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

1 ERHEEH
ZOHIIE, DAL S Bh A (Citrus unshiuMare.) (ZE5) OFEEHHF O -7V 7 Mt F o (LL
T “BCR” £ H,) OREDTZDOEERIRE s v~ b 7T 7IEIZOWTHET D,

2 SIFRE
WICHBT 25 KL, ZORKBICEIHASND Z LICL - T, O XUTEE N Z ORI OB K
FHAMAL T2, ZhHO5 AT, 2O GB#iEZ &) Z@AT 5,
ISO 648. Laboratory glassware — Single-volume pipettes
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Determination of the B-cryptoxanthin in Satsuma Mandarin
— High-performance liquid chromatographic method
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ISO 648 Laboratory glassware — Single-volume pipettes
SEER bt HAPEZEMIRE - JISR3505 0T A H{KFER (MOD)
ISO 1042 Laboratory glassware —One-mark volumetric flasks
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T 5,

ERE-d
flZHEDZRWRY , 38T H LB BN TeRIEEHEH T2,
2L (%)
51 K
JISK 0557 \ZHUET 2 A3 UL EORED H D,
52 BCR
(&)
53 THR/—)L
JIS K 8101 [ZHET 2Rk SUTRIZELL EDOSED b D,
54 Eofdo—i
JIS K 8780 (ZHLET 2R ILFRIHELL EOFED H D,
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5.5 WEEFRUDL

JIS K 8987 |ZHLET 2R ILFRIHELL EOFED b D,
5.6 JKEEEHYUDL

JIS K 8574 |ZHET 2 R SUTRIZELL EDOSVE D b D,
57 #BlkFrUYL

JIS K 8150 (ZHLET 2R ILFRI%ELL EOFED b D,
5.8 ~¥HYv

JIS K 8848 |ZHET 2 Rtk SUTRIZELL EDOSVED b D,
59 EFETIFIL

JIS K 8361 |ZHLET 2R ILFRI%ELL EOFED b D,
510 2-FOss/—I

JIS K 8839 |ZHET 2Rk SUTRIZELL EDOSED b D,
511 ZEE=ZFRYL

HPLC Db D,
512 AH/—)L

HPLC Dt 0,

(HI5,)

(HID.)

513 ThRSERADSY

JIS K 9705 \ZHUE T 2 Fpth UFFRIELU EORE D D,
5.14 FErEg

JIS K 8355 |ZHET 2 Rtk UL RIZEMU EDOSWED b D,
515 dl-e-b3 7z 0—)L

97.0 %Ll EDOFIED H D,
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fIZHE DR WRY, AT LB bR AT 5,
2L %)
41 K
JISK 0557 3 BLET 2 A3 UL EORED H D,
42 BCR
(%)
43 TR/
JIS K 8101 23 E T 2 Rk SUTRIZELL EDOSVE D b D,
44 EoHo—u

JIS K 8780 23BLE T 2 R ULFEL EOMBED b 0, BUET DIIE 99.5 % T, Bk IEFRELL E

DEDH D,
4.5 WHWEEFRUDL

JIS K 8987 23 HLET 2 Rt ILFRI%LL EDOFED b D,
4.6 JKEEIEH YD L

JIS K 8574 D3 E T 2Rk SUTRIZELL EDOSVED b D,
47 fEEFFUSL

JIS K 8150 23 HLE T 2 Fth ILFRI%LL LD FVE D b D,
4.8 ~¥HY

JIS K 8848 D3 HE T 2 Rk SUTRIZLL EDOSVE D b D,
49 EFEETFIL

JIS K 8361 23 HLET 2R ILFRI%ELL EOFED b D,
410 2-FR/R/—)L

JIS K 8839 23 HE T 2 R SUTRIZLL EDOSVED b D,

(rax

411 AZ/—)
EHREE s o~ 87T THOH D,
412 »O0OmRILL
EHEEs 0~ N 7T THOL D,
413 /SNLEFUBTARIIEL

97.0 %LL EOKED & 0O,
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BRI—TIL
(&)
=25
(&)
18 B-HOF
(&)
519 ERAO—LEEIZ/—)L
TH)—/V10L %70t u—30g BVEMT 5, ABOICEG Lz b O LRV,

N

1

3

n

20 JKEEEA Y D LIBER

K 100 mL 7= 0 IKEEED U P A 60 g %A B,
BE ()
521 &b+ bUSHLEBRK

AKLOL %7028 k) R Y oA 10 g 2T D,
522 ~NEHU/EFBIFIVES
ANEP LR L E A9 1 (KEEL) TIRAT S,
523 HPLC #&#
T bhr=hU, AF /=), ThTb Rurzs LHifE%E 55:40:5:0.1 (EfEE) TRALE

414 HHI—TI
(&)
415 EBF
(%)
416 p-HOTYV
(&)
417 EOHO—ILER 0oL afTs ) — VKK
X /)= (43) 1LY icvnlo—L (44) 30 g ZIAfFT 5, EGICER L O H
L7220,
418 JKERIEA VD LIBR B 60 %HYDH D,
7K_(4.1) 100 mL %472 W IZ/KEMEA U T L (4.6) 60 g ZIAfRT 5,
2L K
419 BIEF FUDLBR BE1%WMEYOH D,
AK_(41) 1L 470 2brT hY v A _(4.7) 10 g ZIAfET 5,
420 EFEETIFIL/AXYVEARRK
~FH (4.8) CEFBRTTFIL_49) LA, 9:1 ((KELSHE) TRAT D,
421 HPLC &
AZ =) (411) trvoudiih (412) LE24:1 (KSR TRAELUEZWEL L Y2 YL

VRIR10L Y70 it dla- N2 7 =1 —/L 0.05 ¢ XM 5., FRENCHET 5.
(H1%,)

