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BT AEOBEMICHLT, B EOBKZETT5 2L, ZORBOFHARDORLETH D,

51 XK

JISK 0557 IZHLET 5 A3 BL EOREDEH D
52 LTAY

95.0 %LL EDHIED H D
53 T4/—)L

JIS K 8101 [ZHET 2 Rk UTRIZELL EOEDH D
54 Eofo—)

JIS K 8780 (ZHE T 2 Rtk UL, EOSWE DB D
55 JKEEIEHUDL

JIS K 8574 |[ZHET 2 Rtk UTRIZELL EOEDH D
56 &IEFRUDL

JIS K 8150 [ZHE T 2 Rtk UL, EOSE DB D
57 ~FYU

JIS K 8848 |24 5 #Ei UL RS EOSE D H D
58 BErEETFIL

JIS K 8361 I[ZHET 2 Rtk UL, EOSE DL D
59 AR/—)L

HPLC DL D
510 7Er=FYL

HPLC iDL D
511 T#&/—JL (HPLC F)

HPLC DL D

512 EFR7UE=VL
JIS K 8359 [ZHE T 2 Rt UL Eo S E D O

99.5 %L EOHED B D
514 2,6-T-tert-T FI)L-p-U LV —JL, BHT
98 % LA EOMIED H D

515 EOAO—ILEFIS/—I

TH )= 10L S iIcerdn—L30g ZRET 5 (RS S),
5.16 JKERILH Y D LIBHK

7K 100 mL #47= 0 IZKER{L A U & A 60 g VRS 5,

2L JEMEOI A SBRETHOT, K77 MRNEOHKO LWIGEITCIEEEZIT ),
5.17 &1+ U ILIBK

KI1OL H7=0 2k MU U A 10g ZET 5,
518 ~FYUEBEIFIVEER

AFH U LEET T L E A 9 0 1 (RFLL) TIRAT S,
519 BHTE&HIZ/—I

=% /—/v (HPLC i) 1.0L %4729 |Z BHT1.0 g Z&fiE5 5.,

N

1
JISK 0557 SHET 2 A3 UL EORED L D,
42 LTAY
95.0 %L EORFED D,
43 TH/—)L
JIS K 8101 23 HUE§ 2 Fpfh TR L, Lo
44 ERHO—)

x

En
3
S
c+
S

JIS K 8780 3 HE T 2 F# UL EOSE Db D,
4.5 KEEIEH )DL

JIS K 8574 3 HAE T 2 Kt SUTIRIFELL LD E D% D,
4.6 EILF FUDL

JIS K 8150 3 HE T 2 F# UL EO S E Db D,
47 ~NFHY

JIS K 8848 3 HE T 2 Kt SUTIRIFELL LD E D% D,
4.8 BT FIL

JIS K 8361 3HE T 2 F# UL EO S E Db D,
49 *%/—)L

HPLC HD b D,
410 7Er=FYL

HPLC Db D,

411 T4 /—)L (HPLC )

HPLC Db D,
4.12 EFE7UE=DL

JIS K 8359 3 HE T 2 F SUT L, EO S E D% D,
413 EF

99.5 %LL L OHE D § D,
414 2,6--tert-TF)Lp-Z LY —I)L_(LLF, BHT £\ H )

98 %L LORKIED D D,
415 EO0AR—)LEEISZ/—

&)= (43) 10L Y- icvtaln—L (44) 30g ZRET 5 (AERELNTS),
4.16 KERIEH ) D LIAHK

K_(4.1) 100 mL 470 IZKEE{LA Y v A_(4.5) 60 g Z¥fiEd 5,

2L GO TARRAETHOT, 77 FNEOBKRD LWGFTCEEE1T I,

4.17 BiEF FU D LBEK

K_(41) 1.0L %70 128k hY v a_(4.6) 10g ZiafFT D,
418 XY UEEETFIVES;

~Fr (47 CHEEBTIL (4.8) L&, 9:1 ((BEK) TRAT S,
419 BHTEHIZR/—)

x4 /—)b (HPLC fi)_(411) 1.0L %47= V(2 BHT_(4.14) 1.0 g Z&fRT 5,
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520 HPLC %818
520.1 BEMEA FRY CE=UVLAEATE M= FIIWAZ ) —VIRATK
AL =V 10 LY DICHIRT v E=U L 50 g 2I6fFT D, ZOWRETE =YL LR 4
15 (kL) CTRET 5. SRR T 2,
R (%)
5202 #HEMEB =¥/ —L
x4 /—/ (HPLC H) ZEMHENIHKRT 5,
RO
521 LT A AZERK
NT A EHI 100 pg/mL OIRRETETLRK L 72D L HICx2X /) —/L (HPLC i) THR#L, V71

420 HPLC #%E&#H
420.1 BEHEA BMRY CE=ULAEATE M= FIWAZ ) —VIRATR
AZ =) (4.9) 10L Y-V ICHHET > E=U A _(4.12) 5.0g 2T 5, ZORKRETE =1
Uv_(4.10) % 4:15 (fREEE) TRAT 5, BAMCHET 5,
R (%)
4202 BEEB =X/ —
x % /—)v (HPLC H)_(4.11) ZEARNZBE T 5,
RO
4.21 LT A RERR
x4 /—)v (HPLC i) (4.11) FIT/VTA > _(4.2) % 100 pg/mL DIEE TEHILREEZ TS D, &

EEAERE & 95, WIRZBEROEMN SIS/ T L, BE, #E L T—20°C LIF TRIET 5,
R OAT AL, BRI L T T EMAE LTV, BT A R
WL, BEMRAIIETTHZERnH D,

fERRNICERICEL, K<BEAETS,
522 1EER
5221 —#EIE

REEHEARR (5222 20) KO- EOEAER_(5.22.3 M) 1%, FROFE, L7 A AEAEFR
AT L2 E O 1 o064 5, VT A UEHREFIREZ ZEICET -0, ZTOHO S bic
IRERERRKEZRE L, TOREZAIET D, BEERKOME D ITFRT L7220,

