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1. BiZ
I. BERAICHRDIZHMETHRDAM RS54 EDRRINERUSEBRDIERK
HEy:

BRFREE(ERK 27 EREFSE 10 B)ITBII2RERDEDONF HESE
IZDWTI, FEEDFIREIFEIMHEE RCEHDFIEDEIIBITONTES
D, [REFBREEIZOWT)(ERL 27 F£3A 30 B UTHABRSE 139 BIHEET
REGBH) BIG RERDZFOSHEFELLTIAEBI LD, ) TEARHZ
FiEERU TS, AR FE T, BRFBREEROSEEINH 20
FEEBINT BRI, A AEEY CREEEDOH2EDTH N & 520D
HRER 822 BN,

AT A

EARCERBETED SN BRI HIEI RO Z LMD A RI A%
DIEREZINEL. INSDHA RIA VETERINTOSIEEA RO Z L M DIREE
HEFIIOWTCEHELE,

R

E N OMENED=HARTA V24D, ERHEREANED AR EE5DIX
Bl INSDHARTIAYDIBLE DN EL UTE—RBREIC L D Y MR G 1E
ZRUAZEDTHY, B TOSIHEEE L UTI ERME - BEE-BEMNEITON
T\, 2 SRS SN IR - € E T IR -MREROERMEL T N I ZHR -
RO - BV - HIE DOAHENY - HIEAME N THMEEB L LTEIT STV 2, IX
BLAETARIAVDIBIDNEMERREBRIC L OZ L MHR HIEERLUZEDT
HY . SIRBREL AR SNAVERE DRE R, BRI i BRE - EHE R
MR ZHE(R 2= (RSDr) D B ZEMHE I N TV,



II. TE&EREIOVNT S TEINFRECRUZHEEDIREE
BHY:
SH2EEBITEBETHERU-FAERNEEBERFREEIIB T ORERS
FDODN B IEFIRIFAERTEEZNIBVTLERIY BEOSITHIEIEX E4IV
B #WEEEENRMTHIHE. (MEMENEEEILVEEERAEITOTH
757 (HPLC)¥E ] & =AM, FERENDRSELREENT X, ET RN S
RBEMDELDON, TD/®D, BEMHNBEE T, BRRREERCSTEFE
FH1IBE 43 B BED HPLC DM ERHT 25§ 5720, B—HBREICLD
L MR AR R ER L7,

HEHE:

SH2EEDOFERNEFZEIIB VT HPLC HEEMITANILERFHZZII TS
E'&IY Be, UAIY B ROBRZBMRREREFIFRFIFEIMIC HPLC EMLE
MHIFENTWEFAT IV ENEHMAEUTGEE L, S ORI URERIC
EEIN TS HPLC #ERMHIZED< HPLC HIZOWT, MHRF R UEE
TR, MEMROERE. EEROCBELCITMEY ZIE EiEL OREM 2 51 L
7z

ERRUELE:
v'&3Y Be D HPLC JHIIOWTIE, BN HERE AV 5E, fRFOEE

fRix 0.004mg/100g BETHY. 0.5~5.0ng/mL D&FE TREFDEFEL
R BBV HER XN, SNVFERIV/IXTNET LY NOIEHEYE & F\ -t
IZBUREELHTREIRRIFTHo -0, FRIBEICIIHEORMMNH DL E X
SNz, TBIEEE S OMIKIZIT U, HPLC ETESIERIT. BUEZNE
EETHEONEREBBURREFZETH 720N EURFI VA DEXIY BeiE
EROMLEMNEENTOIRERITERENBETHDIEWRBINA, Uizhi-
T, BRFPOLY RF U VEMEE THILEMDORED, BALFIE LTHRINI =Y



VRF I UIBERBIETHEENHOMNTHIERFODIIIRY . EXIY Bs DA
FHiEE U TRRBREEROSTEBRAIC HPLC EEMEMITZ2ONE L THS,

E43Y B2 HPLC EIZOWTE, AR R DEE THRIK 3,0000e/100g FBE
THhY. 0.3~3.0pg/mL DOEHF THREMROEMRME L FAEBANHERINS,
10,000pg/100g FREDREICSIIZHRMBAROKREF TId. EELBEILRIFT
Hol, R DIREN HPLC DT EDE R TR ETHIUIMEY ZHIE
B BBORAZEDHEENEONDIEIREINAM, DFERIIZEHIN
7= BR S TR BNE O #iFE T £ RE R M IR G S WA IRIE, FRte L8
DHTERIIEIREDLAIV B2 8FTH5BAIBSNT W, LA >T, X
2V B DO AEL U TRFFRERIZ HPLC F2MEBMT2 L AEL THS
M, BRTIIRICEIRBEDL A3 B 2 4B T2 RRBICEASHENROND /20,
DEBHICBWTITEEEE SOELRIMETEMEDIENEZ L,

FA47 D HPLC HEIZOWTE, =aF VRO =aF V7 IROm AL ER
B DEE TFIRIZ Img/100g ETHY. 0.05~0.50ug/mL DOHFH THRELR
DERRMEL B BRI N, SIVFERXIV/IRTNET Ly NOERYE %
FWARET TR, TR EIRREF TH-o2EDD, EE RV IEEICIZRIEND
DM AERIIERDIUEBORMMADHELEZONZ, EEENEV (BB
1,000mg/100g LAE) BTV AY MEPRDBFIZDOWTIL, HAEYIHENE EEL
EUENRDOONZN, FTVAYMERUANDIEEEEDERITEA T 5IZILRE
MBHBEEZ SNz, UT=Do T, FAT VDO AEE U TEHRREETILEE
IZHPLC IEAMIERHT 6N TV DA, SFEEEEICE W T, BARREEICRE
THM, B EEZ EOEROMET 2 MR IEMNEE LY,



2. B=EAN

BMBREEIIE T OREBRSFEDOS N AEFIIOWVTE. AEEDFIRE
FEIMBE ROEEDHEDLINB/ITONTEY SR TERNLFE
ZRULTW5,

SH2EIHBEE TN ERU - AEEEBRRREREIIB T OREBERSEDS
WA EFIRIAERFAFEZ TV TEZIV BEOOT AEIX EZIV BEMN
BEEEDEETHIHE. MEMFEHEEIE IV EERBRERIOI N T 7]
DI, FBEN O ELREENMTA, ETTRENERDIENID DO,
ZD0, YUEMFNEETIH BRERREERC. HEEMIBVTLLIV B
BOIESRBARIOI NI 7RI 2 EMIT 5720, TOHEREEP N HEDOHE
IR ERER 2B L2 HIE TS,



3. BEmahICRIZRAEFTMOAI RSO FDRRINERUESE
BN DIERK

EARCEREE TR DONZBEDIT HIEI RS Z GMFTEDOT A RS F
DEwREMNEL/=(R]D), INEDHARIAVETERINTOOEEM KR FZY
MEDOMEEREFIIOWTEAELL,

&1. BmaMICHRDIZHETMOANRS1OF(RM6F3AKR)

e HARTA LV EDZIR URL
E4 5 EE BRFIERETOEFEEICETS | https://www.mhlw.go.jp
REREDZ Y MM S RS> | /topics/bukyoku/iyaku/s
yoku-
anzen/zanryu3/dl/10122
4-1.pdf
B4 EE BEFHOBRBBIMISHEDZ | https://www.mhlw.go.jp
LSRRIV /content/001221868.pdf
E4 5 EE BREFPOSBICETL3ERED | https://www.nihs.go.jp/f
ZU MR AT A RT1 ood/ src/1492/metal gag
l.pdf?v=1599552544317
BMOKES INEDOZ LS MMERICEET 544 | https://www.maff.go.jp/
RI1v j/syouan/seisaku/pdf/gu
ide validation.pdf
J—5wZ A% | Principles for the https://www.fao.org/doc
B establishment of Codex uments/card/en/c/cc50
methods of analysis 42en
IUPAC Harmonized guidelines for | https://publications.iupa
single-laboratory c.org/pac/2002/pdf/740
validation of methods of 5x0835.pdf
analysis




