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

2 SIRRE
WIZHT 28 MY, ZOHKBICEIHENDZ LICL > T, 2O XEEHN Z OB OT R
FHAMER L TWD, Th b D5 HBKIE, ZORMR (BffizEte,) Z#EAT 2,
ISO 648, Laboratory glassware — Single-volume pipettes
SEER 1 XS AARFEEMK  JISR3505 47 ARUARER (MOD)

ISO 1042, Laboratory glassware — One-mark volumetric flasks
SEECR 2 xS HAREESEMIMG - JISR3505 4T ABUAREE (MOD)
(H1%)
(%)

JISK 8150 #HifkF+ FU v A GRIK)

JISK 8355 [EfE (GREK)

JISK 8361 FEfiz—F /L (GAHK)
(%)

JISK 8987 Wil VU v A (GRIK

JISK9705 7 hJ b FurvJy G

3 HBERUESE

Z OHIEITIE, EFRT D HEEIT RV,

4 AlERE

R RE b= % ) — /2 K> TBCR i3 5, #HEEHIAKE(E T U v LTI AT 2, 1T
AEERED B A~FH o R OFIET F)LIC L > T BCR 2RI L, BREHHW 2155, S50 T e
g & EdigfE 7 v~ 2757 (BLF, HPLC &\ 9, ) ZHWCaEEHIH® T o BCR ZlllEd
A

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

2 SIRARE
WIZHIT 2HMIE, TONEO-BUIE TR, ZOBKIISIHINDZ LICE-T, ZOHKD
BUED -EaMld 5, Zhbo5 K, Bl (Bfizale.) Z@MT 5,
ISO 648 Laboratory glassware — Single-volume pipettes
SEER AP A ARPEEMIKS - JISR3505  H T A RUARER (MOD)
ISO 1042 Laboratory glassware — One-mark volumetric flasks
SEER bt HAPEZEMIRE - JISR3505 0T A H{KFER (MOD)

JISK 0115 Wyt oy praaHl]
(%)

JISK 8150 fb) R~V v GRIK
€ i

JISK 8361 Filk—F /L (GRAIK)
(%)

JISK 8987 FHiifiz) U v & (FRIK)
O

BT

3 AlERE

e Lz RER B b= % ) — L2 X > T BCR #filith+ %, ikt U 7 AT Afbd
Do NEYUROEHATF UL > TRIF A T 25, 2850 AT B 6 EE B g A & s iR
sua~< 777 (LUF, HPLC &\ 9,) ZHAW O F o BCR Z#H|IET 5,
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UZHHEDRWERY, ST ERD ONT-REEZEHT 5,
BE W
51 K
JISK 0557 [IZHET 2 A3 UL EORED LD,
52 BCR
(&)
53 THR/—)L
JIS K 8101 ([ZHIET 2R ILFRIELL EOFE D H D,
54 Eofdo—i
JIS K 8780 |ZHE T 2 Rk SUTRIZELL EDOSVED b D,

5.5 WEFLUDL

JIS K 8987 |ZHIET 2R ILFRIHELL EOFED H D,
5.6 KEEIEAYUSHL

JIS K 8574 |ZHET 2 Rk SUTRIZEL EDOSVED b D,
57 #EitFrUDL

JIS K 8150 [ZHLET 2R ILFRIHELL EOFED b D,
5.8 ~A¥HY

JIS K 8848 |ZHET 2 Rk SUTRIZELL EDOSVED b D,
59 HEETTFIL

JIS K 8361 |ZHLET 2R ILFRIHELL EOFED b D,
510 2-7m/s/—)

JIS K 8839 |ZHET 2R SUTRIZEL EDOSED b D,
511 FEr=FUYJL

HPLC D% D,
512 AR/ —I)L

HPLC Dt 0,

(H1%)

(H1%)

513 TrSEFRRISY

JIS K 9705 \ZHUE T 2 Fpth UFFRIEU LD REDO D,
514 HER

JIS K 8355 |ZHET 2 Rtk UL RIEMU EDOSWED b D,
515 dl-e-+3 7z 0—)L

97.0 %Ll EDOFIED H D,
516 BHEI—TIL

(&)
517 B%

fIZHEDZRWRY , AT LB bR TR 5,
BE W
41 K
JISK 0557 SHET 2 A3 UL EORED H 0,
42 BCR
)
43 THR/—L
JIS K 8101 23 HLET 2 F5h ILFRI%ELL EOFED b D,
44 EoHo—u
JIS K 8780 2SR E DMk R EOSE DL 0, BUET DK 99.5 % T, Kk IR
DEDH D,
4.5 BT RYUDL
JIS K 8987 23 HLET 2 F5th ILFRI%LL EDOFE D b D,
4.6 KEEIEHYUY L
JIS K 8574 D3 E T 2Rk SUTRIZELL EDOSED b D,
47 $|IEF RUDL
JIS K 8150 23 HLE T 2 F5th ILFRI%ELL EDOFED b D,

—

48 ~FH
JIS K 8848 D3 HE T 2 Rk SUTRIZLL EDSVED b D,
49 HEETTFIL

JIS K 8361 23 HLET 2 F5h ILFRI%ELL EOFED b D,
410 2-7Os8/—)L

JIS K 8839 23AET 2 R SUTRIZELL EDOSVED b D,

(Bra%)

411 A5 /—)
EEREs v~ N7 ZTHOLO,
412 2 0OORLL
EEEE 7 o~ N7 FTHOBHD,
413 SNILSFUBTRILENL

97.0 %LL EORED H 0,
CHr)
Crax
Chrax

414 FAI—FIL
(&)
415 EXR
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(%)
518 p-HETY

(&)
519 EOoAO—LEEIZ/—)L

TH)—/V10L Y%7t u—30g BVEMT 5, ABEOICEMG Lz b O LRV,

520 JKEEEH D HLBK

K 100 mL %7 0 ISKEEES U P 1 60 g AR B,
ma ()
521 b+ FUDLEBR

AK1LOL M7= 0¥k F N Y v A 10 g 2RET 5,
522 ~NEH /BT FIVIRE]