5222 RERERABK

EREELy PXIEIEA PRy NEORRET T A2 A, VT A VERRRE X ) — VT
50 fEIAR L, IRERIEHER &35,

AR MEE A TR TRBREMILEFRERTIEL, AT A VR 0200 mL % B2 hrp~<y b

TEPY LY, 10mL DERTY T A TER L,

LEEOBAEEIIE, DHREHORFRERCEIEELITH, =& ) — a2 IR L LT, 1’
JE T FHYRTE 0> 445 nm OWEEE ZJIE T 5, RO L o TLT A ERFIRO LT A VIR p 23K
5, 5223 OEAEBRBAICITS,

_AX ¥, %10 000
exXV,
ZZT, ) NT A NEREFIR DIV T A LV PEEE (ug/mL)

A REERNERERO 45 am (BT 2UORE (=X ) —n, K

BE 1cm)

e RE1%, KEElamlZBIT LT A L OBRREETHY
2 550[6]

Vi: FRALEEEY 7 ZAa0iF0ER (mL)

Va: BERLIEAT A EEFIROFE (mL)

(H1%,)

A HEMAERICB L, #YE L T—20°C LIF TRET S,

SR AT A B LT WD, FREIE DT A EEEERIE, BRENRL IR TS L
BdH D,
FERRNCAEREA DR ML, FRICE LEBICIRYIEES,
422 1RER
4221 —HEIE

VT A L OREHERR % 4 BB EOREICIRT 2, REIE AR (4.22.2) &1V 4.22.3 THE SR
T —EHOFERER L, VT A HEHEFE_(4.21) OB XD 1 o0 BFHRT 5, VT A AEHERIK
ZERICRTIZONE, OO HIZRENEREEREZTARL, TORELZNET D, BEERKOK
DITE T, FRIF LR,

4.222 REBMERBFR

EEENy b_(5.6) IR Ry b (57 ROERT7 T A2 (55 ZHVCT, ATA HE
YR (4.21) =X /) —/L (4.3) TS50MEICAINL, BEEREREKE 5,

ERE MBEE A IR TRBRERMLREBR T, T A HEEFK 0200 mL 2 B A B2y
FCIEPY ED, 10mL DEET T AallB LT,

EE OB T, DHNEF_(514) OFEFREROBIELZITH, =F / — N xtBiRE L
T, WREERIE RO 445 nm OWSREEZRET 5, WORIZ K > TVT A AEREFTIKON T A L IRIE
p_(ug/mL) %R D,

_AXV;X10 000
exXV,

A RERE AR O 445 nm (ISR AWIEE (=& —b, Tem L)
e BE1% HEE1cam iTBTILTA ORI TH Y 2 5508

Vi: HHLEEE7 I Aa0FRE (mL)

Vo FEBRULIEAT A EREREORE (mL)
SEED MEE A AT RIREMIEFEER CIE, 1id 10, 1 iE 0200 AWV,
Kb, EHIZ 4223 OERMEEITH,
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5223 —EDZHER
RPNy PXFERA A ERy VRV, VT A ERERE ARARSRIZIEIND D, o
T A BRI E R EFEONITRE T, =& ) — L 2% S8 5, B AN ONEY % BHT

EHTX )N EHAOCTESICEMRL, EERE 35,
ERE 1 HMEBE A IR TRBREMAFRERCIE, HRHARENONEYZ5EE
BHT A X /) —NEMx izt #H8E X9 —T10 BRERS

ICIAfRSE 570
L7,

FREDERET 4 BBsLL EOREOEHERZ AR L, T 5 OEERE —HOERER L+ 5, ROX
IZEoT, BRI LEONT A VIRE p & RDD, RB LT HIZ 842 ODERIEEFITS,
_p*V;
pi_74
T, pi o 1BBEEOEMERONT A VPRE (ug/mL)
p i 5222 THOLNEANTAVERFIROALT A VRE

(ug/mL)
Vi BERUIAT A AFEEREROR S (mL)
Va: MRIZBHTEHHTH /—LO%ERE (mL)
£ 1.0 pg/mL~% 20 ug/mL OFPHOREARICB VT, FEREIL 0990 L ETHA Z E RN
y A D 95 B XN FEANEEND Z L AR I TV D

EEC 2

6 EERUHRE
W OEBRIRAE Y
6.1 BEFRUVA
0.1 mg DHIOREE TIEDDHEEZ OB DT, D HENR200g KV RKEVWHD
62 EDE
AESOmLREON T AR IIKRY e LT, HFEobod L, RBYIEEICHNIERZME
PRFFCE, fxhE DIERE 400 X g TRODEENTE 2L 0, FHiL, e IhtooboTthy, F
FETRHAN B OSRHT FEME OVRIRIC T E 2 B2 b D
63 IRYBEH
EOEEEESAICHEECIEVIREE ZENTEDHO
6.4 EDSEER

DIED, KIZE D,

FHPE DANEREE 400X g T OLDBENR TE 5 LD
2L )

65 ®#8752X0
1&nm;§ﬁi¢éﬁ§XA®%®f,%&wiﬁﬁﬁmﬁﬁ(5n2§%)&@ﬁﬂmm%®%

fit_(8.3 ZHR) DAFIC
6.6 EEERY L
ISO648 |ICHIET D7 T AADHLDT, EHEROAIN_(5.22 ZH) OEAEICHE L7-AROD D
67 EXLKERY b+
1SO 8655-2 I[ZHIET 2 AR B4 T2ER
Wi LA EDDH D

WL RBEDODLD

B (typeA) DB OT, BEROFR_(5.22 ) OEME

4223 —EDIZHER
ERERy b (5.6) NFIER FrRERy b (5.7) AHAWVWT, AT A ARG (4.21) B AT A
g (5.9) [ZIF0 LD, ZONT A FEHERIRICEFR_(4.13) ZFENICRE T, =% ) — %
HRIED, 7 ARKBNONEME BHT 544 / —/1_(419) #HAWCREEIZEMRT 5.
R MBEE A TR TRBRERILFEER T, BRI 29— T 10 PRERS L,