524 BCR1ZERRK

BCR %9 10 pg/mL ORE THTEIRE 222 LS 1AM —F /L CHRM L, BCRAZHERIKE 35,
WRE BB OEMF SIS T L, BH L RFT 5,

FE K

FEAHRNCEIRICR LIZRICRVIEE D, REWIIA LT T 07 4 v Z2—%HWTERL,

525 1BER
5251 —MEIE

TREEE AR (5.25.2 ZH8) M U05.25.3 THEIN TV D —HOEHERIL, JHROAE, BCR AR
R OB EHD 1 O B+ 5, BCRIERERIKA ZRICE TN, £OHD 5 HITRERE
A ERB L, ZOREZRET D, EEFROE D ITERT LRV,

5.25.2 BREBERAR
EFEEy NEOEETY T 2% 0T, BCREWEFIEREZ A= —7 /LTS5 FICmR L, EARE
R LT 5,
IR MIBEE A ISR SRR E R LR B Tl
SRTIAATER L,
BEEOTPEEIINE, DXNEFHOLURERCERIEZITH, Al —T V25K E LT, BB
FEHIE IR D 452 nm OWIEEE 2 RIET 5, O L - T BCR FEHEFHE D BCR ML po 2K 5,

BCR BEYEE 2 mL #1370 &V, 10 mL ®

SFUBT ZA)LEL (4.13) 0.05 ¢ ZEIRT 5,
SIS MEE A IR TR BREMRILFR TR CTIE A ¥/ —/1 960 mL (2L FUEET A2 EJL 0.05
g BRI, Z ook 40 ml ZNZ 7,

422 BCR1Z#R&K

AT —7/v (4.14) FIZ BCR_(4.2) % 10 ug/mL OIRE CETAR (B2 1E, BCR 1 mg Cixfail
T—7/1100mL) WS L, WREEMSHEICBL, RFT 5,

FE K

BT IR R B D U, #RIC R L RITIR VIR D, RIEMIEA LT T2 7 4 L5 — (510)
ZRAWTERL,
423 BER
4231 —f%FEIE

BCR DIEMEIRE 4 BefEDL EORJEICTIR T 2, JRENEREKR (4.23.2) L1 4233 THEINT
WD IRO—HEOFEHERR Y, BCRAEMERIKE_(4.22) OHBMEIHD 1 2689 5, BCR FEHEFUK & 7
BICERTEONC, 20RO BICEREIEAREZFAML, TORELZNET 5, EEREOE 1T
BT, FRIE LR,
4232 BEIERBAR

ERENY b (5.5) ROERET7 T R 2(5.6) % AVT, BCRAEHEEK (4.22) 2 AHT—T /L T5E
WZHRT 5,

IR MEE A ICE#H S AR ERM LR SR Tid, BCRAEWEFHE 2 mL 213220 &0, 10 mL ©

LTI RAAIBLT,

BEEOBHIELEIINE, HHKER (512 Oty b T v T ROBIEEIT 5, A= —T V% 5K
L LT, BEREIEREIRD 452 nm ORKEZRET D, ROXUZ &> T BCR EZEAEFK D BCR E
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5.253 OEAELFRIAIZIT 5,
_AXV,x10000
B e X Vl

Po

T, po . BCR fEH#EJF kD> BCR i (ug/mL)
A BEREREEO 452 0m (2B 2W6E (Bl —T7 b, JeEE 1em)
e 1 IRE 1%, R 1om 2815 BCR OWLERETH Y 2386[7] [8]
Vi fHLEAREE Ny FOOEE (mL)
Va: HEHLEEEY 7 XA3OMEVOEE (mL)
5253 —EDEER

R~y NEAWT, BCR EWRIEE LI 7 7 2 22i3mnh L5, 2O BCR EHEFIRICER
ERCONIIRE TS, AMT—T LV EERSED, =¥/ —VERANT, RIBT7 T AaNORNEY
ZOERICRIRT B, RS AEE, BERE 10 PREERAVTH LV, TORRE =¥ /) — /) CHEK
FYEVVIAR, BET T AIERIIBT, ZORRT7 I AR ) —VEERETHATERL,
WORED, BRELEWREAL T T 74 NVE—TAHBL, TNEEERE TS, FEEOBRET 4 B
BELL E O OEAER AR, TN O OEAERE —SEOERER L 35, —#HOBEAER O TR & T

p1_(ug/ml) %KD,
A xV,x10000

pl SVl

A 0 WOERERIE FREYEAI O 452 nm (2B AW E (Fil=—7 1, 1ecm &IL)
e ¢ B 1%, RHEEE 1em 28175 BCR OWERECTH Y 23861917
Vs R LE2REEy FoFE (mL), EFEZEBRTIE?2
Vo fERHLeETY I AaoRE (mL), KFEFEBRTIE 10
EHIZ 4233 DEMEEIT
4233 —EDELER
EEEy b (55 #HWT, BCREEMERK 4.22) OXFELZLRTH YT 22 _(58) [ZZnTh
0 &35, 25O BCRAEKEFIKICEFR _(4.15) ZRE00ICRE T, Alm—T7 Va3 IE 5,
TH )= _(43) FRAWT, £RTET T AINOZNENONEY % 522N B2 0E 10 #5
FEEOBEIIIE), TORKESEET T A2 (5.6) ICEEIIBET, INOOER T T AAITH ) —
NEEMECTNATERL, EVIREES, BAELEEKEAL T T 7 42— _(510) TAHBL,

