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1 #% 5

AEHETHDLHAZ T X A (OTA) IMFIEE OB ICEEZ R~ L, BRAMEL RO TS,
OTA A RIR I IZ B W T HIEEBME I N TE Y, g —r v S TIEELAF L TWY
%. OTA OHHMEIE, FTAETITEMS, R E BICRERESN TN, I3—a v/ 2L s
L7zEA TIETTICRESNTEY, TOR¥ET 5ppb (ugkg) LW IEEFH LTS Y. Codex
ICBWTHETE, KEZICHHEEEZRETL2T-OOEENED SN TEY, TOMHEIES5 ppb b L<
1% 20 ppb T ED LTV D.

P ED X 51z, OTA OBHMEIZMO D B LD EIRMETH D Z LD, SHTEIZ SN T,
LR L~ E CERNTRERADHIERSLE LS. 22T, /id 2 (p.90) TRLEA LI T T
4 =T 4 =BT L (IAC) % OTA OHFHTICHEHT LD OB EITo O THETS.

2 ERAE
2.1 OB
iR D EHECE K OV MR Bt S PERR S 7= BRI R 2 2200 1 mm OS5 5 0 & @i
HETHREL, B E L.
22 O
1) OTA HEHEHK
OTA fE#ES, (Sigma ) 5 mg ZIEMEICEY, hlx=> —FR (99+1) % HW T 50 mL O
BRET T AL, AEEAZERE TN TEEFRIERZFHM L7 (20 1 mL X OTA &
LCO0lmgZEHT5H. ) . 7k, BEMEFIKIL-20°C LU TRAF L.
FRICELT, FEERKRO -E&EZ LV, BHRARELZE, 7 =MV —Ik—FEi2
(30+70+1) ZEMICMA CTHEREMAZENL, FIZFEBEECERICHRL, 1 mL I OTA &
L TO0.05~10ng 5 H T 5% OTA FEAER Z R L 7-.
2) BEIEITRCTEE 7 e~ N7 7HREER W, U CEBREEABREEK (PBS) 1I¥ 7L
> b (Sigma ) ZHWTHE L. O ORI TERR KA Az,
23 HEEROZGE
1) WA v~ K277 : Agilent Technologies 54 1100 Series
2) EE5MrEt : Agilent Technologies 2 1100 Series LC/MSD SL
3) k& 9% A4 7 v 7 # RECIPRO SHAKER SR-2W
4) FELToNR L —H— - B EY LR CVE-3100
5) mEE O BERS AR HE PR KM-15200

T OMRNEATECE N BERROK BE I B 2 A A v & — IR AR A
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6) A#E : Advantec il 5A
7) AT AfEHE AR © Whatman 8 934-AH, GF/F } 0" Advantec # GF-75
8) IAC : Vicam # OchraTest
24 ERFFIE
D #h
IIHTEREE50.0 g Z B> T300mL AR =T T A3 AN, T h=FVUL—sK (3+2) 150
mL Z 0z, 30 /3R IR CHi L7z, il AE AR THL, A4 mL % 50 mL D4 &
7T ATIEMEIZ AR, BEHRETPBS ZMATHN LTz, HIRLIIEKE T 7 AHEAKTA
WL, AiR%Z IACIZ K HRRICHT 23R L LTz,
2) IAC T &k K58
IAC NOVEIR & IR A 7 LNZ VO EEICET 2 E T 1 BMIC 1 EREORE Tt H#%,
717 LA O B E T PBS A&, FARICH M S 7. HIZ PBS 214, WREAT 7 LG O
SRR D E TR S E. IAC O EIZ Y F— " —Z il U, 3UBHATR 25 mL & EfIZIN %,
WS 7 LN AO ERICGET S E TR SEZ., —BUYP—R—Z2W04 L, 7T LED
FUEETPBS Mz, FoRERESE2%, BO0YF—"—2Y {1, PBS15mL /1%,
BT LEPE LT, PBS itk U — _"—%ZH 0L, BT LEON5REE F T 10 mmol/L FE
BT = LOKIRIE &2 N2 H & 72%, 10 mmol/L HEfE 7 > & = 7 L /KA 15 mL TlREE
AT DEWE L. V==L, ZREELTHT ANT I 2R Z Y
PR, BREET T LD TFICEE, AX 7 —/L—FfE (98+2) 1 mL #1012 T OTA ZiEH S
Wi, SOREMRER, A%/ —/V—FE#E (98+2) 1mL % 2 [AI1%x, FFOOTA ZEH S 7=,
ZEREBMLTCH T LAT VK S TR e s S8, T X ToENEE 50°C LLFTIlEE AL
WL T 5 F CHUERM L%, EXT A 2% THELE. 7T =1tV —K—HEfR
(30+70+1) 1 mL Z EREICINA CHEEWERNL, 77 AF v 7 8imLIkEE 2B L%,
5,000xg T 5 OB, EBAREEREI v~ 777 40— (LC) DWWk =~
k277 7B ESHEE (LC-MS) 12X 2@ Ict+ 23 hATKR & LTz
3) LCIZLAHE
AUBHAIR & O OTA BEY¥ERZ N ZF 1 100 pL % LC IZIEAL, 7 u~ b7 7 A&21ERkL, E
— 7 mI L VEEF O OTA EEH I LTz,
2%, HPLC OMIESRMGEZE 1 IR L.

