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Determination of the - cryptoxanthin in Satsuma Mandarin
— High-performance liquid chromatographic method
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COBBIZESVWTHRZEZTSHILE, BEORRETOERICHEL TS LEZRIRET S, &

DR&IE, TOEAICEHELTECSETORELOMBEZRYHRE S ETHHLDTIFHEL, D
REOFAEL, FSEOEEICEVTEXERVREICKHT 2BEYLGNEEZ LY, ZFFEETT D,

1 EAEHE
ZOHKIE, v v 2w Iy (Citrus unshiu Marc.)

(AR oagEtho p-7 V7 hxHoF o (LU

T, BCR £V 9, ) DHIEDT-ODEHRIEIAT o< 7T 7IEIZHOWTHRET 5,

2 S|RAA%
WIZHBT D HIRIE, ZONEDO—E XL TH,

ZORKIZEIHEINDZ LITE - T,

ORI ORE

D—#HEWET 5, ZHoD5I MK, R BHizEl, ) 2@EMT 5,
ISO 648 Laboratory glassware — Single-volume pipettes
ER xR A AT MR - JISR3505 7 2 8UARER (MOD)

ISO 1042

Laboratory glassware — One-mark volumetric flasks

SEER RO H AT S - JISR3505 H T 2 HEFfEE (MOD)

WG FE Sy B Al
BRIk a~ ~7F 7 ¢ —iEH|
K« BEK ORIV 5K
T =L (99.5) (FFE)
b vl RN C- )
Fefg =1 (GREK)

N DRNEG 3]
A= —7 v GRIK)

v — GR3E)
2-7ma N —)b (GR3E)
~F s (REK)

Bl N U v A (RID)

JISK 0115
JIS K 0124
JIS K 0557
JIS K 8101
JIS K 8150
JIS K 8361
JIS K 8574
JIS K 8593
JIS K 8780
JIS K 8839
JIS K 8848
JIS K 8987
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3 AlERE

Bt L7z EEh b =& 7 — 2 X - T BCR 7 5, #iH#IIKE- LS V U A THAALT D, ~
XU U R OEEE = F AL Lo TRITF A = i35, A TERE S EMR N 2 SEREc s v~ N7
Z7 (LLF, HPLC &\ 95, ) ZHAWTHiIE®mOF O BCR ZHIET 5,

4 HE
IZHEDRWRY , 20T LR b -RIE T 5,
2L HEOFEAICELT, EAELOBAHZESTTILE CORBOEAENVEETHD,

41 K
JISK 0557 BZHET 5 A3 LLEOKED LD,
42 BCR
HPLC |2 X > THIEEN 99 %LL ETH D Z EBHERINTWD H D,
43 ITH/—)
JIS K 8101 23 BLUE T DRtk ULFRIELL EOSME D H D,
44 EOHO—IL
JIS K 8780 N BLE T B Hi#k SULRIZLL EDSE D b D, HET DI 99.5 % T, Frflk LRSI Lo b
Bobo,
45 HEF UL
JIS K 8987 3 BLE T DRtk ULFRIELL EOSME D H D,
4.6 KEEIEHY DL
JIS K 8574 3 BiE ¥ 2 Ktk X RS L, EOSE D $ 0,
47 B|IEFPUDL
JIS K 8150 23 BUE T 5 et SULFRIELL EOSE D & D,

48 ~ANFHY
JIS K 8848 NI ET 24k TR Lo E D H D,
49 EFEETFIL

JIS K 8361 23 BiE ¥ 5 Ktk X RELL EOSE D $ 0,
410 2-70/8/—)L

JIS K 8839 23 BUE T D Rt SULFRIELL EOSED & D,
411 AR/ —)

