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'pf o
B pFL L R € %i8(2020) ° @ 4 XX frREFL 2020 5K - Mo fp v
BF F A DAL o 119~120 F -
AP IR LSS (2016) o P BRI ACE T BL o AR 1 A RIURE 7B B
AmiE FLE TN RAL 0 354~355 F o
P AR~ Hh A 5D 5(2013) o P Zar B AR R F o AR Y 1 AR T R B
AmiE FLE BTN RAL 0 338~339 F o

10. 3 7F 1 %(1993) o ¥ FF T o F WA H DKAL 0 286~288 F o
11 ML 4 B ¢ (2009)° ¥ 34 3 X feREL 7 F4 Rcdn 4 Bl L %
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R i A (Aged Tangerine Peel)
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BEp Ly Y BRR ML B 104 o

CHRER AR

(- ) HPLC &k B2 K78 4=
Waters 2695 Separation Module > ¢ 7 Waters 2996 - Photodiode Array
Detector ; 5 & 47 *g 1. COSMOSIL 5Cig8 AR-II-C18 Column (250 x 4.6 mm, 5
pm) e

(=) UPLC kB2 K178 4=
Waters AcQuity Ultra Performance LC» # 7 Binary Solvent Manager ~ Sampler

Manager ~ PDA Detector ; £ 15 ? 1. Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 um) °

ZRRERE PR K

(- )
2 3£ (99.9%)pE b+t Sigma-Aldrich ; 2 fF(95%)BEp *T Rz T £ 5 L2 7 5
? A% (HPLC grade)pp ** Merck °

(=) H& 5
153 4 4 H (Hesperiding » % f 209 Z 2 5 W & 98%14 + o

E o~
(=) ﬁ;‘%gﬁ’*ﬁi’ﬁifﬁ,ﬁ
Sk R 20 & ERAEP02g0 1 % 100mL FlAL? > Biy

mgﬁHOmL’“%ﬁ/*f‘ 3R 50mL%ﬁ'u5§c‘ S Fie
7 SOmL Az k4R ASL( % 300W + 4 % 40kHz) 1 -] %+ 12 No.
| BB i 5~ SOmL % B ALY +de? B3 4R 454 4 48 (Syringe
filter, PTFE 0.22 pm) » ¥ {% o & £~ 10 uL ;2 » & #cit ;% 49 & 47 R (HPLC) ™
SREELE R RS RAT R G R AL FeiE e

(=) G EPEFE TR
BREFP A G4 RGBS 20 506 )3 i 0 & RS 02g0 B 100
mL [l &S > Brgde » ¥ A5 & 50mL o 4o i in 1] B2 PF N3 B
Agris o i No. 1 R iR > PRk A » 50mL % £¥07 407 51 % A
#- 3 £ B (Syringe filter, PTFE 0.22 um) > 18 o & £ 10 uL /2 » & »kic /%
A8 % 47 R(HPLC) » r2ip] (¥ 408 g 38 % % 6 ff 5 B P& T pt
¥ o



(=) HRIFE SRR
R e A F 1.0 mg o 4 20 mL 07 B A5 1 mL 7 A
H 500 pg iR S G5 H R0 0 X007 pEAFR D 100 pg/mL B A 4 R AR E

ooy
e iR °

(2 ) &3 R
BREfEP-h 5o k(B % 20 BLéF %)% 02 % 100mL Fl&RFL? - ¥
Fide » P fg S0 mL o 4o e GRAJE 1] BF o 4 4R 0 12 No. | MR
T~ 50mL F BHLY 04 ¥ AR 4 R 0 33 £ 48 (Syringe filter, PTFE
0.22 um) » T o

() Pz
b G EE e B R AR BOA R S 6 A R 10 ul c 2~ HPLC » ip) 2o
AR RN RAFSHTE T o

(=) wE®R
Brre P A H R 58 5 % i £(500 pg/mL) » 72 P AR AR A 7 H
A HA B E 200 ~ 100 ~ 50 ~ 25 ~ 10 pg/mL ek B3 0% o 12 bR R £ B 10
pL 4wz » HPLC &7 L& # 17 - 1% R &2 % & fi(y ) otk &
ZREXEh)EFREYEEF > T RERERL 25 y=ax +b & iph ik
R? -

