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Abstract

Aurantii Immaturus Fructus, of the Rutacae family, is the immature
fruit of the cultivars of Citrus aurantium L. or Citrus sinensis Osbeck. It
is harvested in the summer from May to June. Following the collection of
the fallen young fruit, impurities are removed and the fruit is centrally
crosscut into two halves to either be dried by the sun or via
low-temperature.  Smaller  fruits are directly dried without
halving. Aurantii Immaturus Fructus is frequently used clinically in
traditional Chinese medicine to break qi and accumulation, promote
digestion, and resolve phlegm. However, Aurantii Immaturus Fructus in
today's herbal market often consists of a mixture of different herbs, or is
altogether another herb.

Aurantii Immaturus Fructus is a commonly used Chinese crude drug,
utilized since ancient times for its therapeutic effect by the general public
as well as in clinical settings. To guarantee that Aurantii Immaturus
Fructus is both safe and effective, evaluative comparisons were made
between Aurantii Immaturus Fructus (of both Citrus aurantium L.
and Citrus sinensis Osbeck) and Poncirus trifolata Raf., a fruit commonly
mistaken for the crude drug. Quality control, safety, and medicinal
evaluations were carried out. Quality control assays included
characterizing external morphological traits (only Citrus aurantium L.
and Citrus sinensis Osbeck had more than 8 segments, and having hairs
was unique to Poncirus trifoliata Raf.), microscopic identification
(unique traits identified were fan shaped hesperidin crystal throughout C.

sinesis powder, nonglandular hairs on Poncirus trifoliata Raf. peel, and a
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large mesocarp in C. aurantium), thin layer chromatography (developing
solution of butanol : water : glacial acetic acid [7 : 2 : 1] was used to

confirmed each drug's identity), and high performance liquid
chromatography (synephrine, found in Aurantii Immaturus Fructus in
accordance to Pharmacopoeia specifications, was not detected in P.
trifoliata Raf.). Safety inspections tested the type(s) and level(s) of
aflatoxins in each drug (of the 9 batches, aflatoxins were detected in 6).
Activity assessments included tests of DPPH free radical scavenging
activity (the order of highest activity to lowest was C. aurantium, C.
sinesis, P. trifoliata), total flavonoid contents (ordered from highest to
lowest: C. aurantium, C. sinesis, P. trifoliata.), and total polyphenol
contents (ordered from highest to lowest: P. trifoliata, C. sinesis, C.
aurantium). Through this study, an understanding of Aurantii Immaturus
Fructus sold in the Taiwanese herbal market, in terms of origin, safety,
and medicinal effects, was obtained. The results of this study can be
used to provide references to the authentication and quality evaluation of

Aurantii Immaturus Fructus sold in Taiwan.
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Foa P RARRLEY EFF TR
F FH2 RRES 0 v AF 3 & L 49 (Poncirus trifoliata Raf.)
wZ* > L =4 4 (Rutaceae)ir i (Poncirus)sifi 47 o @ P E A X K {r
R#EL 2010 & xPerfide g 0 2 4§ (Rutaceae) {4 fit 2 (Citrus
aurantium L.) 2 # 4% 32 % 4 2% 2 2 (Citrus sinensis Osbeck) si52 % % % o
TAYERAELY S BIRHATRHIES -

AR A 2 e de A A A 4o 2

I~

® {71 (Poncirus trifoliata )
=+t 4 (Angiospermae)
g+ #1454 % (Dicotyledoneae)
R4 1o 37 % (Archichlamydeae)
=% B (Rutales)
=4 Iy P (Rutineae)
=4 # (Rutaceae)
#4f I 4 (Subfam. Aurantioidae)

=& (Poncirus)

® 7+ (Citrus aurantium)
w4 (Angiospermae)

g+ £ 14 % (Dicotyledoneae)
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B he AR I %% (Archichlamydeae)
=% P (Rutales)
=% & P (Rutineae)
=4 # (Rutaceae)
H 1 & # (Subfam. Aurantioidae)
H 14 % (Citrus)
M1 & % (Subgen. Citrus)
® 2 (Citrus sinensis)
w4 (Angiospermae)
g+ £ 14 4% (Dicotyledoneag)
R4 748 37 % (Archichlamydeae)
=4 P (Rutales)
=4 & P (Rutineae)
= 4% # (Rutaceae)
H 1 & # (Subfam. Aurantioidae)
H 1% (Citrus)

M4 &% (Subgen. Citrus)
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= ~ & (Poncirus)
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1. * FRHEErem L2255 204 ... 1 Poncirus trifoliata

© LR EEY R WL - a0 BAUHEEA AT

I. 4= Poncirus trifoliata (L.) Raf.

an
-

@ ikl AEA B LE5m HE ARG - B > ok
FOEE 0 TIE domo Tlaggtek o dRd o AR T o Ei R
B Rl KAk 8 I 45 P E SRR 3 ]
ENdw 32 JELEJERFFA ] EFEN? BFo- PR

£ 2-5ecmo T 1-3cemo ML S R HE EHF e L 2

g‘:ﬁ

HCE Y R g mt  EH A SIS LER L ok

R

S e 3

Y

E S S CR . O SRR S S
F 4~ = A e 35-8em; E X E 5-7Tmm; EEEe & 0 FA5
£ 15-3cem; i ¥ 2040 s BE o RIS A A
P 2R o ¥ SUZ 3-45em e B E 3.5-6em e &AW 0 g
BB RAGHE S ok S F RTRE R AT FS )
Ao R AR o AR 6-8 Mo ey dEdm o SR 7 AR M

Atk AT E o gk o AT 20-50 £ fEF BRI
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ToHp 5-6 7 5 & #p 10-11 ¢ o

AR RAGREI?PES FEEE AP - F > AT WL

=

Ly 35 B a1 TS RR 0 ST HLE
SN S Y PR ST R E RS
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MiE 44 R Poncirus trifoliata (L.) Raf: 1. fE8, 2. He&, 3 Bf, 4. BE, 5.0,

(A DUT- Py 8)

b 42572 49 4 W

¢ R

B =
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~ ¥ # B (Citrus)

ERFHIEA B3 Ak an B HEHGE EE
¥l A FIE LR HENTLE (44 24

MR BY R EE ) FHG we S RO 2o g2 w

AFAGEP B A RFET R 2 A ARNE P B
RN SN NS L N R 2 P R

bt wEED P BRI FREEYeF L 5§ 4 &
Fokicd » 33 5 225202547 x2:E 604 F % 7-15
FTAL S > H 34 MIRAB8 AL F o HEL s FEPE B
o R R R - S R R R AN AT AR - G
BUR O RTEIN R A D ML A feT A A mr m S o R 2
TR WL BN SRR SR LR IO S SRy
GIASPN 5 5 AMed RA b N K S5 J MR RED
HSHO AR P EAd S BOAETA S FT SR P
AFGEIAE > PR N EEY chimie 3 T & F A8 B XA PG,
Bk enp GEALS A A G ments s B H SR A
ETEERF O BATFSAG RS FEE Y R
b ftgd o Hnpgh fr s Fand Y g - BE oA
HepsiagMPdn fAFpgFpIEr 04 o

25



A 204 RAL ML GIE S Mo AT E TRFE T
ﬁf”ﬁi\ligof“l_éﬂé glig 42 e “’]”ﬁ 157};@_’?‘,“‘ ?ﬁxéi“i%ﬁ_

N AR L A R kLAY ToE R L N
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07~ MAMERES 2R 2
IEFLI PG EF LR 2 o WA fido 2)

~ ¥ ¥ 17 & Subgen. papeda

2EFLEVAFLL 23R WMRER AR EL G H T R LS
12-20mm e ... &2 P 2 Clitrus hongheensis
2EFELHE IR, FHEHA AL PR RE
S A BARE 10 MM e i (3)

3EFIEL LA E AN S S S BTG GG oA ¥

Sl NG AT LIS # & ¥ Citrus ichangensis
SEFHSANTNE oy FHAER > B P RS HS.(4)
AfaFerfad AR RER - L # ¥ ¥ Citrus hystrix

4 %8+ chfd 4 oE3E ok Rk o L5 22 Citrus macroptera
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RT3 3 EFSES S SENE Y ¥

6% B ik % LB REING HP A g2

Z = 4 % Citrus medica L. var.

6 A EpE ENGL RpE ER - Lo

7 5% 7 &% o

TR EIA B A g6

Citrus medica L. var.