iR o~ N7 7HO LD,
412 ~oomR/LL

A7 v~ N7 7HO LD,
413 NILSFUBTRALEL

97.0 %Ll EDOHE D D,
414 BHI—TI

JIS K 8593 I[ZHUE T DRtk ULFRIELL EOSME D H D,
415 EX*

99.5 %LL EDOHEDE D,
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416 p-hoTvr
90 %L EDOHED D,
417 ERARO—IIBR 30gLEATH ) —VIEK
=X /)—)v (43) 1L Y7=viceeln—L (4.4) 30g 2T 5, ARBEICEG LI OER LR
[
4.18 JKEEIEHD U I LBER RE 60 %HEDHD
K (4.1) 100 mL M7= 0 1ZKE(ET U 7 A (4.6) 60 g ZVEfRT 5,
28 FIEEOHRDAREETEDT, F37 FAEOBRIDLWEFITHEEEZTS,
419 BIEF RUDLBE RE1%HEYOLO
K (41) 1L Y4720 28 b FU LA (A7) 10g ZRfRT 5,
420 FFRIFIL/IAXTHUEER
~FY (4.8) CEEETTL (49) Z&, 9:1 (KESHE) TRAT D,
4.21 HPLC #8)#8
AH =)L (411) Lronakvs (412) &% 24:1 (KFESR) TRALZEBERIL 4720 v F
7 Az e (4.13) 0.05g 26T 5,
EEE MIBEA ST IHBREMERIER TIIA X/ —/L 960 mL 127V 2 F T A =)L EJL0.05
g IR LT, 7okl A 40ml EINZ 7=,
422 BCR#ZE[FRK
il —7 /1 (4.14) FIZBCR (4.2) % 10 ug/mL OEE TEHTIEKE (B 21X, BCR 1 mg Tidfil—T—
T 100mL) ZES 5, wWikEeENESRICBE L, RET D,
AR MEE A IR I BR =R 3R 525k T, BCR EEYERUK 230 °C~-20 °C CER1E L7z, -30 °C
~-20 °C CRAF S 72 BCR AZEHEFIRIZ, D7 < & & PAEMRE LIDIREEZ RO 2 & MR
EhTn3,
EHRNCHHEEN O L, FRICE LZRICIRVIEE S, REWIEA LT 707 4 02— (5.10)
ZRHWTER<,
423 1ZER
4231 —HREIE
BCR DIEWER A 4 BefELL LRI 2, RERNIEHEK (4.23.2) K1 4233 THEINLTWD
RO —HEDOIEAERR T, BCRIEERIK (4.22) OZEM D 1 D HF3 %, BCRIEERIKZ FiRIZKE T
NS, TOHD ) BICEERERREZREL, TORELZRET D, EUEFREOR D 13T, B ERT
L7720,
4232 REANERBR
EREENy b (55 KOEET T A2 (5.6) ZHWT, BCRIEMEFK (4.22) 2 AT —7 /LTS5 A
NGRS
FR MEEA IR SRS FE R T, BCRE¥EFIK 2 mL 213720 &0, 10mL O
ARETIAAIIH LT,
B OBAZTEIE, HIER (5.12) Oy 8T v T ROBIEEZIT S, Aill=—7 L% %R &
U C, e EEHIE FVHE 00 452 nm OWOCE Z IE T 2, IROFUZ K > TBCRAEHEFHK D BCR L p, (ug/mL)
ZRD D,
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AxV, %10 000
P1=8—V1
ZZig,
A WOGEERIE FAEERIE O 452 nm (2B W6 E (Aile—7 /1, 1cm &)
e JBIE 1%, JEHE 1om 28155 BCR OWSERETH » 238610117
Vi: HLEZ2EEy hoRE (mL) , ELFEFEBRTIE2
Vo: MRLEZE2E7 7 2a0RE (mL) , EFEERTIT 10
EHIZ 4.23.3 OEIEETT I,
4233 —EDZEER
SEE~Ny b (5.5) ZHWT, BCRAEWFE (4.22) OREFEEEZRTE T 7 A2 (88) [ZENEITHN
V&b, ZHHO BCRAEERIRICER (4.15) ZFENIIRE AT, A —T L2 @R IE 5, =X/
—/L (43) ZHWT, £RTIET7 7 AaNOZTNENONED & w2 (B2 10 BFREE O/

TR . ZOWKERLET T A3 (B.6) IR, TNOLORET7 I A |Iod ) — L2 E
TMAZTERL, WBYVIRES, BAELEBREALTT 7402 — (510) TA@BL, A7/ (511)

WCAND, ROKIZE - T, % HPLC JAREYERL DIREE p; (ng/mL) %2R D,

P XV,

Pi v,

o 4232 T O BCRAZMERWK (4.22) @ BCR R (pg/mL)
V,: MHALE-E2EEY 2y hOXKE (mL)
V,: HHLEZ2E7 7 Aa0%x% (mL)