TR L B & A TV (513) ICAND, KOKICTE - T, BIEAEROWE pi(ug/mL) %K
D5,
_p*V;
pi_74
ZZIg,
p o VT A UREMERUR_(4.21) O (pg/mL)

Vs BELUIAT A AERERR_(4.21) OFE (mL)
Ve BBRLEBHTEAxTY /) — (4.19) OFE (mL)

AR 2 MEE A T RBREM L FEER T, 8 1.0, 2.0, 5.0, 10, 20 pg/mL OFEHERK % FH 5
L7,
B L2 BIC 742 OEEERIT S,
5 EERUSHRE
W OEBRE E R CEBEOIZ), HIkOboLT+5,

51 BFRUA

0.1 mg ODHTORBE TERIMIEEZ L OLDOT, O H2EN200g LV KE VO,
52 ELE_GERE)

KESOMLEEON T 2B IR 7o LT, HEEobod L, HORIEE 5 ICKER%E
R 2 PRFFC X, Mz LN 400 X g T OLDHEN TE 550, HiX, IRt onoboThy,
FREEEA L ORI M ORIRICTitE 2 b2 b D THDH Z L,

53 RESH

HOEAEEAEIRE ST ENTEDLDHD,

54 RS EER

FE IR DN E 400 X g TIEODSEEN TE 5 H 0,
25 K
55 £E73X1
ISO 1042 BHET D7 T A A OHLOT, FEHEEIROFAR L MY ORROBRIEICE LA RO D
Do

5.6 #2ERY b+

ISO 648 IBIET D7 7 AADHLDT, EIEFEIRDOAROBAEICHE LIFEDOH D,
57 EX+LUKERY b

ISO 8655-2 MNHET B & 1[4 TZER
BMEICE LI=REO L D,

B (typeA) DEA A EAy T, EREFIEROARO
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6.8 {EIRKAE
(70£3) °CITIREBRENAREZRLOT, BLENLTHRALIREEDOLD
6.9 HRABH
DN T AT, —HEOEEROHN_(5.223 Z2H) OBEAEICHE L-REDODH D
6.10 IR IS RO
BEORRE 100 mL OHFETVEDLERIH I T A2ET, fifldTor—4 ) — KL —F—|C
REFATRET, o, LR RIHTRE R L D
611 O—%—INRL—%—
KB EWEEBAE L, ~FH, BT, =& ) — VSRR IHEEETE 55D
612 A2TS2T4)LE—
T 4 IV —INREIARR DVEIRD A8 L7~ PTFE O L 0T, AEN 02 um A TOHL D, 7 4
NWE— NGO TR—RTHY, T TOMENERIEANCTIMED S 5 H D
6.13 /(4TI
4% HPLC IZ#A L, 0L 0T, REWHAEGE DA Z ZA8O b O UTREITEEEN 20 2

EEFERLIZFOMO T Z ARD L0, BEDO®T X AL, PTFE XX PTFE Ca—7 4 V7 &b

D
6.14 SIHEE
JISKOUS ICHET D, WINENLZEE TE LZRINEALFRLVE —%F 2, 445 0m (2B 2WHAE %
METEDHHD
6.15 WRUXtEIL
HEED 1lom T, AFEEIT 7 AMOL D, BFZDOLONEE LW, EHEOWINENZHHT
DAY, REHEHENFSETH D Z EPHR SN HO
6.16 HPLC &£&
6.16.1 HPLC
JISKO0124 |[CHET 5, 2WIEEAT v 7T A ZVEHEUIBEHO ) D B 2 23 C & 5 BB AR,
IREEHIESAE R o h T A A —T >, 445 nm (TR IT DL 2 JIE T & 2 5RIM AT HIR O R 88 M
BT — X EH 2 7-b D
6.16.2 HPLC BHh S L
WORHEZH D C30 (MY T arFn) WL 7 A
(&)
— 15 GLURIIAT A UNEHT 525D, 84 [ZHE> TLT A L OEHKEH KOV T A VOB —7 |2
D — 7 NER > TWRWT & 2T 5,
(%)

HERSH R
1 —fg=E1E
BALIC E AT A v DORfREIZ D), BEualun—Lagaxy ) —LEZ N TUEINAT I ZH
BTz lizkoT, RBAREZFART S, FROPIET 721255,
72 FRAEDOFIE
721 AEfHFIOINAE L, BEERE LZZICHEIL, BRARS FE mRECHA =D v

RN

B8Rk
(70+3) °CICIRERENARER LD T, BLEMLTHALKREEDH D,
59 HSRERIHF
BT, FEEEEIEOAROBEICHE LA EODH D,
510 HIWISRO
BEORE 100 mL OHBETV EbRRIH 77 A% T, FHTLI2e—4 ) —= KL —&—
(5.11) |ZIEAEFHET, 2>, BUERMEICRIA R LD,
511 O—%2Y—INKRL—4—
KB LB EH L, ~FV 2, BTV, =¥ ) —VEORKEFMTEEETE 510,
512 AVTSUT4IILE—
T 4 IV —INEREERAISR DIEIRD A8 L7 PTFE o L O T, LN 020um LA FTO LD, 7 4
=TI THR—RTHY, "N T OMENERIBEFNZTHIED & 5 H D,
513 N/ TFIL
3% HPLC 2E[E (5.16) |24 L, #BEa0b D, RNEELBEHKO b O, REMABEE DA Y —

5.8

A TNE AN O UTENIRNZ L 2R LMo AT 7 A/-O LD, BEOVTZ AL,
PTFE 8 X% PTFE Ca—TF 4 » 7 &Nz D,
5.14 SAFAEE

WV _(515) ZBEETE SWINEARALE =22, 4450 (28T 2R EEZNETE D HD,

515 IRt

HBEEN lem T, FHEBXITTAMTHH L, HEFEOLOREE LV, BEOBI L ZHE
RT 2581, HEOBERRSTHL Z EBHEEINT LRV,
516 HPLC %&&
5.16.1 HPLC

JIS K 0124 MET B8 AY 7 QIRIREZ 7Yy FARHEER S O U T CTRR T A > DY)
AN TEDLLD,), Y—FRF v MDD T 248, 445 nm PR E T X 5 EI ARG EE R H 55
KO — ZALBRAETE 2 2 72 b D,
5162 HPLC AHS L