(=) H®ER%
VA H & 100 pg/mL 2 $RARE R Rl AR R S 4 A H e
GRS g iR RO EHREL o

() LAl R
L EAFHE Bl - 49 B RRASHE & > kAR SFHE S5 R iR S s T
FELE S BRI SRR 0 BRI AT B0 ik R
MR L -
2 FERW Bk - 47 BRMAEHE k0 BAMAFHE SR RUE S 2 Y
BRAPAR &3 o A5 02481624 | Prgthpl 2> ALY
L B R S Ap R RO APEIRE L o



(4 ) pE e LR R IER

. T p4& *2(Limit of Detection, LOD) : #-¢ ik & 2 &% 573 7% % %‘kﬁ%‘% ’
Trrg Rt L =3 kR 0 (TR HRHRIIEE
¥ &' (Limit of Quantltatlon LOQ): #-¢ ik & 2 1R 503 ik 7 ki
FOLBLAIL 5 1011 pE2 R R 0 (PR R BEIURBTE

(+) HAew e F sk

(__L

o wRAHZEPRBABHE A S P A R REEERH01 g &
BlAe > A 6.0mg Tikde &p R WA G B ITRIC o

- ) HPLC % #71% ¢

1.k 47 ¢ + COSMOSIL 5Ci5 AR-1I-C18 Column (250 x 4.6 mm, 5 um)
2. ¥&pLAE 1 UV283nm

3. ;i ¢ 1.0 mL/min

4. R R 135°C
5
6

CiE R 10pL
B
P& F¥ (min) z 3% (%) k(%)
0 22 78
30 22 78

(+2) 483 ERMAENZ 2Rl T

P10 B RMAEH iR SRR AT 2 2 W Rk&SBR L 10U
@A 3 443 0 HPLC > #7# T30j0% 6 ff ik [ 2383 E R A H D
AAEE-

(+2) BHAk &2 UPLC K 47 i i

1. %474 : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 ym)
2. #%plAE UV 283 nm
3. sriE 1 0.4 mL/min
4. Fg R 135°C
5.4 ~% 11l
6. # & 4p :
P ¥ (min) z 3 (%) k(%)
0 22 78
8 22 78
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Minutes

B- ~ A FEE 3% 2 HPLC & 17 @)

(=) ® & gMAk &2 HPLC k 47
WA TR 8.94 Ao B BUA RS A H R E (RS ) BAHA
PEFR)E 588 # EFF(Ni 116> 35k bg * & Kp o

0.50]

0440—5 i H

0.30 /

0.20
0.10
0007 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

Bl- ~7 &R mA &2 HPLC & 17 R

(Z) BB EFPFEEFTR
4(%1(-1‘3‘ VIS %” J Bé':ll-v» T , & %w*%ﬁiﬁ%%gﬁﬂﬁ[ﬁ/ihiaig
B & ’&F"Tétélh‘i‘/n I | in‘: 5 i E\"ﬁ]’_ .

- A REEEBLR
FB i KA Hk % 5 f B it 55

de e gn 1) pE 2311040 \
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2 AL FH RS E R

b gl in KA 5 A
1] P 2311040
2| pt 1953579
3P 1109683

(1) ¥ RRAHHER

SR ERRAFEOHE KT G A NF i E(y) 7 5] i R

AR 5 y=15800x —20489 > R*=0.9996 » & 77 )k B # 10-500 ug/mL 7
HFPHRMR (R Z) e

9000000 r o ;T"

8000000 o _ 1 5800x — 20489

7000000 r R2=0.9996
4 0000000 -

= 5000000 -
wt 4000000 -
= 3000000 -
2000000 +
1000000

0

2z RAFL R AR

HEREE 5 Jk & (ng/mL) P w S e R
A H 10-500 y = 15800x — 20489 0.9996

() H % & F%
TS5k T > 4% HPLC L2 2 olf % & 24 » BAHH R R L
AR L L 044% 0 B kB & Rp o

(=) EFRERULRER
FH&SET o {1 HPLC R ZFEanEAF 1 ad - RAHEAF L2
AHARE L L 112% 0 B kSR H R R o RAFE24 PR T R
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R APSHEE 5 1.03% B LBl F o REAITI L 24 PR 2
= o plaE s LR o