XY LR TV E A 9 1 () TIRAT 2.
523 HPLC #E&#8

T bhr=hU, AZ /=), ThTb Rurzs LHifE%E 55:40:5:0.1 (FfEE) TRALE

(W)
416 p-HOT
(W)
417 EOHO—LER 0oL EETE ) —NVIEE
T —_(43) 1LY vicvalin—_44) 30 g 2ERT 5, FBEICER LS OIXERH
L7320,
418 JKERIEA ) D LIBR B 60 %HYDH D,
K_(4.1) 100 mL %472 0 1ZKER{LS U 7 h_(4.6) 60 g ZVRET 5,

25
419 BIEF PUDLBE BE1%AEEOLO,

A_(41) 1L 470 2brT hY v A _(4.7) 10 g ZIAfET 5,
420 BRI FIL/AXYUREHR

~FH L (4.8) EFEEBRTTFIL_(49) %, 9:1 (KEELE) TRET D,
421 HPLC #E#

AZ =) (411) Lrvoudiih (412) LE24:1 ((RESR) TRAELEZEWEL L Y2 YL

ERI10L M7=V 2 dl-a- 27 =1 —)L 0.05 g ZVEfiET %, HARNIBAT 2,
(HI2)

524 BCR1ZERRK

BCR %#J 10 pg/mL OEFEECTELAK L 25 Lo A= —T7 /L CHM L, BCRAEHERIELE 35,
WRE BB OEMF SIS T L, BH L RFT 5,

FROK

FEARNCEIRICR LIZRICRVIBE D, REWIIA LT T 07 4 v Z2—%HWTERL,

525 1BER
5251 —M=EIA

TREEE R (5.25.2 ZH8) KU05.25.3 THEIN TV D —HOEHERIL, R OAE, BCR AR
YR DR E D 1 2 BT 5, BCRIEHEFIK A ZBRICE TN, ZOR D 5 HITRERE
A ERB L, ZOREZRET D, EEFROE D ITERT LRV,

5252 REMNERBR

BREENy PEROERT T 2 2% AT, BCRIEFEERKEEZ AMD—7 L C 5 FICAaRL, BERE
HERE T2,

ISR MIBE A ISR S - BRE R R BT, BCR AWK 2 mL 213700 &0, 10 mL ©

SRTIAATER L,

SEE OFAESFIIE, SIEHOSMRER OBELTTY, AMT—T VEXRKE LT, B
FEHIE IR D 452 nm OWIEEE 2 IET 5, ROUT L - T BCR FEHEFHE D BCR ML po 2K 5,
5253 OEED R BICIT S,

A%V, x 10000
N ex V)

Po

SFUBET ZAaLe)l (4.13) 0.05 ¢ HEET S,
IR MEE A IR TR BRERILFR TR CTIE A ¥/ —/1 960 mL (2L FUEET AL EJL 0.05
o PR LI, ZoudRLs 40ml HNZT,

422 BCR1Z#R&K

A= —7 /1 (4.14) H1Z BCR_(4.2) % 10 pg/mL DO¥EE TETed_ (#121F, BCR 1 mg TiLf i
T—7/1100mL) ZFMMT D, WREBMFSRCBL, RETD,

FROK

{55 PRV U > B B D Y U, R B L 7= IR 0 IR D R A Y 7T 27 ¢ L5 — (5.10)
ZHAVWTERL,
423 BER
4.23.1 —HEE

BCR DIEMEIRE 4 BefEDL EORJEICTIR T 2, JRENEREKR (4.23.2) &1 4233 THEINT
WA RD—EDOFENER L, BCR EEUEFUE (4.22) DEMEHD 1 S SFHHE4 %, BCR EHEFIK % &
WIZRITZONE, FOHO S HICEERERRKREZRARL, TOREZET D, EEFRKOEY 1T
BT, BRI LR,
4.232 REJERBR

L£EBENy b (55 KUOEET T A2(5.6) %MV T, BCRIEMERK (4.22) Z AT —T/1T5 %
AR D,

R ABEE A IR S RBRE M L RIER T, BCRAZHEFIE 2 mL 2130 &0, 10 mL ©

LTI RAAIBLT,

SEE OFAESEICIE, SINER_(5.12) Oty b T v T ROEEETT 5, A= —7 L& xR
L LT, BEREIEREIRD 452 nm ORKEZRET D, ROXUZ K> T BCR EZEAEFK D BCR E
P (gg/mL) %;ky)éo

A XV, x 10000
pl B SVl




I, po . BCR fEH#EJF kD> BCR e (ug/mL)
A o BENERBEO 452 0m (2B HWEE CAilm—7 L, XEE 1 om)
e 1 IRE 1%, YR 1om T8 5 BCR OWELRECTH Y 2386[7] [8]
Vi A LE2EENy hORRUER (mL)
Va: HEHLEEEY 7 A3OMVOEE (mL)
5253 —EDEER

RNy FEANT, BCR BEEREEZ 2T 7 X 2121350 &5, 2O BCR EEHERHEICER
EFRCNICREMT, AMT—T V2R ESED, =F /=L ERNT, RIB7 7 AaNONEY
EERICHEIET D, WRSE OB, BEe 10 BEREAVTS LV, ZORKRET X ) — /L TEE
FIBEVIAZ, BT T AAZFERIBT, ZORET T AT ) =V EERE TIA TERL,
RVIRE D, BRELIZBIREA LT 07 4N F—TAhlL, TNEEMERLE T 5, FEEOBRIET 4 B
BELA B DR B DRENER 2 TR L, Z41 D OFERER & @ OREMER & 3 2, —E OFEUER O FR R 4 37