WOREZFFS C30 (RY T Fu) Wil Z A

(%)

— 15 ZLUWIIAT A URNEHT 25D, 14 126> TLT A VOB LUV T A v OB — 7|2

o — 7 RNEAe > TWRNT & E2HERT D,

)

6 HBMHORL
(#7a%)
()

A ERRE O NAZ DI, IR ERE LZRISHEIL, B4 B, REDSFTAF - v 7)) I8
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TEY \EZ N LB, TITUF U LTER LIEETOIE I NAT IR, FOE ERREREIIE)
DB, FINATES DERE, 3HLL EORET Ciltkd 5,

722 ED ESTEINAZE I DK 3 HFEOEROY 0T —VEFTY ) —/VE BRI
25 MAT-ERDOE &%, 3HLL EOFE T CiekT 2, REVIAF—EEFHVTHIEL, i
Y kY e I

(HI5,)

723 EBIZ 81 OEEET D Dy, IFRBRARE 2 B2 TX 2 RBRICRTT 5. WBPAHREI A2 RIF
T 5L, RBHRBOREIWE L5 L) pEREL—HMEEET 7 AROER TE 274G
WAL, Z3E—20°C LA CRAFT 5. PRAF LB AREEHT, fAmMCERICEL, K<RAT D,

EED —30 °C~—20 °C TRIF SN BRAHERENT, e &b 6 DAMEE LIREEEZ RS Z &

DR SN TN D,

Fig
1 [TA1lE
1.1 ABAHFRER 2 g 2 10 mg DK E T LEICENY &5, Erbe—AEHFTH /—/L 10 mL
Mz 2,
A2 KEREA Y U AR LmL M2 5, FONTEVIRE S, mOE % 70 °C IZRE L7 EIE K
AN, 5 DRBRERBZICELMZIEVIRERNS, 30 oM+ 5, Z0%, EOEE2=EE Ok
IIBHL, FALREIE 5,

o0 Ico

°

®¥

=]
N

82 JILTA DER

8.2.1 (kLT MY U LAERIR 20 mL & ~F W U/FR =T /WRBEGIR 12 mL % 8.1.2 D AALBEHIMZ,
ROIRES,

822 EVIREHEAHWTS oML IEVIEYE S, # L /0BERS CRXE OILEE 400X g FEEE TS5 4y
Wi D EEE TS, EEERTET 7221287,

8.2.3 WLVEITIE S TUIRICAF Y V/ERBE = T VIRATR 12mL 2% %, 8.2.2 DEAEAMED KT, g
%822 DRTIBT 7 Aallhbi b,

8.24 8.2.3 DEMEAMRY KT,

825 u—XU—xANKRL—Z—%HA, 824 DRTIET T AADEIEEZ 40 CCLLTTIEEA L

WERET S, TO%, BEMICEREZRBONCRESAMTEZEL, ThEEREEYET5,
8.3 AfR
BHT & =% / — V& H\, 825 DRTIET 7 A a0 EREM % 52 RIBRT 5, T ORIRE
BHT &A% ) — )V CEERITEVIAR, &7 T A3 ZERIIBT,
EEE1 ()
ZORET7 T AIBHT AT J —/VEERE TN TERL, IRVIEES, BE LERY
AT TUT 4 NE—THilmL, REHIHY E T2, REHlHY % 1 7T VIZEIT 5,
AR L 72 BIZ HPLC JIE (842 ZMR) %175 2>, XIFaEHliH® 2 —20 °C LLF TRAIFT 5,
FEE2 ()
—30 °C~—20 °C CTIRAF L7=sEHhE I, MEENCRRBICEL, +OIKEVIEES,
BIE

8.4

30 e s, TIUFUTLTHRE LEETOIEIWAZ S, TOEEERITIINY &5, R
BoOEE%, 3K EOFIET TiRT 5,

62 6.1 TiINY Lol-RED3FREAVEEO R a—AEGHTY /) —/I_(415) % 61225,
MZ TR OE R, 3HLL EOFIT TRk T %,

N
W

BRECTAYV—SEE2 AT LEb 0%, HERARAE LT 5,

B HIT 7.0 DEAEEAT 5 XITEBRTFUE 2 —20 °C LU F TIRTFET 5, sBRHEEZ —20°C LA F T
BT 28580, RBRAREOEENIIHE L 725 X9 < FA L2 R e ic it
W7 ABMOBERRRRIIAND, —20 °C LT CHRAT L 7= 5B 508 2 F il 2 24 R 20> & D
L, BEIZREL, L<IEAT D,

(=)
=

R —30°C~—20°C CHRIFSNHRBAGEN, P2t b 6y AMRE LIRIEEZ (R
ZENFER STV,

7 FIg

71 HAAE

711 REHFE_(EF6 92 g% 10 mg OHTETHLE_(5.2) IZiEInh &5, valina—LEgh
T /) —/_(415) 10 mL Mz 5,

7.1.2 KB LAV U LAEK_(4.16) 1.0mL 1% 5, FBONIIRVIEE S, m0E % 70°C ICRE LTz
THIRAKIE_(5.8) IZAN, SHOBRELXIEOELIRVIBERN D, 30 2BIIEAT 2, EOE%
IR FE THRA U EIT 2,