LIZTd, ROXUZE ST, EHERT LD BCRIBIE pi kR b,

A7V (511) I AND, RONXITE>T, £ HPLC FEREKR O pi (ug/ml) %KD 5,

Py X V3 2 X V3
PTT P T
ZIT, pi i BXBEH OEYER O BCR BE (ug/mL) ZZig,
po i 5.252 TR H N7z BCRAZHEFK D BCR A (ug/mL) pr: 4232 TH LI BCRAEHERNE_(4.22) @ BCREE (ug/mL)
Vi: MHLEAREENy FOOEE (mL) Vi: ERLEEEESy FOFE (mL)
Vi: WHRALEE2E7 I Aa00EE (mL) Vi: EHLE2E7 7 22a0RFE (mL)
(H5,) 1 MEE AT TR E M EFEER T, RUIRTEAER A, B, CKXOD MEH I,
=1 1ZEROARMG 1 1ZEERORE
IEHERR BEEEXY NOMOERE | 2&7 7 AaDOOER | FEHEKO BCRIEE (ng/mL IEHEHR EEERy NONFOERR | 287 7 AaOMFNER | HPLC HAREHER O BCR JRE
(mL) (mL) FH) (mL) (mL) (ng/mL F44)
A 1 5 2.0 A 5 2.0
B L5 10 15 (Bra%) Chrax (%) (%)
C 1 10 1.0 B 1 10 1.0
D 0.5 10 0.50 C 0.5 10 0.50
E 0.5 20 0.25 D 0.5 20 0.25
(H1%,) HE ZofEE—#IThHhs,

FRL7- BIC 8.5.2 DEMEEITH, XIE—30°C~—20°C CHREFT 5.,

—30 °C~—20 °C TAF Lz EOEREK L HPLC HIE (8.5.2 2M) ANIC=HIRICRE S, 0IREA
L, MBS U CHERZ 10 DRBEERAWCREYEZ RIS %, AT TV 74V E—%H0
AT B,

SEEE 1 0.25 pg/mlL~2.0 ug/mL OFPADFREAZ IS T, PERHNF 0.990 L ETHD Z & KDy )

D95 %EFHRINFEANEEND Z LB HEREIN TN D,

WL 7= BT 1.5.2 DEMERIT S, Xt HPLC SR & R IA T3 5,

(Chra%)




EEE 2 —30 °C~—20 °C CTHRIFEIN-HEYERIEZ, D7e< &b 1 HEEE LIIRIEZ RS Z & A3

WEIhTna,

526 B-HOTUERK
B-AmT L ExTl ) — )RR L, 5.25.3 CHHM L7 - #HOEHER D BCR REHIFAN T, (LEOE
RS,

R BEBEO B oT U RIRERET DB, BART VR F ) — VI SEARICERE L WS
Db, TOHEEZ, B-HuT v a~F Y AR, ZOWIRE DL, EREROHNITR
T, ~FVUEREHERISE, ¥ VIR THZ L THINE T HREORIROFEH
AEETH B,

6 EERUFE
T OFERE B R OEEE DT, RICE D,
61 BEFXUVA
0.1 mg OHTOHEFETIIDHEEEEZ L OB DT, DX I8N 200g LV KEWVH D,
6.2 EDE
RESOmL BEON T ARCTEANIIET, EFEZobod L, BV EFICHERZEMERETE,
FExtE D INEEREE 400X g THLDBENRTE 250, Hif, X IR LoD O TH Y, HHRIEHFIC T
HEHLObD, F2, FAL 82 B8 OBMEICHW D JITHEEREOWKICIMEEZ LoD,
63 RYIEEHE
wLE E EBE S ICEE TIRVIEED 2 LN TEH LD,
64 RIDSBERR
(%)
& ()
S5 EEERY b+
ISO648 IZHET 27 T A ADHLDT, BEHEROHR_(525 2) KO AA_(82 ZHR) OEIEIC
B LIERED S D,
6.6 EETJ7TX1
ISO1042 [CHIET D27 7 A ADHLDOT, HHEROAR_(525 21, il 8.1 M) K OVEfE_(84

3

(=2

ZH) OBIEICHEL-FED LD,
6.7 EREKAE
(%)
68 HIMTIFRO
(W)
69 A—2Y—TINRL—4—
(%)

610 ATV T4ILE—

T 4 N — ISR AR OTRIR D A L7- PTFE o b 0T, FEN 02 um L FOH D, 7 4

SRR 2 —30 °C~—20 °C THBRF I NIRRT, Ve &b 1 BMZE LiokEziroZ &
DHER ST D,

WRIRTE L7245 HPLC AAEUER T HPLC JIE (7.5.2) ANCHEHLEV L, ®iRCRET, %
WIRA L, MU RS SR E AV CRIED EIRIE S E7-th, AT 707 4V E—%A
AT A,
€ =9

Chra%)

5 HERUHFE

W OFERBER BB OIED, FHIRDOLDET 5,
51 BFRUA

0.1 mg OHIOFEE THE
52 &=DE _GREE)

LREEEEATDHHDOT, DX HEMN20g LV RKREVHD,

KRESOmLFEED N7 AMCEAAET, H_ GFRIINCOOHR) [FEobo, +9RiRE S
LR 72 2 AR T &, FEE DS 400X g TN TE 52 &, JFAIL LT, BHO L D,
PTFE #% DG HEIR A B OB M OWRIRICTHED H DM B DSy X Z W0 F1F 725 A2,
53 RESEH

HOVEEEEAEIREE 5T ENTEXDLHHD,

54 =OOEERS

ISO 648 HHET 227 T A ADHL DT, BEEERDO AR E T AALDENED T2 D DR Bl & 7 /3 —
THHD,
56 £E73X1
ISO1042 BHET D7 T AADLDOT, EERROARE i, BROBIED T O B S 5
N—=F 2510,
5.7 (EiRKE
(&)
5.8 HYRII RO
(%)
59 A—4Y—INRL—5—
(&)
500 AVTSUT4ILE—
T 4 IVHE —INEREERIR OEIR D S5 L PTFE 8o b O, FLEN 020um LD H D, 7 4
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NH =N TR—KTH D,

