [ 532 2 2]2ul-

g
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I B ANER
F 5% P 106/09/04
AP %% & (RH) @ 64%
BB (RT) 26 C

[Ema 1] (4489 #2052 5K 2013 ;
1:1)

—C i fg P TR R (1001

AT E AR X foFEL 2015)

[gyﬁg:ﬂ(éﬁﬁ@)——ﬂﬂﬂj%H%Qﬂnmmﬂwﬂﬁﬁ&ﬁiﬁ

oo ¢ B RelE & %3+

[Em& 2] (pFRHF)—" % - cphd fiy
[P 2)(p 7 #%)—HPTLC # * %£(254nm)# M (F i R E 5 0.39)

TR (414

1 : Blank
2 : ¥% 7~ p&(Ellagic acid)
304 B RT

5 : Spike

(= P (
mﬁﬁﬁﬁﬁ* SEE

S 2) 2N v

P
B wmiE* p FRE L
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T~ ERNER

9% p # 1 106/09/04

1P % R (RH) © 64%

B REMRT) 26 C
[BER®2) (P FRS)—" FIopfefy: "/ 4:4:1)
[55=22)p ##%)—HPTLC % [P 2)(p 7 ® %)—HPTLC %
o % (254 nm)# 91V 7k k(365 nm)# 1

1 : Blank

2 : ¥1 7~ p&(Ellagic acid)

304t mERRT

5 : Spike

FERPLE T Y AT (254 nm) T Ao d g b B (365 nm) F P AR 2 ¥R -k
(Ellagic acid) % 2 &-za gk o
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I~ RSP

F 5% P 106/09/04

AP %% & (RH) @ 64%

B RERT) 26 C
[ER#&2) (pFRF)—T F I ofefig: " 4:4:1)
[55=%2) (p F®%)—HPTLC % * k(254 nm)¥ )

1 Blank
2 ¥4 7-pa (Ellagic acid) (1.0 mg/mL)
3°4 &%k 1 (NB)
5:6 & &% % 2 (NC)
78 &% % 3 (NF)
910 &% % 4 (NR)
11> 12 &% % 5 (NS)
13 Spike (& &% it 7)

24




1 Blank
2 ¥4 7-pa (Ellagic acid) (1.0 mg/mL)
3:4 &5 % 6 (CQG)
556 % &% % 7 (SE)
78 &% % 8(SG)
910 &%k 9 (S))
112 W 573 7% 10 (SR)
13 Spike (# &% % 7)

BHhvER  NpFRF [FB222) 22 AR [BEEH2)
s g e fe ) ¥1 7o pa (Ellagic acid)$ie i3 0 3t % ¢F k(254 nm) T ARG 1E o
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