AFo

yunnanensis

sarcodactylis

wEL LN IS (15)
Ome 4 HiT» R4 5 A8 ... % t& Citrus junos
QU MR > T FRAET S A2 A0 . (10)

10 %/210ecm it »F Y FFFET 2505 w B B0 G

Ta BRI AT o

10 %2 10Cm »4p > T T B fpd FIf 0 X f e

FHARLFHER BT AT o
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13 F T4z 4om > FEREE fdgiE 12om > i ¥ A A

i 4 QA L. — B . N - & # Citrus aurantifolia

PBEFTEFARLEFEIom EFEL 15ecm 2 £ % 2@ F 5cm

VR T 7 S AR A . ¥ 1& #5 Citrus limon
14 5 p sRFL> 3 PP ErA N R 5 vk o Fi$E C.aurantium
14 5 p ek H N EaP @ R 0 ﬁr% =k o .7 Citrus sinensis
I5%F M2 3 REF AP AR Zd ol

155 p HEF ERIFAFR P & (B> 204 AP LAY
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16 AR K © oo, i Citrus reticulata

16 EAEHTEe i Rage 1# Citrus tachibana

MR BB R e A S 0 R AR B A AT

f& & Citrus aurantium L.

VL EARERS NS gE L E 8om o E 4
L THIEE > EF P A E > £ 1-3cmo  0.6-1.5

cm B RBE S A EEE  c BRTARG s G R
E70 5§ BPEA e PRERT MRS EE YR T
Flzk2  E S 4R R E &L & Bo @)L
xR E s T 2-35em s 225 20-25 4 o i AIRE A 2§
SR ETER Y AR E 0 S RIS S S
WA A a3 w7 T, B L Ad s EAd 10-13 ¥
RRREL FRFF SRS G HFRFRCAT S D 0 g R
BoFESeF > HA S w457 5 580127 o

AT I

W

Brls tE o A ¥ A A FELEEA

# ¥ Citrus sinensis Osbeck
i F AR TSR T Fa g FERE
PR R AR R PSR ek RR S b L4950 B 6-10
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cme F 35 cmo & F Ao fWd o O F G F K S

i

RTEREG T sk AE G RAET S TE 53 XA TR
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1.2-15¢cm; 22 5.20-25 42 5 fohide s HEEH < o R FIIRAS 4
FI25 8 52, 25 282 » 2 LIS F 5 4038 g8 % 9-12
PO R CF AL AF R AF BN 2 R AH B

B URE A SR SERG S 0 S TEH 35
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2 [29]

2 2~ ¢ FAWT SRS [
L4 gt 1AE R
R % Poncirus trifoliata (L.) Raf. | & ~ % &
fete # % Citrus aurantium L. UL E SN A
B % % Citrus wilsonii Tanaka %
Citrus aurantium L. var.
SRR Rl
amara Emgl.
1% 5% Citrus medica L. Z 3
Bed ~w SR OE
T %% % Citrus grandis (L.) Osbeck
a
THEY % Citrus ichangensis Swingle | z "
LERE % Citrus hongheensis Yldl 23
HE* 5 Citrus sinensis (L.) Osbeck | 4&# ~ 2 & ~ F
R Citrus junos Tanaka LERE B
Bt E i ILER S AL E
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o hBAEAPES KRR A

Aloc L ags 8 a1 uT AL » 5FBEA -
Bl AAfEd ; & .o g & 1-2 $c9a3k o
CLEIT 4 o 13. = #3 /f (Zanthoxylum)
C2.EHA -
DLIEATE A A5 4 fot 3Rop 4 n 4 4 o kg E......11

D2.fF %4 & s ETIERFELI P E o 7.
Lo 4 (Melicope)
B2.% 2484 ; * W g B 6-8 F2 IR, ..., 3.
£ & ¥ Jf(Boenninghausenia)
A2.c i b4 s RAAEA -
Bl.ze S8 - ¥%fF et 2 B
ClLEEXH | & o

DLE T 4 o

ELE G Dl 2.5 # & (Atalantia)
E2. 5 8 T 10. % = & (Skimmia)
D22 oo 1.*% & 4 /& (Acronychia)

C2OHE; L3 f | EAL S o
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DL EF fl 12.#% 3= ¥ = /% (Toddalia)

€1 (Glycosmis)
F2.fcdrmiz 5 &+ 53 M5B 2 fehrak o

GLEF 32 F P F]A) > Tiije®» fLEg-Th >

IR e 8.7 # A (Murraya)

E2.E 32 e 9.% k& (Phellodendron)
B2.42 B TEIE2 2 BB S oottt 4.4 # % (Citrus)
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- ~ ## H(Citrus)

A A IS LSRR e WA R RS %
FU e 0 X R RAYE - A A 45 -

s BASFA AN - HEHFE I F oA FE 2L o
it S RER S RETR R L TE A SR 3EH
PEA4-8 5 SUR K FFFT) 0 R AR RS o 22 5.20~60 5 = & HFRIA)
F 55 TR BEER > BRF 2 48 M E L o KR

SR RS L RN RS ST S EEER
KT sk A e 5 fEF R T AT s hAE A TR o

AR FE LR B RE T2 A LAY R 2 EA

CEEE R
A CEBAMPEEF 2R A

AlLEWRERE ; %2/ 2-35cm e

LEEFFRIA S S, 3.4 ¥4 Citrus tachibana
2. EPHEFIA 5 F A A e, 2.% A 4 ¥¢ Citrus depressa

A2 ERE T H ; %2 /55959cm-o

Bl H A e 4.2 i ¥ Citrus taiwanica
B2.EE = & KPR 1.4 2 Citrus aurantium
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e Citrusaurantium L. g ~ k=
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Bk TSR F & 6~10mme AR o5 ko &7

NN
an
oy
i

A0 BJE5~8em FHEd o B B 8~I2 % R RE TG Bk o

Ak TR BN AR A e

37



Pl 267. Citrus aurantium L. (RUTACEAE)

1. branch; 2. flowering branch; 3. flower bud; 4. dissected flower; 5. pistil; 6. bundle of stamens; 7.
vertical section of fruit; 8. cross section of fruit; 9. seeds.

DRGNS $ PO RIE Y
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e  Citrus sinensis Osbeck # (£ #)
P o FIERE R TEING - FIBHLEE R i bR B L
7% Goldenseal orange 2 # > B#EER > + E= hE > 5l » L #F°
HE AP > - EF AR50 &AL EAR R LR

s RIS AS L FA T ERAFAIZIT R

AT B AP e AL TR foa T O T il e
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Bl = ~ #& ¥ Citrus sinensis Osbeck (#F*t + %)
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B ~ -~ ## Citrus sinensis Osbeck z_ % §F
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* &% = 4 44 (Rutaceae)te 4~ px 2 Citrus aurantium L. 2 # %33

% #8.2& # ¥ Citrus sinensis Osbeck 2 55 % %Mo 7 ~2 1 4yt

RS B S AN R S LR St R
Yoo Pl K EEREIC S R -

Do AR
AR LTkal o U HcaTkA, > B S5 0.5~25cme bk A2 %

¢ E\'E%’f%éﬁ"ﬁ » B % __HJ- K;‘{\’fr’@;‘ﬂ’, 2 &meuﬁﬁ(i\‘\%
R ? RAki42 5 0.3~12cm: 59 ¢ & F 454 >
BiGF 12700 5 R irabd o WM o § 74 wRE Kk

i -

-

I

A. f2 ¥ Citrus aurantium L. B

® nln:
A0 LI A8 7 et £ PR S A dmee A 7h g 2~4 um
Eend Fhk Ty gdte? FAFE 5 <3H F7 AP

1~2 7] > W 2 %PA5 % K P35 > j&w B S 330~1400 um > 7 v BT
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C. % % = Poncirus trifoliata Raf.
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578 P2 202 BERE }};Jqd,;,;);.

— A (38
A. gk Citrus aurantium L.
* %7 7 A i (hesperidine) ~ A7 & i (neohesperidine) ~ 4 &
H (naringin) ~ % # +f (synephrine) ~ N-methyltyramine®
quinoline ~ 78¥ ;7 (narcotine) ~ 2 ® § } ’ﬁ{% (noradrenaline) ~
¢ sx(tryptamine) ~ fiz ¥=(tyramine)
% @ A =& B2 naringin ~ %7 & #f 3 (rhoifolin) ~ % % 3
(lonicerin) ~ neohesperidine(=: 3 =" % ) ~ "' & % (nobiletin) -
5 1§ % (tangeritin) ~ £ 4& % (senensitin)
« fa+ 7 ® %S % (limonoids) ~ ¥ & #&£5 4 (ichangin) ~ nomilin -
limonin ~ 5 4p fi* (obacunone) ~ deacetyl-nomilinic acid ~ isolimonic

acid ~ nomilinic acid®"

B. # ¥ Citrus sinensis Osbeck

% F F WA E 4 H (narirutin) ~ BB EFT-F A B Y
(isosakuranetin-7-rutinoseide) ~ & ¥ 3 # 3 (eriocitrin) ~ % #
(synephrine) ~ N-methyltyramine® ~ 44 & = 4 3 (narirutin) ~ 7=

¥ ;7 (narcotine) ~ 9 % p& (citric acid) - # % p& (malic acid) -
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xylosylvitexin ~ friedelin*®!
% & % hesperidine ~ naringin ~ ¥ 4 3 (citrusin) ~ >4 5
%

(coniferin) ~ = 4 % (syringin) ~ 4% #f % (tangeritin) ~ "' pt 4
(nobiletin) !