611 NATIL
9 % HPLC IZHA L7 b DT, NEMIE DN Z ZAH-D & O IFHEIT BN 2N T & & fif

BLEZOMDOH T 2D G D, EDY FZ A, PTEE XL PTFE Ta—F 4 7 &b D,

N DT OMBEPNEREANCTITEDH D H D,

6.12 SFFAEE

N L2 [EETE AWINELRLE —%2HZ, 452nm
6.13 RUXEIL

FHBEMN 1em C, AHRBXIHT T ARTHL L, BEFEOLONREE LU,
AT 55480, FNEBERREZETH S Z AR ENELO,

6.4 HPLC &&
6.14.1 HPLC

JIS K 0124 [ZHET 2 BENMEAIEES, BERIEEEEZ Lo b 7 L4 —T7 2, 455nm [ZHB T DWLE
% JE T E 23ISR AR B O — & BT - 2 72 % D, BB DTG B SR 1 2 i
ZTCVDHEDONREE LV,
6.142 HPLC AhS L

WOFHEE H D CI18 (ODS) WifiH 7 A,

(&)
*i??j; : 3 um~5 pm

AN Bﬁurx#%mﬁé%@ssuﬁofﬁﬁurxm%Mﬁﬁ&Umm@t 7z

BﬁDT/@E I WER S TWRWT & AR
(&)

BIWREZETEDHD,

BEDOWIN 'L ZAH

HERAFHH AR
RELOANRE DB ERE LT, REVFTAF—FE2HNThIEL, RBARELT S,
EHIZ 8.1 DEEZTT S, N ﬁ%ﬁﬁﬂ%ﬁ@%ﬁ?éoﬁ%ﬁﬁﬂ%ﬁ@%f?é%u

(B8]

i

BT T ARDERRBIRITAND, ﬁ%fbtﬁﬁ%ﬁﬂ%ﬁﬁm_gghﬁb,i<wé
T 5,
FER 1 RBHIAERO L EmEIT L2 SE, 2 HMZE LIDIREZ RS Z LR SN TV S [E],
Eﬁz—ﬂmcuTT%ﬁéMtﬁ%%ﬁﬂ , Ml &b 2 DAL E LTRIE AR Z & D3
WEnTna,
8 Fl&
8.1 i
8.1.1 FEAAHBENI 2 g & 10 mg DT E THRLFIZIEINY &5, ¥rlin—LHHTY ) —/L 15mL

&U\ WMEEFT RV DA 10g %MD,

1.2 EV RS TS5 ML IEVIEYE S, #3050 THxhE OILEE 400 X g FREE T 5 4yl O
nﬁﬁéoLﬁﬁﬁ%ﬂmﬂﬁ@éi7?z:m@¢o

8.13 ELEFOESICY e o—LEgaATE ) —/15mL 2Z, 8.1.2 OH#EELZKY kT, FE
AL 812 DEET T AAIZEDbYE D,

\

NWH—=L NGO T RRTH Y,
511 NATIL
9% HPLC |2 &

NGV T OME RN EREERNCTHEDO & 5 b D,

L7eb D, RIEMLEE O S 0O, REWLEEDO A Y — b A T V& AR

b DT ENRIRNZ L 2R LT oMo A7 280 Lo, HFo' 74 A%, PTFE 8 X3 PTFE
Ta—T 47 3nizbo,
512 AHAEEE

Wz v (513) % FEETE DWRINEARVE —%Fx, 452nm (2B 2WHEZRETEXDH O,
513 IRt

HEEEN 1om T, ARESUIA T A THHZ &, BERFEZTOLONREE LU,
AT 2561, HENBEERFASETHD Z ENEIEENTZHOEHANVD,
514 HPLC &&
5.14.1 SERFEY AT LSS5 T (HPLO)

JISK 0124 BHET DEEA 7, T—FRAF v MO Z 248, 455 nm 23558%E T 2850l
WSS AR R OT = Z B E AR D, RORERRE STV DHH D,

B ORI & L % fif

5142 HPLC BHSL
WOFFEE S C18 (ODS) #WifiH 7 A,
(W)

ﬁ’

- : 3 pm~5 um
AN Bﬁmr/#@mﬁé%@75=%0Tﬁﬁu7/®@Mﬁﬁ&0mm®t 7z

BﬁDT/@E 7 WER S TWRWT & &R

(%)
6 EHEBRAEMOREER

REL ORI DB ERE LT, REVIAF—FEHNTHIET S,

EHIZ 71 OEEZTT S, X ﬁ%ﬁﬁﬂ%ﬁﬁ%ﬁ?éoﬁ%ﬁﬁﬂ%ﬁ@%f?é%m i
BT H T ARDERRBIRITAN D, WRIRAT L7 3B R & ATz &ﬁﬁz’)“‘oﬁi@.’ﬁb,

FIRICREL, L<RET 2.

FEE1 REHIAEROF EFHEMARA LI2%GE, 28MLE LREZRSZ LRI TV BB,
SEER 2 —20 °CUL T CHlfRfF S n=itiadbhiy, A7 &b 2 MARE LIIREEER RS Z & 03
BEhTna,
7  FIE
71
711 FRBRHEE_ (B 6) K2 g% 10 mg OHTE TELE_(5.2) IZiFN0 &5, valo—/LiEk
(4.17) 15mL R OB U w7 a_ (4.5 10g &Nz 5,
712 REOHE 53) TS HMELIEEL S T5, mLoBER (5.4) THIkHEOINEEE 400 X g FREE
TS5 oME OB D, EEARE SOmL FOEET 7 A2 _(5.6) 1IZBT,
713 ELEICESLIRICE R T e —/UEIE 15mL 201 %, 7.1.2 ORHEREEZ K4, FERRX
712 DEET T Aa|Z&5bE 5,




*°

1.