FEE 1 MEE A IR TRBRERILFEZR TIE, R 1ISTRTIRER A, B, C XU D MM sz,
®1 REROFR

PR EEEy hOEY | 2E7 7 AaDO%E (m | HPLC AIE%E#R O BCR
& (mL) L) T (ug/mL FH4)

A 1 5 2.0

B 1 10 1.0

C 0.5 10 0.50

D 0.5 20 0.25

EE ZomEHITHD,

FHRLL 72012 7.5.2 DEMEETT 9, X34 HPLC FIEEYSENR 2 iR 79 5,
SEEE 2 30°C~-20°C CTHEMAIFESI N EMER L, Dia &b 1 HBRE LIZIREESESZ &N

RS TW5,
W HARAE L7245 HPLC FIRE¥EWG 1% HPLC JIE (7.5.2) BMCEENSGE Y H L, ®iRICET, +oI2iE
HL, BES U TEET s AW T AREM B RSS2k, AT 707 42— TAET

Do
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5 HKERUFE
HH O EBREEE K OEEE DT, FFICROBDET 5,
51 BFRUVA

0.1 mg DHTDOKEE CRLIEIELZATHHLDOT, D H2EN20g L KEWH 0,
52 ELDE (BXE)

KESOmLREON 7 AWM TEHAAET, H R UIRCADE) FEobo, +oRIRE ST
BB A R C X, FEXFE DR 400X g CODEEN TE 52 &oﬁWka,@%®%®oFWE
B DA BAA Je OSB8I OVRIRICTED H DM E DRy X 2] T 7-F5 2 HW 5D
53 k&S

WOELZEEMERE D TDHIENTEDL LD,

54 =BIDOEER

FRSHE CILEE 400 X g T BN TE 5 b0,

B2E BHLSIRELLGVESIC, BLAHSEE ZHEOHRBAZTHICR > TERET S,
55 22ERY K

ISO 648 NHETH 7 T A ADHLDOT, HEHEIFKOFRIRNE T ALOEED - D EREFIHZ I N—F 5

H D,
56 £275X3
ISO 1042 HUET D7 T A A Db DT, EHEEEOARE JhiH, EEOBIED T D DR EHIPH A J1 /83—

W

—3— 6 %) 0)0
5.7 (EiRK¥E
(70 +£3) CIZIEEZRE REZRBDT, WMLELTHRALREEZDLD,

58 BTIHISRO

RE100mL OIFETV EbE T T 7 Aa%T, T8 —F ) —2 KL —F—|ZHEFHET,
20, PR ICRIH TEEZ & O,
59 A—42Y—INKRL—42—

KB L BELER 22, ~FH o, BT, =% ) — LV SEOEEEZRERETX5H0,
510 A2TS2T4)LE—

T 4 N H — NG RRVERI R ORI A5 L= PTFE o b 0T, LA 020 yum LFO LD, 7 1)L
=N\ TN—EKTHY, "NV T OMENFEEFNCTED H 5 b 0,
511 N/ T

9% HPLC (2G5 L2 O, REMHLBEE DO & O, RNEHELBFE DA o — A TvE Az
DYINTEBENNWZ L E2ER LI-ZDOMO T T Ao b0, HE0v 7% A%, PTFE # XX PTFE T=a—
TH4rTEINTEHOD,
512 S EE

WL (513) ZEETEDWNE VRV T —ZHZ, 4520m (28T DWNEZHETEHH 0,
513 IRt

HHEN 1em T, AR IHT T AMTHLZ L, BEMFEOLONREE LW, HEOWIE L ZHEHT
HEEE, HFORBERRIETH D Z EBMMRREESNTZ b O EHWD
5.14 HPLC %iE&
5141 ZE#KEARY OT LS5 T (HPLO)
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JISK 0124 8 BUE T D51k 7, r—F A Z v MO 7 L4, 455 nm H3ERE T & 2 £ v O
HEMMERR T — Z PRLEE 2R D, B DR RS> T D 0D,
5142 HPLC AhS L