7 | IUPAC Protocol for the design, https://publications.iupa
conduct and interpretation | c.org/pac/1995/pdf/670
of method-performance 2x0331.pdf
studies

8 | AOAC Appendix D: Guidelines for | https://www.aoac.org/of

INTERNATIO | collaborative study ficial-methods-of-
NAL procedures to validate analysis/
characteristics of a method
of analysis

9 |ISO ISO 5725-2:2019 https://www.iso.org/sta
Accuracy (trueness and ndard/69419.html
precision) of measurement
methods and results
Part 2: Basic method for
the determination of
repeatability and
reproducibility of a
standard measurement
method

(JIS) (JIS Z 8402-2:1999 (https://webdesk.jsa.or.j
X % ISO B FHiE R OBIEREROMEHS | p/books/WI1IM0090/ind
FAEOEHRT | (EEXRUEE) B2 1F8EH | ex/?bunsyo id=JIS+Z+8
(ISO EFEOHTREROBEEE | 402-2%3A1999)
5725:1994 | 2RDB7=DDERNFIE)
) OEIER

IUPAC: International Union of Pure and Applied Chemistry, ISO: International

Organization for Standardization, JIS: Japanese Industrial Standards




(1) BEmAICHERETSRESFICHATIHABEDZHMETMAIRS12 (BES
E&:2010%)

BRFIIEETLEE, SRR X OB AERRZICETHHBIEICONT
(B RITRE 2R3, SRRV X B A ERR DS THEMEDRERIEC
DWTI(ER 17 18 24 BN BZFEFE01240015)IZEWTE DD EERTE
ADFIEIZL>THERE ENMT 25810, SRRBENTORBRIEDZ Y 25T
i 272DDFIEEZRTEDTHY ., EEEIITIEENRL TS,

LEHARIAVNTRINT WS FIRIZ, HBRIEDZ L M % 5§ S IR HER Gk
D—HFITHY ., EEHIZRDONAMOFIEZFEHTEIILETEHLINT VS,

ZUMEFHED AR LTIR BRI LIT, 24 M2 5§ S RBIEDHBRN L T
HERFEFLEFRVEB(T IV 7ER) RORBRNZDRESE 2 RMU-aR
(a2 BBRIEIE>THRER L. TORRNS LU T OMRENIA—& 23K,
ZNTNOEREFIEAL TR IR T I LINT VA,

(1) =M
T 7EMERBIEIE - THRERL, EB2HE T -7 (IEY—2)»
BN EHERT 5, HEL—I2RBD5AE BHEL—I7DEE (XEEY)
e EREH D VIEERFUIINIG T DIREDFERNSBFESNSIY— I DHE
(RIFEX) LU, TOHENTHINIWILEHERT D,
(2) EE
AINEARL S ME LA B 2 BBRIAITRE > TRBR L 18 5 N 7= BRiE RO ED TR
MREICN 52K, TheEEE TS,
(3) BE
IR ORER 2 #8YR U, 1§57 3 BkiE RO 2 K OHE N EER
ZekD, FHTHRE RCEBROERE XIFEMBICL2ZENEE LT 5,
(4) EERF
BERENEBRFAL —HLTVEEENIIBREFOHREEEERIIENT
(TR 1 INBHEITIE ITDORGEOKRVQOLIHERL TSI L 2T 5,
O  BMAROHBRERICEICEE, fHTREXRVCENEEN BIFE L H

10



RLTWBZL,

@ JuxNIIT7—ICLBHEETIE, EERFEBEE TG TIRENSRE
S5NBE—7(DTHELNIE—IHDWNLT TV 7R ORERIATR CHRR
USRNSSR oY —2)Id, V7Vt ) A X (S/NH) 210 T
HdZL,

(2) EmPOEGRINIDITEDZIMEREBAIRS12 (BESLEE:2024
%)

BEFDERBIYNIOWT, BaEER (B 22 FEE% 233 5)F 12 %
NDFEERORESE 13 REVEICE OISR, BIIYEFOFEEYE (| 34 £E
BEEERSE 370 5)DIE2 HIWIF FEREE| I ~NDEEZHIETS-HDIR
MEBBEREF/HIIL AN L THBREZER 551, ERBRAMMERZE
M9 TEDZ LM LR TO/ZODFIEEZRTEDTH S,

LA RV TRINFIRZ, BRF ORI DHEE U TOMEEZEHMEL.
ABRIEE U TOZ L M2 R T ORENHFZEO—FITHY ., ERRMIZERD oA
DFIEEEHTIILETED,

EEDITEDOMREFHEIE Z SN HIERLL TR, 77V 7RI N —2
AR R ORI 2 BHEIRIZ AT U O NG RN S LT DMEREN T A — & (GE
Rk, EERUREE) 2 #ET 5, HE LR TN T hOBERESE2#H/-LT
WM EFHEL, FRIE U TZDEBMEZ /L TSI EICZ LS DI HEER INZE
DETD, 72720, BFFEDOREEHT —20RINRRT — 2 AR5 81, T
NEDT—EMNOLLTDMRENTIA -2 HEEL, MREE FHEL ., ZLU M 2R T2
ZLEFHETHD,

(1):ZR M
75 ZERXII I — 2R e DRI > TOH U, 2 S E LSMT
HRU, DITEDIEDEREZERIZZVELESHRNIL 2R TE, TDLD
BESNRBOONLHEE, R UTZDOMED, BRI EIZHER T
SN EMEDEZTHENDL/10 R XIFEERFRE CTH DL ZHER
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%,
(2)EE
AINEARESE LA B2 2 RIZRE > TOM U F 5N DA EDFEE DGR
REICNTHHE(%) 2k, EEEHET D,
(3K
IR E 2L, Bonz o EDHE MR %R ZE (RSD%) 235K, HH7
BEXRVENBEEZHEE TS, ERETETIX, BHELL ETOBDOHEENT
BB IMEZFE LD, 2OV REUEIRERET D,

3) BEmPOERICHTIRREZDZYMTHEAIRSIV(EESBE:
2008 F)

BREPIIEETSEBIZETIHRBREIIOVT, B&. RIS DEKERESC
EDDRBIEUADFIEIZE > TR A ERET 25412, ZRBREENZDHER
FEOZL MR THE T H2DDFIEERTEDTHY, BHENIELTRL TS,

LB NI NIRINAFIRIL, HBRIEDZE LM % 51l § RN HiED—
FITHY ., BB ONMDFIEZFEHTEHILETES,

FHEDAiEL L TIER BRI LI, ZE M2 § 5BRIEICDOWVWT, LT DNS
A—=RERKD, ZNTHDERMEFIHE LTS IL 2 ER T 5,

(1) R
AEHI DWW TR N IV AFDMEBRBIZLDEEDIHEINRN L EER TS,
IHELIRDIESNROONDBFEIT. HELENESTDL1/10 RETHDHIL
R D,
(2) EE
RE RO N I AWEY LR EEYE = 5 U, Boh /i EL 885
EDHNIE, PN ELTEIEBERIMLU THNRWEHRH (T 788 KU T
Z 0 7FARNIBEAN DR £ i U230 (RN & 2 e b E DL L & 3 BRT%
> TEEL. BONALEEEDFEHEDEDHRMEIINTIHUNCEEE
KB,
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(3) BE
DN ERBIREL EEEREDL/ 10~ 2EB0HEDIREL T 5, RiE
EE, DN EET5&BZ &8 T EMARUIRINEHI DWW T
B L, EEIEDEERZE I OENEEREZ 2RO, FHITREROERDS
&I HICEIDENRE LTS, BRFANERAVIHEAITIE. H5
MUD T =L TERENHY ., AATOEBUISEILL L5, &/ KD
PNEERIZEY, FHTRELEAEE 2 RRICFHE TS ZLEAIRETH S,

