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Determination of the 3-cryptoxanthin in Satsuma Mandarin
—High performance liquid chromatographic method

3

ZOBFATHEANTGRRZAT 9 213, WEOFRETONSEEL T )D Z L ZhifEE 15, ZORIKIE, €D
EAICEE L G Z 22 ToLe FORBEZIR Ok 5 L35 b0 TRy, ZoOBIROFIMEL, 48 OEE
(ZRWTLER ORI 3 Dt iEz & 0, IEFHERTT 5,

1 g

OB, HA L dBNA ([CirusunshiuMare,)  (ER) OREEHFO -2 U 7 bt F BT “BCR” &\
Do ) DREDT-ODERIET v~ ~ 7T TEHOWTRIET D,

2 SIFEIRME

WITHT HBIHERIE, COBISICBIIEND Z LI2L 5T, FO—E3UTAT 2 OBISOELREE ZRER LT
Do ZIHDSIEEIE, ZORFR (BfixEts, ) 2T 2,
ISO 648, Laboratory glassware —Single-volume pipettes
SEER1 XN HAVEREES - JISR3505 47 AfYAREEE (MOD)
ISO 1042, Laboratory glassware—One-mark volumetric flasks
SEEC2 AP HAPESERWS  JISR3505 4T AMAREE (MOD)
JISKO0124 &iiRiks v~ ~ 77 7 ¢ —@ll|
JISK 0557 JK « BRI TIAND K
JISK8101 =% /—L (995) (I
JISK 8150 it hU v A GRED
JISK 8355 [iHiE GA3D
JISK 8361 FiE—T /L G
JISK 8574 /Kf(bs U oL GRED)
JISK8593 Aii=—7 L G
JISK8780 thm—L G
JISK 8839 2- 713/ —/L (A3
JISK8848 ~Fi GREH)
JISK8987 FHifi hY A GRID)
JISK9705 7 ho7 b kur7r G

3 FERUEE

C ORI, BT D HRRIER,
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4 RIERE
MBS =& ) —/UZ K> TBCR 292, HaEHIoKER bl U O LTI AAET D, 1 AAGEN B~
P ROWHRTT/UZ L > TBCR ZEUX L, AEHHWIZR5, SOOI HG & msiis s n~ ~ 777
CIF “HPLC” L\v9, ) ZHAWCGERERIHH @ BCR ZHIET 5,
5 BE