A WOREERE YRR O 452 nm (281 2WOLE (A —F L, Tem &)
e 1 IRE 1%, R 1om 2815 BCR OWERETH b 238610117
Vs ALYy FosE (mL), HFRFEBRTIT2
Vo fERHL2ETY I AaoRE (mL), EFEFEBRTIE 10
B HIT 4.23.3 DEEEIT I,
4233 —EDELER
EREENy b (55) ZHAVWT, BCRAEERHK (4.22) DHEEREZRITIET T 22 (58) I[CThTh
0 &35, 25O BCRAEKEFIKICEFR _(4.15) ZRE0ICRE T, Al —T7 Va3 SE 5,
& )= (43) ZFRWT, £RTHET T AINOZNENONEYE ER2E, T B2 IE 10 #RT
FEEOBEIIIE), TORKESEET T A2 (5.6) ICEEIIET, INOOER T T AAITH ) —
NEERECMATERL, IRBVIRES, BAELLBREA LT 77 4 04— (510) TAlL,
AT7N (511) iZAND, RORITE > T, 2 HPLC AERERORE pi_(ug/ml) #RD D,

LIZRd, ROKUTL T, AR T L D BCRIFE pi KD 2D,
_ P * Vs
pi7 V4
::VC“, pi .

i Bl B OFEUER O BCR B (ug/mL)
po : 5252 TR H M7z BCRAFEHERK D BCR IRE (ug/mL)

Vi EALEZE2EEy FOUERE (mL)
Va: WHHALEEEY 7 Aa0R0EE (mL)

ple3

pr: 4232 THE L7 BCREEHERHE_(4.22) @ BCREE (ug/mL)
Vi HHLEEEEYy FORE (ml)
Vi: HHLEZ2E7 I Za0FER (ml)

(H15) 1 HEE AT TR EMEFEER T, RIS TEAER A, B, CKXOD MEH I,
=1 ARERORESG] =1 ZERDOFE
TEUERR EREEXY NOMNOER | 2E7 7 AaDNOERE | EHERO BCR EE (ug/mL FEUERR 2EEXRY FOOER | 287 7 A aONOAE R | HPLC AMEAER o BCR R
(mL) (mL) FH) (mL) (mL) (ug/mL AH34)
A 1 5 2.0 A 1 5 2.0
B 15 10 15 (Fra%) (%) Chrax 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
(H15) HE ZofEE—HIThHb,

TR L 72 AIC 8.5.2 OEMEETTH, XIF=30°C~-20 °C THRIFT 2,

30 °C~-20 °C TfR1F L7- —HOEHERRIT HPLC JIIE (8.5.2 ZM8) RAlC=EICE T, T0ICiRE
L, MEIS U CHERZ 10 DRBEERAWCREY 2RSS %, AT TV 74V E—%F0
AT B,

SEEE 1 0.25 pg/mlL~2.0 ug/mL OFPADFREAZ IS T, PERHUF 0.990 L ETHD Z & KDy )
D 95 %IZFHXMNJFANEEND Z & BRI TV D,

—30 °C~-20 °C TRAFINTARMERIL, D7 &b 1 HELE LIZIREEZ RO Z L AR
EnTWa,

A 2

TR 72 BT 7.5.2 OEMEEIT S, X34 HPLC FIAEYERR 2 M iriF+ 5,

(Hr%)
JEEE 2 30 °C~-20 °C THEMRITF SN AZHERIL, D &b 1 HMRE LIREE RS Z &
RSN TN B,
BURERAE L7245 HPLC FEEIE HPLC JlE (7.5.2) B BENSOERY HL, EIRICET, 14




526 B-HOTVUERK
B-I T ETH ) —/IIEREL, 5253 CHRM L #OERER O BCR EEHIIHN T, EEORE
ECHRMA 2,

FR OERED BT URIRARNT SRS, BhaT N X ) — VICERICERE LRV
Db, ZOFENE, B-H T LT AR, TOWRERE T, EHEEFELIITK
T, ARV UEIEREE, =¥ ) VIZEMRETHZ L TN LT A BEOEIROFARAN
AEETH B,

6 EEBERUZRE
W O FEGE B R OEEE OI1F), RIZE D,
61 BEFXUVA
0.1 mg DHTOEE TRENLEEZ LOLDT, Ok I2EN20g LY RKEWHO,
6.2 EDE
K SOmL FREON T AT AIIET, HfFEobol L, IRV IBFICHERZEMERFTE,
FH Sz O 400X g T BN TE B 10, FHiL, IR L ODLOTH Y, AHIEHKIICZH
HEbobo, o, AL (82FH) OERMEIZHV 2 ZIFHRE M ORIKICHEZ o D,
6.3 RYIEEH
wVE & EBE S AICEE CIRVIEED Z LR TEDH LD,
64 SEDSHESS
(W)
&’
S5 £EERY b+
ISO648 IZHET 227 T A A DL DT, BHEROMR_(5.25 ZH) KT AA_(82 ZH) DOEAEIZ
W LIEREDH D,
6.6 £EET7TX1
ISO1042 |CHUET S 27 7 A A Db DT, EHEROAIR_(5.25 2, #il 8.1 M) K OVEMT_(8.4
ZH) OBIEICHEL-FED LD,
6.7 1ERKFE
(W)
68 LTI ISRO
(%)
69 O—&Y—I/N\KL—%—
(W)
610 A2TS2T4)LA—
T A IVE —INEREERIROEIR D S5 L. PTFE fo b 0T, AN 02 um LITOH D, 7 4
NE =N DU TPR—ETHY, UV T OMBENEEERICHEDO S 5 6 0,
611 NATIL
2 HPLC 124G L7 DT, NEMLIRE DN F ARD & O TRE I BN 2N 2 & % 1