(4) PHEDOZHMRRICEATIHIRS1 D (BHMKES 2019 F)

HARBIFOU AV EEEHFHIENT, BREZ2ICETIVAVERLTIE (B
Z2\Z BRI BROVAIEEETHIELET. )M ERFAETOCREZIC
FIATHILEFELTVDHIEDZ Y MR 2T OIS NS RAIZ/RLUT
W5,

LB DIIEDZ Y MERERL LT, BEEAOBEE MM (RE) ICHWS
SEIXI—T Y I ABBRITEIT OMEHREBIIN T2 RTINS RINTH
%,

ZUMBEANIN TRV ITEE AT 56, ERERRRICKIDZ Y

ROFRIOERLUT, ZYMERERITH T 2RI UL, B—HBRE
& B ZUMHERETODENHDLINT WS, B—HREBRETHOWIEDZ Y MHE
RAREITHIHE. B—RBREOSIEZ Y RIS IUPAC DOEEN—
EFAARTARIANAESTEMTHEINT VD,

EBNER T 2O E RS 72D121%, BRI FERERIC L DM O R,
ERINDMEEERETIIENHSNIIN, ZOMREUTEZ YU ERAIN-S
WiEE AV RENRH D, HEINOESEFMEDDICHENEHRTLFE
DOHFEN B2 RSN - BRI E EREL T, BRES D
BENS YEATIEOF FADRIE % M 5, ERHLFRIEARIC &L 22 YRR,
ERRANCERAI N H ARSIV, Thbb, IUPAC, ISO. AOAC 1V &—) Y=
FINZEBEBN—FEF A ARHTAIRT1,ISO 5725-2F721d AOAC HARF1
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YOWTNDMNIEDOWTCERETIZLLINT WD,

(5) Principles for the establishment of Codex methods of
analysis(d—7vJXZE% Procedural Manual 28th Edition :
2023 F)

A—=FT VI AHMEK EELUTA—T VI ABRITEITDHE R RIET 572D
EFRNRFETH D, HENLEBRKOCEEENT, RAEFERAFXIZEAZFEL
TWASHEDRIEZTIH G I—T VI AREEZSRTEINEITHS,

SITEDZERE 5 —RIEEL LT, LTOREEICEA U TEFEMEN I
TWB DM BEEBETIILLINT VS,

a) ERM

b) EE

c) BE HTREGEREN). BHEE GRZEM)

d) MRHRA

e) BE

f) BEOHBRESZME T COEMAMLEAM

g) Zofth
- ACEMEOEEDTEN /- T NEMREREL LT, LTI EEN

EDHONTND,

(1) @AM

(2) ‘HINEFR#E

(3) ®HE TR (LOD)

(4) EETIR (LOQ)

(5) MBE

(6) EIX=E

(7) BEE
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(6) Harmonized guidelines for single-laboratory validation of
methods of analysis(IUPAC:2002 )
B—HEBREIIBWT, 2MEOZ Y M 2R THITHY, HONITHERE M

RERFMEE LTI EIT o T\ 5,

(1) @AM

(2) 2R

(3) MERR ERELYF - N 2R

4) EE

(5) MBE

(6) MEIX=E

(7) #iFE

(8) HRHIPRFR

(9) EERA

(10) BE

(11) ERZEM

(12) I DTN

(13) BHEEM

(7) Protocol for the design, conduct and interpretation of
method-performance studies(IUPAC:1995 %)

EEAEDZ L M2, B OFHRE CHRA THERMERFABROFIENRIN
TV,

EHLFRFERE EMR TS ETOMESALLUT, BREHIS(HISNTE) L L,
MBS (FIAT3) BLEEINT VS, AAIVERRE DFER. BRI AT BB BRE 2L
X 2ED2/9ETLINT VD, ERFHRMAHENELERZE (RSDr)DEZELTOD
HorRatiZBd St &EidBd sz,
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(8) Appendix D: Guidelines for collaborative study procedures
to validate characteristics of a method of analysis(AOAC
INTERNATIONAL:2005 =)

EENEDZ L M2, B OFHRE CHRA THERMERKABROFIENRIN
TWa,

EHL R E EM TS ETOMESALLUT, BREHIS(HISNTE) L L,
MBHEUESE (FIAT3) BLEEINT VS, AAIVERRE DFER. BRI AT BB BRE 2L
X 2ED2/9ETLINT VD, ERFHRMAENELERZE (RSDR)DELELTD
HorRatiZFH§ 25L& H D,

(9) Accuracy (trueness and precision) of measurement
methods and results Part 2: Basic method for the
determination of repeatability and reproducibility of a
standard measurement method(ISO 5725-2:2019 )
EENEDZ L M2, B OFHRE CHRA THERMERKABROFIENRIN

TWa,

EWLEHRE EM TS L TOMRESRMALUT, HEBREHIIEHE~15, MK
X5 TTREINTVD, ANEMREDFER, BRI TRE AR =R 5 HE X
B, ZEEEERMEMENEERZ (RSDr) D HZE UTOHorRatiZ B ¢ 530 &z
WY,
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4. IEZFE®RAE OV ST ST (HPLC)EIDIRE L R UZ S DIREE
(1) ZHEDRELSE

INELU-BREITIBREIZYMFTMDOHTARIAVEDFEHRDS S, [(1) BEF
(R REEIIBATORBIEDZ LI A A RV I ROT(2) BREFDOE
BIZRE T 5 HBREDZ Y MFHE AT ARSI NI DWTIX, BEEME DR ETK-T
B BRENFHEHICANSN TS EANKRBRSFDRERE KERLRD, 2.
[(3) BRFHDEFGBINAMEDZLERMERTARIA Y NIOWTIE, BEEHM
YDOFHERETRH->THEY RERDFORBREFAMUZRES VD, HIENE KD &
FEALEFRVT SV IHABXIE N — A B 2 FHTOIRANELRS, T T,
[(4) AWEDOZLEUEERICETEIHTNARIA VI TEHEEINTVSI(6)
Harmonized guidelines for single-laboratory validation of methods
of analysis(IUPAC:2002 ) JIZE&HDPAB 2 ELLUTSRL, B—HBR=ED
DITEZ L MR & E L7,

[ MHERFA RO EE TR

D HENEAINGEFEZASNIT D20, [FHBRBRICEENIHEENE
DR H A BE 2 &R IR E (B & & B R 7 : ILOD/instrumental limit of
detection) | KU TEY) LEHI 2 E->TEETISMBBRTOR/NEE (EE
FEE TR :ILOQ/instrumental limit of quantitation) [IZ DWW THETU =,

9| MBAWVIRE#HFE TR U/ FEARE HPLC SEEICEAL, Boh/
oI L6 S/N HEB/T, S/N S 10 MiELR5EE 2 #E Lz, S/N
HAY10 fhE L 725 5IRE DIEERTR % £ 3KE. 70X LIRIE/F CHEIE L. ILOD K&
' ILOQ MREEFA DR ERREAERL L2 LT DRITED X, HPLC SHrEEL L TD
ILOD XU ILOQ %&RK&D7-,

ILOD=3.3 X [ElREHR DIz DIEER 2=/ Bl IR ERROAE X

ILOQ=10X [ElIFEAMFDFZE DIEE(RZE/[EFEMROEX

IS5 ILOQ IZHE DX, M LABIARORMB 2 T /25 81T, BY) ST
I > TEETIIMERDOER/NEE (HEEE TR : MLOQ/method limit of
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quantitation) Zst& L/,