UTHIEDZRRY , 34T £3880 DIV A2,
25 WEOMMICBELT, I EOBHZRTT 52 L3, ZORSOBEOBRETH S,

51 K

JISK 0557 (ZRUES 2 A3 LLEDSED & D,
52 BCR

HPLC (2 X > THIFEAY 99 %L ETHDH Z LRSI TN D B,
53 TH2/—)L

JISK 8101 (ZHUE T DRFFSUIRIFLL EOSE D H D,
54 EoAdo—L

JISK 8780 | ZHUET DS IRIELL EOGED 0,
55 WS UL

JIS K 8987 | ZHUET DR TIRIELL EOSE D 0,
56 JKEERIEAD' L

JIS K 8574 | ZHUE S DRAICUFRIFELLEDOSED H D,
57 &EFRUDL

JISK 8150 (ZHUET DR TRELL EOSE D H 0D,
58 ~¥H

JIS K 8848 | ZHUET D RF U TRIEFLL EOSE D H 0,
59 EEETFIL

JISK 8361 | ZHET DU TRELL EOSE DO H D,



510 2-7ouN/—)L

JIS K 8839 (ZHUET DR U IRIFELL EDSE D D,
511 7Eb=kJIL

HPLC HDH 0,

512 AR/—)L

HPLC FHDH 0,

513 Th3ERATSY

JISK 9705 | ZHUET 2R U HRELL EDOSYE D H D,
514 BEHEE

JIS K 8355 (THUE S DR U TR EDOSE D D,
515 dla-+a7zA—)L

97.0 %LA EOFED D,
516 BHHI—TIL

JISK 8593 (ZEUET DR U IRIFELL EDSHE D D,
517 %

99.5 %LU LMD D,
518 p-hOTY

90 Yol A LDHEED & D,
519 EOAD—ILEFISR/—)L

TH =)L 0L S icem v —L 30 g ZWiRT %, AAEtITAE LT b OIHER L7y,
520 JKEERH YO LIER

7K 100 mL 2472 0\ ZKER(EA1 U 7 L 60 g ZIRAIET D,
BE RO TADIETHOT, 77 MNEOBED XV SGETCIEEETT O,

521 i&{kF bUDLBHKR

KLOL S7=0 1Tk b U 7 A 10 g ZIafiRT 2,

3
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522 ~EHU/BHEETFIVEST
AU LEFRTTLE A9 1 (RS TIRAT A,
523 HPLC T&HA

TERr=bUN, AZ )=, TRTE R T T LEREES5:40 :5:01 ((AFEL) CTRALEARKIOL 47201
dl-o- h 27 = 1—/L 005 g ZET 5, HEHRNINT 5,

524 BCR1Z4FER

BCR %#9 10 pg/mL OFEETETIRIR E 722 L9 1 ailTm—7 /LGl L, BCR BEHEFIRE 5, INREEEOZNT
ST L, BE LU TRTFT 5,
AR MEE A IR RRERIFFER T, BCR EHEREA —30 °C~—20 °CTR{EL7Z, —30 °C~—20 °CT{R
fF&7z BCR BEHEFAY, D7 & B HERIZRE LIDRIER RO Z EAWER S CW 5,

FEFRNCSEIRIZR LT RITR VIR D, NANIA L 7T 7 4 a2 —% AW TERL,
525 1ZHER
5251 —f&=EI1E

TRERAE AR (5252 ZM8) KON5253 THIE SN TV D —#HOEHERIY, FROERE, BCRAZERRODZE T XD
1 O/ bHiitd%, BCR MK A SIEIZERT-ON, FOHD 9 BIEENE R AR L, T OEEZET 5,
TERERR OO D I TERE LR,

5252 EEAERRK

LEEy NEOEE T T Aaz VT, BCRAEUERRE AHT—T /L CS AL, BERERRRE T2,
FEE MIEE A IGoE S A BRERRIFESRClE, BCRAZEHERIK 2 mL 213700 &V, 10 mL OFET7 7 AaTE
BLT-

EROBIHEL DO, IO ER OB ER1T ), Aim—7 VAR s LT, REERERAIRD 452
nm OUSHEZET D, ROUT K- TBCR KD BCR IR po 23KD D, 5253 DEMELIRIRIZAT I,
A xV,%10000
T
T, po  BCRIZEUERIKD BCR ¥ (ug/mL)
A o BERERREO 452 nm (2R DWEE (Aile—T L, R 1 eom)
e BE1%, KR 1om 1231 5 BCR OWSEHRETH Y 2386[7][8]
Vi o HLEEREESy FOMOY%E (mL)
Vy o R L-ART T ZAadEU% R (mL)

Po

5253 —EMIEER

EREEy MM AWT, BCREWEREEZ I 7 7 220230 &5, 20 BCR EHEFRIC R A TR0 IR & fF
U, AT NVEERSE D, =X ) —VEAWT, RTTET T AaNONEDE TERIIRT D, IRIRS DR,
G A 10 DRIFYEROTH XV, FOmiEE TS ) —/V TR vAR, BT T AT, 048R
TIANITHY ) —)VERERE CTINATERL, EVIRED, RA LIRREA LT T 7 4V —TAlL, ik
PR L5, [FIRROEMET 4 BRI EOREOBENER AT, 2 6 ORMERE —#HORMER L5, —HEOHE
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THEOFE 2R VIR, ROKICE T, 15K L O BCRIEE p 23K 5,
_ P Vs
T
I, pi o 1 BPEE OFERO BCRIZE (ug/ml)
po o 5252 THHAUZ BCREEERIKD BCR L (ug/mL)
Vs o EHLEAREAy FOFFOYSE (mL)
Vi @ EHLZERT T 20O E (mL)
1 1ZERDFE
FEYEIR EREEAy NOMORE: BT T A DM R =S 0D BCR
(mL) (mL) (ug/mL F524)
A 1 5 20
B 1.5 10 1.5
C 1 10 1.0
D 0.5 10 0.50
E 0.5 20 0.25