72 LT A UDEYR

721 b R U U AR _(4.17) 20 mL & ~F Y U /EER T T OVIRATR_(4.18) 12 mL & 7.1.2 Dl
BNz, IBVIEES,

722 L IHE B3 FHWTSHEMLIEL 5 T2, mlsmridn_(54) THxE DIEE 400 X g
FRETS DR OHBEZITY, FEERI® 77 22_(510) 1ZBT,

7.2.3 ELEFITE S TCIRICAF Y VBT T VIRE R _(4.18) 12mL M2 5, 1.2.2 OEAEE# Y K
T, FEZ 1220737 7 X 2llGbE 5,

7.2.4 7.2.3 DEAEERRD IRT,

725 m—FUJ—xNNRL—F— (511) ZHANT, 124 DERTIHT T 2 aDFEN A 40°C IR T
FEALTHERET S, €F_(413) ZR0NICRES ST B S5,

13 RfE

BHT & =% /—/_419) #HVT, 125 DT T 7 AaDONEMEZRIEN»T, TOE
REEEmT7 7 Aa_(85) [ZEEBIBT,
FEE1 ()
BT ITAIBHT EA Y /) — NV EERECTHATERL, EVIREES, BELERKE A
T T g — (512) TAHEL, AEENSATI_(513) IZBIRL, ZhnEaEHIEmET 5,
FHEL L 72 HIC HPLC HIE (7.4.2) %47 O UFHUEHH % —20 °C LT CTRIET 5,

FiE2 (W)
—30 °C~—20 °C CTIRAF L7=skHhE, MEENCHBENSIYHL, +2ICEYIRE S,
7.4 AIE
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8.4.1 HPLC £H4DHRTE
B OB EICHE > T, HPLC EBORMEZ RO L S ITRET D,

a) FBEHOWE : 1.0 mL/min

b) BT LDOERFEIRE : 40 °C

o d) (%)

e)  IBEESM: - UBHNHH OEADD 15 45RIE, BEMH A IZOWTIE 95 %, BEIHE B ICoWTiX
5%LT 5, TDOW%, BB OLERLE L, BHITEY ORSZEET 5, ’IZ, BB A
WZDWTIX95%, BEIEBIZOWTIES5%E B E LT, ROFEADRIOR 10 53], b3
Do T A HMUO RS SEYN Ay BE T E UL, R, LR R OB B O (AR R
FETLTH LW,

SIS MIBE A IR THRBR=ERERER T, R 1ITRT AT v P UL RSN, XU3dh
HUDOBENE A KB 2R 1 IRTHRRBIRICRD XOITRAL, ZEhER 1
WR T RIS RE VW IEIR T 5 St % FAV iz,
FR1-RATv T4 XBEEMH

7.4.1 HPLC &#H-0DHRE
AL O MARFLHFITIE > T, HPLC %4 _(5.16) DOEMEZRD L 5 ITHRET D,

a) BEHH_(4.20) OyiE : 1.0 mL/min

b) BT A _(516.2) OFEMRE : 40°C

o d) (I%)

e) WM& AEHhHY_(1.3) OFEANDS 15 4L, BEiH A_(4.20.1) [ZDOWTIE 95 %, BE)
FHB_(4.20.2) (Z2OWTIX 5 %E T 5, D%, BIMEB OFELE L, BTk Ol %
BT 5, WRIZ, BEE A IZDWTIE95 %, BEIHEBIZOWTIES %EBHRELT, ROEA
DORIOK 10 43, FHELT D, LT A L BMOBST D LY BEECE U, BRHREE,
(LR R O EE O RFEILE2 8 LT K,

SIS MIBE A IR THRBR=EEERERTIE, R 1IORT 2HZ 7V bEIEXIEH B D
CHBEE A LB 2K 1 IR THREREICRD L ICRAL, LK IA 5 TE#T

e (29) BEH A BEH B
(st =R%) (k%)
0~15 95 5
15~30 5 95
30~-40 95 5

PIUE - T aiet < iagi AN
R12BISOTL bEH
R (43) BEME A BEIFH B
(1RFE %) (AT %)
0~15 95 5
15~30 5 95
30~40 95 5

8.4.2 HPLC dIE

BEROVAT DERENT H, RE LT HPLC &4 (841 2HR) TESHIXWIEE, X—27( 00
BENBNLT A ORPEICKER RN & 2T 5, —EOEMERE I T JMIEAL, FEWVTHRUE
OFEHIH EZEAT D,
843 RIE

AEH I ST, AU HPLC &1F (841 2H) TTOREMERO 7 n~ b7 7 A0nbiEbiL
TA ORI E LY —2 %, v TA L ERIET D,

SR MA HPLC 7 b~ b5 A HIEE B IIRT,

9 EE
9.1 —HREIA

NTA ORI, B mED D RERRIC L > TOM D DR E RO D EiEE AV CEH
T 5, XX IHME—T IR LT, JISKO0124 ([ZHE T 2 TAME IREREITHE > THENI LT 5,

\©

felo

2 3
HOEERPDOENENDONLT A L OE—J HifEE 5D, KEERONLT A VREICH L TE—
7 EfE A kAR L CRERATER T 5,

EREHIEM TR ONLT A O — 7 TN ORBREFA N CLT A VIBEZRET 5, 1ZohAT
IFDONTA VEREwE, ROKXIE->THEZLND,

7.4.2 HPLC BIE
BIRO VAT 2ERENT D, #%E LI HPLC & (74.0) TEEHS W, X—X 714 v OEH)
DIVT A ORIEIZKEN 2N & ZHERT 5, —HOEYER (4.22.3) #Hh T HIEAL, Kt CH
CE&OFEHWHY_(1.3) Z#1HEAT D,
743 EE
EHANEIZ W T, [M U HPLC &M (7.4.1) FTOEMEFREDO 7 o~ b 7T ADnBELNZALT A
ORFEME —H Lz —2 %, VT A L ERET D,
ERE O EONRAL D ORI/ HPLC 7 v~ 7' T A2 HBE B IORT,

8 FE
81 —fik=EIF

NT A DOELE, E— 7 ERED D MRERRIC K o THHTRSG O &% R e 2 ek ik 2 AV TR
T 5,

P — 2 1R L TR, JIS K 0124 2N 92 Tk SUERNEICHE » TEINC LT 5,
82 EE

SEDOFEUER (4.22.3) T OENENDLT A L DE— 7 HEi %155, KEEHED LT A - (ug/mL)
Wk LT — 7 HfEE RS U CRERRZER T 2, 1ER L - B O BIRENE 0.995 UL ETH
DbDET D,