II. MERRDERRE

BB FIZEENTVSRIENZVBHEICEETIDILZHONITELD
EABEICBI2REBBOEMRMEIC OV THRET U,

REBOXA1FIvILU I 10 FeU, BERHEI ILOQ KROLIEDKETT
FAWBIRARIZ DWW TN AR G IR TR ONI L FRINIABRBEPEE S
BIRUTCERE U, BEMBEFIRE L5210 BEDIEERELYZIKE. T
VR LNRIER THIE Uz, RERDT — 2% BEFR S L, BEIFET V2 RER
IZETIIDEEIDFRETOY AR LU,

REDRKEIREREEIR BREDOGFM0LR), RAEEHERBEANICE
O5E | MEROBEREDRER I N HIM Uz,

1. EEROEE

MRAEF DB EN R EWEREIZEETITOBILEHSMNIITE20, [ZEBDHlE
BRMNSFEONZFIEEL, EEERINZSRESF) LO—HOBE(EE) 1L
MAERERDOED—HDREE BE) IZOWTHRET U,

BEEDOFHfi kL U TiE. Harmonized guidelines for single-laboratory
validation of methods of analysis(IUPAC:2002 &) TLA T DIEIZHEEREY
N3,

O HAEREEAREY E DR F
@ HHRAEEYE O A

@ BESITIEICL DEL DB
@ FHNENEER

S EIDOWE Tl ODZIHZEYE XIT@DDEHMER %, fHT75M4 T ThKRIE.
ST (B25EIE B XUFERBRNE) C2HEL LRI L. EEROEEDF
iz 1T -7, EEOFHMEIZIL, FREEEXIIARIIENINER 2 FV, B E OFHEIZIZ T
FERIRHEfRZ D 53Rk /- HorRat (r) &% FV /=,
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58, QIZX BT, [TV MEMFNEBIRLDEFM I UTEMUL,

IV. WEYZEREBELEDRIFHE

SERRF 2T > FZHIE N ZII OV TE, BRBREERIRFBIBIMK O 2 E
BRI THEMZNEEEIRINTVEIENS, AIEERDORAEEEZHONET
570, EYFNEEEICESBIEEZ S REL L, HPLC HIZLSHIEEE T
fliL7=,
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(2) E9Z2 BcDHPLC &
I Bk
1. HRAR

AR EY E & U T, K E 3 A2 % K A7 4 58 At (National Institute of
Standards and Technology, NIST) WL TS INFERIV/IATIVA
7Ly hSRM 3280) % EERUFEEDHRIMER U, £/2, BRNT—RKRFEL
TWBLEAIY Bs DRRMHD 13 BEDOINITEF2MEMZNERELDESE
MEDRESRIER U -,

ii. ABREEOFR
DIEEII28 Y23V Be (1) MAEMZENERE @ HABREROFR IZE
CTHRBRAR L,

iii. #lE (HPLC )

DITEERII28 UAIY Bs (1) MUEEMZRE R IIZEEED HPLC #iEs&Ms:
BNHECCHIE 24T > 7=,

AEBRARZ HEKTHERU ., —EE% HPLC S EREIIEAL, Boh/-E
—JEEL., HONUDHEEDEERE % HPLC A EEIIEALTEONRE
e RO TRBIAKRFOEBYY RFY UV DRBEL2RD, RBHOLAIY BsaF
BEHEU-,
<EEWEERIOT NI TRIESMS >

#1Z AL Inertsil ODS-3, 5um, & 4.6mm, £X 150mm(#7412 No.

5020-07345, GL Y 1T &)

#EjtH: 0.05mol/L ;&IE R/ KIAR

FoE1.2mL/ &

Bl R Rt R (EE 290nm) F/-3amE SR FIEEE 295 nm,

HIF R 405nm)

A LEE40°C
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=MV TSR TR K
FAZ:20uL

iv. HIE (EYFEER)
DIEEII28 €23V Bs (1) MEYMZNEEE © B NIHEUTIT 7,

II. #ERROELE
. MHRFSLIOEE TR

0.1, 1, 10, 100, 1,000ng/mL DIEE THRHEL/IEHELY N3 VIERRE %
HPLC S#r&EBEITIEA L. Btk 2R (290nm) K UVE g2 (FIE 295 nm,
3 405nm) = AWCTHIE 21T o7, BoN=r0~x b I 406 S/N HE#RETL
F=igS, S/N Y 10 LR5RER, bt & AV /=548 10ng/mL 75
100ng/mL DORIZHY ., et E FW=5&13 0.1ng/mL 75 1 ng/mL D
BlZdhdEEZ 6Nz, SEIMETUZEZIY BeDRRIVEINTOEEENSER
Ui BRATRF D EFEIX. B/ Ing/mL BELRDIEMNFRIN/-/20, LI
DIREHIE AR IRDAE AV TIT o7,

S/N A 10 k72 0.1, 0.2, 0.3, 0.4, 0.5ng/mL OEECTHELIE
ALY R UEHERW & 5V A LSRR T HPLC SrEEICIEAL, ¥ —VHE
AT REREMERL, ILOD KU ILOQ &Kk~ (K 1),

ILOD =0.081ng/mLUEEY KF> &L T)

=0.066ng/mL(E&ZI> Bs&LT)
ILOQ =0.24ng/mLUEFELY RFI L T)
=0.20ng/mL(E 43> Bs& L T)

FEYER 2SR (R 0.5 28R L T M 2170V, Bz 100mLIZERT

%, ) CREBRIBIR 2B L2546, MLOQ(30.004mg/100g BEZLE 2 6=,

21



3000

2500 8
Y = 4629.4x + 98.511 0
R2 = 0.9747
2000 @
H
ﬁ 1500 o
"o
o .
1000
(o]
500 oA
0
0 0.1 0.2 0.3 0.4 0.5 0.6

i=E (ng/mL)

B41. S/N Et 10 fHhEDIBEEE R+ U DIRER

ii. REHOERRME

S/N HAY 20~200 #BEL72% 0.5, 1.0, 1.5, 2.0, 2.5, 3.0, 3.5, 4.0. 4.5,
5.0ng/mL DRETHRHEBLU/IERRLYY) R3Y VEEAKREREL, 704 L3EF
T HPLC A rEBITFEA U, BONALE—JHBENS, REMRLIZRET TV M lE
U7 (B 2A. 2B), BEDKEIITRERFEI R BEDEFHIZEB TR0
THo7-, I6IZ, Y F DEFEREITIZONEEN TV, 0.5~5.0ng/mL D#iFH
THREMRDEMRMEL R FUEENTER I N0, BEOKRE CIIREBHRDOIERE
fEig{t L. 0.5, 2.0, 5.0ng/mL D3 K TITo7=,

30000 2500
A 2000 B
25000
y = 4739.7x - 12.306 8 1500
R2 = 0.9967 o
8
20000 1000
8
500
& 2
; o
{& 15000 ) g g . - - _ _
8
; o
1000 . 8 3
-1000
8
5000 g -1500
[e 38
8 -2000
0
0 2.0 3.0 4.0 5.4 X -2500
&R (ng/mL) =B (ng/mL)
2. IEREUREIUOEERRER (A)CEETOVRB)
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iii. EEROEE

RVFEEIV/IATNET Ly hOEEYE (NIST SRM 3280) & fWC, 5[
DREENIE = 4EDFESEETITV, EEROBEOHER 2 1T-7(F2),

B HREISEFITE T 2HEDFIGEIX 1.55~17.0mg/g DEHFETHY. F54HD
ISR HEN X DEIF N DENESN/ZDIFARIF 2 TH -7z, 272U, SE, R
HIBRA ORREME (X)L FEEIV ATy s NIST SRM 3289) DAFNHREA
HETH--ZLo, X0 2E T, BRNEIRA 2021 £108 31 HMD NIST SRM
3280 ZMRENIMEAL TS, TDAH, EEIIO>WTRNIV. MEYZEREEEE
DEIFME | DFEREEDETEETHIILE L,