WOFeEZFF> C18 (ODS) WitH T 7 A,

— £ & 150 mm

— WNEL 4.6 mm

— RIfR : 3 um~5 um

— 20 ZUUIRNIZ B-A a7 U T 56 D, 151> T -7 O HRH & ' BCR D B — 7 (2 B-

T LDE—T NERS> TWRNT & ZERT 5,
H— KRBT L2E2HHTHEE1E, WEHND DT DTHIET 5 D&M HT 5,

6 HEBRAFHOFR

RE O R DB EBRE L2, STV TA P2 H N THiET 5,

EHIZ 70 OEEZAT S, TR 2 MW Fd 5, RBARE 2 MR 2 561F, s
BRI T ARDBERFIHNCIAN D, WHRT LR AR 2 ncmEN S ER 0 L, #iiic
KL, L<BRET S,

FE 1 REHIAERO T TWHBHRTE L2, 2 BMRE LIREZ RS Z EAHEGER SN T EP,
SERE 2 20 CLLF TR S omfatbh, D7e< &b 2 D ARE LIDIRIEE RO Z & B3k
WINTND,

7 FlE
7.1 HhH
7.1 ARBHRE (46 $2 g% 10 mg O E T LE (5.2) [ZEnY &5, Erdo—/LiEK .
17) 15 mL X OifEF U v A (45) 10 g &Mz 5,
712 RE S (53) TS HHBMLIRE 9T 5, HOmHERR (5.4) THXHEOINERE 400X g FRET S
SR LSS D, FERGE 50 mL ADOERET T 22 (5.6) 28T,
713 mELOLEICE-SICE  H o — LR 15 mL 200z, 7.1.2 O EREEZ R0 K4, EERRIE 7.1,
2DRET T AAIEDY D,
7.1.4 713 OFEE R KT,
715 volo— W WAKEERE TNZTERL, EVRETRET D,
72 FA1LE

EREENy b (55) ZHWT, 7.1.5 OFRIKE 10 mL 28 LWiEDE (5.2) (2B L, KERED U w7 AR
K (4.18) 1mL ZMzx %, BBONTIRVIEE S, @0EZ 70 CIZERE L EHEAM (5.7) AN, 5 4
BREBZICEOELRVIEERN G, 30 SHINEAT 5, 208 ZKEKDASTZAKEIZANT, BRET
mAET 2,
73 FRITALHDEIR
731 (LT R U U AR (4.19)20 mL & 2-7 1% ) —/L (4.10) 5 mL & FEfE = T L/~ F IR G (4.20)
12mL &% 7.2 OELEICNZ, RVIBED,
732 REHE (B3) ZHWTS SEELIEE 995, mOmBES (5.4) CTHRHE LI 400 X g 72
TS EOaBEEITY, EEERTIET I A3 (5.8) ITBT,
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733 WLEITER S TCHRICHEE = F L/~ ARG 12 mL 2z %, 7.3.2 OE{EL#ED KT, FEIE
732 DT T AallEbE 5,
734 7133 OEAEAMED KT,
735 n—X)—x KL —Z— (59) 2T, 134 DT T7 T A aOHEIREEE 40 CLLTTlEE
A EBIERET 5, EH 415 ZROHICRE (T E S 5,
74 AR
X)) =)L (43) ZHNWT, 135 DRTIET 7 ATONEMEERIENT (B Z20E 10 FRIFRE OB
TIALER) , ZTOWRERET 7 A2 (5.6) 2B T,
FEE1 MBEE A IR THBRERLFEER CTILS mLEOEET 7 A2 HEHA LT,
BET T AT ) —VEERETMATERL, RVIEES, BAELLEREALY T T 7 4V
— (5.10) TAEL, AEESA TV (5.11) IZET S,
FHEL L 72 HIZ HPLC MIE (7.5.2)%1T 9, UFREHWHD 2 MR ET 5,
FERE 2 30 °C~-20 °C MR FE SN 7o3lEHi X, D7a< &b 1 ERZE LIoREBEfR>Z &
DR SN TV D,
MHORAE L3R 1T, BE RICHIRICR T, AT v 7 ZAIF 9 —EF2 VW TRG L, REW%
TR ST S (BIZIXEIC 10 PHEREOBETIRAE) , 20%, A7 707 4 F—2HNTAHil