FREHIHE F OLT A O — 7 W) DR EZ VLT A VIRE (ug/ml) 2REET S, 1F
INAEIRBIFONLT A UG R wi_(mgke) 1, RORXCEL->THZLND,
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wi:t BEINAZIHONLTA L EHE (mgke)
C : ARBHIHMOLT A W (ug/mL)

Vs : W (83 ZH) FroERRE (mL)

woo HABAREORIE B.L1LBE) (9

Wep o RBRHFREAR (721 28) BolEH> AT ) REE
(2)
We :  SEHFERRR (72228) KR/l a—L &
& ) —LDEE (g
ERE (%)
9.3 #HRORK
(#%)
10 #HE
10.1 FERERHRIEERR

Z ORBR ORI 2 {5 72 ORBREIIEREBRA TN, ZOMEIMBEAICELDD
T\ 5, = ORBRE M LR R D1 DRI, 7 2 CHEsR S - 44 B (65 mg/kg~1.5X 10
mgkg) RO~ kU v 7 ZLSATIREATE RV L35 5,
102 HHTHE

Al & A7t Btk T, 7 LakBRE 3 UAEE %> T, ATAEZRIR Y S\ WERHIRIE TRl L T3 &
iz 2 SOREREROEBR AL TRTITHASE () 21282 501%, HEOBRELRE 72 <
FioTwiuE, FHLT20EIC 1 ELUFTHD Z ERRIAFND[],
103 ERMEREE

[fl— & At 2BH O W TR Uik iV, BAZRBRET, BAR280RE, BiAskEs M
DT LNERERREOENE ALTRTHRZASE R) 21282 501, HUEOBEL g 72 <
FioTwiuE, FHLT20EIC 1 ELUFTHD Z ERRIAFND[],

n RHEEE
RERITE, RO O ORI EE R FIEE b D,

L HEBHEE
(%)

CxVs
WXL

W+ We

C : WEHEH® O T A UERE (ng/mL)
Vs : W (13) BroER R (mL)

woo REBRHARERRRE (711 (g
W o aBRIREIRELE (6.1) OREHRIUE (o)
Wea: REBAREFRARES (6.2) Otndu—n&Fxry ) — L RRE (g
FEE (%)
83 WHROKRE
(&)
RE

o I\o

1 AEREMAFER

Z ORBRFTIEOREE 2 W3 5 7o O OFRBREM LR FZRT TN, COMBRIIMBEAICELD S
nNTn5, ZORBEMILFEER O/HONIEE, £ THEXONEERP (65mgkg~1.5X10?
mgkg) KO~ N v 7 AUSNTHEEITRNZ &b b D,
9.2 BHTRE

[ — & Zr7pt 2308 TR U B A3 R U 2518 26 > CRIREZR (R 0 4V I R TRkl L TR b e
2 OORERERDOEN, ' AL ITTRTIMTHRZE () 222 201%, HEOBREEZFENRLT->
TWAUE, FHLT20ENIC 1R FTHD Z LN RAEFH DU,
9.3 EMBEREE

[{— & BAp g HREHIOW TR L HEE VY, 23 BrET, M 23 AN, BirsikEzH
WTHEONCRIER ROEDR, RALIFTHEATAE R) Bz 200%, BUEOBRELZ-EWZ

AT TR, FHLT20EIC 1 EILFTHD Z ENRAENDHL,

10 HEHE

RERATE, BRROTCOONAERFIEZ O D LT D,

n HBRHEE
(&)




MEE A
(%)
AREMARRROER

ARBRE I [F EBRIE, Rk 29 4RI TUPAC HE[FEIEBR YT A K74 L BlUHE> CAARENTITHN, &K
Al (TR THEHE RN S S NZ[4], THIROIFE I NAZE D ROEBHIE ) NAZ H WNTIEE D S L HE
SNTEHLERTINAZE D ORBERREL, MU L5012, MEPEED I fFovrn—L
GEHRETY ) —NVEFEBEAIE LTNAT, Bz T 5000 rpm T 5 R L7,

I OW T EVES | 2 MR L, RRBRAHREE LTz, T A SRR, % ORI T
T D720, MBECITRTFIETHEM LAV T A v 2EH L, 2 ORBRE ML F25 o Tk
B Cdb BIMSIATEL I N RMOKEE B R it o & —i%, FIEE, VT A AR OB e

MEE A
(B%)
HEREMIARRROER

AR BIEFERR T, PR 29 412 TUPAC HFREBR T A KT 4 LBIZiE> TENTIThi, R AL
IRTREHERDZE LN, TTROIE D NWAZE 9 L OREAIE D LA Z 5 WONTIEE D B U S 7= i A
EINAZE D DREZEREL, MU LB 50g1, REEED GO e in—L g8y ) —
NEFIEAIE LTIA T, Mtz AT 5000 rpm T 5 R L 7z,

W ON TR L, REBRARE L Ui, VT o UERFIRICIE, SRS OBRERT %
BT B0, MBE CICRTFIEBTHER LAV TA v 2HH Lz, Z OmBResilHhFE =R o 3 HaE
T HMSIATEIE NS ENE e v 2 —1%, FlEE, LT AEEEE K OGRER e %2