3

(=)}

WAL, MEIZE D CHEEHIA 2 AW CREDE R ST, AT T 74V E—%H»
TAlT 5,
(%

Chrax)

5 EEBERUZRE
W OFEERE B R OMEE DIED, FICROLDLET 5,
51 BFXUVA

0.1 mg DHIOE TRIBEZAETLILDT, Ok I2EMN20g LY RKENHLO,
52 ELE_GEXLE)

KESOmLREOH 7 AMTEENAET, & e XFInltoo®) Fxobo, +57iRES
[ BE R 72 2 AR T &, FEHE DS 400X g TLAEENTE 52 &, JFAIL LT, BHO L D,
PTFE 5% 0 A HIAH & OBRYE HENE OVRIRICIHED & D ME D8 X V2B (T 7232 V5,
53 RESER

BELEZEEAERE D TIIENTEDHO,

54 mDSBERR

(&)

& ()
S5 EEERY b+

ISO 648 HET D7 7 A A Db DT, FHHEEIROAARE T AACDOBIED T D DFF EiifA % 7 /S —
FTDHHD,

56 £E73X1

I1SO10402 EIET 527 7 A ADLDT, BEEEEOARE A, WREOBIED T DR BRI %
N—=F 2510,

5.7 (ERKE
(&)
5.8 HYHRIS RO

(%)

59 O—&2Y—I/N\RKL—%—

(&)

510 A>TF0T4L8—

T A IVHE —INEREERIR OEIR D S5 L PTFE 8o b 0T, FLEN 020um LD H D, 7 4
NE—ENG DU TNRTHY, NPT OMENEERNZIEDH 5 0,

511 NATIL
AT % HPLC 124 L7z b Oy ANEHAERFE O H 0, NEWIRFEDOA LY — F L T A E AR

3

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

6.12 AFFAEE

WX L % [ E T & DI VR VA — %%, 452 nm |
6.13 RUXEIL

HBEEDN 1lom T, ARBNIIHT T AMCTHHZ L, BEFEOLONREE LU,
RT 25681, HEOFERRSTHD Z EDRHEESNTH O,

6.14 HPLC &£&
6.14.1 HPLC

JISK 0124 [CKUET 2 BRI, BESIEHEESY L oh 7 A4 —T7 2, 455nm [ZH61F DU
ZHE TE D8I E R ER R OF — F AU A 2 7= b O, BB SR SR I Tl 5 B % i
Z TV HEDOREFE LYV,
6.142 HPLC AhS L

WOKMEE B> C18 (ODS) W T A,

(&)
— B2 3 um~5 um
— 20 3LNIZ B-T BT U BNEHT D H D, 8.5 120> T B-Im T o OEHEEH KON BCR DB —7 |2

B-H BT DY —I PHERS TN L 2T 5,

BUFDZWHELARETEDHH D,

R DOWIL & V% A

(%)
7 SHBRAEMORER

RELOA R DA ZRE LK, SEVTAF—F2zHThitl, RBHREL TS,
EHIZ 81 DEEZTT S, MITRBRARE MR FT 5, BRBARE 2 mRRET 25613, Rl
BN T A DB AhéoWﬁ%fbtﬁﬁ%ﬁﬂ%ﬁmm_igu%b,i<%é
ERAR

FEL 1 RBHIAROE EMERFELILGE, 2 BMLE LICREBEZRS Z LB SN TV 5[4],

EER 2 20 °C DL ORGSR REHE, e &b 2 MAMRE LIIRIEE RS Z & 3k
WanTna
8 FIE
8.1 i
8.1.1 AEBUHFENI2 g & 10 mg O TELFIZIEINY £ D, Erle—LEGf4xTy /—/L 15 mL

%

OHife ST FYV oA 10g 2z 5,

12 TR R TS R L <IBY IR S, w05 BERR Rz L nE

#5 LERRE SOmML BROEET 7 A 3BT,
ELEOESICEua—L AT /) =/ 15mL %, 8.1.2 ORHRIELZ Y &S, EF

KL 812 DEET T AaZEbYE D,

14 8.1.3 DEAEZ Y KT,

A5 vulue—EFxTX ) —)E EBAREERIL -2

RETERAL, MHEEET5,

JE 400 X g F2JEC 5 Sy fHliEO

=]

3
.gv|§a:
N B

B7 7 AaDERETMZTCERL, R

N

b OSUTEN RN L 2R LT DM A7 2RO L0, FED® 7 X A%, PTFE #3% PTFE
Ta—T7 47 ENb0,

512 HHAEE

W E L _(513) F[EHETE BZWIENAFRALA —%HZ, 4520m |
513 IRt

FHBEEN 1em T, AHEBIFT T ARTHL L, HEEOLONREE Ly,
AT 55480, FNEBERRETHS Z EMRIEESNTELOEA VD,

514 HPLC &£&

5.14.1 EnE&AES O< 455 7 (HPLO)

JISK 0124 BHET KRR T, Y—FRAH v MO T 248, 455 nm 233%0E TE DA AT
YRR R O T — Z AU E 2R D, BRDOIERNE S TWDH H O,

BIIDWSEEZRETE S H D,

BEELDOWIL & V% A

5142 HPLC AH 5L

WOKMEAEFFS C18 (ODS) W T A,

)

—  Rf% : 3 um~5 pm

— 205 DNIZ B-Tr T U BEHT D D, 18 16> T B-I 7 v DOEEHEEF L BCR O B — 7 |
B-H BT DY —I PHERS TN L E2HET 5,

(%)
6 EHEBRAEMOREER

REION R DR ZRE LR, REVHA V2V Thikd 2,

EHIZ L OBEEAT 5, SUTHBRARE 2 kT 5, BB 2l iRE T 25613, AR
BB T AMOERERI Aﬂéo%ﬁ%ﬁbtﬁﬁ%ﬁﬂ%ﬁﬁm_%ﬁﬁ#6ﬁbmb

FIRICREL, L<RET 2.