A L7212 852 DEMEEATS, XIE—30°C~—20°CTHRIFT %,
—30°C~—20 °C CLRAF L 7= HOEHERI T HPLC e 852 2) Alc=IICE T, HoldREEa L, MEIISET
S A 10 R TR AR S T2t8, AL T T 0 7 A WE—E AW TAIRT 5,
R 025 pg/mL~2.0 pg/mL OFEFHORRERUZISNT, REFRENT 0990 LLETHD Z & KDy GIF D 95 %{EHEX.
RN E END Z EDMER ST TS,
FER2 —30°C~—20 °COMRAFSAVAAENERIE, D7a< &b 1 HMZE LTKEZ RO Z L MR SIL TN D,

526 B-HOTUAR
B-H1aT TR ) — UL, 5253 CHE L 7= —HEOENER BCR EEFIAN T, FEOMREITHd2,
R mED B u T AR ATT BN, B uT VIS S ) — I USERITEIR LIV D D, F DA
%, BAuT U BT AL, TOWREETRL, BREEFRCOITIREMT, ~Fh o 2fRsy, o
J MBS % 2 & TR E T DREORROTIRIN ATHETH D,
6 EBERUZHRE
W OFREFE L OMEBE DTS, RIZE D,
6.1 EFRUVA
0.1 mg OHTOFEFETIINDEE O HOT, Uk 9 &N 200g LV KENHD,
62 ELE
P8 50 mL FHEDH T ARTEHAAET, BHEDOL0L L, R IREICHE 2R CE, Flxhm O
400X g TELIEERTE D LD, Y, IR TODOLOTHY, AHEAICHEEZ b D, £, FAL 62

) OBEI D RO S EZ Ho b o,

63 RYEEH
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I VE A TEE A A TRV IBYE D Z L3 TE 5100,
64 SEDIEERS

FAXHEOHHEE 400 X g T lBER TE 510,
BE FEORELRNWEIIG, mOoHENT, EEOBAEF NS THYET 2,

65 EEERY K
ISOM8 ITHET D7 7 A A DLOT, RO (52520 KONTA L 82 2MR) OEECE LIZFED LD,
66 £=77X0

ISO 1042 |ITHUET D7 7 A A DLOT, EHEROAIR (525 28) , hiH 8158 KOVAR 84 2H0) OEEC
1 LT-BREDH D,

6.7 [ER/KIE
(70£3) °ClTIRERENATRE R B DT, Wl TNALREZDELD,
68 I TISR

FE100mL OISET Y GO IIET 7 A2ET, T o0 —4 U —o/ SRL—2—THIERRET, 2D, iR
MR TR B D,

69 O—%1—I/VRL—%—
KB EBITEEE A AfZ, ~Fy, BRIV, =4 ) —VEDRBEERITRE R TE 5 b0,
610 A2TS2TAINE—

T 4 VB —DVEREEFISROUSIRD Hi5E LT PTFE O (0T, A3 02 um LFD (D, 74—y
IH—ETHY, TV T OMEDEREHNIMED & 2 B 0,

611 /(7L

3% HPLC |GEE LIz b DT, ANELERFO T 5 28D E O U RAEITEEN /2N & BHEL LT ZF DDA
Z 28D 0, OB T Z ML, PTFE 8L PTFE Ca—7 1 L7 &b D,

612 NIHEET
WV EEIECE AN ARV =22, 4520m (2B A2UWEARIETEX 550,
613 IRIRt)L

HHEEMN 1em T, AFBEUIN T ATHD Z L, FEOLONREE LV, BEOWIE VAT 256813, )t
RPN T D Z L BERSITZH D,
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6.14 HPLC &£&
6.141 HPLC

JIS K 0124 | THUE T DB EESH, IBEHEGEEZ ©oh 7 2 A4—T2, 455 nm (2R BN ZHIE T D55
AR R N O — 2 WEER AR 2 72 6 D, BEFHEIGHRIC A IEE 2 2 TOD BOREE Ly,