(~) HRHESE 2 &' UE%
BAHERES 0.4 pg/mL (Rle ) LEH&TE 1.0 pg/mL(RT) -

0.003

0.002—

0.001 /
0.000- W‘WWWWWWWWWMN

T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00

0.010
0.008—

0.006—

0.004— /
0.002

T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00

Fw o~ LA REAS T

o I 7 _ ki
kR R.S.D. (%)
#HeE (=5 100 pg/mL 0.44
EAE (=5 # &% % (No.3) 1.12
g (n=6) # 573 % (No.3) 1.03
R (n=3) 0.4 ug/mL -
T E %' (n=3) 1.0 pg/mL -
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(1) HAew e F F5%
BAFT DR w oS 5 99.1% > Ap$IEE B L 5 1.85% -

23 RAFRw S

5 BHAEE | 73 E | rE | BIEFE | wicF |[Tiwfd | RSD.
o (2) (mg) (mg) | (mg) (%) (%) (%)
1 0.1007 | 5.6631 6.0 |11.4329 | 96.16
2 0.1007 | 5.6631 6.0 |11.5666 | 98.39
3 0.1007 | 5.6631 6.0 |11.6701 | 100.12 | 99.08 1.85
4 0.1007 | 5.6631 6.0 | 11.6974 | 100.57
5 0.1007 | 5.6631 6.0 |11.6718 | 100.15

() %3 e RAmAEH Bl
10 #+ B A #F42 7 BRI LR SRSt = o7 BRAHSE £
5 2.581-7.687%  :E KR A FHn S A A Fehg B3 0050 20% 2
o BB L L R B A 0 5000 (R 5 12293) -

A AR LAMAEH RS LEAH T E
#1 % 3.(No) BAF S £ (%)
1 (NF) 7.561
2 (NJ) 5.446
3 (NR) 6.189
4 (CA-2) 2.581
5 (CA-3) 5.612
6 (SA) 5.674
7(SC) 6.144
8 (SE) 6.135
9 (SJ) 4.114
10 (SUC) 7.687
T 32E+S.D. 5.714+1.503
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(+-) B w42 HPLC 45 & Bl erud =
P10 47 &R A EH &

v

it 10 pL gtk > 217 HPLC 4p &
BB 33 cip) o
1. & 47 ¢ * COSMOSIL 5Ci5 AR-II-C18 Column (250 x 4.6 mm, 5 um)
2. ¥ pIAE UV 283 nm 3. ;i ¢ 1.0 mL/min
4. FHIER 135°C 5.7 3~% 1 10pL
6. # & 4p :
P& F¥ (min) z ¥ (%) k(%)

0 22 78

10 22 78

20 48 52

35 48 52

45 100 0

KA
2001 ‘/ 10
%J A _Ag_}\ _ N\ 5
% A
160 8
‘ //L\_L A A A

08H

0601
3
RN e
NN ) 2
N A 1
000

L
000 200 400 600 800 1000 1200 %400 1600 800 2000 2200 2400 2600 2800 3000 3200 00 OO 30 4000 4200 4400

Mnutes

Rl= .~ 10 3 4 ML 244 2 HPLC 45 % B3
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(+ =) % SRAH2 UPLC K 44

PGP 1.94 2 g BT A H R Sl (B )

0.30

0.25% R 'ET

0.205 /

= o.15€
0.105

0.05-

0.00] —

T T T L e L T T T

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00
Minutes

W=~ A HEE S5k 2 UPLC A& 17 @)

(+=2) # & AMAEH 52 UPLC K 17

T
8.00

RGP 1.94 4 & RAE T R L EPHE &0 A kg (B )

0.80
0.60] ﬁi}j‘ -ET

2 oue] Y/

0.20—

0.00—

— T T T T T T L T T L e B e L e — T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00

B~ &R ML EHE &2 UPLC & 17 B

(Lw) RAHE 23R

W
B

A3 7% 1 CogH34O015 5 & F £ 1 610.56 5 5 8 1 258-262°C 5 v & k& o

(+3) RAFNEH

HOL -
)@
HO™ 0 o_ O O
OH HOY “OH
0

OH OH

o
OH
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(+=) ¥4 H 'HNMR B

12,008
11.997
9.078

NP LR OO NN I P TPNTNLONNONS CNEESYSNRRTANAERONEDS®
2822833022883 32332222372 2u¥gsIessgsIsgsassNesse
SESBAUNRIRIAAARIASICERNET TRISESITHAAFAQAASARTSS
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e
—~