T 5,
75 AIE
7.5.1 HPLC &0 E
A =T —OFHGERAZEICE> T, HPLCEE (5.14) 2y T v 795, REIFRIZL S,

D HIERE 2 R0 B BIRUEHE AL B O EREIL 20 CIZT2O0REE LUy,

a) BEH (4.21) OEE : 1.5 mL/min
b) B7 A (5.14.2) OFXERE : 40 C
¢ L : 455 nm
d) JEAR :20puL
e) MIERH : 253, B-F 2T L OFEHBROWPEIEE L 720 hE, JERERZ 585G L CTH L,
7.5.2 HPLC BIE

BEAESEDTDIC, BIEDUV AT A2 BB SETHL, BE Lz HPLC &4t (7.5.1) TIEB) SB7-F%,
NR—=RA T A L OEEN BCR DR EICKEN N2 & 2R T 5, —HOEUER (4.23.3) 257 LEA
L, W TR CEORBHIY (74) ZEAT D,

753 BEE

AEHAIRIZ DWW T, [A C HPLC §&fF (7.5.1) T CTOREMERD 7 v~ ~ 7T L) H15 57z BCR OPRFREF
Mt —HL/7-v—2%, BCR LHET 5,

R O Ur v a U I Aol HPLC 7 v~ 7T LEHIEE B IR T,

8 iHE
8.1 —figEI1E

BCR D&Y, E— 7 RN HRERIC K > TOMS O &% R Dt aEfiE VTR 5, J
E— 7 2R LTI, JIS K 0124 23 BLE 3 2 AR E SUIBRIE IS » ClUlc s+ 5, BYERBEkoy 3
N —E—=7 I3 LTUE, ZRHOE— 7 HiEEAHE L BCROE— 7 HfEE T 5,
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82 E=
—HOIERER (4.23.3) FOZNEID BCR ORE (ng/ml) ZHMT 5, FEEDT-DIZT — & 0L
HEE (5.14.1) 2L > THOLNI-E— 7 HFEICKT 5 BCR OIREEND, EMRALBEREENRT D, 1Bk
L7- B OMEREIZ 0995 L ETH DL LD ET 5,
HBHAW P O BCR ORE (ng/mL) ZHMT 5, vorvav I3k O BCR ZH & w, (mgkg)
X, ORI ->THEz NS,
CxV,xd,
W, =—"
Wxd,

zv-
=

C: #UEHHRH O BCR £ (ug/mL)
Vs B L7=A Thm%®%ﬁ=0®fﬁwﬁﬁi(mu,:iﬁ%@fﬁs
d, : fiit (7.1) KroEZRE (mL) , W#@% 50
d, : At (72) 555 HE (mL) , 8% 10
W REHREGE (g)
83 HRORH
BT 2 M (B ZITE R 11 mghkg) THEREZERT D,

-
—

9 FEE
9.1 HERZERIHFEEER

Z ORBRIFIEOREE 2 I 5 7o 0 ORBRE ML F R OFEMIMBE A ICE LD oD, ZORER=E
BHERERO OB ONHE, £ 2 TH2ONTRERM (4.7 mgkg~23 mgkg) MO~ FU v 7 ZLL
SMZETI TRV b H D,
9.2 BHTRE

[6]— & rZpE BB CRl UikBRag 236 UL @ 265 > CRIREZRBR » W BB CHRBR L CE o= 2 o
DOBEEFEROZEDN, R AVIRTOMTHRZE () 222001, BUEOERIEZFEW R AT TOIUETE
L T2 BN 1 BLLTFTH D EHFEsnB,
9.3 EHRBRAE

[fl— & AAeg 2RBHI DWW TR U HEZ AV, B3 BE T, B3 8REN, RasEEs AT
BONTMERROZEDN, T AL \TRTHIFEZE R) 2822013, HUEOEIELHIEWRIT->T
WAL LT 20BN TEILFCTH D L s bl

10 EEE
REINY, RBOZOONHEERFIREZRE>LO LT 5,

11 HEBHREE
B EEICIID R L bROFHETHT D,
a) Z OHUE DL XUIHUEE S
b) FRERFURE 23557 2 FEH
o) ABRIEH A
d) PR IR
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MES A
(%)
ABRERHERBROER