6142 HPLC Bh35L
WOREZ S-S CI8 (ODS) WiHA 7 4,

— FX:150mm

— PR :46mm

— CRIAE 3 um~5 um

— 205PINIZB- I a7 UONERT D B0, 851T0EST BT T o OFEHIRTRL OV BCR DB —2 12 B- I a7 D —
7 NEI2 S TCUVRNE L ERER TS,

H— N7 LEAERT 25818, IETHND 0T DTHET 5 b DOZEHT 5,

7 RO

REOINRE DA R E LTk, SEITA P52 WO L, BRI 32,

I

EHIZ 81 OEEEATH, XTSRRI AR TS 5, ABHREI AR T T 2541, SRR T T A
TOFRRREHANIND, T LT A R =R OR L, L<RAT 5,

SEER1 ARBHIAERO F SRR LTA, 2 MLE LTRBEA RO 2 L ASHER S TUD[4],

JEER2  20°CUA MO fFEIZaBRENY, A7 &b 2 A MILE LIZIRIEZ RO Z L GRS LT D,

=11

8 FIE
81

811 FBARENY2 ¢ % 10 mg DHTE TRLEITIINY &5, vulin—gfTH /—/ 15 mL KOW#ET R Y
510 g MR D,

812 RV IRWHETS DML <IRVIRE D, mlyfiEes CHm ONMERE 400 X g FREEC 5 ofthim i 2, HE
IRt 50 mL BOEET T AT,

813 mIEOERSICE el a—VEfTS /—/L15mL Z01z, 8.1.2 OhHEEE#R KT, FERNKIL8.1.2 D4k
752 ZEPRB,

814 813 DEMER#ED KT,

815 vrubu—VEGHITY ) —/k FEREERIN L2 T T 2 aOERE TN CTERL, IRVIBYTESL, fl
HEREE 972,

82 [tAAE
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Ry AT, 815 OffHEREE 10 mL 258 LVEDEITE L, KL Y U AR 1 mL 2R 5, T80
(IR IR D, HLE % 70 °CICRRIE LI AL, 5 0RER S ISR OE IR IS5, 30 /T2,
ZO%, BUVEEZERETHAIL, FAAGEE T2,

83 BCR MD[EUR

831 HbT MU DAL 20 mL & 2-7 1% ) —)L 5 mL LA EBRT T VRS 12 mL & % 82 DI AALERENC
mz, WYFEES,

832 IRVIBTHAHNT 5 ML <IRVIEED, @0k CHXEROIEE 400 X g FEE T 5 izl T
9o FREERTIET 7 AT,

833 ELEITFESTIRICAFY R TF VIEEIR 12 mL Nz 5, 832 OEAEEERIKT, FEIX 832 DR
752 ZEPRB,

834 833 DEMEAMDIKT,

835 B—Z U —T/URL—F—ZHNT, 834 DT TET7 T A aEEEIEE 40°CLL T TlE & A LIBITEREET S, £
D, PRENTERAFZLNTREMIHE L, TN EEEEY &9 2,

84 BfE

TH ) —)VEAWT, 835 DIRTIET T A OB 2 5E R TR 5, ISIRSE DS, A 10 FOSTRER
FALTH IV, ZOfRE TS 7 —)V TR AR, R T ANERITET,
Fie1l MEE A IR TRBREMHFSSER TS mL BOEET T Az L,

CORRT T AL ) —NVEERECTMATERL, RVIBED, BE LIRREA LT T 7 4 VE—TAil
L, B &35, sEhhitz 1 7 /UZBIT %,

AR L= HIZHPLC HliE 852 &) #1795, XiIslkHili#nz —30°C~—20 °C TRI1FT D,
SFEE2  —30°C~—20°CCiRfFESHT BRI, D7a< &b 1 RIZE LIDIREEA (RO Z L SHER STV D,

—30°C~—20°C CLRAF L7-alBHt L, WIE BICSIRICR T, e I S22 AW GRA L, YEIISCTHE
T % 10 IR O TR Z HN IR S5, AT T 7 A VWA —HAWT AT 5,

85 HIE
85.1 HPLC £HORE

A—H—OEARFIAEHE>C, HPLC 2EEOFFERD K HIGRET D,
a)  BEMHOFEE 1.5 mL/min
b) BT LORREREE : 40°C
¢ FEHER : 455nm
d JEAE:20pL
e ERE 25 43, BA T UARIREIEAL, BT L OUEHASROPEICHEE LN EAHERTE 54,
TEIRFHIZ A0 LT vy,

852 HPLC AlE
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BEILSEDT-0IL, BIEDOUAT LAaBEESHTE<, ELZ HPLC 54 851 &) TfEEISH/-EE, ~—X
FA L OEEH BCR ORIEICREN 2N & Mgl a5, —EHOERE 17 MIEAL, i CR CaoatEnty)
HEAT B,