C. xR F (9 Jf%) Poncirus trifoliata Raf.

* % F 7 &£ A& 3 (hesperidine) ~ 4 £ H (naringin) ~ A7 A H
(neohesperidine) ~ 19 # # (poncirin) ~ 1 4§ & (citrifoliol) ~ ny?/%i'-,ﬁ"
(citrifolioside) ~ ## 1 f& (palmitic acid) ~ & *g fik (Stearic acid) ~ /&

f& (oleic acid) ~linoleic acid -linolenic acid~ % 2' +&(synephrine) -
N-methyItyramine!

* A+ %F 7 194 4 24 (poncimarin) ~ isoponcimarin ~ F §
i fa (aurapten) ~ 6-methoxyaurapten ~ 4 #§ p fig (bergapten) ~ &
# [ fin (imperatorin)

« &+ 7 £ % F 4 &4 (isopimpinellin)~ 75 ) A3 (heraclenin) -

fxF2 5 PN fig -k i & 4~ (prangeninhydrate) ~ limonin ~ ichangin

e % A 7 L% ¥ (0.469%): o-pinene ~ B-pinene -~ myrcene -~

limonene ~ camphene - y-terpinene ~ p-cymene ~ caryophyllene!*!
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WU T SRR B A O S Frd] < BLARAE A e e B
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R T e i 3 BRRMRARGIEE T el o
WAUE s Bk Z’ﬁ‘ N Avip Ry p OB v]{%ﬁ’ﬂ‘ﬂ’bn’rf‘ﬁ »]’{fﬁ%ﬁ—&tﬁfip o
Flot o AR A RO IR G eigiE

S E kSRR LSRR 2 3 A ARde N-7 AR v IR L SRR R
KB FH R S A Tt e Rl o e iR 0 K sRew S 3
s il FRBR PGS ERZ TR frForka
B o g in A 0.1~0.2 g $ALER Bl BT M 4o Bk 600
iR B R TiE A o FRELC R R AR ST g Aesd o F
B R Ao N-T AR e 5 AR B e R
SATHES BRI R R P o R G kR B ek
BAABIRIESES A A BT ejniE e MR R RPR
Tk R AR s 4 R L g vime LA R ML i

BAcenit? ;3 ER 0T %”fﬁ?‘,,g Frdi B Icimee L ﬂ']ﬂ?_‘,,‘f ,
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F A4 E B A ehiE R (38l ,
ol A A FIOATRA F LI o ) BUE L b
100 mg/kg > ¥+ 7 FEld K bR G PP AR R IR o e g 5-HT 3142
I E AT B U PR AL FH AT A F AR FR A
IR BRI o AR M A FUA A ER{rdR <
= > iEA A L Ol & LB PR RLTEY D HA £ L
Pl iEr o)A TH PR H BB REAT IFEE > A >
EAH > gAF > A FF
#‘@‘p%]'ﬂﬁ:}}%i :fﬁaﬁ\ﬁ‘;u’frﬁfp“l\ft ENHEE I TR
= ”%*}%5:] )EIE #»r*ﬁ: | iF % ,ﬁmlf’l’r ﬁ&ﬁ 33 o»}gg{%g&
R ABEHEA R F PHIEY oA A HAHE FET
A AL H Rt (o) fia & 8§ Fp A 0Fr 0 G g R
P
FUBaT T X Ro JRARF k& PR | A 4 K ek B (PCA)
T EEFAIEY o SR ML B A ATRA FE5
¥ ¥rd & &2 Ful (reaginic antibody) 2 4 ek d £ AR R o
Fe A 1 05~1.0 mmol/L # #r it & 4~ 48/80 3 % e+ B3 X m¥e
R AL R G RIBIEY o % BT IR A H AR S A
RGACF o b P OREFTHITE® o R B G < R E T
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10.

FRAH A 12 ERF A

Foi oA H A RA R HY PURG R AL T 48GH Henztps
AP EE s - AR FRRIER > A TR AR ey T

5% o L H ¥ 4 @ F 1 4% (cumene hydroperoxide) A48 * & = '
iR E YA P R ¥k arg R AP G - el e
v oo dh L RGO R AT g e [

Furigs bl AL R B (R~ B~ P FR)DNA
£ eIl iEd o BEA D F B R(F R R EFE
AR Hfrt A~ EF I flmme 2 & o 7 % 051 F ok
wH e K e e UL F B A Bk e B HTBug th2 &
PO EEFAIIET o o] BRI A 10 pgo 3L I B YR R
W2 P e R TS B ERR AL H 2 A
VAL R R T RR BT 5 P A ] o

F P ERE T HEE S K2 L AR S K555 P HEOR
Lol EREZ frdliomie BT > H(F* R3S Aspirin s ¥
%P AT o 4 o

F M BRI F /L6tH 5 LDs 5 71.8 £ 6.5 glkg © "L

i3 sten LDso 3 267 + 37 g/kg ©
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ER AEEE ¥ R [42]

PHE gL
« Hesperidine : & ¥ g8 ] % T Fves S3rd] o
* Naringin @ fi#% o

N ’ O T A
NN\ 1A ’F? S .

Synephrine : 53 ~ Hf 4o fig IR JTFE B F

TS T Y JE

N-methyltyramine ~ hesperidine : 4¢P F o

o Fui i :hesperidine ~ naringin ~ neohesperidine -

A f@;ﬁji :naringin
FwEac @ hesperidine ~ naringin ~ neohesperidine °

Fug f* @ hesperidine ~ naringin -
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¥ FHERHPEE

o R HEL R CERST L2 )
® Citrus aurantium L. &+ (CA) : D23
® Bk p LI

Y

0.5cm

® Citrus sinensis Osheck # #(CS) : D@®

0.5 cm
® Poncirus trifoliata (L.) Raf. & % 47 (PT) : 2O
® -} 5

B




o oa ImF 2B

2R
£

,‘%'J
-~ ’E'_%\/é‘ 3 B

A~ YRR
+ 2 (glycerin) ~ OCT # ~ 95%¢2 % (ethanol) ~ & -k JFp (anhydrous
alcohol) ~ safranin O -~ fast-green ~ xylene

B #@F&pd
H @ -k (H @ -k =1:1) ~ safranin :##|(#-safranin O 1 g ;3 >+ 50%¢
A% 100 mL) ~ fast-green :# | (- fast-green 0.5 ¢ ;3 >+ 95%¢ A% 100
mL)~50%¢ f% ~60%¢2 fig ~80%¢2 f% ~95%¢2 f% - & -KJFF : xylene
(2:1) ~ & -KEWE © xylene (1:1) ~ &K iFpF - xylene (1:2)

C- k%

AR R s gty s F Y~ Bakst(Nikon YS 100 ~ Nikon

Eclipse E600) ~ 7 % ~ 4854

Bit W EHRER LR E kP s T A E et ] o
lﬁ%‘%;%i l‘f\‘#ﬁﬁa\lﬁg = /J~ s H 71\(}3&/'@1;}%3’% o
Vg =] enBE % REEL Ko RE -

VHer kg R gt FEHEL -
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g2 A 84T 54 77 o

2. AR

LtedE sk g B 0§ h OCT 9 » (3 ff it A1
T - I ER U H T RS A r P EE
Z4f o

17 2 F B A (9 10~20 pm) o

LRfigt® s 2 - R P27 .

3. R A G

L dgengl 30 15 em B A ¥ o fkdRicH Y

LiF safranin & 5~30min> S #HFF+ F 3L s

(R A~ S A it et s 12 6000 e ff i > AR ASL ™ B

}."4

> 4 2
= e

R d WE LR rd RAALIERFEAHE) o

—

1609 ¢ f% iFi% 2~3 = 1~2'min/= -

1809 ¢ figiFi% 2~3 = 1~2min/= -

195%¢ g iFi% 1~2 = 1~2min/= -

(UTHIRT 5 oR)

Li# 4c fast-green (0.5~2 min) » & @2t % > B AR PR o
BoOKEHE G TRE S H P .
A -ROEE  xylene (2:1) 1% > &= % 3~5min -
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&y

L& K FW - xylene (1:1) 1% » & =% % 3~5min -

2

T 4% 3~5min -

oS
\1

V& -RIEpE - xylene (1:2) 1= >
Ixylene 2=t » & =% 3~5min -

13t57 > BB B MR T BLE -

- kR RER

A~ T B R

K& FpE
B %% K%

3 4% (Nikon YS 100 ~ Nikon Eclipse E600) ~ 43t & ~ ¥t &
C-Fmw>iz

bR #EHIT -

L8 60 P & o

(Rt i g S S A S

Vg @ iF k& &ps ipp R S flicd) o

<«—
T
I~
g
s
-F
e
o

s ).
3
=
.
e
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$Z 6 EE K TLC 2 Hih s A ER

- R WU

S ko P EY FY 2004 Bk 2090 47 i 10mML 0 B ok
Gat Bz Lok o bt W PRRITARSBIR o

T P B EfeREL 2010 &P B % 0590 4T
fe 10mL> RF AT - L2480 iR Fic > A A" B 05mL @
B IR R ERR