EHNMRBREICEA Uiz, SRBREIL, PIEECHE- T, At 10 RBRARE S REOIEFRHEE | SINRBREICEN Lz, £RBREE, TIERCHE-> T, &t 10 HBHRE (5 REDOIER R & 4%
K2 FRBRL, 2 ) R LT,
&A1l -HREFERRBROMGE ®A1-HREMEREBROMEE
ESSr e 1 k2 e} 3 k4 =Kl S Ak EREal st 2 Akt 3 At 4 B
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
NT A EREDVEE, mg/kg 64.9 71.8 89 118.6 150.0 NWT A EHBEOYIE, mg/ke 64.9 71.8 88.8 119 150
PHTIEMERZE s/, mg/kg 3.3 3.6 6.7 4.8 5.1 PHTIREMRZE s, mg/kg 33 3.6 6.7 4.8 5.1
BHTH MR HE(R 7 RSD,, % 5.1 5.0 75 4.1 3.4 BHTHXME LR, % 5.1 5.0 75 4.1 3.4
PHTRFRZE r(r=2.8 s7), mg/kg 9.2 10 19 13 14 BHTFFAZE rr=2.8 5), mg/kg 9.2 10 19 13 14
S P B YR 22 sk, mg/kg 3.6 5.4 12 75 6.8 2 A BUE R 22 s, mg/kg 3.6 5.4 12 7.5 6.8
S TH] A B R (R 72 RSDg, % 5.6 7.5 13 6.4 4.6 S B ER 22, % 5.6 75 13 6.4 4.6
EFHFBLFTA 7S R(R = 2.8 sr), mg/kg 10 15 33 21 19 E MW HBEFA 7 R(R=2.8 sr), mg/kg 10 15 33 21 19




MEZEB
(B%&)
BEGZHPLC Y OX TS A

Y .
] 1
0.03 1
0.02 -
0.01 1
0.00 -———-l[ L.Ajr' \\__“
0 10 20 30 40
X
S0 S EREA
X PREFER (min)
Y : LVAKR=Z (AU)
1 VT A

SEEE1 HPLC M3 84112 K 5130, AT v 7 U A REHESRMEE, R1ICK D, BT AFE YMC®
Carotenoid Z# i\ 2, 728, ZOE#RIE, ZOBRBOFHAZEDOHEEDZOITRLTEY, =
DR EHELET 2 H DO TRV,
EEE2 18 M3 GHHEDR—R T A L OEEE, BHHOY W FEXIIEDHDTHDL, N—R
TAUPEL RDHELONE, K< BB LD,
B1—ILTA4 VEEEK_ (44 pg/mL 1Y)

(H1%,)

HEZEB
(B%)
AL HPLC 7 O RS AL

Y
1
0.03 1
0.02 4
0.01
0.00 ____,I( L_».A_)J W

FLil

X PRFFRERH] (min)
Y LAKRR (AU)
1 VFAy

CBri%)

Crax

HPLC &

20 30

Bl LT A UIZER

HPLC £&F1% 741 12 X 51Fh, RICE A,

a) X7 A : YMC® Carotenoid?
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(HI D)

(HID.)

0.02

0.01 -

o b N

10

Ln'LIIII
Rl
il
N5

BN

F':I;
onf
cu

LREFIER (min)
L AR A (AU)
VT A

HPLC £&ft13 841 12X 5130, AT v 77U A ARBESMIE, R1I1CKkD, BT 501 YMC®

30

40

Carotenoid &V /o, 7288, ZofE#HIT, Z OBUMEOFHAFTOFEEOLZHIIRLTEY, 20

U EHELE S 5 O Tl AR,

B.2— Al Y

b) 277V bR

) 18RO 3B HIEDN—=R T A L OEET, BEMHONYBEXICLL5bDTHL, N—RF 4
UHRELBIGEHELHIUE, K< 25 A bH D,

2) YMC® Carotenoid ¥, PHEMICATFRREZNETIZRMGO—-FITHD, Z OfFHRIE, = OBUEOF]
HAEOEEADEDITR L TEY, BEMKEENZ ORGZHERT 2 & O TIEARU,

Y

0.02

0.01 -

|

Ov,vvl,ovv.vz.o,,rv3b',.'40

FLl
X PRFFRERE (min)
Y LVAKRZ (AU)
1 A
Chrax

B2—[E5hAZ S5 HEHY
HPLC &

HPLC 413 740 12 X 513, RICE 5,
a) X7 A : YMC® Carotenoid
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MEE C
(&%)
T A 2 DORERTFIE

c1 —fg
MEBE A T TRREBHLFERTHEA LIV T A AZHOWTUE, BT 7u~v 57 40—
F AR AEIT 22 LD, ZORBFIEZ SV CRRET S,

c2 BE

(%)

a) FEHEH| KK 150 pm~425 yam OV Y A FNVTC, AT A~ v TTT7 4 —HOLD

b) LTAY 5212L%5,

¢) b JIS K 8034 |[ZHET AR UIRFEU EORED LD

d) ~¥H9> 57i1Ck5,

e) THEET UL JIS K 8987 \CHET DR ILFRIEL EOE DL O

) EFEETFIL 5812F%,

g) BFR 51312L8%,

h) BEERA ~FF MR TFIL9 1 (RREL) IRAHE 51812k %,

i) BEEEB ~FYVUEEETTLT 3 ((REEN) RBEIR IV U EEBE=TFALE T 3 (R
) TIRAT 5.

i) BEEC ~XV MR TIL6 4 (REEL) REIK
) TRAT S,

XY LERRT TV L A6 4 (RS

C3 HERUVEE
(%)

a) /AT ST74—F RIS mm~20 mmBEE, BS30 cm ML EOH T 28T, HAMI
Ay IR L TS HD

b) D—IL FITRAT—AIIPERT, /a~ T 7 4 —BOHOMICEDD I EIZE>T, £
WA O 2B < Z & FREZRR S D

¢) BWIMISRI 610I12k5,

d O—2J—INKL—42— 612X,

C4 BE

(%)

a) VRO a~ N T T I, BEAR 10 g LDBEOAFT UL ERALTAN
yA

o

b) LWTALETY N ARMRSYE, a\pru~ NS T 7 4 —FIIAND, VT A VEBRSERET
t b BOFEAEZRYE, T M EERSEE VORI e NI T —FIIANRTH L

b) 27TV bR

KiEE C
(B%)
LT4A D OBEEFIE

c1 —fg
MEZE AT TREMLERERCHERLELTA Y 42 12oWTiE, hos7a~v s3I
T4 =LA EIT o722 &5, TORUFEIEICHOWTE#ET 5,

c2 HE

(%)