J / : ] [ ilr //]

oo —

L | l MULJML

Wi~ A gen 'HNMR 13 (DMSO-do)
(=) 4 H 5CNMR B3

+ ~ A H 5C NMR F13# (DMSO-ds)
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(+~) BAFSHESIMS M

E:\DATA\Lu, Chung-Kuang\2015\YHC6-82-1 3/19/2015 9:45:08 AM YHC6-82-1
ESI ' \

YHC6-82-1 #82-89 RT: 1.76-1.94 AV: 8 NL: 6.30E5
T: - ¢ ESI Full ms [ 150.00-850.00]
301.18

100 [M-H] -
95
90
85 609.14
80
75
70
65
60
55
50
45
40
35
30
25
20

Relative Abundance

15 325.31 728.97
10 339.35
5 285.22 343.11 503.16

0 b M dad 4 e aly
150 200 250 300 350 400 450 500 550 600 650 700 750 800
.miz

706.88 745.04
pas.98 789.90

Bl - ~ #4 #e ESI-MS Bl

(+4) BAHHFTIR Bl#

%Transmittance

90 JHesperidic

88 ~-/¢,W1“1’f *A’J\\.\’ . , - _,".vrw‘\' I",x“l A ‘
| *J 2 | i | |

80

8149

78 ‘ a (B | “’

" Rk

12418
8495

72 | ‘
A ©
]
70 \ ‘ g

68

9762
8904
8168
6779

4
14420
10007

&8
10293

&8
7678

g
20171
28395

34198

<
52 ?;
50 é
48

46

84 \ \ VA ; ‘ 4!’{-”‘

6288

7432

850

5839

4000 3500 3000 2500 2000 1500 1000
Wavenumbers (cm-1)

B+ =~ A HOFTIR Bl
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(=) BAFHUV B

8.717 Peak 1

283.8

| 327.9

T T T T T T T T T
200.00 220.00 240.00 260.00 280.00 300.00 320.00 340.00 360.00 380.00
nm
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SLo ) RAHIE RS R

%, © a 3
» OH 5 4
OH O
B
%=~ BAFPL 1 F =4 (DMSO-de)*
position ou (500 MHz) oc (125 MHz)
1 - -
2 5.47 (dd, 12.5, 3.0) 78.3
3 2.73-2.78 (m), 3.20-3.30 (m) 42.0
4 - 197.0
4a - 103.3
5 - 163.0
6 6.13(d,2.5) 96.3
7 - 165.1
8 6.11 (d, 2.5) 95.5
8a - 162.5
I - 130.9
2 6.88(dd, 8.5, 2.0) 117.9
3’ 6.94 (d, 8.5) 112.0
4 - 147.9
5 - 146.4
6’ 6.92 (d, 2.0) 114.1
1” 4.96 (d, 7.5) 99.4
27 3.20-3.25 (m) 73.0
3” 3.26-3.30 (m) 76.2
4” 3.11-3.18 (m) 69.6
57 3.51-3.54 (m) 75.5
6” 3.36-3.43 (m), 3.76-3.81 (m) 66.0
1 4.51(d,5.5) 100.6
2> 3.62-3.64 (m) 70.2
3 3.36-3.43 (m) 70.7
4 3.11-3.18 (m) 72.0
5 3.36-3.43 (m) 68.3
6 1.07 (d, 6.5) 17.8

4(Multiplicity, J in Hz) in ppm.
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R BA
P LI RMA
4 Z 4 7 7 ¢ CITRI RETICULATAE PERICARPIUM
# < % ! Tangerine Peel
A RiAEE 54 4 Rutaceae 8.4 & #Y Citrus reticulata cv.2_ 5535 *F K % 4 o
- N3
(-) ¥ &3 R [F2321)] (187 #2452 5%2018)V
—B ARk 1.0g 4 ® ﬁiga 10 mL > & F =T 30 »
48 0 Wi PARRITEHRSESBR
(5522 2] (Ab7 EHEET AP « 0 L Lol
Z1 2015)
—PF Ak 03g 4 B 10mL 425 AR T 30 ~ 48
Wig 0 PR TR RSB R o
(=) AR & P14 H (Hesperidin) ~ 46 & F (Naringin) ¥ & %5 5 > 4 &
A o 4T mElAE LmL & L0 mgenbefeip iR 0 it HER
ﬁr‘%i%\il °
(=) # & + HPTLCsilicagel 60 Fas4 > 10 cm x 10 cm ~ 20 cm X 10 cm
() B B & [ER#H1] (47 Efs'?l‘i“‘:%')i2018)
—C ez fig - Y ER -k (100 : D13)RE B 3cm o B
)kgg%;a.ﬁu"*’:af&aﬁq:E'grk.yj\(20. 0:1:1)
ERI 8cme
[EmR#&2) (pFBEF 1)
—C it fig s T PRk (10:2:3)010°CH T & Kt K
%R
[E®&3) (pFEF 2)
—e e TRk (105210
[EB#A4) (p FERE 3V
—C ez fig - T ER -k (100 : 113)
[ER#H5) (p FEF 4)
—C ke fig e R AN F 0k (4121 1)
[E®& 6] (p TR )
_agfgaga:ﬁm:ﬂ(aﬁﬁ::k 8:4:03:1)
() B B f 10cmx10cm~20cm X 10cm
(=) & B OEEWNEALTG ISAs P AR BERIEH 8cm -
(=) B I &R ™ 5%z & " 4EFR(AICL/EtOH TS)*f F e » B3 ik &