BHTREIIHENIEERET 2.0~3.6%TdHY, HorRat(r)i% 0.4~0.7 Tdh-
72o AOAC DFj1RF1>(Appendix F: Guidelines for Standard Method
Performance Requirements)IZ/R¥ N7z HorRat(r) DIEHE#iFH X 0.3~1.3
THdZen6, HPLC HIZEBEXIY B DHTONBEIIRIFTHLLEZS
N7z, —F. FEERGHECHEIEHERDIXS DX AEIMTHEANRDSNTEY,
S AEIIIERDWEDORMMNHEHLEZ 5N,

*2. E932 B D HPLC ZDEERURE

iR
1 2 3 4
SRIERERZ (g) 0.5 0.5 0.5 0.05
AER DAY 1 DAY 2 DAY 3 DAY 3
SAITEME (mg/100 g)@
1 153.7 146.9 168.5 169.5
2 157.1 151.2 174.0 161.1
3 154.3 158.2 169.4 163.2
4 158.0 157.2 164.1 164.3
5 164.0 160.3 173.0 161.8
Tty 157.4 154.8 169.8 164.0
T RE 4.1 5.5 3.9 3.3
548 (mg/100 g)° 181
BE (%) 87.0 85.5 93.8 90.6
T ERERE (%) 2.6 3.6 2.3 2.0
HorRat(r) 1.0 1.4 0.9 0.8

3 [FEECADET. IERECYRTS UV ELTEEEITOR.

23



b) S MEEBAEICER &N AT 5ME=1.81£0.17(mg/q). RHENEIHEERAENE (k= 2.76).
©) HorRat(r) =f#TiAsHEERE/ SREEL R EOTEME, ERMBHMEEREOTIME.
Horwitz XOEIER (Thompson O) ZAWVWTETEULR.

iv. AEYFHEEELOREME

EHNT—HEL TSI AIY Bs DRRAHD 13 BEDOMLERZIZDOWT,
HPLC Iz k2 HIEFERE  AEM FEEEIC L DHEIERE RO LEME 21T o7
(& 3. X 3), SREL U TOMENFIEEEDFERICEDILL, SEIRE LN
TREGZHFOLEIV BsAEEIX 3.4x107~9.5X10°mg/100gTH 3,

RBAEARREDIES DXL DM E LR R/NE 5/, F—DHHHEE HPLC
R MEYZIE BRI X BB ISR U, HPLC RIZE VB SN/ EIL, ik
BE 6 2BR¥ MAEMENEEETHRONZMED 87~117T%THY. BIEVEE
HETBBORAASETHELE X 5N, — K, MIK6IZDWTIL HPLC &EiIZ&Y
BONMBIIENENEEBETEONED 27% ThH-7-, MIK6IL, FitEE
UCRZIRE —VEERDANTZEINTHY, HPLC ETEETMREREY REFI VB,
HDERIY Be {EEEFRDMLEM(CY RFY—IL Y RFHIV)NEFH TS
ATREMENE Z 6Nz, 7220 EBRPE CRERIIME U TOFERANZDSNT
WHERIY Be {LAMIIEY RE¥ S UAEBIEICIRONS, Lzt T, il EERY
HE IDRREADE, BRFIZEENELEIY Be BEEERHDLEYMDRENY
URFV U THEEMFEDOGEIL HPLC HOEEIXRIFTHILEZ SN,

V. BRFBREE KOS HEFENIZH TS HPLC IO EN T
HAMEREAWEGE, BRI HFOEE TR 0.004mg/100g BETHY.
[BRFREEIIDOVTITRINAZEZIY BeDRNERDATHS 0.1mg AT
Tholz, £z REFOEMRE. EEROHTHBEIIRIFCHY . FRBEICIEHK
BORMMNE Z5N72EDD, [EWIREF#HFEORKIIN UTHEM ZHE 8ELD
FAEMENBEELRRING, LR >T, BEFOEY RV U EREET5EY
DR¥EMN, ALK UTHRIII N2 RF Y UERBETHLIENHS N TH IR

ZEDRHIZIRY . EE3IY B DM AIEL U TERRREE RO S HEBERIC
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HPLC 2 fEMIT2DMEL TH D,

7+3. HPLC ‘ZEWMEMFNERIEICLD2EMAES S EE[ERDLLE
WEMFENESE
RAES B HPLC (mg/100 g) (mg/100 g) HPLC/HMEMFNES
1 %3 0.291 0.336 87%
2 Bl 0.541 0.487 111%
3 MRER 0.727 0.733 99%
4 FY— 0.949 0.818 116%
5 071> 2.585 2.556 101%
6 MEXEm 0.386 1.429 27%
7932 28.226 24.220 117%
8 Fa7JIEE 115.113 115.754 99%
9 47Lwhk 293.352 265.643 110%
10 VIMTIL 589.115 551.264 107%
11 5JLwyhk 4484.400 4864.582 92%
12 4701wk 6778.699 6154.671 110%
13 47Lwhk 10344.321 9533.594 109%
_. 100000
[=)] -
= Re
_% 10000 oop
[=)]
E
@ 1000 e
i o
I R
ﬁ 100 R
1J L’
Q
W e
;] 10
El 1 © dj’
€ 0.1 e e —rrrm
0.1 10 1000 100000

HPLCEIC&B3E=1E (mg/100 g)

3. HPLC ) AEMEMFHNESEICL D BmMPEY I B EERBRDLLE
Ml & O X, RHRIE y=Xx Z7R T,
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(3) E9X2 B2 HPLC &
I 7k
1. R
EANT—RIMBLTODEEIY B DFRRLVHD 12 BECINTRERZ, EE,
FVEE RO EBIEL DORIFHOMERIZER U,

ii. PABRER DR
DHEFBAI29 €23V B (1) MAEMZENEEE @ REAROFR I
U THBRBARZHE L,

iii. #lzE (HPLC ¥)

SHFEEEEIN29 ¥4IV B (1) MEMFHESE IZFEEHDO HPLC #ESR
BHIEU TR 21T o7,

RERATRE BEKCHRU-E, —EE% HPLC 2 EEITIEAL, BohzE
—JEEL., HONUDEEDEERE L HPLC S EBIIFEALTEONRE
e AWTHRBIERF DY Y ) INTGIVEEERD, O 43V B &F &
ZETRE LU,
<EEWEIO<T NI TRIESME >

#1725 Inertsil ODS-3, 5um, A% 4.6mm, €% 150mm (#4124 No.

5020-07345, GL Y1V R)

T5E8#H:0.05mol/L BFEE Y &= AKEE: 7 b=b)JL(9:1)

FE:1.2mL/ 4y

HIRE I & ok i ER (R 550nm)

A LRE40°C

A= TR K

EAE:20uL

iv. I (MEYMZHEERE)
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DIEEII29 €23V B (1) MEYZENEEE © B NIHEUTT 7

II. #ERKOEE
i MHBEARABLIUOEE TR

0.01, 0.1, 1, 10, 100pg/mL DEETHELZYT ) AN IVIERER &
HPLC HrEBIEALUTHIE 2727, oMU I 406 S/N Haik
USSR, S/N EAS 1087258 1X, 0.1pug/mL 25 lug/mL DRIIch b E X
5Nz,

S/N H10fHE2%45 0.1, 0.2, 0.3, 0.4, 0.5ug/mL DEE THEL-VT
JANGIVIEER R R TV X LRIEFT HPLC SffEEISFEAL, E—JHES:
BT REHE/ERL. ILOD RO ILOQ %KD/ (X 4).