ERE 1 RUBHIAROE FHMMART LS E, 2 HEMLE LIREBE RS Z LRSI TVDE,
FERR 2 20 °CLL T CTHBMARTT SN pieslehix, e &b 2 MARE LIREEZ RO Z & 3R
IhTW3
7 FIE
7.1 #h

30 L5, B la—L sk

= |

d.1 ABAHREE (% 6) 192 g% 10 mg OHTE TiEliy_(5.2) I
(4.17) 15mL R OWiBE > U w7 A (4.5 10g &z 5,

712 ELHER (53) TS HMELLIEL 535, mOOEER (5.4) THXHEIEE 400 X g fLf
TS5 oMEOYEET D, EEARE SOmL FOEET 7 A2 _(5.6) 1IZBT,

713 ELEICE-LKICE u A e — VIR 15mL 201 %, 7.1.2 OfHEEEZ K, BRI
ui@ﬁ%77x:_Abﬁé

714 7.3 OEAEEMR Y KT,

7.1.5 Emﬁ 0 — WRIREAERE CTINA TERL, BVIREETRET S,




82 (FAdt

RPNy EHAWT, 8.1.5 OHIHEEL 10 mL 28 LW VE I L, Kb h U v LK 1 mL
EMZ D, FESLNICEDIRE S, w0 % 70 °C IZ5%E LI EIRKEIC AN, S oREREICELE %
RVIRERN S, 30 0MINEAT 5, Z0%, mULEZRBETHAL, JAREETS,

8.3 BCR M[EUY
83.1 HftF MU AT 20 mL & 2-7F 1% —/L 5 mL E~FH UEERT FUVIRATK 12 mL L&
8.2 DT AEEENTINZ, RV IEED,

83.2 WYIREHZHWT S ML IEVIRE D, 05 Eds THIXE DR 400X g FRET 5 5

il LaME T, ERERd BT 7 A3t

8.3.3 EAEIZE S TRICASF Y V/EHR = T WRATR 12mL #0125, 8.3.2 OEEEMY K4, L&

1 8.3.2 0)72&“9“3?;77X:l ZEbE D,
8.34 833 DEMEEMY KT,

835 n—XU—x KL —F—%ANT, 834 DRTIET T AIOHEKIEREA 40 )CLITTIEE A

CBIER LT 5, £0%, BEMICERIRSLMIREMTIZEL, Zhe@@MEABRwmE T 5,

8.4 AfE

& )= VEHAWT, 835 DRI T T AaDGEIEEY & eI BT D,

RS E LR, B

B 10 BEEEFHAL THL RV, TORKRE X ) — )V CHEERPEVIAKL, &8 T T A3 I5%elB

ol

o

FE1 (%)

IOEBT I A E )=V EERECTNATERL, BVIRES, BRALLBREA VT TV

TaNFZ—THEL, REHIHW L 5, REHIHY & A 7 B %,

FHEL L 7= BIZ HPLC JIE (8.5.2) %175, UFakeHmti# %30 °C~-20 °C TIRIFT 5,
FEEER 2 30 °C~-20 °C CTHAIF S NzabEHli, A7ed &b 1 MR E LR E > Z &

RSN TND

—30°C~—20°C TIRAEL-3EHIHEIL, HERICERICRET, RRE IV —%2HTRERAL,
MENDE UGBS 2 10 BEBEEHWCCRED Z +C RS Eizth, AT 707 4 02—

TAHET 5,
85 AIE
8.5.1 HPLC &HDHRE

A —T1— DR EIZIE > T, HPLC EBOEIERD X 5 1T ET 5,

a) BEMHOME : 1.5 mL/min
b) T LOHREWRE : 40 °C
o-ad (&)

e)  HEWW : 2545, BA T UEIRETEAL, B-I T OEHBARORE

W CEIGE, MIERRZ R L Th Zuy,
8.52 HPLC JI%E

ICEE LRV LR

WRENEE D=0, 2D ‘/X?A’a‘:ﬁ@ﬁéﬁ’(%< ELE HPLC %Mt (851 M) CEH)

SHTRE, RX—=2 T 1 L OZEEH BCR OBEIZBEN 2N T & A i

o THDIEHEE A T NIT

7.2 [FALE

PEEy b _(55) FHWT, 715 OFAFIK 10mL ZH LWimLE _(5.2) IZBEL, 7J<Eiz%ﬂ:ﬁvu T7A
WRiR_(4.18) ImL ZMZ 5, LRV IBE S, BLEE 70°c WZR%E L7 KA (5.7 |
5ABERBXICELE LRV IBERND, 30 4MNET 5, BLE & KEKD AN - 2kl J\nf
HRETHAT S,
73 FlHAHOEIR
.3.1 WAk U U AWK (419) 20mL & 2-7 1% —)bv (4.10) 5 mL &R FL/A~FY URA
_(4.20) 12 mL LE 12 OELEICIZ, IRVIEES,
2 RLIod (53) FHWTSHMIMLLIRE 535, #LABER_(5.4) THXHE LIERE 400X g
%i)xfs/\F'ﬁ ®LDBEEITY, FEERTE YT 22 _(58) 1IZBT,
733 VBN S TRICEHR = TV /~F Y U RAR 12mL 2% %, 132 OBFfEEED KT, FE
1$732 07977 2aichbt b,
734 733 OEAEERY IR,