365 nm 2. ¥ FEBR BT R AR o

20



S EZERZERPR

F %P 109/08/17

B ¥E R (RH) : 52%

£ B (RT) : 24.8°C
[Em& 4] (p "R 3)—2 i iy
—HPTLC 5%= #% i 48/ FRig ¢ 15 % ¢t £(365 nm)#&

"Bk

(100 : 17 : 13)

Hn¥ - A LISER o
152 A H (1.0 mg/mL) 25 5ulL
3:4 &4 (1.0 mg/mL) 2>5ulL
5:6:7 BaEar 6o [F5302 1) 1-2>5uL
8910 a6 [5520% 2] 1>2>5uL

FEREFZ I2AFZ 2L GEBRY Y
PEY B [FB 1)
EREAE CREAFSUL A H 2ul - k&R R

¥

21
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N BE R NER
?1'56% pEp 1 109/08/17
10 $H% & (RH) © 52%
8 B (RT) : 24.8°C
[EEA 1] (%7 FL5%
LE R 3cm o B2d R gz (s

= 2018)—z2 phe fig - ¥ pg - -k (100 : $13)
» g *":amangﬂﬁf&.]\(zo. .1.1)

[55= 2 1] (47 %2 % = K 2018)—HPTLC 5%= & i 48/0 AT d 4
4 b k(365 nm)H (A Ry E 3 0.14 0 fh R H Ry S 0.15)

[ER#a2)] (pFR% )—c feofg: " -k (10:2:3)5 10°CT A
Bt KR

[552% 1] (4% %2 % = % 2018)—HPTLC 5%= & i 48/c fhAf 4
(5% £ (365 nm)te BB A H RAE S 022 W 3 ReE 3 0.24)

22



[ER& 3] (p B8 2—epef: "m: -k (10:2:1)
[55= 2 1) (487 22 5 = % 2018)—HPTLC 5%= & i 45/2 flgd (5%
“hR(B6Snm)tk (A H RAEE 0460 A H Ry & 0.47)

[EBH4) (p FEH3)—e e fg: P/ -k (10017 13)Y
[5522 1)(% 487 &L 5% = K 2018)—HPTLC 5%= # i“ 48/ fRigd (s %
“hEB65Snm)Hk (A H ReE S 0320 WA 3 ReE G 0.34)

23



[EE&S5) (fAiFBgd4)—opiofg:op 4NZ -k 4:2:1)
[55202 1) (247 &L % = 9% 2018) —HPTLC 5%= % i 45/c fRdgd {8
HehkGeSnm)fk (A F RAE S 0.620 $h A H RAE 5 0.62)

[ER&O6) (piFHaS)—epacfig e kepa: -k 8:4:03:1)
[55= 02 1] (L&° £2 % =% 2018) —HPTLC 5%= # i 45/c fRdg d is
k(365 nm)ke (A H RiE 5 027 0 WL H ReiE 5 0.28)

1 : Blank

2t A

3t b

4°5 %R 6
6 - Spike

ERA AR [FE 1] 2
P HE R AR

EBHA4) 5% BragA ¥ Reei
BRA 4]

[
[
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o~ LR NER

# 5% p g 109/08/17

¥R RH) © 52%

£ B (RT) : 24.8 °C
[Emad4) (p B3 3)—emefy: 7/ :-k (100: 17 :13)
[32-22 1) (28 2L 52k [352302 1] (£8Y 2L %2R
2018) —HPTLC + % % # ! 2018) — HPTLC % ¢} (365 nm)#s !