Sz A ed w2013 & mMimn £ 1,004 » T B 10 ML
REABRTBAGOOW)> 2 BT AT 30 ~48 i T5i&BR -

=~ HhEEZ WA

P~ naringin(th & ) (Sigma - 95%) 1 mg izt 1mL 2 ® fE @ o

P~ hesperidin(# & ) (Sigma - 95%)1 mg /% > 1 mL 2. ® A& ¢ o

#~ neohesperdin(#7# £ %) (ICN Biomedicals Inc.) 1 mg i3 ** 1 mL

ERLN. T

B synephrine(3 * 1) (¢ B &2 b 1S4 229) 1mg 73 1

mL 2z ¥ fg*¢ o
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=~ KAriEi

R 22.9C

EER 60%

R 17 TLC plate, pre-coated with silica gel Fys,
E B 8 em

2 L EBARREE RS 2

o

KA BB 45 e & - 53

BAF Y B | 2 & "k TR Lok Ry it

i &g (13:7:2) 27 ki3 | (Vanillin/H,SO,)
it
i ¥ LR | o e fgi” BRIk w B fE-Ar R
Bz g s | (10:2:3) ( p-anisaldehyde/H,SO,)

Y E %S| DUk kR | 10% FifRe f

NG (7:2:1) (H,SO./EtOH)
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Bow o F x4t g i A Rl
- ¥R UH

Bfsk 029> A W% 50-mL ds F ¢ o 4 50% ¢ i 20 mL o 4
2 4 (400W) AEs2 30 A48 4tc 5 A48 ( % 3000 rpm): * 0.45-um
feat e (PTFE) i » i@t

C S REEREY

R G X TR 2 HREE S

P~ naringin(th & i) (Sigma - 95%) 30 mg - i3>+ 10mL 2 © @ -

P~ hesperidin(¥ & 4 ) (Sigma - 95%) 10 mg - 73> 10 mL 2. ® fg ¢ o
P~ neohesperidin(##£ £ ) (ICN Biomedicals Inc.)20 mg - ;3 ** 10 mL
ERLE. T

B synephrine( # 1) (¥ W% &2 & @ & ©7)10 mg 7% >+ > 10 mL

ivﬁjgc‘ o
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Naringin Hesperidin

OH
SCHs
H,;C o)
HO OH O HO
HO

Neohesperidin Synephrine

Bl 4 sl
= ki

Pefe Bk R AR S ERR o F R GRS TR R
Naringin(th £ %) :

3000 pug/mL ~1500 pg/mL ~750 pg/mL ~ 375 pg/mL ~187.5 pg/mL ~
93.75 pg/mL ~ 46.875 pg/mL -

Hesperidin(#£ £ %) °

1000 pg/mL ~ 500 pg/mL ~ 250 pg/mL ~ 125 pg/mL ~ 62.5 pg/mL -
31.25 pg/mL ~ 15.625 pg/mL -

Neohesperidin(7# & %) *

2000 pug/mL ~ 1000 pg/mL ~ 500 pg/mL ~ 250 pg/mL ~ 125 pg/mL ~
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62.5 ug/mL ~ 31.25ug/mL -
Synephrine(% 2 #k) :
1000 ug/mL ~ 500 pg/mL ~ 250 pg/mL ~ 125 pg/mL ~ 62.5 pg/mL -

31.25 pg/mL ~ 15.625 pg/mL -

T~ RE

R 47 ¢  Altima Cyg column, 4.6 x 250 mm, 5 pm

Detector : Waters 2996 Photodiode Array Detector
Waters 2695 Separation Module with autosampler 717+

I~ AsiE

RApd E ZeE LIRR R
e B A & 224 nm

i 1.0 mL/min

LR 25 C

B || 4 W | R (min) | 0.1% Bt | 2 % (%)

vl || 8o 0.1% SDS
0-15 80 20
15-25 80—75 2025
25-30 7567 2533

30-60 67—65 33—35
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SDS : L - % A Frpk 4

A FHERS L 2R

% %) P~ naringin (1 £ ) ~ hesperidin(#£ 4 ¥) ~ neohesperidin(F7+ &
) ~synephrine(F # +R)2 R £ $RIEE LA R 2 RSB RE 0L

Ao R AR T R R SR R 2R IR R LR YRR UVSVS

Bt oot £ RIERZ o T RS2 Rk G LT B S 1

RSN

RETEZ ER o I RERAS M FIERE  HEZSA

Ei
7

ElR&S2ZZ R C
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bt
144
—
bl

i
{w

wht
e
p
i
A%

SR £

F ivahgx % 222 B (analytical grade) 5 7 fg i 4p & 47 2% (LC grade) ;
T3 2B -B,~Gy 2 Gy) 2R REERE LR LY G
1000 ng/mL ~ 300 ng/mL ~ 1000 ng/mL % 300 ng/mL -

CRERE

B F 150 mL s st PP H e

#d T EFL 2mL-~10mL 2 20mL

SR E T 47 mm o> 3442 0.22 um o Nylon 4 5 -

e © Whatman No.1 > & /& 11cm o

PIFE A T E L 9em o

foE Aot g 4 (Immunoaffinity column) @ & * p 2 #3 885 %
Bi~By Gy 2 Gy & & - [ H thfutll 2 AflaTest-P 3 41 -

& B B (Syringe filter) © & /& 13 mm > Jg %3t /= 0.22 pum >
PTFE # 1 -

® TR odp K 47 &R ¢ WATERS 2695 Separation Module with
autosampler 717+

8 B 2B 1 WATERS 2475 Multi A fluorescence Detector % & & 1) & o
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/%% #’?? : Cosmosil 5C18-AR ' 5 pm ]J\ = 4.6 mmx 250 mm ~ sk it
¥ 5 s ® © Knitted reactor coils (KRC) 25-25 -
B

e

2 NREE

A~ R el

B~ 250 @ Bz 48+ 59 NaCl + 125 mL 60% MeOH -

|¥2% 2 # 48(15000 rpm ) -

12 pH R pH & (pH4~7 #7) -

| * Whatman 1 5% > 2 £ 11 cm jjg 3t i g ©

| HAEPimk 20mL+20mL 7 3R 5 o MBI e T
9cm jm KR o

| HrEE BJaik 10 mL v 1 /452 ki il 38 Afla-Test

affinity column -
| Himirz 2@ EE i > B2 10mL Bkt 255 )2 ini

i i column (£45 = &) o

| 21ImLHPLC %% pgu 1§l ind it § 9+ % o
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L e diiseidkimE T g3 2mL e
| A FERE 0 BT 13 mm s JR IS 0.22 um > PTFE
HE o iR PRt BRI o

| B~50 L it ~ i Ap K 47 R A 4T
B~ {Lid &2 #]F:

P~ 4 % Rk 04mL (B,:400ng~B,:120 ng~G;:400 ng -
G : 120 ng) i3 *+50%" fi 10 mL {5 > * 50% ™ fi} - 34 fie
F- k7R 2:B %2 G (20~10-5~25~1.0ng/mL) > B,
% Gy (6~3~15~0.75~0.3ng/mL) 4 %] » 3t 5 s 49 & 47
RV U EREREER G Xpho L ERELQERHFLY
PhERT DRI & A2 3w fF > 4250 (y=ax+b) 2 4 B il

(R -

63



FA 8 Py vz TR
¢ B¢

SRR Y.

Trolox  (6-hydroxy-2,5,7,8-tetramethylchroman-2-carboxylic  acid),

sodium bicarbonate (NaHCO3), gallic acid, (+)-catechin, aluminum

chloride hexahydrate (AICI; - 6H,0), rutin ‘¢ & p Sigma-Aldrich -

Folin-Ciocalteu’s reagent | pp Merck.
S FRRE

¥ % .5 A~ 45 % (Power Wave X 340 Microplate Spectro-
photometer, Bio-Tek, USA)

.o 4% (HermLe Z300, Germany)
T+ &~ 45 % T (Mettler Toledo AT 201, Hamilton Instrument)

de okl g (TK-5/FM-120D/ZROS6016Y/ZMQS600, Millipore
Milli-Q, USA)

28 & % (Vortex-genie 2, Scientific industries, USA)
Heg ~ 2% (BOECO/GILSON, Germany/France)

96 3t pc& 4 (96-well microplates, NUNC, Denmark)
Heg g % (Tips, Axygen, USA)

A2+ A B F B (Ultrasonic cleanser, DC400H , Delta)
¥
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& &t g (Microtubes, Axygen, USA)

I

SRR
A~ 55 iRl

*abtd o472 o B 4P R L 4 R Folin-Ciocalteu's phenol reagent

FE?%“FCP w3 e R & ﬁ” ﬁ’gi A eh kR A 2N i

TAE AR LR ST A bR Y T LA A R R (18
WO 2 W2 & 5 - £d s gid iRR B Speng 2300 )

* ELISA B & Sfcie » it &4 & 760nm fF B = Sz > * gallic acid

fe % gallic acid/sample (mg/g) s 7 o

B~ 20 uL #& &% % & gallic acid % 5> 3 % 4c »~ 100 uL FCP £

A > & 4e» 80 UL 2. 5% mEfe4h (sodium carbonate > Na,COs)i% i

R 30 44 oAk kR 760 nm R H ok B F

E

g > mogallicacid 2 ¥ 5 SR TR LI REY RS 420 E

DRSS Y R cn g £ 0 B % 2 [gallic acid/sample (mg/g)] % T ©
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"~

Bow Rz E - Arrutin 2 SRIEES 5d ELISARIZ > 75 2

fe >+ [rutin/sample (mg/g)]=h % 7= - R fR3F1C &4 ¥ L B4R (= F 1 4F)
AAKLETIE S chfc L% F oo 7 i ELISA 430 nm A & 5 )
THBEE o

B~ 100 pL ;% i & rutin #2573 7% > 4e » 100 uL 2. AICl; - 6H,0
ARSI R 104480 £ 02430 nm B H e kB > v rutin 5

BERmrRERFE L8 Emez £ -

2 @ 7 & ™ [rutin/sample (mg/g)] % 7+ °
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o8 R L EETR

SRR Y.