ARERE R LR JEBRIE, PRk 27 B2 TUPAC JEREBR T A K7 A VPt -> CEN T T b, & AWM 2
RS RD G DT, TROT v 20 I B OAREERRE LT3 B 150 g ~ 200 g 12, #REVE &
D10% D Aia—/LaHfg kAl s LTMA T, B HvC 12000 rpm T 10 0[], L7,

FEE w7 A Nk, BE, BHIE ENIBREFICL s THfMT 22 03b 579, Hliigik
&M L7,

I DN THE P 2 g8 U, BRBRAUEHE Lo, 2 OFRBRER LR KB O FHEEE < 5 2 M1 TE
BENBEMOKEMEE 22Nt v 2 —1%, FIRERORBRERE 2 SRR E i Uz, &RBREE, FIE
T, GEH 10 RBEE S REOIEFRABZ % 2 8) 2B L7,

T Al — HBREMHEREBROER

v | 1 Ak 2 AEE3 k4 AEES
2L 11 11 11 11 11
BRI S 7B o %k 10 9 9 9 10
BCR &4 & D FHfE, mg/kg 4.73 6.75 10.2 13.7 23.4
BHTEYEMRZE s, me/ke 0.12 0.13 0.32 0.57 0.50
BT AR SR 5, % 26 2.0 31 4.2 21
TR r(r=28 5, mgke 0.34 0.36 0.90 1.6 1.4
S P B 3% s, me/ke 0.67 0.61 1.0 1.3 2.6
2 P A KB 22, % 14 90 99 96 i
S FTBLAFAE R (R = 2.8 50), mg/kg 19 17 28 3.6 73




10

0003 : 2018
iftEZE B
(%)
B AGZ HPLC 2 AT TS5 A
Y 3G_
20
10/ ﬂ 1
ol :'} \ N
0 | \".I-I 10 1[5 B ' 2]0 25
X

LI
X PRFFIER (min)
Y LVAKRCZ (mV)

1 BCR
B.1 — BCR 1Z#& B

HPLC &4
HPLC &% 7.51 1 X 51ED, WIZ Xk %,
a) 7 A : Inertsil® ODS-3V

1) Inertsil ®i%, PEEAICAFRRERBEVRRLO—FITH S, ZOERIT, ZOHRBOFAEDFEEDI-DITRLT
BU, BEMKELANZORLEZHRET 2 O TIERN,



11
0003 : 2018

FLig
X {RFEFFEER (min)
Y VAR A (mV)

1 BCR
2 Bharv

BB2— wravIh ity

HPLC &4
HPLC &% 7.51 12 X 51FD, WIZ Xk %,
a) #JA : Inertsil® ODS-3?

2) Inertsil ®i%, FEEAIC AT AIRERBEO RABMEO—FTH S, ZOHRIT, =~ OHEORHFEOFEEDO-DIZR LT
BU, BEMKEEANZORLEZHET SO TIEARN,
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ZE Xk

ISO 5725 (J#%EE)  Accuracy (trueness and precision) of measurement methods and results
R NS HAT MR - JIS 28402 (BUAsHE)  BIEHIER OCHIER ROKE S (FE L UHRE)
(IDT)

Horwitz, W., Protocol for the design, conduct and interpretation of method-performance studies, Pure Appl.
Chem., 1995, 67(2), p. 331-343

Matsumoto, H., Ikoma, Y., Kato, M., Nakajima, N., Hasegawa, Y., Effect of Postharvest Temperature and
Ethylene on Carotenoid Accumulation in the Flavedo and Juice Sacs of Satsuma Mandarin (Citrus unshiu
Marc.) Fruit, J. Agric. Food Chem., 2009, 57(11), p. 47244732
R HESE, PIRHESE, AKMEE], HPEE, ARE, SARRE, ZHPE, vovauIhofo B-
707 h¥Y o F PEEDERILFBRIC L DYV, HARGFIF L7208, 2016, 63(10), p.
450454,

WRERKSL, BEO5HE, 7 — % OFGIRIEY i\, 244, 2008, 46, p. 27-62

BAMFRIEEICOWT (FRR 27 4R 3 A 30 HIHAERE 139 SHBEHITIRE®RA) B REFRER
Bauernfeind, J.C, Carotenoids as Colorants and Vitamin A Precursors, ACADEMIC PRESS, United States of
America, 1981, p.893
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