IS

8.1.3 DEMEA MRV KT,
vala—LVEHTY )=V FERMEEENLIZE8T T AIOERETMZTERL, E
DIRECTIRAL, MHEE LT 5,
82 HAdt

EEEy FEAWT, 8.1.5 OHEEE 10 mL Z2FH LWELEICB L, KERMED U v LEKR 1 mL
Mz 5, FEeNIEVIRE S, H0E % 70°C ICHRE LI HIEAMIC AN, SHORERBEICELE %
BEOREZRNE, 30 5MIEAT 5, To%, EWLVEERRETHAL, TR LT3,

=]
—
N

8.3 BCR O[EYR

3.1 H{EF Y AWK 20 mL & 2-F 18— 5 mL EF Y U/ER T F LIRS 12 mL & &
2 DT AEREHIINZ, RV IRES,

832 EVIREHEAZMHWTS ML IEVIRE S, w00 BERs CRxm DILEE 400 X g FEEEC S 4y
M OEERTT S, EEERTIEY 7221287,

8.33 WLEIZFE o TLIRICASF I /ERE = FVIRAIR 12mL 2% 5, 8.3.2 OEAEV KT, FHE
1£832 DT Y T Aaizhbt b,

8.34 8.3.3 DEMEAMR Y IRT,

835 B—HVU—TANRL—F—%HNT, 834D TIBT T AaDOFHEEEE 40 °CLIFTIZE A
CIERET D, TD%, EEYICEZEATIROIREMNMITEZEL, ZhEiHEEEwL 45,

8.4 BfE

T4 ) —=NVERNT, 835 DRTHT 7 A aDEEREM % w2 ERT 5, ERSE28E, BE
WE 10 REEFHLTL X, TO®WEETS /) — N THEEIATRVIAL, 287 5 22 |I72I0B
T

el BN (1Y)

TOEBRTIRAICEZY )=V EERETMATERL, RVIEES, BALLEBREAVT T
T4NH—ThHiL, REHIHY E T 5, REHEHY A A T UIZEINT S,

FARLL 72 A2 HPLC JIE (852 2H) #1795, XIFeEHlH® %2 =30 °C~—20 °C THRFT 5,

FERE 2 —30 °C~—20 °C TRIFSNEBHIEWIE, 22 &b 1 BELZE LiokgzkoZ &

BRER SN TN D,

—30 °C~—20 °C THAF L=sEHlHIE, E PICERICR T, RRE I XV —S2 AV GRS
L, BB U CBEEA 10 BRERERWCCREYE oISt AT I70 7 4 V2 —%
RANWTAHiET 5,

8.5 AT
8.51 HPLC £HD%RE
A —H —DEREIAEICHE > T, HPLC EBOLELZRD X 5 ICRET D,

=]

=]

a) FBEHOWE : 1.5 mL/min

b) W T LDORREMRE : 40 °C

o-d ()

e) MIEREHE 2555, BT UK ATEAL, B- AT U OBEHBKRONEIZEE L RN &3
WCEYE, MIERFRZER L TH L,

714 713 OEEEMY KT,
715 vuodio—/UREZERE TINATERL, EVIRETTREAET S,
12 HAit

EEEy b (55) ZHANT, 7.5 OFRIE 10mL 25 LWELE (5.2) 1B L, KER{EH Y oA
WRiR_(4.18) I1mL ZMZ 5, LRV IBE S, mOLEE 70°CICRE LI EIRKE_(5.7) ICAR,
5 ORBRERBEICELEFIREVIRERND, 30 RNEAT 5, m0E & KEKDA - 2K AT,
HRETHAT S,

7.3 FIHAEHOEIR

731 HAbF B U A (4.19) 20mL & 2-F @8 —/b (4.10) 5mL & FET F LY RS
W (4.20) 12mL &% 72 OELEICNZ, IRVIEED,

732 EEH4 (5.3) ZHWTSHMELIEL 535, mO0BER_(5.4) CHxhEOILEE 400X g
BETS O IHEZITY, FEExRI 7T 22_(5.8) IIBT,

733 mOEILE o IDIRICEHE T /U~ ARAIK 12mL 22 5, 1.3.2 OBEEEEY K, L@
X132 0T T 2aizgdbt s,

7.34 7.33 OEAEEHMR YIRS,

735 n—xY)—x KL —%— (59) 2T, 134 DRTIHT T A aDAARIER % 40 °CLA T T
TLAERIERET D, EH QA5 FRONDICREMTEZR ST,

A BfR

T8 )= (43) BT, 135 DRTIET I XA aONEMZ 2B (2T 10 FUREFRE
DORBEPAE), TOWEEERT 7 2a_(5.6) I[Zw2BIBT,

(A

N ~

FE1 (1)

BRI ITAINCTY )L EERETMATERL, IRVREEDL, BAELEEREALY T T 7 4
JZ— (510) THEL, AHE/SA 70 _(511) (ZEULT 5,

FHBLL7- BIC HPLC WIE (7.5.2) %179, UIEUEHH® & ME T 5,

EER 2 —30 °C~—20 °C MEMRAF S EHhM L, D72 &b 1 HRZE LTREEZRSZ

LR E TN B,

EUERAT LB, HERICEIRICR T, RAVT v 7 AIX Y2 HVTUREL, RE
W+ ER ST D BT 10 EREOE SR, TDth, AT I T7 402 —%H
WTAIET 5,

7.5 HIE
7.51 HPLC £HD%E

A —H —OEREAEICHE > T, HPLC B (5.14) kv N7 v 715,

B HBERE 2 550 H TEBHE ARSI O R EIREIE 20 °CICT 2O EE LV,
a)  BEIfH_4.21) OFiE : 1.5 mL/min
b) HT A _(5142) OFRTIRE : 40°C
c-d ()

e)  JWEN : 250, B-ImT L OWHBAKROUEIZEE L o uE, WERFZFHME L TH L.