35 r—FV—xAFRL—F—_(589) FHNT, 134 DT T 7 A aDFMERA 40 °CLLTF T
FEACTRIERE AT 5, B# 415 FRSCPICRETEESED,
14 BfE

X /) =) (43) ZHWT, 135 ORTIET 7 AaONEY % ER2ITENT (Bl E 10 ROFRRE
DFBEPIHR) , TOWREEET T 2a_(5.6) IZ%82IBT,

3

EER1 (1B

BETTAINITY ) —VEERETNMATERL, IRVIBES, BELLBREA LT T 7 1
NE— (510) TAHML, AHE AT /_(511) IZFEILT 5,

FHBL7- BIC HPLC WIE (7.5.2) %179, UIEUEHHY & M RFT 5,

JEEE 2 30 °C~-20 °C MERERAF ST 30RHI ML, A< &b 1 BEEE LIREBE RS Z &

NHEREINTND

/L\(ﬁ%fbtﬁﬁﬂﬁﬂﬂj% , (ﬁJEEl WCHERICRT, AT v 7 AI X —%2HOCREL, RNA
WE RS TS BT 10 EREOE SR, Dk, AT I 7402 —%H
WTABT %,
7.5 HIE
7.51 HPLC &HDHRE

A —H —ORWEHFAEINE> T, HPLC %EE_(5.14) 2y F 7 v 735, FEFRIZED

B HBERE 2 H - BB ERBHE SR OREIREIL 20 °CIZT 5 ONEE LV,
a) BEIFH_(4.21) OJEE : 1.5 mL/min
by H T _(514.2) OFTEWSE : 40 °C
c-d ()
e)  HEWH : 253, B-IrT U OBEHBKROBEIZEE L uE, WIERHEZ ML TH L,

7.5.2 HPLC BIE
BEGSEDLT=-DIT, 2ROV AT AEBH ST THL, ;f“'n‘e‘bt HPLC &M (7.5.1) T+
B, N—=Z T A L OEEN BCR OREICKEN 2N & 25, —HoiEnER (4.233) &5
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EAL, W CHECEOREHHYEZIEAT D,
853 [EXE

AEHEH®IZ oW T, AT HPLC §:fF (851 ZR) FCOEMERO I u~ N7 7 Anh6ELNT
BCR OfRFfRFH] & —E L7 —27 %, BCR LRIET 5,

FEE (B8

9 iE
9.1 —HEEIE
BCR D&, B'— 7 ifh > BB K o THOWIER S D8 % K Dt Efii 2 ARt 5,
T r oM — 2kt LTS, JIS K 0124 23HE T 2 TRE I THERRIEICE - TN L35, Bk
FKEKOT a VF—E =71 LTIE, Thboe— &ﬁ%%A%LMR@H JHREE T D,
ERE AR BIUEREEO Y a W F—E— 7 ZMBE C IR, —f%IZ BCR O RIERI, all-trans
ERERBEETHY, AJMMWA®£@M#%¢éﬂ(W%)851=T?HHC*#T
all-trans KO E— 7 OEZIZ cis BOE—7 3B S D Z ERMEREN TS (B C1 D a)
S, BB, cis KON AT "LV TIE, EERRINE—27 2 all-trans X Y 2 nm~5 nm
BERN RIS T b L, EEIMNEIZ all-trans (BIZIFRVE—7 PMFET 5 Z EBHESN T
VW5[9] (B C1 D b)ER),

FH}
IWIIII

2

_-i DOIERER TP OENEND BCR O ¥ — 7 [HifE %155, SEAERO BCR I L TE—7 Hfl
—REVYE L TR ERRT 5,
%ﬁﬂ%m%¢@BGUDE—ﬁﬁ%#%ﬁ%%%muwme@%E%%m#éo

BCREHE wil, RORICE-TEZ BN S,

AR O

CxVsxd
M
ZZT, wi:  ABRHARE T O BCR A& (mg/kg)

C : FEHEH® O BCREE (ug/mL)

Vs ﬁﬂ%m%®%@£645%)ﬁwﬁﬁi(mm

d :  HHFEEIOFHE 812K FFOERE (mL), %50

d : HHFEEIOT AL 825 KFOEE (mL), EHE 10

wo REAHREORBE (2

9.3 #HEROKH

BT 2 M CRRERTT D,

10 HBE
Ju HERER X REER

ORBITEOREE W9 2 72 O ORBEM IR FERBMTOh, ZOREIIMBEEAICELD D
ﬂf%éovﬁﬁﬁéﬁ ERZERMN AL, 2 ChiG S B A &HM (4.7 mgkg~23
mgkg) KO~ MU v 7 AN TITEHA CTEX RV LB D,
102 GHTHRE

—

7 LNZHEAL, fEWTHCEOREHhHY_(74) ZHEAT 5,
753 RE

BUEHAIRIC W, [ U HPLC &Mt (7.5.1) T COEHERDO 7 u~ v 7T A6 57 BCR O
FRI & —H L= —2 %, BCR LRIET %,

FERO(K)

E
1 —fig=EIE
BCR O&EIE, E— 7 EWHEN LB & o THOMTRY D& R B s EfEA W CR BT 5,

e loe

e — 71Tk LTIE, JIS K 0124 23HE T D BE XUFHERNE e » T4 5, BIEARS
KDL g NF—E—ZITHKLTE, FLDOE— 7 HEEAE L BCROY— 7 fifie 45,

(?ﬁ'nx)
82 EE

—EOFEHER_(4.23.3) FOZFNZEIO BCR OEE (ue/ml) ZHMHT 5, ZEEDTDIZT —H 4L
HAEE (5.14.) o THE O E—V HEEICXT 5 BCR OREND, B ZRRERE ERT 5,
VERR U M BB OB EIF 0995 U ETH B b D LT 5,

K HEHARK Y @ BCR ORE (ug/mL) BT 5, v v 2w I VB @ BCR A & wi (mg/kg)
i, ORI L-TEZBND,

/kg)