ILOD=0.10pg/mL

ILOQ=0.30ug/mL

TEHER A8 E (GURE 0.5 REREXL T, B ATV, BfKINIZ 50mL IZERT
%, ) CREVATRZ B U756, MLOQ 14 3,000p8/100g fREZLE 2 6=,

4000 -

3500 4
Yy = 6570.7x - 6.2627

R2 = 0.9653
3000 4

2500
- |
i§ 2000 B

1500 -

1000 -

0.0 0.1 0.2 0.3 0.4 0.5 0.6
IR (ng/mL)

4. S/NE 10 fHhEDI7 /NS I UDIRER

ii. REMRDOERRME
S/N A 10~100 #BEL%5 0.3.0.6.0.9. 1.2, 1.5, 1.8, 2.1, 2.4, 2.7,
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3.0pg/mL DEETHBLAYT ) INTI VEEEEE THEL, 504 LRIEFT
HPLC SrEBIFEALL, BON-E—JEENS, MERERZE T Oy M ER
U7z (X BA. 5B), BEDKXIITREKFMIIZL BEDEFHIEBHLLA0T
Holz, 61T, YA DEFEREIILONEEN TV, 0.3~3.0ug/mL D&FET
MREFOEMRMEL R SUBENERIN/720, DIEDKRE CIIMEBRDOIERK % f§
#&fk L. 0.3, 1.0, 3.0ug/mL D3 /mTiT>o7=,

25000 1000 -
l \ 800 - B
o

20000 600

Yy =6128x - 175.34

R2 = 0.996
8 400

15000 B o °

11
@o,

RE

- - - - . . . —— .
oo 03 06 09 18 15 1® 21 24 27 30
10000 °

5000

. 8 -800
0 +—0r T T T T r . r . )
00 03 06 09 12 15 18 21 24 27 30 _1000 4

IREE (ug/mL) =B (Mg/mL)

X5, Y7 /INZZUDEEARER(A) EEFETOVR(B)

ili. EERUEE

RVFERIV/IATNET Ly OBREYE (NIST SRM 3280)"&EF§5E
23 Bi12(480pg/100)id, FENZFAEETIE, €ETHR(3,000 pg/1008)
EHEEZONZ, TIT.EXIV B 2 HFRWAT LY MERIZ, EETFRD3ME
BEDEAIY B 25 INUEHARE BWT, SEIORERIE 2 2@ DFEEETT
W BEEROBEOHERET-7/2(F4),

2EIDFSRMIZEIT BRI DFFEITENZEH 10,499 X0 10,487ug/100
g THY, BEIPNEFLEIZ 101%ThHh-72, AOAC DH1RF1(Appendix F:

Guidelines for Standard Method Performance Requirements)iZRzX i

28



7 LB EICB W THIRI NS EINEIE 90-107%THY ., EEIZRFTHDIL
EZz 6N,

PR E IS MERER 2T 2.8~4.2% TdHY, HorRat(r)ix 0.3~0.5 TH»
720 AOAC DHARTA YV (EENTRINA HorRat(r) DIEH#&iFIX 0.3~1.3 T
HY, BITFEZGMICB O TERIEENRE B80S, HPLC #i2kd
YAV B DOREEILRTFTHELEZ SN,

T4, E932 B D HPLC ZDEEKRURE

a5 P

1 2
ARIERERZ (9) 0.5 0.5
RINE (ug)® 52 52
AIER DAY 1 DAY 2

BITESE (ug/100 g)
1 10245 10030
2 11086 10368
3 9968 10653
4 10485 10671
5 10770 10712
Ty 10511 10487
= 437 289
318 (ug/100 g) 10400 10400
BHE (%) 101.1 100.8
HTHEWNERERZE (%) 4.2 2.8
HorRat(r)® 0.5 0.3

2 104pg/mL OIEEERR% 500l RINLTE,
®) HorRat(r) =fHTHExHE% R A/ EREEEREDFARE. ERIEEEREDTABE.
Horwitz ROEIER (Thompson OX) 2V TETEU.

iv. MAEYZERIEEIEL DRIFME

EANT—RIMEL TV EIY B OFRRDHS 12 BEDIMLTERIZOWVT,
HPLC HIZL D PIERERE  MAEMFNE EERIZI SRERMROUBRA 2170/
(%5, X6), Z2RIEL UTOMEY ZREBEDERIZE DL, SEMRE LN
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TERFOLEIV B EFEIF 1.6~2.2X10°ug/100gTH 5,

ABRARGRARRDOIZO DXL ELR/NE T 5720, [A—DHHiEEZ HPLC
FEEMEYMFERIRICLSBEEITFER L~ HPLC EOEE TR LDRET
HoTARER 10~ 12 122\ T EMZENEBETHEOSNRIEED 97~98%
DENIEEIE SNz BIRE ~ NI DWTUL, HHARF DT T ) ANTIVIREN,
HPLC A& EDEE FRAM ChH 72720, RO —EH 2 K5 XA Tv 7 A
RiEEE (I e = TNR ClLL RN A 707 ) & AW TREEZE (90C)
ULRIZ. DEDKTHBMBL. 10~40 FITEMUAZRRBEZFAELTHS
HPLC RIZHE U=#E R, EYZNEEIE TR ONZAIEIED 77~128%DHIE
ENF SNz, BRI~ BIZOWTE, HIBEERF DT T ) INFGIVIRED, HPLC
STEREDER T RAKM CTHY, BIZIFRMLZERICDEDKTHBHELES L
TENBYINEC /-0, EEFRENQ) & U7z,

INSDFERIT HIHEF DT T ) aINTGIVIEE R HPLC SrEREDEE TR
LLEETE NI HPLC HRICKVBEMFENEEEL SO RRFOREMNMESN
B5ILERBLTWD, 72720, IBMEEII A EEIICEHINTE ST, 2.5
B DIEMEIRIEDZ L MEN T DMRET TI TN NS, BiEE T2 HlEFE RIK
SEELT5H, —HT. AOACTEIZE B AIV B DTl BEEA—RIwIIZ
Lo THHBRDBNEE 1T 272D 2T LAY F 2 HPLC KL > TEEAS
LEMATLHILIZEY HPLC EOSHHICEICENEE §52\\ ) 2B FEDIRHMEIC
&Y. HPLC % TOHEIE % HEEIZL TS (AOAC Official Method 2011.10
Vitamin Bi; in Infant Formula and Adult Nutritionals High-
Performance Liquid Chromatography),

SERET UM TESIIXTEEDOY 7Y AV MEROBERNEENTVEN, o
WEBEFN I NABRARARIEOHFE TR T RKEETILDIET
DILIBETH o7, 7z, IBEREE2 ALY MLOQ %1/20 BEET
51X TIF 150ue/100g BEDEBEDREKE TEENAIREL LD ATREMEAVRIZY
iz,
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&5. HPLC R EMEMFHEEEICLDEMPE Y I B EERRDLER

MEMFRERE
RGBS B8 HPLC (11g/100 g) (1g/100 g) HPLC/WEMFNERE
1 8/ NQ 1.6 -
2 MFRERR NQ 2.2 -
3 HE NQ 1.9 -
4 vY— NQ 2.6 -
543 NQ 22.5 -
6 F17J e (148.7) @ 192.8 (77%)
7 97Lwhk (285.4) 241.0 (118%)
8 #JLvhk (544.8) 425.3 (128%)
9 VIrATEIL (813.9) 962.4 (85%)
10 #7Lyhk 9103.7 9429.3 97%
11 57wk 24785.4 25176.2 98%
12 57wk 224820.2 228533.6 98%

NQ: not quantified.
D HHRERMET 3L T HPLC EBA TS AZMALEN TE  TRUL. SBfRIRIEOZ it
HM+DIREI TETLRVIZHEEAE,

1000000 5
L) |
m ] rd
c Ed
2 o
S ’
2 100000 -
et ] .
= .
2 10000 4 o’
[N ] ’
H
I )
E 1000 5 o’
5 10
g ] 9’,6