BREFRIZE D,




8.5.2 HPLC fIFE

WENEED DT, BEOT AT L E2BHSETHL,
SRS, R—R T A L OZETH BCR DRIEIZHKEN RN & 2R T 5,
HEAL, W TR UEOREHIE 2 1EANT D,
8.53 [IE

AEHIH® I oW T, WL HPLC & (8.5.1 ) T COEHR O/ v~ 7T Anb&Eb5Tz
BCR DOfE#IFRA L —E L7-v™—~ %, BCR LRET 5,

R DALY I HEMAOIAINA HPLC 7 u~ 7T L 2MEE B (ORT,

F%7E L7c HPLC 4 (8.5.1 2 H8) CfEH)
—HOEAER 2 7 T I

HE
9.1 —fEEIE
BCR O #lY, B — 7 A& DIREARIT L o TOWER D O E % R Dkt EifiEz ADCEET 2,
T X OMEE— 2 LTS, JIS K 0124 AHE T 2 TRIEXIEEREICHE » THEUNCHHLT 5, Bt
RO a VF— =71 LTIE, Th oo —7 Hid é%bmm@f JHREE T 2,
SEEE MR A MR ERD Y 3 VX —E— Y B fEE C 1T d, —i%IZ BCR O BRI, all-trans
W#H%%ET%%‘ﬁ&mwm®£@M#%%éh1wédﬁJ;T#HHC*#T
all-trans (KO E— 7 ODEHIZ cis BOE— 7 P S5 Z L RSN TS (B CA1 D a)
Z), BB, cis KROWINAY LTk, EFRINE—27 2 all-trans KX Y 2 nm~5 nm
BERENEICY 7 b L, EEIMNRIC all-trans (RICIERWE—7 MFET D Z ERHESRT
VW5[9] (B C1 D b)ER),

2
9

2
~L®W$M¢®%h%h®Bak@t J EEE RS, BIERERO BCR R
—R[EE L TR A ERR T 5.
%ﬁﬂ%m%¢@BGUDE~7@%#6ﬁ%ﬁ%ﬁbWﬂmR@%E%%mTéo
BCREGEAE wil, RORXUTk-»THz NS,

E n
W

X LT e — 7 i

AR O

Cx Vs xd;
S Wxdy,
wi_:  RBRHFRET O BCR EHE (mg/kg)
C : FEHEH® O BCREE (ug/mL)

wi=

(Y
(Y

Vs ﬁﬂ%ﬁ%@ﬁ@é@4§%)ﬁ@t*ﬁ~mm
di ;- HHEREORE 81 2R HoERsE (mL), %50
d» + HIHREOT AL 82 W) HEO4SERE (mL), #H 10

wo REBARBO&RRUE (g)
9.3 HEROKRE
BT 2 M CRRERTT D,

fBE

o
101 HEBREMAFREER

Z ORBRITEOREE 2l 2 72 0 ORBREM LR KR MTbh, ZOMEIMEEAICELDD

7.5.2 HPLC fIFE

LEESEDTZD :,£¢®yz%A%%@éﬁT%<
KW,A*X74/@ﬁ@#BOR@@ ISR RN & Z T 5,

KIZHEAL, HEWTHECREOREHIHY_(14) Z#EAT 5,

Eﬁ FE

FEHATRIC W, [ U HPLC &Mt (7.5.1) T COEHERDO 7 u~ 87T A6 57 BCR O
i L —FH L7 —2 %, BCR & REET 5,

R Uy avI ol HPLC Zu~ F 7T LA xHBE B 1T,

BRE L7 HPLC & (7.5.1) TIEBhis®
—IEOEHER_(4.23.3) &

HE
1 —f%EI1E
BCR O&ElE, E—7 W& DIREANT L o THNTRR S D&% R DificHpEsik W CRET 2,
RHEE— 712K LTI, JIS K 0124 23B1E 3 2 THE X THERIE IS - CHEUNCHH LT 5, B
kDL a == 7R LTE, TALOE— 7 HfEZ AR L BCROY—ZHEET 5,
(%

oo loe

felo

82 i
—EOFEHER_(4.23.3) FOZFNZD BCR DIEE (ue/ml) ZHMHT D, KAFEDTDHIZT —H 4L
FILE (5.04.1) 2L > THROLNLE— 7 HIEICH T2 BCR OIREMN S, ERNRHREREERKT 5,
VERR L M BB OB EIF 0995 U ETH B b D LT 5,
FREHEHEF O BCR OE (ugmL) 28325, v v a2y I Vo BCR &4 & wi (mg/kg)

x5, RORCL->TEABND,

/kg)

Cx Vs xd,
T

ZZIg,
C : REHhHE® O BCR #EE  (ug/mL)

Vs @ B L 7= Thm%®%ﬁ(ﬂ)ﬁﬁm
d i (7)) BoEFE (mLl), %m
d Ak (7.2) 355 EE (mL), #H 10
W BRI (g)
8.3 HROKH
FEF 2 M (BT E B 11 mg/kg) THEREFTRT D,

# (mL), E[FEEBRTIL S

BE
9.1 HAERERHFIRER

Z OB G EDORE 2 W 5 72 D ORBREM LR FROEMIIMBE A ICELDOND, ZOR

2
9
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nTwn3, ZoRBREMERERLELNMER, 2 CHERSh-EA EHDH
mg/kg) &U‘V M) w7 ADSCIT#EHACTEX W L35 5,
102 GHTHREE

[fl— & Hre BB, [F UaBRE 23R UEE 266> C, FlAEZ R Y M\ FRIfRE CRBR L T5 5
iz 2 DOPWERROENE AL T TITHRZ () [NEBZ 5001, HEOBMEZFEVZ <
1ToTWIUE, FHL T2 1 BT THD I ENRIAEND[2].
103 EMBEEE

[f— & BAe g HBHI DWW TR U HEE AV, 2 53BRET, RR0RE0, Bio%EEsH
WCHELNRIER ROZENPR AL T THBTAEZ (R) [NEB X 201, HEOERELFE V2L
1ToTWIUE, FHLT20[ENZ 1 BT THD I ENRIAEND[2].