#1 LCHESRMEF
Fathes  wotRHEs i E333 nm, @6 K460 nm)
#1522 Inertsil ODS-3V (N£%4.6 mm, & &250 mm, K5 um)
717 LFEIRE 45°C
WEER 7' b= MU L— KR (55+43+2)
ik 1.0 mL/min

4) LC-MS 2 &k B HlE
ABHAR IR L OV OTA FEHERR 50 uL % LC-MS IZHEA L, ®IRA A4 v (SIM) Z7a~ b7
T AEERL, =7 EmS L0t OTA B2HEH LT,
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2%, LC-MS ORERMFEZE 21T LT,

# 2 LC-MS HIE4&MHt

YR ZORBAX Eclipse XDB-C18 (PN£82.1 mm, £ X150 mm, HifE5 um)
BT LAEIRE 40°C
TR 10 mmol/LEE#E T > = AR — T =k UL (743) —1543— (1+19)
biBLS 0.2 mL/min
A A Ak T L7 ha A7 L—A A4 Akik (ESD
TR ROT 47
X7 TA P =T A N, (60 psi)
B g AT A N, (10 L/min, 350°C)

b7 U —FEE 4,000V
T A K —EE 120V
T X —A A m/ 404

3 BRRUEE
3.1 SiriEofmE

KLz RET 5128 7= > TlX, OMA of AOACI VIZEH ST\ % ik NEA S BE IC X 5
B ON CEBYRERREICHA SN E Y2581, kR OSEEO IAC (21 A 7T HE
ThdEBbNDHEERE LT

Fo, MRICHDERBY, 77T FF T UNIERFRIC, IAC ~DOHAMEZHE 1 g Y E
TITo e & ZAREENMENS OB RZIT O, KOTA OFHTIZENWTY, &7 IAC
~OEMEEZRE0.67 g ISR E LTz,

3.2 WiEWE OB

EIBLAIL, vAm, RE, NE, LK, KEWMIT, ST FRORBRAE 8 FEHIC O\ T,
ARUED LC WD HIEIC /> CEREZITo72. FOHRTOTA LR UEICE— 7 DRI
AREHZ DWW, #HE AT VKL LC-MS ICX Y E—7 OfREIT-T2E 2 A, IhEROEL
DFREREAEHZ DWW TIT OTA DEELYET L2 — 7 DFEET L2 EAHBI L.

Z 2T, LC OFEHEK Ot AZ FIF T OTA LM — 7 L DRz AT, ZORE, ©—7
DOTBES DRI D22, OTA OEHEFRI A ELS 720, SN I X 5 & TR 2 pg/kg UL b
L7p otz OTA ORE SN 5D FEMEE 5~20 pgkg 2635 L, ZOEETRIZTFH LTS AR
B, WiEE EFTHEONTE LCOERME LC-MS oA LN ERMEIXIZER CETH - 727
W, KM —27ITRONT, LC-MS HTDORICEE SN DA A Ml bbb o E&EX b,

UbozZ End, UTFTORFHIIIERIZLC-MS ZHWAHZ & & L.

3.3 IRINEN AR

ARVENT K 2 A K OOR UG FE & a8 3 5 7o IS IR ENIGGRER 4 520 L 7-.

<A1 KOKEIZ OTA & LT 0.5 pgkg MY EZ BN L 723 BHZ DWW T, RIEIZHE-S T 3 [E4y
Hraitvy, LC-MSIZ KD ZDEINER MR UKEEZ RO T2, TORE, 3 DEEBYD, v 1
B ONKFE OB ANLRIZE NI 87.9% K TN 114.3%, £ O UKSE XM AHE#EF 2= (RSD) &
LTCENTI 3.8%M N 4.2%E BAF i RN Sz,
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B, WhEIREBR AN SIM 7 e~ N7 50—f%X 1 1ZR L
#3 WEERE (OTA & LT 0.5 pg/kg 24 £&H0)
(%)
~ A K&
[y Z%Y  (RSDY) [EY %  (RSD)
87.9 (3.8) 1143 (4.2)
a) FEILER, =3
b) FH X EE HE (R 2=
(A) (B) ©)

X1 HMENRRCCEONTZSIMZ e~ v7 T LAD—fF]
RESRMFITR2ODEELY.
(A) fEYER (OTA 0.5 ng/mL)
(B) v A 1
(C) R%E
RHIA OTA
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