[5522 1) (2% FL 5% [5532 1) (4% FL 5K
2018) —HPTLC 10%% # @@/Fefa®  2018) — HPTLC5%= % i 45/¢ [ 48
FRAgd (o7 kiR ¢ {5 % ¢ (365 nm)tk v

_____________ == 8
1 25 3 e
1 : Blank
2 RAF
3 A3
45 &EBIR6
6 : Spike

RRPLET N 5% F (Y 4B/e BREE G (5 AN UL (365 nm) KR AR T B AE A A

2% -
% £
7 ]1/_,: :% o
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I~ PR RS
F 5% 1 109/08/20
4R R (RH) ¢ 61%
i A& (RT) : 25.4°C
[EREA 4] (p 7R 3)—2 e fg t 7 % -k (100117 1 13)
(552 1] (447 #4 5 = % 2018) —HPTLC 5%= & i 47/ fEAES ¥
*k 3k (365 nm)# !

- e E - - - e - -

1112 13 14

Blank

1
2 A H(1.0 mg/mL)
3 A 3 (1.0 mg/mL)

W &% % 1 (NF)

89 th i3 i 3 (NR)

> &
7 th 5in i 2(ND)
&

10> 11 th =% % 4 (CA2)

1213 ¥ 5 i 5 (CA3)

14 Spike (i /% it 6)
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L e e e e e e e e =

11213 14

Blank

1
2 A (1.0 mg/mL)
3 4 (1.0 mg/mL)

¥ =% % 6 (SA)

819 ¥ =% % 8 (SE)

5 2
' 7 ¥ i3 i% 7(SC)
NS
&
2
&

10+ 11 ¥ =% ik 9 (ST)

12513 ¥ 533 5% 10 (SUC)

14 Spike (H& &% i 6)

Bk [Feo 2 1] 2 [BEAA4] 28 Sl Fhd o
TLS%Z F i 4R/e FREE S 1504 b % (365 nm)T HARELE
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BmA (4 5)

Y- 0 U O S A

B p 8 109/08/18

10 ¥i% A& (RH) * 56%

i B (RT) : 253 °C
(B @& 4] (p 7R 3)—2e e fia 0 7k 2ok (1000171 13)
[55~=2 2] (p 7H%)—HPTLC 5%= & i 45/ AR 4F ¢ % ¢ (365 nm)#k
Sh

Piaml 213014

Blank

1
2 A (1.0 mg/mL)
3 & 4 (1.0 mg/mL)

% &% % 1 (NF)

89 i3 % 3 (CAD)

5 %
' 7 53 % 2 (ND)
2
%
2
%

10 - 11 ¥ 53 % 4 (CAA)

1213 i 5% i 5 (SA2)

14 Spike (& &% it 4)
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Blank

A (1.0 mg/mL)

4 (1.0 mg/mL)

¥ 1% % 6 (SAA)

% =78 % 8 (SEA)

NS
&
i 53 7% 7 (SCA)
NS
&
%
&

&%k 9 (SUC)

¥ &2 7% 10 (SUD)

Spike (¥ &% i 4)

SR e E A
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R R 4k 5 (Aged Tangerine Peel)

- HE
PRp R LY BRERAMAAT S 104 o

S RFEAVER

(- )HPLC ®E 2 k47§ 1+
Waters 2695 Separation Module » ¢ 7 Waters 2996 - Photodiode Array
Detector ; ; & 47 ¢ + COSMOSIL 5Ci5 AR-1I-C18 Column (250 x 4.6 mm, 5
pm) e

() UPLC REZ2 k7%
Waters AcQuity Ultra Performance LC> # Z Binary Solvent Manager ~ Sampler
Manager ~ PDA Detector ; & +7 "F? 1+ Waters ACQUITY UPLC® BEH C18
Column (100 x 2.1 mm, 1.7 pm) °

2 % (99.9%)rp >+ Sigma-Aldrich ; 2 f5(95%)REp *T M3z £7 127 5
? A% (HPLC grade)pp ** Merck -