853 [FEIE

FEHBHINZOUVT, RIU HPLC 544 8.5.1 28) T CTOERERD Y a~ ~ 7T A b5 54072 BCR OFRRARTH & —
HL-v*—2 %, BCR L[RIET 5,
SRR OA LW OB ADEEIN HPLC 7 1~ N/ T L MBE B 1T,

9 FE
9.1 —f&=EIg

BCR O, E—7 [ffED DIRERU T L > Ttk Oz R Syl z AV CrRNT 5, & X oM —2
ICRFLTIE, JISK 0124 2SEET 5 T U T8 it » Gl il d %, BPEHARSkDY a9 VA — e — 27 126 LT
%, ZNHLOE—7 HEEZAH L BCR OB —7 HfEE T 5,

SRR MR BMEIRHRD Y g VA7 ZMEE C lORT, I BCR ORI, all-trans (RN b Z2E T
HY, B cis SA~DEMLSHE ST D, 851 (R T HPLC S:Cld, all-trans (RO & —2 DEIZ cis 1K
DE—7 PBHEND Z LRSI TS [BC1 D ayBiR) |, 728, cis IROWINALY VT, 57
WA B —27 23 all-trans 1L 0 2 nm~5 nm FEERRREIZS 7 L, RSN all-gans (RIZIZ700 e — 27 DME(E
THZENFESINTOD[9] @ CI1 Db)BR) |

92 F=E

—HOEAERF OZIEIWD BCR DY — 7 A5, FARMERD BCR R L C e — 7wz —kIels LT
ERAERRT D,

FR Bl D BCR 0O B —7 [fE) » iR &4 AV C BCR OREAEIT 2, #BRARE O BCR GHEw L,
WONIZ L~ THZ BN,
_CxVsxd,
. Wxd,
ZIT, w o AREBRHEEN O BCR & (mgkg)
C : AAEHHO BCREEE (ug/mlL)
Vs © aREHHOTHE 84 28 REOERE (mL)
di - HHEEOTR 813 RoOEARR (L) , 50
d o HHEREOTA L 822H) BrOSEME (mL) , F 10
W REBHREOREE (9

wi

93 HEROKRR

AT 2 HT OISR AT %,

10 ®E

101 EREREREIEER
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Z O IEOREEE 2 AW 5 72 O BREMIERITER M Thn, TOMFIIMEBEEZ A [TE Do TV5b, ZoiR
BREsLRSER DG OIS, # 2 CHERSIVZE A B 4.7 mgkg~23mgkg) MO MU » 7 ALV
TEXRNZ LB 5,

102 HHTHRE

[l & Aot 250kEC, R UaRBRE 23R CEEE A - C,  AlREZefR v 4 REHRNE Collk L TS b 2 SORIER,
ROZENFR AVITTITIHTIEZ () [1NZ282 501, BUEOBMEATE Ve {ITo T UL, FEILT20 B2 1 [\IEL
TTHHZEDFLAEND[2],

103 E=HEEIRAE

[A]— & A7t DN DWW CRI CJAEZ AV, B 23 BRaEC, B 2380, B b55E8 % VT L i-RlEss
BROENRR AL TR THIEZE R [11E282501%, HEOBEEZIE V2T QWL L T20[EIZ 1 [
IR THD Z ENAENS2]

BT, FEROT- OO EE RTHIER &0,

12 SENREE

AR EI IR & BIROFTEE ST D,
a) O OLT IR
b) ARG D
o #BFEHA
d R
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PBREERIERISERIY, SRk 27 4FIC TUPAC HRISERAT A R 7 A L BICiE-> CENTI T, T AT HiRHibaR
DI, THRD 9 AL 9 HDADINEE A FrE LT3 150 g~200 g 12, FUEVEED 10 %D v e —L a4k
BRI LTNZT, Bolkeas VT 12000 pm T 10 71, KofkL7=,

ARRL e A NIk, BRSNS ENAREREIC Lo Tofifd 2 Z L3 5728, HEAIZIRINLT-,

OV THIEM 6 AR L, ARBRRREL S L7e, 2 O BREMIIHRI RO TR T DI TEAE N EMOKEE
HE eI 22—, FIEER ORI SRR i L, 3B, PIEEHE-ST, GFF 10 35k
B G RO RREE 2 1) AL,