(4.7 mg/kg~23

n REEE

BT, RBRO-OONEVEEETIEE D,
12 HEBRmEE
(%)
MEE A
(%)

AREMARRERROER

B R LR SR, SRk 27 #2512 TUPAC $£RIEBR Y A KT A »BUZHE-> CTEINTIThI, & Ad[5]
IORTREHRE RN S N7, HIRD D A L ) B A DINRRE & R Uik 150 g~200 g 1o, e
BHED 10 %O o —_La2HERLAIE L TNZT, Bfegs% AT 12 000 rpm T 10 5[, L
7=

A1 mT A R, BHE, MEHCEENIBEEICL > THRT 52 en3b 5720, Hilkib
Fl Lz,
RO TIRE6] 2 TR L, SRR L Lz, & OB L [F 525 0 TR T h D7

ITBUE NBRMOKEH B 2Bl v 5’ —iF, FMEE R ORBREE & SR E TR AT L, Bk

BRI FERO OGO NEIE, £ 2 THEXONZBERM (4.7 mgkeg~23 mgkg) KO~V v
7 APSMTEE TRV b B D,
9.2 HHTRE

[f— & A7 B30 CR LikBRg 28R UL E A4 > T Al REZRFR 0 O R TalBR L T8 5z
2 DOPEREROZEDN, R ALITTRTOIHTHRZE () 282 501%, HEOBRIEZFIEWRIT-T
WIUETESH L C20 [ 1 BILATFTH 5D LS 50,

9.3 ERBREE

[Fl— & HpE BT OW TR LHEZ IV, R o3BRET, RAR0MEBREN, RAasKEE M
W B IERROZED, RALITRTHEFFAZ R) 225013, RECHELMEN <
T2 TWAIUTIEE L T20 [N 1 HELTFTH 5 L IR s ol

1 HE#
RERITIE, RROTZOONMEERATIREZFESLDO LT,
n  HBRHEE
()
MEE A
(&%)

AREMARRERROER

ARERE R EIESRIE, TRk 27 #EIC TUPAC $E[FISEBR Y A R T A VRN > TENTIThIL, & A14
IORTHEHE RN GO Nz, RO a2y I OB EFRE LR 150 g¢~200 g2, 3

BFED 10 %O n Ha—/LEREREAE LTINAT, Sk AT 12 000 rpm T 10 20, ML
72
SRR w7 A R, R, REHCE ENIMRBICL > THMT 2R3 5720, ik

Fl Lz,
IR OWN T E MR 2R U, Bk & Uiz, Z ORBREE R R 325k 0 SRS © & B MNTAT
Erik NEMROKEEY B 2 e it /57 i, FIEER ORRERE 2 SRR E ISR U, £

l:i, FIEEIZNE- T, AFF 10 REEE S BEOIEF R Z 4 2 8) 2R L7, FHEEIZHES T, AFF 10 HREEE S REOIEIIRFAE 2% 2 R) 2B LT,
AR 2 Z ORBREMILFE IR TIE, 5.23 ICHET S HPLC BEMHORDVICA L ) —L s nn €19
BV EE24 1 (RRE) TRALZEIEIO0L B0 LI F VT AL E/L0.05 g
PRI BEMRAE A L, TNENOBEBMEEAER L BEOEEHOAES, A 4 4F
ZANATBOE N MK EE B e i e v X — DR L= & 25, RERZEERD O
hots (HEKAES %),
FAI-HRREMAREROER FAI-HRREMAREROMER
PR kR 1 B2 B3 PB4 e s PR B 1 B2 B3 PB4 B S
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%)




P TIEYER 2 s,, mg/kg 0.12 0.13 0.32 0.57 0.50 TR s, mg/kg 0.12 0.13 0.32 0.57 0.50
PHTHEXHE AR 2 RSD,, % 2.6 2.0 3.1 42 2.1 PHTHXHEER 2, % 2.6 2.0 3.1 42 2.1
DHTEFAZ r (r=2.8s,), mg/kg 0.34 0.36 0.90 1.6 1.4 PHTRERZE r (r=2.8s,), mg/kg 0.34 0.36 0.90 1.6 1.4
E M FFHIELER 2 sp, mg/kg 0.67 0.61 1.0 13 26 E M FFHRIELER 2 sp, mg/kg 0.67 0.61 1.0 13 2.6
SE ] PR KA ME(R 22 RSDg, % 14 9.0 99 9.6 11 EMFFHAAEERE, % 14 9.0 99 9.6 11
ERFBFFAZE R (R = 2.8sp), mg/kg 1.9 1.7 2.8 3.6 7.3 EMHHTFAZE R (R=2.8sz), mg/kg 1.9 1.7 2.8 3.6 7.3
MEE B MEE B
(%) (%)
BB HPLC VAT TS5 A HAMZ HPLC VAT RS A
e
(H5,) %
Y
20+
’
10 ﬂ
o} RN .
; T ] L a T
0 5 10 15 20 25
X
Y | (az
1
»0] |
104
1 I
: ‘. |
o /
4 |‘
1
10— T ] \
0 5 10 15 20 X
oken Az JL5I

X PrREEER (min)
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X PRFFIFH] (min)




Y : LZARCZ (mAU)
1 BCR
5EE8 HPLC £E13 851 12X 513Dy, A T Al Inertsil® ODS-3 & V-, ARk, ZoE®RIL, =
DEBOFHEDOHEEDLZDITRLTEY, ZORZHLTETS DO TIEARL,
B.1—BCR#Z#/%_(1 pg/mL 182)
(#1%,)
(#1%,)
(#1%,)
Y
30- |1
i II
20i
10- I
1 ! |
0- X‘I‘,‘:“ Ve Ll L
] |
0 ‘ 5 10 1‘5 2|0

Y VAFRYZ (mV)

B.1—BCR 1Z#% B
HPLC &

HPLC §&#1% 7.5.1 12 X 513, I K S,
a) #F 2 : Inertsil® ODS-3"