CxVsxd

wi=

C : REHhHE® O BCR #EE  (ug/mL)
%:@WLKKHAM%@%%(M)%@E%%
d i (7.0 BOERE (ml), %m
d  FAAE (1.2) THHEE (mL), @ 10
W BRI (g)
83 #EROKH
BT 2 MBI TE By

(mL), FFRIEHTILS

11 mgkg) TREREZFRT S,

HBE
HERER K FIEER

DORBITEOREE #HWT 2 72 O ORBREM IR FEROFEMIMBE A ICELDOND, ZORK
%ﬁéfﬁ EEER DA LNEIY, 2 CTHEXONRERM (4.7 mgke~23 mgkg) KO~ Y >
7 ALSCHEE) TRV b B D,
9.2 HHTHE

9
L_
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[fl— & F7pd 2 50RHC, (A UaklBRag 23R U2 E 2> C, AIREZR R 0 MV RIS Gkl L¢3 5
N7z 2 DOPERROENR AL IR TITHEZE () [NEBZ D501, BEOBMEZFIEW <
ToTWIUE, FHLC20 I 1 RILLTFCHD I EBRIAEND[2],

103 EFBEAE

[Al— & Z72 8 23BHZ DWW TR U A EEZ AV, B3 BRETT, B3 BRE»N, Bie2iEEEH
WO ER R OENER AL R THEFAZE (R) A2 501%, BUEDOEEL MEV <
ToTWIUE, FHLC20 I 1 RILLTFCHDZ EBRIAEND[2],

n EHEH
RN, RO OONHEEFRTFIEE B O,
12 HERHEE

)

MEE A
(&%)
AREMARRROER

FRBRERIIE R F2BR1T, AR 27 4RI TUPAC HRIFEBR T A K A4 V[BIICHE»> CENTITHh, & A1[5]
WORTREEHRE RS DTz, TR 5 A L 5 B0 A DIMNER & B UizslkE 150 g~200 g 1o, &8
BEO 10 %0 ada— a2l E LTNZ T, B4 AT 12 000 rpm T 10 430, BiEL
77

FEE1 e T A Rk, B,

Hlzusm Lz,

I OW TR0 2 TR L, SRBREIE Lz, Z BRI [R5 o LR T 5 DAL
TBUE NRMOKBEEIE R 2287 o 2 —1%, FIEE R OREGEE 2 S BRE Il L, KRB
i, FIEZCHES T, AFF 10 RBEE S REOHEHRRE 242 8) 23/ B L7,

REHZE ENDBRFIZL > THRT D Z 3D 5720, Pk

[ — & Zr 70t 2B CE Lt 23 R C3LHE 248 - T rIReZe R 0 VORI R TR L TR b e
2 OORERROFEN, R ALITFTITHEE () 282013, HEOBEZIENRIT-T
WALIEFESE L T20 ENZ 1 BILL T CTh 5 L HifF S ol
93 EMBRFBE

[Fl— & HpEDRBHIOW TR L HEZ Vv, B3 BRET, RAR0MEBREN, RaskEE M
WTHELNIERROED, R ALITRTHIHTAE (R) 22 501%, BEOBRIEZMIEN 7

T2 TWAIUTIEH L T20 [N 1 LT ThH 5 L IR s ol

10 HEH#
RERATNL, RBROTZOONIAEHFIRZ OO L5,
n HEBR®mEE
()

MEE A
(&%)
AREMARRROER

PBRERIILF FEBRIT, WAk 27 21T TUPAC LRIFEBR T A N7 A4 LRENZHE-> TEN T, & A1M
\OREREHE RN E O, HIROY Y2y I h O R & ERE L3 150 g~200 g (2, ik
BEO 10 %0 a i a— a2 E LTNZT, B4 AT 12 000 rpm T 10 430, BiEL
77

EE w7 A NIk, R,

Hlzusm Lz,

SN T EME 2 il U, SRBEE L Ui, Z ORBRE M LRI O L < & 21T
BB NBMOK M e Bttt v & —1%, PIEE K OGRERE 2 SN E BT L, SBREI,
FIEEIHE- T, Ait 10 REEE (S IRE QI RAE A% 2 5) B LT,

REHCEENDBMEFICR > TOBT 22 LN b D, Hilklk

FEE 2 oM EEER CIE, 523 ICHET S HPLC BEMHORD D IZAZ /—N & nn CGFam)

AALEE24 1 (AR TRAELEBKIOL MY SV IFUT AL EL0.05 g

EIRIR LB E A L, TN OB AMH Lo EREOAES, Fn 4 F

BEIMNIATBUE N B E B Z it o ¥ — 3R Lo L 2 A, AERETR DL

mmote (HEKAES %),

= A1l AREFLFREROER = A1l AREFLFREROER
Vel AR 1 k2 R 3 k4 B S Vel BV k2 R 3 k4 e S
(W) (%) (W) (%) (H%) (W) (W) (%) (%) (%) (%) (%)

PHTIEEIRZ 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
BHTHHEYERZE RSD,, % 2.6 2.0 3.1 42 2.1 BHTHHERERZE, % 2.6 2.0 3.1 42 2.1
PHTRFEZE r (r=2.8s,), mg/kg 0.34 0.36 0.90 1.6 1.4 PHTRFAZE r (r=2.8s,), mg/kg 0.34 0.36 0.90 1.6 1.4




ST P BUS E(R 25 sp, mg/kg 0.67 0.61 1.0 1.3 2.6 ST PR BUSE(R 25 sp, mg/kg 0.67 0.61 1.0 1.3 2.6
SE ] PR KA E(R 22 RSDg, % 14 9.0 9.9 9.6 11 S P BRI VE R 72, % 14 9.0 9.9 9.6 11
EMHHFFEZE R (R =2.8sz), mg/kg 1.9 1.7 2.8 3.6 7.3 EM A R (R =2.8s), mg/kg 1.9 1.7 2.8 3.6 7.3
fEE B MEZB
(%) (%)
BRI HPLC Y AT RS54 BRI HPLC Y AT RS54
(H15) 30
Y
20
’
10 Fl
0-+— 1} \ —
6 5 10 5 RS " 25
X
Y (ax
| 1
sl \
104
1 I
: ‘.. |
0] it I
| |‘
1
-0, |
0 5 10 15 20 X
PRk’