100 ‘ T T T 17T T T T TTTIm T T T TTT1m T T TTTIrm
100 1000 10000 100000 1000000

HPLCEICLBERIE (ug/100 g)
6. HPLC EEMEYFNESEICL D BMPESYI D B EEERDEEE

Mg e X8, RARIL y=x ZR9 . HPLC S A CREETRE TH 275 DDIRAKIETOY M
BENTLRLY,
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V. BRFBREEROSFEBEICETS HPLC EOAER T

REYERLEABRA TSR ERICES &L BB e 43y Bl ODEETRIE 3,000ps/
100g FEETH -0 [BRFBREEIIDOWVTITRINZEZIY B DBR/NETR
DALTHS 0.1pg 2 AXL LR TV, MEROEMRME, EEROBEILRIFT
HY ., EE T IREMEZ /AR UTIEN ZHE EIEL D RIFRRFEAVRY
Wiz, 7=, B EE A D ZLICK ) EA R R B REE 0TI N TE SRR
EEARBINE, UkD>T, BB AIY B OSH AEL L TARBREEIC
HPLC EEAMEBMITEILAEY THEH, BRTIIFEEEDLXIY B &
ERTHERMBIEAHFENRONS 20, HEENIEWTIEMEE GD-E
IRBMETE MMABDZEMMNEF LY,
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(4) 71472V 2MD HPLC &
1. Ak
i. #fR

RELEHEYE Y LT, NIST BNEEL TSIV FERXIV/IATIVEZT LY
(SRM 3280) & EE R UFEEORERIZHERA Lz, BN T—BIHRL T\ T 7Y
YDFRTNH S 11 BEOI TR EBREYZNEEFL ORIEMHOERIEAL
7o

ii. BRI DY

SIE@H22 FA4T7YY (FAT7YVYEBLLC) 7 ZaAFVEERP=IFY
BE7IR (2) MEMZENEEE © ABRBROFH I CGRERBR 2 HEL
77

iii. #lzE (HPLC ¥)

DEBEHI22 FAT7VY (FATVVEEELT) 7 ZaFVBERT=IFY
B7IN (1) SEERAEIO<NZ71E © HIE NECTHIEEZ T 72,
<EEWERIOT NI THRIE S >
1) =aF g

#1Z AL:Inertsil ODS-3. 5um, A& 4.6mm, £X 150mm(#741a2" No.

5020-07345, GL ¥ 1T R)
#%E#H: 3mmol/L TS 7FNT7 e AT TN REES5mmol/L Fefg)~)
. (pH5.0): A% ) —)L(9:1)

FoE 1.2mL/ &

HIRE I 5 Rtk 25 (R 260nm)

AT LNEE40°C

=TSRRIk

EAZ:20uL

2) =aFVEETIR
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#1Z AL Inertsil ODS-3, 5um, & 4.6mm, £X 150mm(#7412 No.
5020-07345, GL Y1V R)

#%E#H:10mmol/L A7 &Y 2R VBTN YAER 20mmol/L FifgF ™
L (pH3.5): A% —)1(98:2)

FE:1.2mL/ 4>

HIRE I & Rk i ER (R 260nm)

A LRE40°C

A= TT— BRI K

EAE:20uL

iv. Bl (EMZHNEEE)
DITEBEIN22 FATYY (FATVVYEELLTC) 7 —aF VRO =IFY
B7IR (2) aEYZENEEE ©® HIENIEL T/,

II. ERRUEE
1. BMHERFKXOEERA
1) =aF g

0.01. 0.1, 1. 10, 100ug/mL DIRE CTHRHE L/~ = aF VEEIEHEA K = HPLC &
FEEBIZEALCHEERITo /2, BSNZZTR NS AMS S/N HERE Ui
R.S/N A 10 £225BEE. 0.01ug/mL 75 0.1ug/mL DFIZdHdLEZS
iz,

S/N EA10fiEE %45 0.025, 0.050, 0.075, 0.100, 0.125ug/mL DIERE
TR L-=0F VEEIEERTIRE 5V X LNIZIERF T HPLC SrEEICIEAL, E—
JHEZE T REREZMERL, ILOD RO ILOQ Z2RD= (X 7).,

ILOD=0.015ug/mL

ILOQ=0.045ug/mL

TEHER) A BTE (R 0.5 2 FEXL T, MHE 1TV, BAEHIIC 100mL IERT
%, ) CRBRIAR 2 ER L-5E, MLOQ X 0.90mg/100g BBEZLE 2 6z,
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3000

Y = 21640x - 4.1333
2500 R2 = 0.9861

2000

]

ig 1500
1000

500

042 . . . . . \
0.000 0.025 0.050 0.075 0.100 0.125 0.150

R (ng/mL)

B47. S/N L 10 fHEDZOF UEEDIREHR

2) ZaFVEETV IR

0.01, 0.1, 1, 10, 100pug/mL DRETHEBLZ=aF VBT INEEEKE
HPLC AEBITEALUTCHIEZT72, B56N2270X NI 406 S/N izt
STUZZRER. S/N 10845 IRE I, 0.1pg/mL 76 lug/mL ORIZHEHEE %
Y 0

S/N A 10fEE 724 0.05, 0.10. 0.15, 0.20, 0.25pg/mL ORE THEL
Fe=aF VBT INEEEER % 5 04 LRIER T HPLC SrEBEICIEA L. E—JH|
BEET REBFE/ERL, ILOD XU ILOQ %K/~ (K8),

ILOD=0.017pg/mL

ILOQ=0.051ug/mL

R RERAREE (R 0.5g 2L T, AL 2170, Bk 100mLIZER T
%, ) CRBRIBR 2 ER L2546, MLOQ 1% 1.0mg/100g BELZELE Z 6N /=,
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7000 y = 27581x + 25.334 2
R2 = 0.9955 g
6000
5000
e 8
4000
=}
3000 Q.
8
2000 4
1000 4 g
0+
0.000 0.050 0.100 0.150 0.200 0.250

WRE (ug/mL)

8. S/N Lt 10 fHhEDZ=IF V7 I RDIRELF

ii. BERR
1) =aF g

S/N LAY 10~100 #EL724 0.05, 0.10. 0.15, 0.20, 0.25, 0.30. 0.35,
0.40.,0.45, 0.50pug/mL DRETHEL =07 VIIEEAREFHEL, 504
LIZNEFRT HPLC SthEBIIEA LK, FONY—JEHENS, MEKRLEEET
Ty baefER U (R9A, 9B), REDKRE JITREERKEMII L BREDEFIES
BLROTHo7, 6T PYRFDOEEREICIFONEENT WA, 0.05~
0.50pg/mL D#FE THREMDOEMR LR RBIBNPHER I N0, LIEDORET
TIIREMDOIERZREIRILL, 0.05, 0.20, 0.50pg/mL D3HTITo7=,

30000 2500
25000
y = 4739.7x - 12.306 R 8 1500
R? = 0.9967
8
- 1000
20000
o
0
500
w o °
i§ 15000 g . g . .
olo 10 p:2) 30 4.0 =0 6.0
g 8 -500 N
10000 g g
o -1000
8
5000 e -1500
0.
R -2000
0
0.0 1.0 2.0 3.0 4.0 5.0 6.0 2500
iREE (ng/mL) =B (ng/mL)

9. = IF VD EEBRRER(A) LHRETOYH(B)
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2) =aFVEET7IR