1,1-Diphenyl-2-picrylhydrazyl (DPPH), BHT , 2,2’-azino -bis-
(3-ethylbenzthiazoline-6-sulfonic aicd), potassium peroxodisulfate

(K»S,0g), * #p Sigma-Aldrich -

S RERRE

fx% &% & 17 % (Power Wave X 340 Microplate Spectrophotometer,
Bio-Tek, USA)

4w % (HermLe Z300, Germany)
T F &7 % T (Mettler Toledo AT 201, Hamilton Instrument)

A2kl B (TK-5/FM-120D/ZROS6016Y/ZMQS600, Millipore
Milli-Q, USA)

28 & % (Vortex-genie 2, Scientific industries, USA)

Heg ~ 2% (BOECO/GILSON, Germany/France)

96 3t & 4 (96-well microplates, NUNC, Denmark)

Hcg g % (Tips, Axygen, USA)

425 A B ® (Ultrasonic cleanser, DC400H , Delta)

T 0l 41 ® (Handystep® electronic, BRAND, Germany)
Mg 3 g (Microtubes, Axygen, USA)
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A~DPPH § § fif% it *

Fof Ry L @7 DPPH RiBR L ik hig a4 o
DPPH p d A% - fadpg & enpd &> 27 @3 abl?7 nm™
4 B R G AR T PR R R B 6 Rk AR (F

o is g d ARgK) > & 7 FF Pt g i 4

E o

4537

20Ul 7 RER ik &2 B R E R E (BHT) £ 4 ~ 180

ML 0.3 mM DPPH " iz - B393R & » 38 T#k#£3% 30

i

A4 SETP e~ 96 U e 4 0 1 ELISA £.517 nm T o Bl H e
ki@ o5 DPPH p o 2ty f{;]ﬁ Ho kg g ™ ax s
ET 7 6 FRE S L BT EF At T LT 2% DPPH
d i 2833 TR RERED vt 25835 0 MF R
L& BHT SR8 S £ 1% R84 &5 4250 0 325 )
kRS E S S 0 BHT chz £ % % * BHT/ sample (pg/ mg)
%5 o pd z},_;, ﬁng L N geT o

% ¥+ 8 25 (%) = [ 1-(ABS sample / ABS control) ] x 100%
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= AR

1. 2 A e 15]> % &35
AR R

2.0 F P[RR & K A
Rri R 17k o

3.¢ R A g F AW

e REA 324 W R B

6. HE K & e AT s 2 4] - P
# o ep epidermis 8
cr crystal o

mec mesocarp vk g
or oil reservoir W E

vb vascular bundle aE A
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r v %5y P ] . ’
E ’ % 4 L A,
v > 7P y & %
LGN Y, I A F
/ “ E f > g -
/’ /,"’ 5 ll“.y. P (.‘.' 3 - .
bl 7 I Br, N 2 ) 3 <
- g ve )
4 S VA o T
¢ 7 ; <
¢ £ ek N g
A TRl . N
o % - @
\ T - ~ \
) * 1 A
™ N N
\" w5 i NG
LN, NN\

50 pm

A

F:

Bl L=~ ARk E Rk
FRrme B zmy C: %-"g D: > & E: 23kER %f,f‘:‘éa%

5 A5k ¥ A H 4 8 (hesperidin) & i % T L%




ZBA2FR

1. 24w 15 % 42
SN R

2. g PFAE K[
EE NI S

3. PERAFE S FRwE W
RER O K e B
f% o

4, FATE S L0 5 A H
¢ % g4 ehip) e

5. ME R &K v

* o
FEI eiE RIS
h hair £
mec mesocarp 8
or oil reservoir W E
vb vascular bundle KA S
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Bl -7~ S2F bk F ik

At iy Bizime Ciidim® DIty E:=g
F:2 Skt Tmz
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s

BoH FREARAEHER R A T
PREET T ZAEE A BRBRL LA LG - AR
F 3 RF A S E o
- N EBRAG2L R
PR E B e i S Al Ba s g
B4 o

(2o k@ k (4:1:5)@p2t i)

i 45 ¢ P L 2004—1%% = fk (Ninhydrin)/= 2 % 4

- 1: Synephrine (¥ 2 +%) (0.5 mg/mL) > 5uL
- = 2: CSsample 1 > S5ul
3: CAsample 2 > 5uL
""" 9 2 3 4 5 § || 4CAsample3 - 5uL
5: CAsample 4 > 5uL
6: CAsample 5 » 5uL
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L

PEA R E{rREL 2010—1%% = A (Ninhydrin)/+ 28 4

1: Synephrine (% # +k) (0.5 mg/mL) » 5uL

2: CSsample 1 > 5uL

3: CAsample 2 » 5uL

L 20 s o 4e bk

4: CAsample 3 > 5uL

5: CAsample 4 » 5uL

6: CAsample 5 > 5puL

B {7 B —1%% = Ak (Ninhydrin)/™ 2 % 4 4!

1: Synephrine (% 2 +&) (0.5 mg/mL) » 5uL

2: CSsample 1 » S5ul

3: CAsample 2 > 5uL

4: CAsample 3 > 5uL

5: CAsample 4 > SuL

6: CAsample 5> 5uL

Bl Lo pERE I 2 A 1T
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1. #Fpe &% % synephrine (% 2 +%) Rf=0.36 -
2. 22z XPBErEd aE R KRR 2 )2 o 2R

z ~N

PEZEPESRIART S

|
=
X
P
Jrt
=
Iy
Ne
—my
P
SH
=
G
-
P
\

> - 2 K LN
:(é’_‘;m_’qgg’s"’vlz‘k o

U EZEP ER AR BEE L=

Fo0 synephrine (’—‘?: 2 ’H‘)

] ] ] ;. ] - - - - - - - - - - - - "~ - -

Bl L= S  REZABRLZMZEA TR

1 : Synephrine (% # #k) (1 mg/mL) » SpL
234 %2FRD-O@ O 5uL
5:6-7: RO @ O 5uL
8-9-10:#HED @ ® 5uL
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Mz EP FELABAAE-ME AFHRARLZ P 1
synephrine (3 2 45) % $ R 5» 4 e & Uy gmon

[ ﬂﬁ? /J\ﬁ . }\(4 1: 5)/vw|’?7 Lé‘l/p/l’?]

1 : synephrine (% # &) (1 mg/mL) » SpL
2: $BAFAE - SuL
3+4-5: 88D -@-Q: 5uL

B 4~ AR E AT HRARE PR EE K 1TR

dRL AT A RY MR R R R AT

BREELEY FL g 2 &0 -
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% k22 FI R KGRT 2R R(F R A S 4 1)
ERpg- (&7 7/ ik (18:7:2) 27 Kipin]

5 ¢ o# 4w EpE-mm (Vanillin/H,S0,)

B L4~ FPRELERAE- 2 FE KR (ReH 04)

1 : naringin (4% & 3 ) (1 mg/mL) » SuL

5 : neohesperidin (Z7# & ) (1 mg/mL) » SuL
9 : hesperidin (¥ & H) (1 mg/mL) » 5uL
234 B2¥EFO~-@ O 5uL
6-7-8: mED-® @ 5uL
10-11-12: 8D @ @ 5uL
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Emasrs [epepa:"@:k (10:2:3)]
R4 A % B fE-Aifc (p-anisaldehyde/H,SO,)

Bl -+ - XBRSAEERAS - 2Tk 4B (R 0.2)

* naringin (4% & ) (1 mg/mL) » SuL

: neohesperidin (FTH# A ¥ ) (1 mg/mL) - SuL
* hesperidin (¥4 ) (1 mg/mL) » SuL
34 BE2EEFO@ -~ O 5ul
781 BED @0 5ul
10-11-12: 85D @ @ 5uL