a) FEEH| KK 150 pm~425 ym DY AFAVT, hT A a~v v TTT7 4 —HObHD,

b) ILTAY 421285,

¢ 7L JIS K 8034 BHUET DR UIFAEL EOMED D D,

d ~AFHY2 471215,

e) BEEF bUDL JIS K 8987 B3HIE T D RHESUTFZELL EOSME D D,

f) BT FIL 481285,

g) EBXR 41312k8%,

h) BEERA XV UEBTTL9 1 (R RAK

i) BEEB ~FYVUEER=T T3 ((RHEH) BER
7:3 (KR CIRAET 5,

j) BEEC ~FVUEERTTFL6 4 (IRFELL) BEIR
6: 4 (KiE) TRAET D,

41812k 5,
~FHr_(47) LEEETL_4.8) &

~FY 47 LFRREFL_(4.8) &

C3 HERUEE

(%)

a) OIS T74—8 1S mm~20 mm 2E, EX30 cm A LS T 28/C, HAOMIc
Iy IRFFELTHNSE LD,

b) D= TITRAT—ANIIPERT, su~ hF T 74— _(C3 a)) OHAMIZEED THEHA
(C2 a)) BHENEHLRVHD,

¢ HBIMISRa 510i1Ck%,

d O—42—I/NKL—42— 511285,

C4 1BfE

(%)

a) UV—/L_(C3 b)) %*iEdicru~br7I7 40— _(C3 a) |2, FIEA (C2 a) #10 gLk
DO~FH 47 EERALTANSD,

b) TEbry (C2¢) KRS ELLTAY 42) Zaydru~ 7T 7 4 —EIZAND,
NTA DT D AR BOFBEH ZREE, T hraAEESEEb0E s av b T
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AN

¢ Wi N UL gxb)Dra~ N T7 4 —FIZAND,

d) VFEER A 100 mL, AHERB 100 mL, #BER C 100 mL, EEfET /L 100 mL OJEIZZ 72~ K
7T7 4 —EEEEL, BOOBEHEERTEY 7 22T 5,

FiE ()
e) T—HXU—TNKRL—F—%HNT, RTIB7 T AaOFHIARE 40 °C LIFTIZ & A ERIEY
£T75, BHELILONITREMITIEET S,

BE X
[17] ISO 5725-1:1994, Accuracy (trueness and precision) of measurement methods and results — Part 1:
General principles and definitions
FE1 (B
FR2 MTHREROBEBFAZOREUCONT, BEXMPD_7.1.57 2#BB| LT,
[2] ISO 5725-6:1994, Accuracy (trueness and precision) of measurement methods and results —Part 6: Use in
practice of accuracy values
FE1 ()
FRR 2 PHMTHREROBEBEFARZOHEFIEIOWT, BT D _“4.
BB LT,
[3] Horwitz, W., Protocol for the design, conduct and interpretation of method-performance studies, Pure &
Appl. Chem., 1995, 67(2), p. 331-343.
Sonoda, T., et al., Validation of a Method for Quantification of Lutein in Spinach Using High-Performance
Liquid Chromatography: Interlaboratory Study J. AOAC Int., 2020, 103(4), p 1073-1080.
Thompson, M., et al., The International Harmonized Protocol for the Proficiency Testing of Analytical
Chemistry Laboratories. Pure Appl.Chem., 2006, 78(1), p. 145-196.
SER WEMEORRIIEICOWT, BEIRT o_“3.11
stability” & ZH1Z L7z,
[6]  Britton, G., Liaaen-Jensen, S., Pfander, H.
Basel/Boston/Berlin, 2004
FEED VT A OWHAREUT OV T, SF SRR O_“MAIN LIST 133(Lutein) Spectroscopic data” %
BHIT LT,
[7]1 JISK8034 Tt br (G¥K
[8] JISK 8987 Gz VU v (BRI

FRAEDRD S &

Testing for sufficient homogeneity and

ed., Carotenoids handbook, Birkhauser Verlag,

T4 —EICANTH Ly,

¢ fiE+T r) v A _(C2e) M3 ghb)yDru~w s T77 —FIZAND,

d) VARER A_(4.18) 100 mL, ¥R B_(C.2 i) 100 mL, ¥AEER C_(C.2 j)) 100 mL, FigTF /L
(C2 1) 100 mLDIEIZZ v~ b7 T 7 4 —EEHEHL, BEOEHKEZLTHY 7 2 2_(5.10)
TR 5,

FE ()

e) N—XU—TKRL—F— (511) ZHNT, I T7 T 2aDFMIERS 40 °)CLLTTIEE A

W ET S, £H_4.13) ZREOMIIREFMHITEBESED,

SE XM
[1] ISO5725-1:1994 Accuracy (trueness and precision) of measurement methods and results —Part 1: General
principles and definitions
FER1 (B
FR 2 PMTHREKROBHBFRZORBUIOWT, 3BMPo_7.1.5] #5EI1LT,
[2] ISO 5725-6:1994 Accuracy (trueness and precision) of measurement methods and results—Part 6: Use in
practice of accuracy values
el ()
FE 2 OMTHREROEBEFRZOFREFIEIOWT, BT _l4.
BHEIT LTz,
[3] Horwitz, W., Protocol for the design, conduct and interpretation of method-performance studies, Pure &
Appl. Chem., 1995, 67(2), p. 331-343
€ 9]

FERAEDRDTT | &

[4] Tompson, M., et al., The International Harmonized Protocol for the Proficiency Testing of Analytical
Chemistry Laboratories. Pure Appl.Chem. 78(1), 145-196 (2006)
R WEMEORERFTIEICOWT, BEXEBo_[3.11
stability| & 251 L7z,
[51  Britton, G., Liaaen-Jensen,
Basel/Boston/Berlin, 2004
EE AT A ORI OWT, £ 30k 0 _IMAIN LIST 133(Lutein) Spectroscopic data| %
BHEIT LT,

Testing for sufficient homogeneity and

S., Pfander, H. ed., Carotenoids handbook, Birkhauser Verlag,
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