X PREFEE (min)
Y : LAFRZA (mAU)
1 : BCR
;50 HPLC 1113 851 1 K 5130, B T Aid Inertsil® ODS-3 & Ve, Ak, ZofFEIE, =

DOHEOFIHFEDOFEEDIZDIZRLTEY, ZORGBEHIET D H DO TIEARN,

X PREFIFR (min)
Y LAKRUZA (mV)
1 BCR

)
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B.1—BCR #2#i&_(1 pg/mL $02) B.1—BCR Z#i% B
(H1%) HPLC &4
HPLC £&#13 7.51 10 K 5130, RICE B,
a) #F 2 : Inertsil® ODS-3"
(H15) 1) Inertsil %, PHAERNCAFRIREZET 2 O—FITH D, ZOEHRIT, Z OBUEOFIHFOMHE
DEDITRLTEY, BHKEENZORLZHELET 55 O TIEARY,
(H1%)
Y
201 ;
0]
;ﬁr\J‘N\./_/\_/‘\ 2
U_
0 5 10 15 20 25
X
Yo €9)
30- '
i II
20i
10- I
1
\ AN | ‘ 2
0 e AUV NI VNN A
|
0 5 10 1‘5 2|0 I X
ok As L1
X PRFHEERE (min) X PRFFRERE] (min)
Y : VAKRUA (mAU) Y LAKRCZA (mV)
1 : BCR 1 BCR
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2 . BpHhmFr 2 B-AuTFy
5EE8 HPLC ££13 851 10K 5130, F T Ald Inertsil® ODS-3 V-, 2B, ZOE®RIE, o Gy
ORI AZEOMEEDEDIIRLTEY, Z ORI EHEET2 O TIEARN,
X B.2—HHH Y B B2—9> a9 I Aty
(H15) HPLC %A%
HPLC &3 7.51 10 K 5130, RICE B,
a) H 7 A : Inertsil® ODS-3?
(H15) 2) Inmertsil ®1%, PEEMICATAEARBEY 2B O—BICH D, T OFHIE, Z OBBOFHE O
DEHITRLTERY, BHWKEAN Z OB ZHERET 2 O T,
MftEE C (Fra%)
(%)
BCR QEMIARENL I INLF—E—7Y
Y, Y
i { ]
20 ‘; A
| : M 20 /e
. : 7 \
1 E| // \
10 i _\\T” , 4 /“/,/ “
i I il '/
| 10 ] /
i | //
. ‘ﬁ i )
0 i || o /—/ Ay !‘\\\
1 | Ry N
i l| v O 3 |
T ! | \‘HH‘HI\‘HH‘\H‘\\‘\\HH‘HH‘HH‘HH‘HI\
1 5 3 4 5 X 350 400 450 500 550 7z
a) BCREEZDI ORI SL b) EMAEROBRIRRARY bILDLE
B
X PREFEEM (min)
Y L AR A (mAU)
Z FEE (m)
1 BCR @ all-trans A¥"™—2 (X=3.7 min)
2 BCR D cis K3 a VX —¥—7 (X=3.9 min)
3 all-trans RO A~ T )L
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4

cis IKOWLILA Y )b (325 nm~350 nm (ZRHEH 72N e — 2 )

;EE8 HPLC £f13 851 (2K 51FA, A 7 A1F TSKeel® ODS-120A & Vv, 2B, ZOiE#

(1]

1, ZOBRBOFAZOEEDZOITRLTEY, Zof
K Ca1—EMEpiEdifl

HERT 5 5 D TR,

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

GEER 1 xS HOARPEZEBIMS : JIS Z 8402-6:1999  JIE S IEL OMEREROKEM S (L L O E)
—5F 6 ¥ AERE SICBH T A O FEHI VT (IDT)
SR 2 BHMTHAERUOHRIFAZDOIEFIEIISOWVT, BEHT O “4. FRZEORDT &

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

principles and definitions

GERR 1 A HARPEERI - JIS Z 8402-1:1999  JIE H LK OMIER RO RS S (EE K O
BE) —H 1 Hh . — iR R O%ESRE (IDT)

R 2 MTHARER OBEHHRAORIUISOVWT, BELMT 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.

RBHEZED, Vo a I o B2 ) 7 RV U F RIS EO ER I FERBRIC & 2 ik

B, AARBAFIF T 7208, 2016, 63(10), p. 450-454.

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

SERE  KHIS B ARPEFEHIRE - JIS Z.8402 GHAKHE)
(IDT)
GHra%

E TR OCRER R ORI S (FUE R UHRE)

Chrax
Chrax

(Hik

[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

RE TR, PYAHESE, KB A], MY B, AR E#, SoRE, ZHIE vrvary I oh

D B-7 VT FXY F U HEREOERILFRERC & 5 UM, AARGFE T 525 2016,

63(10), p. 450-454.

[5]1 PIRRREL, BREOSBL, 7 — % OfE R Y v, 24 2008, 46. p. 27-62

4]

Chemistry Laboratories, Pure Appl.Chem., 2006, 78(1), p. 145-196.
SRR WEMOHERFIEICOWT, BELMF O “3.11
stability” Z2&&\Z L7,

R FREEREIZ OV T CERR 27 423 H 30 AVERRE 139 SHEE T IREmE) 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,
London/New York, 1976, p. 98-101.

Testing for sufficient homogeneity and

RELTR

Chrax

[6] BAMFRIEMEICOWT (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
€159

RELTR
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