D|IN|O©| O] =
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VB E s (B ok kR (7020 D] (S5 B34

% A 10% Fifhc i (H,SO4/EtOH)

1 : naringin (b & * -

5 : neohesperidin ‘g‘ ﬁ) (1 mg/ "_1, » S5ul
9 : hesperidin (£ 4 3 ‘mg/mL)

2-3-4: xz‘\%r*@\y@ 5
6-7-8: grd @
10~11-12: D @ - @ su

U mEERE ARV R T ISk RS L - SRR

|

B[l 7 pg ok kEERE (7020 1)) #08 4 kenid % § F Ry
B (% 0.6)sFa sk > Fpt A Wk 4o g Ak R S naringin(FEA )

neohesperidin (37 & H H ) ~ hesperidin (#£ 4 H) o (T T R GE SR
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B - L= ﬁ.‘é‘z;,]“ R SRR TR A )

D@ 0 3uL

s naringin (4% & ) (1 mg/mL) » 3uL

* neohesperidin (i7# & ¥ ) (1 mg/mL) » 3uL

* hesperidin (¥ & 3 ) (1 mg/mL) » 3uL

P @ (BuL) + naringin (3uL)

! ¥ (@ (3uL) + neohesperidin (3uL)

~N{o g~ WIN|FE

= t @ (BuL) + hesperidin (3uL)

d Bl=- -+

Jit

1. pete £ $ naringin (46 4 3) (line 5 £ 4c & {+) ~ neohesperidin (7
A H) (line 6 £ 4c = {4) ~ hesperidin (¥ 4 3 ) (line 7 & 4c = |4)
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=
Iy

I
i

SRR R S RS T

C A RO 3uL

: naringin (4 & 3 ) (1 mg/mL) » 3uL

* neohesperidin (ZTH# A 3 ) (1 mg/mL) - 3uL

* hesperidin (¥4 %) (1 mg/mL) » 3uL

# ¥ @ (BuL) + naringin (3uL)

: #¥@ BuL) + neohesperidin (3uL)

~N{olo|bhiWIN|F

d Bl tw ¥ D #¥@ BuL) + hesperidin (3uL)

1. &5 3 hesperidin (]2 4 ) (line 7 & 4e = 44

2. P73 & 3 naringin (4% 4 3 ) % neohesperidin (AT A4 ¥ ) -
83



(o= fFc ok c ok (7

R4 A 10% EifLe fE

r2:1)]

d Bz L7 A

)

St B R R SRR A 1T

1. % 2 4% £ % naringin (line 5 & 4c = {4)

2. i F AL

2

f

neohesperidin (FTH# & # ) %
84

P2 wE Q0 3ul

: naringin (4% & %) (1 mg/mL) » 3uL

: neohesperidin (Z7# & H )(1 mg/mL) » 3uL

* hesperidin (¥ & 3 )(1 mg/mL) - 3uL

D% & 4@ @ (BuL) + naringin (3uL)

D % 2w F @O (BuL) + neohesperidin (3uL)

N[O oA~ WIN|FE

D% 2 F @O (BuL) + hesperidin (3uL)

hesperidin (# & #)




5

Ji

O EREHRAEHF R KT LR AR
g H R 2 £ 2 HPLC 2t~ B NA

- ~ B R BRI A TR
R 2w fidpths s LR TRE LR T

Naringin (4 & %f)
\

os0] \l Hesperidin (£ 4 )

050 Synephrine
2 Z:Z \/ /eohesperidin / (22 +)
JLJ (GRrf A 3) ‘J\

T L D N L e e T O D
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00 55.00 60.00
Minutes

B - 1t7 -3 2 4p ¥ = 4 naringin (#h £ jEf)~hesperidin (¥R ”»Ef)~
neohesperidin(T# £ 3 ) % synephrine( % * %)z & 17§l

7% 13.6 min FF 3 naringin (4 & 4 )peak 3R -
&%) 15.4 min p= 5 hesperidin (1 & ) peak ?1 3R e
%% 18.0 min F= 3 neohesperidin (37 & # )peak Hi 3R -
%% 42.2 min ¥ 3 synephrine (¥ 2 4k )peak °
d = 1}%[49]@ @ e naringin(th & ¥ )% hesperidin( & )t 2 #
Hc'® ¥ @ & neohesperidin (AT A ) 0 Fx i AP 7 4y

neohesperidin(AT# A 3 ) )t & FEsled s
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1.401 nEOheSpenC“n
1.20%
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0.00-

——YY

0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00 55.00 60.00
Minutes

B = -+ ~ Neohesperidin (7 & % )2 HPLC ¢ 3# % 17 B

w601 neohesperidin

——— ——— T T T T T
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00 55.00 60.00
Minutes

Bl =+ - @@z HPLC ¢ # & 45 W

1.40-
1.2072 nEOhesperidin
1.00-

0.801

AU

0.60
0.401

0.20-

0.00-

-— 77— """ [ """ T [ T T T T

0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00 55.00 60.00
Minutes

Bl = -~ FER@7 4 neohesperidin(#7H & # )2 FEinitgk & 17 ]
d Bl L2~ L AFar:
neohesperidin(ATHz A H ) & i #FacE L - > AF TR S

18.2 min -

86



~EsRZEY
Naringin (#h & ) ~ hesperidin (¥ & ) ~ neohesperidin (FTH A ¥ ) %
synephrine(F7# HORE S 2 p el - kR » L e B kR 2 &
Figige » iR ble TR TR

T2 R

¥

Naringin
y = 23,659,837.4854 « + 699,568.0605
20000000 B2 =(.9995

70000000
60000000
50000000

HY = 5e¢

40000000
30000000
20000000
10000000

0

3 3.5

=
=
i
[any
=
(%]
=]
Fed
(%]

conc. (mg/mL)

Bl = -4 ~Naringin(#h & )2 & & &

Hesperidin
25000000 y=19,652,203.1725x+86,677.0350
R*=0.9995
20000000
15000000

10000000

(pY = sec)

5000000

0.4 0.6 0.8 1 1.2

L]
=
[

conc. (mg/mL)

B = -+ ~ Hesperidin (24 )2 & £ R
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Neohesperidin

45000000 y=21,084,271.7741x-170,373.2727
40000000 R*=0.9997

0 0.5 1 1.5 2
conc. (mg/mL)

Bl = -+ - - Neohesperidin (AT A H)2 & & 5

Synephrine

30000000
y=24,207,425.8732x+78,022.1959

R*=0.9999
25000000

20000000

15000000

[pV = sec)

10000000

5000000

0 0.2 0.4 0.6 0.8 1

conc. (mg/mL)

Bl = -~ - ~Synephrine (% 2 k)2 ¥ £ 5
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standard A Fe 50 o B % #(R?)
Naringin (Hr & %) y = 70,979,512.4562 x + 699,568.0605 R2= 0.9995
Hesperidin (2 & ) y = 19,652,203.1725 X + 86,677.0350 R2= 09995
Neohesperidin (374 A4 ) | ¥ = 42.168,543.5481 x - 170,373.2727 R2= 09997
Synephrine (2 2 +) y = 24,207,425.8732 X + 78,022.1959 R2=0.9999

% +- ‘*7“‘1?:\—"{"7;

=\
V

[l
;‘gi
\.'_C_\__
=
pai

ER S RV PR IR L
Bk sEITRALR= L 2~=2"+7
PERSEITRLRZ: S22
SRR RERAITRLEZ L4~ -

R EER AR B

It

% 13.7min ¥ naringin (4 & ) peak 23R e
% 15.4 min pF 3 hesperidin (£ 4 ) peak 213 o
% 17.9 min F¥ 5 neohesperidin (F7# & %f) peak 13 o

% 42.2 min pF 5 synephrine (¥ 2 +&) peak °
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1.40-
1.20-
1.00-

0.80-

AU

0.60-
0.40-
0.20-

0.00

2

4

1.80

— T T T T T
5.00 10.00 15.00

B =Lz

—
20.00

—
25.00

T
30.00
Minutes

—
35.00

T
40.00

T
45.00

—
50.00

—
55.00 60.00

f& 2 (Citrus aurantium L.) (DHPLC k& 47 @]

1.601
1.401
1.209
1.004

AU

0.807
0.607
0.40
0.20

0.001—"