(=) HRE#5
2 2 4 H(Hesperidin) » &k p ¥+ @ 22 > & & 98%11 F o

E'\‘%ié
(- ) @ EFBPEEEs

RMAARS B GEPEERR MAE -

(': ) ﬁ»fi:’;ﬂgxfﬁﬁgilfé
ROAG S b ES PR ERMALEH -

(2 ) HEREE SRR
Rt R H 1.0 mg > 4 20 mL 57" R S5 1 mL 2 4
H 500 pg ok S GE R 0 X0 P AR D 100 pg/mL B S H PR AR

BEEfs-h b (B % 20 56 )9 02g> & 100mL flxsg? - #
FEde » P g 50 mL o e e GRAJE 1) PF o 4 4R 0 2 No. | MR
Jai A o~ 50mL 7 £FLP 4T BB T 3 A 0 # 3 £ 18k (Syringe filter, PTFE
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0.22 pm) » ¥ o

('r ) P T
b | B Er e BT PR AR I AR S A% 10l 0 2 ~ HPLC » Bl %o
FAR M AR W AR P ﬁ_gﬁm% » T4E o

(=) HEs
AEE P AL AR S 7% L R (S00 gl 7 A AR ¥ 7 g
jiﬂu,,\ % 200~ 100 ~ 50 ~ 25 ~ 10 pg/mL m%ﬂﬁmwwf% o N b AR E P10
ul A J;i»HPLcu« B AT 0 1 R 2 % 6 (y ) ok 5
ZRRXE)EFRErF o T RAERERNL AN y=ax+b & Ap M ik

R? o

(=) Hj A%
PEAE R 100 pg/ml 2§18 RE S0d i g e S £ A
PE G AR S At R SRR L -

() EHHER UL RS
LE4Fl - 3 BAMAGSE X BRMAG Y RERREAE > 22
FEE S B }%J’M@x sk o BRI MRAFE R (%) ko
Fediip $HEE £
2~%iﬁiﬁk—#ﬁ%%WR%¥%%’%%miﬁ¥ﬁ&%ﬁﬁ%%%ﬁ
FRMAG SR TRR > A5 02481624 pragthipl e UE
R 6 A 5t fE 0 RO EREE

(1 ) f&'f i?'HxE‘?EE’ R AR 17
1. 1 p]4&*Y(Limit of Detection, LOD) : #-¢ sk & 2 %ﬂ-%é%/g,. — Lﬁfrﬁrﬁ ,
g *qu%’fa%m WL =3 R o (L BRI
2. #_# #&'Y(Limit of Quantitation, LOQ): #-¢ xr;;g)gi*g‘__g B i R
FoaEEgEL S =10 2 ER 0 L R BRI E .

o

(+) jfltétwq”l/{i"éﬁgg
Bee SRR AFFRPRMAGIE A S 0 F D BAEAEI Y 01 g0 A
Wlhe ~ FEAH 6.0mg o Tkt SR G 2 R .
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(- ) HPLC A 45 i i
1.k 47 ¢ + COSMOSIL 5Ci5 AR-1I-C18 Column (250 x 4.6 mm, 5 um)
2. ¥ BIAE UV 283 nm

3. ;i ¢ 1.0 mL/min

4. 4B R 135°C

5

6

LA~ 1 10pL
2 i
peF A (min) o u (%) K (%)
0 22 78
30 22 78

L) A BARAAGY FRRIT
PPl BB S R SRREE 2 WA RSB B E 10uL
@A 3 45 0 HPLC » #4018 T ko 4 6 ff ik vpdr [ 2593 3 e e

AR

(=) BRma4 4k 52 UPLC A 17 ik i

1. & +5 % : Waters ACQUITY UPLC® BEH C18 Column (100 x 2.1 mm, 1.7 um)
2. ¥ BLAE UV 283 nm
3. sniE f 0.4 mL/min
4. FHER 135°C
5.0~8 11l
6. #H4p -
¥ R (min) ¢ % (%) -k (%)
0 22 78
8 22 78
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I~%%
(- ) % &4 F2 HPLC & 47
WY PR 872 A SRR T A HAR R (R ) -

0.20—

0.00—

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.0C
Minutes

AN

B- ~ A HRE &3~ HPLC & 17§

(Z)  &RMA4 R 52 HPLC & 17
SFGER 915 S BAK A R MA & RARE (B ) RAFA
BFR)E 633 HFLFF(NE L1 5h L i * 8 £p o

0.30
4 7 by
] A H
0.20— /
5 |
2 |
0.10—
0.00—
-——————————————F——F——F—————[———————
0.00 5.00 10.00 15.00 20.00 25.00 30.0C0
Minutes