1) Inertsil®%, PEEANICATREEREY 2B GEO—FITHD, T OE#RIE, Z OHEOFIHAEOHEE
DEDITTRLTEY, BEHKEEN Z OB ZHERT 5 5 D TRV,

20—_ 1

10+
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LSk FLFI
X PRFHEERE (min) X PRFFEER] (min)
Y : LVAKRUA (mAU) Y LAKRCVZA (mV)
1 : BCR 1 BCR
2 B-H1 v 2 B-AuT
5¥58 HPLC Seh13 8.5.1 I2 L 5134y, B T A0 Inertsil® ODS-3 & V2, 2k, ZOERIE, Z0 (HE%)
HAEOFHAZEOHEDIZOIIRLTEY, T A2HEd 580 TR,
X B.2— ¥ E Y B B2—9> a9 I Aty
(H5.) HPLC %A%
HPLC £&#13 7.51 10 K 5130, RICE B,
a) H 7 A : Inertsil® ODS-3?
(H1%,) 2) Inertsil ®1%, REERNC AT AMREAEE) 2B O—FITH D, T OEHIE, ZORBOFHEDOHEE
DEDITFELTEY, EMKEEN OB ZHERT 25 5 O TR,
MftEE C Corix
(%)
BCR QEMIAREDN I ILF—E—Y
Y,
i {
20 ‘; A
| N 2
| ! 7 h
N E| // \\
10 5 _\\T“ 2 4 /,f//
i I il '/
: 10
_ ‘ :IlI /f/
0 7 / “L J; :I ] d / ”“ A
I I o \
| | H 0 3 et
B : | L L R R R R LR AR RN AR AL
1 5 3 4 5 350 400 450 500 550 7z
a) BCREEZDI OGS L b) EMAEROBRIRRARY FILDLE
B R
X PREFEEME (min)
Y : LAKRUSA (mAU)
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Z : P& (am)

1 : BCR® all-trans {K¥—2 (X=3.7 min)

2 : BCR®Dcist&y a)F—r—7r (X=3.9 min)

3 all-trans fKOWIXA T b v

4 cis BFOWILAY k)L (325 nm~350 nm [ZEHERI 22N e — 7 )

JEEE HPLC 13 8.5.1 12 K 5130y, 17 A TSKeel® ODS-120A Z V2, 228, ZOE#H

(1]

(X, ZOBMOFHAEDEED/IZDITRLTEY, ZORGEHERESTDHOTER,
C.1—EARDRHA

SE XM

ISO 5725-6:1994, Accuracy (trueness and precision) of measurement methods and results —Part 6: Use in

SE XM

[1]1 ISO5725 (RKEE)

Accuracy (trueness and precision) of measurement methods and results

practice of accuracy values

SERR 1 AN AARPEREIAR ¢ JIS Z.8402-6:1999  HIEH LKL OMIEFEROKEME S (EE KR OREE)
— % 6« KEME SICBIT 2O R R fEV T (IDT)

R 2 PHTHBREROHIARADE FIEIOWT, BF PO “4.
BEIZ LT,

ISO 5725-1:1994, Accuracy (trueness and precision) of measurement methods and results —Part 1:

HRAEDKRDS” &

General principles and definitions
GERR 1 A B ARPEERI - JIS Z 8402-1:1999  JIE H LK OMIIER RO RS S (EE K O

) —H 1 EE . iR R OYERE (D)
R 2 MTHARER OBEHHRAORIUIOVWT, BELWMT O “7.1.5” 25EI1ZLT,
Horwitz, W., Protocol for the design, conduct and interpretation of method-performance studies, Pure Appl.
Chem., 1995, 67(2), p. 331-343.
Matsumoto, H., et al., 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. 4724-4732.
RRBHEZED, Vv a I o B2 ) 7 RV U F URIEEO ER I FERBRIC & 52 Mk
B, AARBAFIF T 7208, 2016, 63(10), p. 450-454.

Thompson, M., et al., The International Harmonized Protocol for the Proficiency Testing of Analytical

SEED  xhits 0 ARPEZEMIRE - JIS 72,8402 GHMEHEE) JEHIELOCHIER ORI S (B R UOFEE)
(IDT)

(Hra%)

Chrax
(Chra%)

Chrax

[2] Horwitz, W., Protocol for the design, conduct and interpretation of method-performance studies, Pure Appl.

Chem., 1995, 67(2), p. 331-343
[3] 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. 4724-4732
REAHESE, POAHESE, KRB, P EORs, ARk, gaARME, ZHIAE vorvay I
D B-7 VT FXYF U HEREOERILFRERC & 52U, ARG FE T 525 2016,
63(10), p. 450-454.
[5]1 PIRRREL, BREOSBL 7 — % OfEaIIR Y b, 24 2008, 46. p. 27-62

4]

Chemistry Laboratories, Pure Appl.Chem., 2006, 78(1), p. 145-196.
SERE WHEMOMERITIEIZ OV, BEERE D “3.11
stability” Z2Z&&IZ L7,

R FREEREIZ OV T CERR 27 423 H 30 AVERRE 139 SHEE T IREmA) BT
BALR

Bauernfeind, J. C, Carotenoids as Colorants and Vitamin A Precursors, ACADEMIC PRESS, United States
of America, 1981, p.893.

Goodwin, T. W. ed., Chemistry and Biochemistry of Plant Pigments, 2nd ed., ACADEMIC PRESS,

Testing for sufficient homogeneity and

RELTR

Chrax)

[6] BAMFRIEREIZOWT (AR 27 423 H 30 AVERERS 139 SHEE T IRE M) BT
BALR
[71 Bauernfeind, J. C, Carotenoids as Colorants and Vitamin A Precursors, ACADEMIC PRESS, United States
of America, 1981, p.893
(%)

RELTR
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London/New York, 1976, p. 98-101.
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