1
1

2

4

— T T
5.00 10.00 15.00

Bl =

T
20.00

T
25.00

—
30.00

Minutes

T
35.00

——
40.00

—
45.00

———
50.00

—
55.00 60.00

+» ~ f& ¥ (Citrus aurantium L.) @HPLC % 47 &

1.40
1.20
1.001

0.801

AU

0.601
0.401
0.201

0.001

1

2

4

EHERY T

— T
5.00 10.00 15.00

—
20.00

T
25.00

T
30.00

Minutes

—
35.00

—
40.00

T
45.00

—
50.00

—
55.00 60.00

B = -+ 1 - ¥ (Citrusaurantium L.) G®HPLC & 47 B

naringin (4 & J?f) ~ neohesperidin

Peak

Standard

1

Naringin

Hesperidin

Neohesperidin

2
3
4

(FT¥ 4 ) ~ hesperidin ()R A H)+ 4 » £ 75 #

Synephrine

£ R ge 2 synephrine(F # k)= 4 -
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0.50+
0.40%
0.30%
2 0.20—? 2
0.10E 4
voo—f
0bo | 500 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500 6000
Minutes
B = -+ = - # ¥ (Citrus sinensis Osheck) (WHPLC % 4+ B
0.50-
0.405
0.305
S 2
< 0.207
5 4
0.10-
o.oo—f
060 | sbo | 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500 6000
Minutes
B = -+ = -~ ##&(Citrus sinensis Osheck) @ HPLC % +7
0.50-
o.4o—f
0.301
2 0.20—5 2 4
0.105
o.ooé
060 sho 100 1500 2000 2500 %000 300 4000 4500 8000 500 6000
Minutes
B =+ ~ ~ ##(Citrus sinensis Osheck) (3 HPLC % 17 [l
JEZ L2~z AT Peak | Standard
2 Hesperidin
AT ,ﬁ hesperidin (¥ _ﬁ),;\, P ’}3 4 Synephrine

¥4 452 synephrine (F 2 )= 4 o
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0.50-
0.40-

0.30-

AU

0.20-

0.10-

0.00-

— T T T T T T T T T T
30.00 35.00 40.00 45.00

Minutes

B T e e e e A R B e o B e e N N B
5.00 10.00 15.00 20.00 25.00

Bl =

— T T
50.00 55.00

60.0C

+ 4 ~ %% 47§ (Poncirus trifoliata Raf.) (WHPLC % 17 B

0.50

0.40

0.30

U
=

<
0.204
0.104

0.004

T — T T T T T T T T T
5.00 30.00 35.00 40.00 45.00

Minutes

L e e e A LA s s e e
10.00 15.00 20.00 25.00

— T
50.00 55.00

60.00

B = -+ ~ %% 4r7F (Poncirus trifoliata Raf.) @HPLC & 17 @l

0.50-
0.40-

0.30

AU
|

0.20-

0.10-

0.00-

T — T T T
5.00 30.00 35.00 40.00 45.00

Minutes

— T T T
10.00 15.00 20.00 25.00

— T
50.00 55.00

60.0C

B = -+ - ~ %2427 (Poncirus trifoliata Raf.) @HPLC & 17 [

dBlzL4~2 L Fhe: Peak

Standard

1

Naringin

ZPERAR T EF naringin (A FH) > A 0 2 Atk

St a0
dy 2o

7 7

H4- 2 synephrine (F # )= 4 o
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oo AHEHELESLSFE
naringin hesperidin neohesperidin synephrine
sample (mg/L) (mg/L) (mg/L) (mg/L)
CAD 1266 70 1119 46
CA® 1702 73 696 38
CA® 1414 64 995 o1
Cs® — 167 — 54
Cs® — 270 — 49
CsS® — 179 — 77
PT® 63 — — —
PT® 86 — — —
PT® 95 - — —

% Lz CEEZ #KREH2Z synephrine ( # 8) 7 £

% & synephrine z # (mg/L) | synephrine (%) |# &
CAQD 46 0.46 A
CAQ 38 0.37 A
CA® 51 0.50 A
CS@ 54 0.54 A
CS® 49 0.49 H_
CS® 77 0.77 H_
d &L= ¥ i

Mtz 32 PRz ¢ ke & 40 2 112018 & 48

synephrine (% 2 #%) % &

b 0.3% 2 Mg o




AU

0.90
0.80
0.70
0.60
0.50
0.40
0.30
0.20] 2
2 A N :
0.00
000 500 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500  60.C
Minutes
Bl o+ - ~H%d G457 Z2 HPLC & 49 B
Peak | Standard
1 | Naringin
2 | Hesperidin
3 | Neohesperidin
4 | Synephrine

d Ble L+ - ¥

S A2 LT FEHPLCR RS EACE F TRT OpRE

__;;(,/z‘

2

f

naringin(3 & jF_f)\neohesperidin (Fr¥ A fq’)\hesperidin (¥

A ) ~synephrine (F 2 HR) = 4 o W gUF TR > JLRIE AR 2 R

(Citrus aurantium L.) °
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E S - B T S

- ~ B &% B (Aflatoxin B; ~ B, ~ G, ~ G) ¥R

12.00-

10.00

b5 1
& 6.0

5 ]
S ]
i 4.00

0.00-

000 's60 | 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500 6000
Minutes

Bl 2tz &3 84 2 HEE BBy~ Gy~ G2 HPLC & 47

et SR ATE L M - AT

A T R LY E

Jui

BRFERREEITMLIMT L ~7 L2

% 20.6 min p 5 aflatoxin G, peak 1 3R o
% 25.9 min pF 5 aflatoxin G, peak i 3R o
% 31.7 min pF 5 aflatoxin B, peak ! 3% o

% 41.4 min pF 5 aflatoxin B, peak °
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UV = sec

160000
140000
120000
100000
80000
80000
40000
20000
0

Aflatoxin G,

y = 22604x - 1016.2
R*=10.9957

3 4 3

conc. (mg/mL)

(LY = sec)

250000

200000

150000

100000

50000

Aflatoxin G,

y=10817x - 5386.4
R*=0.9996

10 15 20
conc. (mg/mL)

25

3 2 G2 EMR




Aflatoxin B,

400000 y =57996x - 335.9
350000 R?=0.9994
300000

E? 250000

« 200000

=

= 150000
100000

50000
0
1 2 3 4 5 7
conc. (mg/mL)
= F4 Es . 2
Bl zLt> -3 M3 2B 2hkEN
Aflatoxin B,
600000 y = 25482x + 1337.8
2

00000 R?=0.9938

— 400000

(=)

a

L7:]

* 300000

z
200000
100000

0
5 10 15 20 25
conc. (mg/mL)
_ . F&H s 4
Bl =Lt - -3+ 2B 2KkEN
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Fotw o A R RS F kA

Aflatoxin

e -2

10 B % B(R)

G2

y = 6781.2x - 1016.2

R2=0.9997

G

y =10817x - 5386.4

R2=0.9996

B,

y = 17399x - 335.90

R2=0.9994

B

y = 25482x + 1337.8

R2=0.9998

0.80
0.70]
060
0.50]
0.407
0.30]
0.20]
0107

0.007}

-0.107]

0.00 5.00

1000

15700

20'00 25.00 30:00 35.00

40'00

45.00

50,00 55.00

Bl A gt S0F 3 2 %2 HPLC & 17

60.00

G,

—
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15.00

——— T
20.00 25.00 30.00 35.00

Minutes
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40.00
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45.00

Bl =44 ERESQOF 83 % %2 HPLC & 17 B(Gy)
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T T T T
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T
40.00

T
45.00

T T
50.00 55.00

B I+ EERSOR 8+ % R%&2 HPLC 4 17 BI(Gy)

98

60.00




Fluorescence

Fluorescence

Fluorescence

i

(%]
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Minutes

Pad\

Lo s ARk SOF 83 2% 2 HPLC & 17 F1(G))
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Minutes

QR 4+ F %2 HPLC & 17 B
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54 % #h% 2 HPLC & 17
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Fluorescence
=

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 35.00 40.00 45.00 50.00 55.00 60.00

M Ite S22 TR&OF 84 % %2 HPLC & 17 F(By)

Fluorescence

B>

0.00 5.00 1000 1500 20100 25700 30'00 35.00 40'00 45700 50.00 55.00 60.00
Minutes.

Bl I3 %27 R&Ow 3 2 %2 HPLC & 17 FI(B>)

Fluorescence
o
3
N
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0.00~
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 35.00 40.00 45.00 50.00 55.00 60.00
Minute

RN

B It ~%2F#k&s0F 83 2% 2 HPLC & 47 BI(Gy)
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SRR L L& $105

Sample Aflatoxin ng/mL(ppb) (Rl
CA® G 0.97 2
CA® G, 2.48 2
CS® G, 1.37 2
PT® B 0.35 H_
PT® B, 0.22 H_
PT® G, 1.13 2

CA(pa+&) : Citrus aurantium L. ; CS(& &) : Citrus sinensis Osbeck ;
PT(% % 4= ) : Poncirus trifoliata Raf.

d £ L7 ¥ !
BRERIPRIZPEREI PRI P AERZ MR- 0
BEWAFRLS FHEHAFRET(15pph) - @ HbE M #

B;"UE (% 'IE 2ppb > ¢ W*IE Spph)7 & & FFRE

101



FI & P 24id s g ERE

WA RATEMEA S A AP o 8 pe R

WATF A2 F A4 8 B 5 £ 4 mggallic acid equivalent/g dry

weight % 7 » %, %8 % it 2 £ /2 mg rutin equivalent/g dry weight # -+ -

2 Aot REL T BEPF

5 FB 5%
CAQ 21.0
CA® 24.1
CAQ® 19.9
CS@D 18.2
CS® 20.2
CS® 21.3
PT®D 27.3
PT® 29.2
PT® 31.5

CA(pate) : Citrus aurantium L. ; CS(# #2) : Citrus sinensis Osbeck ;
PT(% 2 #=%) : Poncirus trifoliata Raf.
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pg)