Bl= ~7 &R M A4k &2 HPLC & 15 B

(=) FEEREAFR IR
EFRERBAFOHE p AT RS G fHnF BEY)TEIDRE
2 f2st 5 y=15800x—20489 > R*=0.9996 > & 7 ik A& # 10-500 pg/mL 7

LAF SRR TR (R 2 ) o

10000000 A
8000000 - Y =15800x — 20489
R2=0.9996

#= 6000000 -
=)

4000000 r
et
% 2000000 r

O L4
0 100 200 300 400 500

JE B (ug/mL)

= AT kR AR
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ho o EAFZRERS AR

B 5 JE B (ng/mL) ST RS R?
A 10-500 y = 15800x — 20489 0.9996
(e ) # %R 2%
Pk E %R o 1% HPLC =& if % o B R 245 A HH B2

FEHEE L L 0.44% 0 ok SLip o R Rp o

(1) EAFPER TR
T oA > f1* HPLC T B if 2 hE 41 24 » RAFLAF 2
WHEEEL L 137% & ﬁ%ﬁ“ﬁﬁﬁ@°ﬁﬂﬂﬁl4]%ﬁ%g}%
T2 ApHRE S 1.27% #1280 > For RERJILN A 24 P ER R

REMUE S S

(=) PR E T & B E%

BAHWRELZ 04 ugmL (Ble ) T E£#&T5 1.0 pg/mL (F7) -

0.003

0.002—

0.0014 /

AU
i3
o

ot

0.000—
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00

Minutes

Fle ~ g2 i PR Uk 45 ]

0.010

0.008—
0.006—

0.004—

AN

0.002—




o~ R REAST

15T B _ ok
kR R.S.D. (%)
#HeE  (n=H) 100 ug/mL 0.44
g4t (n=DH) ¥ 5% i (N0.6) 1.37
g (n=6) ¥ &% ;% (No.6) 1.27
W RHEL (n=3) 0.4 ng/mL -
T E &' (n=3) 1.0 ug/mL -

(’ ) 4““‘"’1('1 B
R H T iﬂTﬁ'}”]’zf%' = 957%  ApHEERBL L 1.63% -
\':: > ’E‘:__ﬁ‘\—!:I 4!1'?"”](—1

o BHRHHFEL | FFE | rE | BED | wiF |TEPCF | RSD.
T ® (mg) | (mg) | (mg) | (%) (%) (%)
1 0.1025 5.6085 6.0 11.3383 | 95.50
2 0.1025 5.6085 6.0 11.4375 | 97.15
3 0.1025 5.6085 6.0 11.3309 | 95.37 95.70 1.63
4 0.1025 5.6085 6.0 11.2103 | 93.36
5 0.1025 5.6085 6.0 11.4354 | 97.12

(~) 287 ERMAL “ﬁf_ﬂi
10 R A& 2 7 ER TSRS (Fchm)cd e o173 > RAHOZ £
5 3.535-7.851% 2R A MAL PSS RAF N R EON20% 2
HAF B A R 2 B R K 5000 (F 5 12395)
fr s B A BAMAG SRS RAFIG

#H %% (No.) AT E £(%)
1 (NF) 7.076
2 (NJ) 7.851
3 (CAA) 5.210
4 (CA-1) 5.003
5 (SAA) 3.974
6 (SA-2) 5.718
7 (SCA) 4.811
8 (SEA) 4.449
9 (SUC) 4517
10 (SUD) 3.535
T 32 +S.D. 5.214+1.346
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(1) #E &AL H2 UPLC & 7
W R 1.94 & g8 s B BT ﬁﬁ»ﬁﬁ-ﬁ%ﬁ”iﬁﬁ%(%}ﬁ)o

0.30—

BAH

o.20—] /

0.15—
o,1oé
o.osé
0.00 s

T T T T T T T
0.00 1.00 2.00 3.00 4a.00 5.00 6.00 7.00 8.00

A

B2~ KA 10 &3 i 2 UPLC A 17 M

(L) % & RMA4L S 52 UPLC & #5
TR 1.93 A ERAET R AR TR ST A el g (B )

0.80

0.60—{
0.40 /

0.20

AU

0.00—

T T [ — L N R T — T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.0C
Minutes

B-= ~# & RMmA4 % 52 UPLC & 47 R
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