S/N A 10~100 FEL7Z25 0.05. 0.10, 0.15, 0.20, 0.25, 0.30, 0.35,
0.40. 0.45, 0.50pug/mLDEE THELU/-=a2F VEET I NEREATREFHEL, 5
V& LRIBFET HPLC SHrEBIZEA UL, Bo6NE—JHEHEN S, RERL I
270y bMeE L (E 10A., 10B), BEDKX JITREKRERIIG FRE2DE
FHIBBL 0T H -7, I6IT YR OEFEEREICIZONEENT V=, 0.05~
0.50 pg/mL OHIF THREMROERMEL R UBENHER I N2/, DEOKET
TlIRERRDIER % &I L. 0.05. 0.20., 0.50pg/mL D3 HTIT>7,

16000 1000 -

A B

14000 y = 28042x + 26.314 8
R2 = 0.9996 !
12000

10000 g

1
ig 8000

=
o
)

6000 e -200 -

-800 -

0.0 0.1 0.2 0.3 0.4 0.5 0.6 -1000 4
BB (ng/mL) BEE (ug/mL)

10. ZOFVEE7IROEEARER (A) LHREJOVE (B)

ili. EEROEE

RNVFERIV/IATIVAT Ly hORZHEYE (NIST SRM 3280) % FA\WT, 5[E
DREHEIE % ABDFEZRETITV., BEERUCEE DR 2{T-7/2(FK6).,

B HEISMHIBIT 2RIEDTE(EIX 842~1164mg/100g DEETH Y., 15
TEDHERTHEN X DEF A DEIMESNDIF 4 Bt 0 B TH -7, 722U, S E,
BREARADEEYE (YL FELZIVZ Ty NIST SRM 3289)DAFHER
REHETH>7-Zemo, RO 2FY . ARHARA 2021 £10H 31 HD NIST
SRM3280 #MREFHIMAL TS, ZD/=H, EEIZDOWTIENIv. MAEYZEHE
BIREDRIFM | DOREREEODETEETLHILL LA,
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HITREE I MIEERZT 1.7~2.9% THY, HorRat(r)ix 0.8~1.4 TH-
72. AOAC D71 RZ1 > (Appendix F: Guidelines for Standard Method
Performance Requirements)iZ/rI 7z HorRat(r) DIEE#iFIX 0.3~1.3
TH2IEMNS HPLC HIZE 21TV VDT ANBEIRSBURRIFTHIL
EZo6N, —F ., PEIFEETHEIERROEZENKREL M AEICERLWE
DRMDHDLEZ 6N,

x®6. TA7ID HPLC EDEEMUFERE

FRfESA
1 2 3 4
SRHREE (9) 0.5 0.5 0.5 0.05
AIER DAY 1 DAY 2 DAY 3 DAY 3
SAIZEME (mg/100 g)
1 969 1143 1178 880
2 973 1118 1151 815
3 953 1147 1144 845
4 961 1167 1153 843
5 998 1147 1197 828
F19 971 1144 1164 842
TR 17 18 22 24
+54E (mg/100 g)? 1410
BHE (%) 68.9 81.2 82.6 59.7
HATHIRERZE (%) 1.7 1.5 1.9 2.9
HorRat(r) 0.9 0.8 1.0 1.4

D (FSECEDET, ZIFIEE7IRELTEREITOR.

D) S AFEERAE(CSE S NI AT 5/8E=14.10+£0.0.23(mg/q). RN E(FILAERMEN & (k=
2.49),

) HorRat(r) =f#TiAsHEERE/ ERMEEL R EOTEME, ERMBHMEEREOTIEME.
Horwitz XOEIER (Thompson OX) 2V TETEUZ.

iv. MAEYZERE EILRE DRIFMS

EAT—RIGBEL TS FTAT YV DRRDHD 12 EDIMITEMIIOWVT,
HPLC HIZE D IERERE  MEMFNE EERICI SRERROUEBRA 2170/
(R7.H 11), Z2REL UTOMEZERE BIEORRICE DL, SERE L
IEREFHDFAITYVEREIL 3.5~3.7x10°'mg/100gTH 5.
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REBATRFAERDILS DXL EL TN D720, FA—DHiHE %= HPLC
EEWEYFEEIRILDHEITHER Uz MIR2 R U7 ~12 [TD2WTI, fE
IR EBETEONZHIEMED 16~141%DEIEEMES -, MIES R U6
DVWTIL BEFRERLNIVDE— I HMH I N0, FEHHEE— I L D BENTR
T THYBIEEDEEMEITITERBMNIZ SR Lo72, FRY DIRKITOWTIX
EENHHETH 72,

INSDFRERMNS, F14T7> D HPLC HIZO2WTE EEENEWW (BB R
1,000mg/100g A E) YT VAV MERDEFIZDOWTIL, MEMFEHEEED
75~100% DIENESNTEY, FFEENHDLEZ 6N/, 2720, T, EEK
CHEE | DB TlE. BB ENE WY TV AV MR OIEEY)E 2 MR L U72IZE 0
PHOOTEERVHRBEICEEND SERMBFONTEY ., S AEITITELRS
BWEDRMMNHDEEZ 6Nz, 2. BEEMENY TYRAY MR TIZRNER
IZDWTE, MAEYMFHE BIEL ORISR TIRWATREMEAVRB I N, 2
DIEHD—2L LT, HPLC ED#®HEMN, Z<DIEWMNRIGT S 260nm DI
HIE TITHNTEY ., BIREMENZENREITSNS

DHFEBENCB VT, 74720 HPLC i, [BRFIz=aF Vi id=1
FUBTINNEENTHNTC, BIZTOGFEERENHON LG EITERIND, |&X
NTOBN, BRZOERIZEBENENT TUAVMNEROEBRIZEBES N, 37
AV MERUADIREB EDBRITEA T HITIZRIUEIEDRFT ENNRETHDZ
EHVRIEI N,
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7. HPLC M e A C L B RER T 7

EETERDLLER

MEMFNES
RAES EE HPLC (mg/100 g) (mg/100 g) HPLC/WEMFNERE
1 8xnl NQ 3.479 -
2 ¥RERE) 1.022 6.266 16%
3 %L 3.415 7 6.807 50%
4 F074> NQ 13.587 -
5 tU— NQ 14.913 -
6 MEREmR 5.435 " 46.979 12%
7493 222.300 157.592 141%
8 47wk 3309.620 3306.718 100%
9 VIhHTEIL 2629.083 3497.584 75%
10 #JLwhk 5207.207 5357.981 97%
11 7Lwh 37311.300 37536.003 99%
12 h7el 33645.784 41236.257 82%
NQ: not quantified.
T ELSHE—IEODBEDRTDTHD. BIEEOEREIECEERINES.
_. 100000 r
=) g’
g 10000 , !
£ b
@ 1000
I8 e
ﬂé 100
o o
@ 10 o C,’/
= A
) 1 ol
s 7
H L
€ 0.1 + :
0.1 10 1000 100000
HPLCEICLBERME (mg/100 g)
11. HPLC 3 AEMEYFNESEICL D BMP T 17V U ESHERD L

Mg e X EE, RARIL y=x ZRd . HPLC S A CREETRE TH 27=3 DDIRAIXTOY M

BFENTLRL,
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V. BRFREE RO ITERIIZE TS HPLC EOALEN

AR FA7 Y DEETRIZ 0.90mg/100g BETHY, [BERFRELEID
WCITRINAETAT VY DRINERDATHS1Img LEBLRFEFTH o7, 1R
EMOEMREROCHITREIRRIFCH20N EERCHEEEIIIEENHY.
DA RIIERLIUEDORMM DI EEZON, EFENGWN(BBL A
1,000mg/100g A L)Y TVAY MZROBEFIZOWTIR, MEMZENEEIELD
FIEENBDOSNID, TIAYMERUADEEBEEDERITEA T 5IZIEM
EMNEZEZON, U o T FAT7 VDo AR U TR AR REEEITEIC
HPLC EMMIEMN TSN TOEH, OFEEMIZEV T BARREEIZRET
S, AILERE 2 B ELROMET 2 A D ZENEELL,
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