Gallic acid

= 1200 y = 714.21x - 4.9
R*=0.9997

1000
200
00
400
200
0

0 02 04 06 0.8 1 12 1.4 16

(mL)

B 7 -+ - -~ Gallicacid # & s
FRHEEREAR T REL LD £ - R ipay

"

£ % F >* gallic acid/sample (mg/g) &% =+ & £ L = o

Rutin
¥ s00 y=137.26x-17.265
- R?=0.9956
500
400
300
200
100
0
0.5 1 1.5 2 2.5 3 35 4
-100
(mL)
Bl 7 -~ ~Rutin &

FEAHRBERERPTRELLH LFH N F o 3K

2

7z £ & > rutin/sample(mg/g) e 7w L & - = o
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N R T

s

Sample Polyphenols Flavonoids
(mg/g) (mg/g)

CAD 15.93 23.94
CA® 15.31 26.32
CA® 18.73 27.69
CS@ 52.36 24.67
CS® 29.77 19.73
CS®) 35.13 23.11
PTQD 35.91 15.81
PT® o57.44 4.33

PT® 46.43 15.91

CA(pa+e) : Citrus aurantium L. ; CS(##&) : Citrus sinensis Osbeck
PT(% # 4= ) : Poncirus trifoliata Raf.

E; Zﬂ:\"’]‘;.\'—'—":ﬁi":

I BRETRECEFr I E5=2F5F °
2. PRI R AR EF 7 £330 o
3. ¥R IpHMEFZEIZH BB o
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FoE W2y A SRR
DPPH § o £ % it 4
DPPH & - fétp g f&2shp d > H 5 2% > 517 nmA &7 3
S5 Jok o % DPPH 22 2 4 4R 184 it 4 2 4§ VB F P> B4
€ %k 0 Flt 0 2517 nm ﬁm%@ajjﬁg o Mok EAR 0 & T
oo R AR 0 - JRELRE ARG R ) AR HFE R
DPPH (violet) + AH — DPPH : H (decolorized) + A"
FHRSFIRIT 4 o FRRERELRR SR 5 R RS
DPPH p o Zh e S WY 7 0 £ I F ek R A 4 > R 8

DPPH § & ety o ik it 2 o

100.00
50.00 ~

e

£0.00

70.00
60.00
50.00

40.00

30.00

20.00

Scavenging actirity of DPPH radicak (%)

10.00

0.00

0 X0 4000 6000 2000 10000 12000 1400 16000 18000
Conc. (g/fnl)

—4—CAl
- C51
—i—PT1
—@—-CAZ
A#He= 32
9—FT2
——CA3

FT3
—4—BHT

B I -4 ~DPPH A o s enifrp

CA(pa+&) : Citrus aurantium L. ; CS(#}#&) : Citrus sinensis Osbeck ;
PT(% 2 4=¢ ) : Poncirus trifoliata Raf.

d BT LT
DPPH i d Jiftpic 4 A G TER > AR > #2447
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ARG AT B R IR A F R 7 b0 R ] MAcEE
B T(RUE A 47) ~ Bocikdp B T(RE S REA) RIB R
REAMZE 33 PR E RIS FREIF R I RS S
T AR A REEE T

2
4

\4

S R TR EAN ST TS LS S
& 2 (Citrus aurantium L.) ~ #+#&(Citrus sinensis Osbeck) % % 7 r §
(Poncirus trifoliata Raf.) e fate ¢t % A 2 4#6d > & o fule e E Sp Rk &
Az BTR Y R AR FY AT HRLE 23 BR G SRS
A Bl O~11 #% > Rk c HEN S ABRES > Ao REEDE
rm ¢ R AR QB LE U3 AR #9111 HE Al d o R F o
SR MBS s mA AL SR ¢ KA LT 1/4 AR B 5T F%
FEARE o PR B R AR F o B AT (T1%) 0 Tk 17
(AR AL SRR R R TEERLS Ry T L I
R F RGE - R RIFES] o

B pe v 3R 4 ’g_?%g RV ERIG AT LA mee ;;;;;Ls;jl;n

-

(ol Epe) @ A F T wm e Pt fEe 3 12579 S L5d
W@QZ’% mﬁ" ,ﬁgiﬁﬁ;ﬁégﬁoﬁﬁﬁil

Pl 0 R L R SRR ST (B
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RGP 2 B AT ok FWINA ?Lﬂﬁg;ﬁ Frhagringbir

SRE CREE AR VRBITRE S &AL AT TR

an]

=AY

A

Ak}

e

i
st

B

° g'-»ﬁ —\5}51\;[34]#% ﬂﬁﬁﬁ%ﬁ%;’h w T ,f;]a}fé%‘;b 7{;«{&,

T i Bl

*

=

N

T
L

G bR LS § EAEA 0 2 B BB .

AR A EL 0 bh FLURRBY (20

fet-k(@:1:5) Rz Eipir]l ¢ o REERR
p ¥ = 4 synephrine WGk R oM SR G RIFE L E o

- /’J‘ v fif % 4p #% = 4 (naringin ~ neohesperidin ~ hesperidin) » 5

Bz fBEE ARG Y b BB 2 EEA 2 BB B[

TRk akmpE (7:2: 1)) ¢ F A SHEACE B RS A
R i (naringin = 0.53 > neohesperidin = 0.48 > hesperidin = 0.50 )i& m i

TR W
B OTRAR A AT 2 L E RIS B RS R

ARBFBF TR 422 ~ $ chip 1= 4 synephrine B o @ FLE BT

e

¥ F PR 18.0 4 48 g ficdn # = 4 neohesperidin 2 4 (Be e FE
W) e R A 0 B 60 A e ROBI Y N o dp RS e

synephrine z € % % 4 % & = #8538 > B|#4(0.60%) >p4 ¥ (0.44%)

S>% R F(RAHK ) ¥ 3 é/ﬁ%m];}% N EF Y T A H

(synephrine)® % & 4 #cif 5511% > B3t H s 4w ¢ F4f o Ra &7
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PP Pk 2R T AR synephrine s JEBIF t EER YT E &5 B o
FHA RWRIY SRR PN 2 P R R

N HEPRRZ RN - POBRY AAAE FriFEs FARTIE

ES

(15 ppb) > e ¥ B F K yc kiR i f F ek F o &S FF G PR
EFRAA R BFEF IR RN EAR

g it s 7Y D RRRFY WIS RRE CHEEYE MG
M ERE A IR EMAES BB o R hdF Lt A
¢ o FE a4 A SEE >HEHE > BAFRFT VLSRR
Al AE A 2 ke g ivier 4 pbY

WR GG H - P Rdmans ¥ > 2 g = 4 (40 naringin
% hesperidin)£z § % i # i PU4 B 0 A 4 F k4 2 A (40 synephrine)

S e (N OB TRB AL * >t iR & P (4 bitter orange extract)

Fa L P BEH ARG E L) RP R EFREY hi R o Hogp
HEOETHREs B g thanm e LR - g 2 7 £

G EL ST E A AR R RS T Rl R A

HY SR @ PR B 48 FLRFPH D HF R G Ferie o
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¥4 % B

AFETHRFEARAEY KR ATE 1*’< g #2
BHFEAZ2 45487 e FARETB ZTEG o
FERELA LT AL
A. 2 4rF Poncirus trifoliata (L.) Raf.
B. p&+ Citrus aurantium L.
C. ## Citrus sinensis Osbeck
1. *hprgz v Ld AR BT U T3 24 B4R S HE L A BB LS

AR RSN o R FEREAARATIREE S R A F

K (4:1:5) Bz P RAR]IBER > & R=0.36 et Mokds
LB FAHREN > VIEF[Z TR R RERE (7121 1)])
it 2 BB A AR B AT AR o

4, BARIPRATE TS AR L Ak I synephrine- T B A 14 & 4 A
PEL PR o BE M SRR A ST GRS R INT

7 naringin > & &-f ¥ 7 naringin ~ neohesperidin ~ hesperidin >
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=74 7 hesperidin - I+ S-# {4355 & #4324 4k(synephrine) 7
#23 0.30% R e
5 A Z2HRPBIVEETRD S Ra T B RS

6. Fif EAAYEEERCEFZERI ARIBIERS

% DPPH #Lf o RiEBiER kA 5 BRI > BE > $2 77 (4

PR L SRR v AR (SRR EER R R
SGEE SR R) e MR SRS L BRI AT A (Y LA

£ frRE L 1985 dp) e o B Ad T EEE PR aTeR E B (%

Y

AR ED LR EREEDAF R ARY &SR SR

PELR - AFTEREAD SR EH LR ST 4122

(

FoRd WREAAEF FR)EHERFEGFR) FERF
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