SEER 2 ZOoRBRERHERIFERCIE, 523 (CHLET S HPLC BEFADDOICAZ J—brmadkii b 24 11

(IAFEL) CIRA LA 1.0 L 24720 /UL FUBRT AL EIL 005 g Zafif LT-BEEEEH Li-, Fh
ZNORBEWHEAER U 7RO E BB 2%, A0 4 RN A TEIE BRI E i o 2 —D R
Lk 25, HERETIROOND T (FEAUES%)

= Al — AR FIEEROFER

Bl 1 k2 ARkL3 Eava! s
SRR 11 11 11 11 11
SISy gV T P K 10 9 9 9 10
BCR & O HAE, mgkg 473 675 102 137 234
D TRENERZE s, mghkg 0.12 0.13 032 057 0.50
GHTFHESERAZ RSD,, % 26 20 3.1 42 2.1
OHTREAZEr (=28s) ,mgkg 034 0.36 0.90 1.6 1.4
BB sr, mgke 0.67 061 1.0 13 26
BB TR RSDr, % 14 9.0 99 96 11
EMFERA24ER R=28s0) ,mgkg 1.9 1.7 2.8 36 73
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fftEZ= B
(&%)
MR HPLC Y OX TS A
Y |
] 1
20—:
104 .
1|
] I ,
0 l.l',
- |
-10- : :
0 5 10 15 20 X
FEEEREA
X : {ARARAE (min)
Y : LAKRSA mAU)
1 : BCR

SR HPLC 53851128 51F0y H7 At nentsi® ODS-3 AV e, 728, ZOIEHRE, ZOHKEORIAEDETOTZDITRL

TRY, ZoORREHERET 5 L0 TR,
B.1—BCR#Z4£% (1 pg/mL $H2)
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Y
30—_ 1
20~
|
10~ |
4 I| |
| 4 ; "2
0 |'|' ot A\ S S _ S _ = . e ————————
: |
K.
| : :
0 5 10 15 20 X
B
X : {ERAEE (min)
Y : LARSA (mAU)
1 : BCR

2 0 BT
SR HPLC 3 85.1 (2L D1F0y, HT Al Inertsil® ODS-3 2V =, 728, ZOEHIE, ZOHKKOREDETEOIDITRL
TEY, ZORSEHEET D O TR,
B2—5FHm
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MiEE C
(&%)
BCR OEMAEHEENL 3 )LF—E—H
Y Y
. | :
i :| A
| 1 “ 20 / f \
. | ] ,// \
: §| ) 4 /f’/
! A ] // \
I AP
_ lll N ! i / _ /f.w\ I/;/
0 B ‘|| i i / L y L‘&\\
: ‘lll E E 0 —/!‘/i_\;-. \tmiﬁd\li'—v"“;_”\_"
' - - o | R L N L R MR R R R AR RAA

1 2 3 4 5 X 350 400 450 500 550 7
a) BCREEEDT AT T L b) BRSO Y IO

FeEEEA
X ¢ PRRARAHE] (min)
L AR A (mAU)
HE (m)
BCR @ all-trans R —7  (X=3.7 min)
BCR D cis ks a V2 —E—2  (X=39min)
all-trans {ROWIN AT~V
o s (RO AAT ML (325 nm~350 nm (RN e —2)
SEEE HPLC 53851 (2L 513Dy, 11T AT TSKeel® ODS-120A %V =, 7238, ZONRE, ZOHHRORHEDFETD-0
WORLTRY, ZORREZHEET 2 0TI,
C.1—EMHADRE L

hw[\)._aN,_<
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ISO 5725-6:1994, Accuracy (trueness and precision) of measurement methods and results—Part 6: Use in practice of accuracy
values
SRR ORI AAERHS : JIS Z.8402-6:1999  IE AR OMIEREROK S CUERORE) —H56 & HifS
(ZBIT D AEDFERIZfEV T (IDT)
SFEE2 DM TR SR OWBRTAEOFEIAEIONT, 5T O 4. FFRZEORD ST #2512 LT,
IS0 5725-1:1994, Accuracy (trueness and precision) of measurement methods and results —Part 1: General principles and
definitions
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