A 8 AT PO vE (T2 %> v, HT2F v v RO
VTP FURIAR) =)L) OERFEHIEER L ARE

1 EHOHM
RFEHIT, BMOKEER BRI BRI 2355 (T TSR Lvo, ) »°E
M9 5. MARERZE OhNERUKRE UT [ZE] Lwd, ) ) KHEENET-2FFv v
(LT IT-2) &wvwd, ) . HT2b x> v (BT THT-2) &vw), ) KUY T bFFvRY
= (LUT TDAS] &9, ) OEHEEREICE T, 2R S ik
R, BUEHREE 2 D% & - LERR 0 M55 h e ESOBRE A HIE ST 2 2 L 2 HIN
E35HDTH5,

de B3
2 Hix

T-2. HT-2JXUDASIZ. Wb 7H VU v LJED A AT 28U 720 & 2 5o
HEHTH Y, L P vEma s ECEAS N, HEEE GHUREREE. s
g TEIhrH 5L I T3,

FAO/WHOARIBMAIIEMEEZE S (JECFA) 13, SH4FICIhB3EDH L HEICD
WCY R 27 ORFFHEIZTTV. 7V — T HiBIE (TDI) & LC25 ng/kglki#H, 7 r—7
AR (ARD) & L T320 ng/kghBEZRE LTz, Sk, 2 —7 v 7 ARSEHIE
iz (CCCF) IcBWT, B OIHEERE MR S 112 RIARTH 5,

EWNCTHE SN2 BRNEZDOKE L. EREZICL2AZTHEZLhb, EFRKES
BT 2 BMOKERICE LT, ERICH L CRELFEAOMIE Z IR T 2 720, AL
HOT-2, HT-2 M UDASO EHEREZTET 2 LERH 5,

JoNRET — 213, FEZER - BT L2 Lo, ENEALZRERE @ARERIA
MO EFBFHERE) 1T 2 & &b, KBTI UCBIRIEEE. BIRAT. Wi o Z£E
Hi, BRHEIRES LG L, 5BDa—TF v 7 AR O EINFHEE 0 30E 1< S X
®5ZEEHET,

3 EBOEMLAR
R oW, RSO H2» LM 9E3 HI9H (&) FTe 33,

4 EHNE
AZHEF oA vRE (T-2, HT-2KRUDAS) OEEHIEELEaZ0EH AT [39E ]
v, ) RUHEGED TLC-MS/MSIC X % 2> VO —FohiselEEsE (hEs L OREF
DT-2, HT-28 X UDAS) | (LUTF [SOPJ &9, ) Icio%x, UToL B ¥EBENAL
DB,
(1) x5oirtE
T-2 (T-2FF2 V) CASE %5 1 21259-20-1
HT-2 HT-2F*3>v) CASE TS 5 26934-87-2
DAS (74t FFT RN —)L) CASE %5 5 2270-40-8



(2)  RZEHKE

HAEFIL. HAEEROIRES 2 E» DIEIGEN T 5, #910 kgD ZEF R 2 ZHHT 5
b LT 5, YAk, HELEME L & DICBR - VHICIT X ., FHIROEREIC
KVEfFENns, ZHLZERoER GERES. k4. HREE M OZMHE) 22E
O [l (Bkal2) ICiiA L, PREE OFRIcG b TR EG R~ ST 5
Zi,

mAEFIE. BROGEL 2% T HIREHNE 2GS 2 £ cof. Fkz s (—20
‘CLAF) CTRET %,

(3)  FRloFEL L UK

HEE IR, SOPICE O Ed e, R iz s 2D L35,

AR EF L, NZITE W TIEASEG IS 2 Irialil] kg & B 2 OsfEAR kg, K
FICHBWCTIAREBICHER T 20k kg, W3 (—20 °CLAT) CTREFT %, 7=,
BB 220 SRR & 72 o 72 C, BeR — UV RICiRE L, Z0E D [oralehsft
= BkU4) ZFEMAL 72 BT, B3R b1aE S N -5lkhk e ic el (Filk) %
TUACTIEN T 5, ok, DR ZEEL TRIET 285D H 25513, HOEER~HE
T5I L, 7o RIKFEEHDPDNOF2LHRECL 42 X5, Rz EHT 22 L,

(4) AEloRERNE

mAaFE. (1) IORLAENRSHES i, SOPD10IcES %, E& MR (LOQ) %
2.0 pg/kglA T, M TR (LOD) %#1.0 pg/kgld T2 HERICEXET 2b DL T 5, EAH
i3, AR ORELIE & Bt 3 2 AiIC, /NE & RKEZNZNDOLOQK LOD DFHEHIC DU
T, o UOEGEFR~NRE L, THERLbDLT 2,

HAEE I e hEstE (Flkg) DERicoOVWTit, HIEFHROIRYH 2
¥ T, BHCHRET 2, b, MRS kg 2RI L 2R 0EARE (8kg) 1IconwT
i, wiE (10°CLAT) CfRE$ 5, FEET 2856001, EEHo [FEgshmE]  (BkX5)
EGEGRICRIE L. i b ofRIiche 5,

(5)  EBKGEEE PR

HEFE, [BNEERERREICB T 2REFOEFBOBEHOEICOWT] (9
£ 4 H 1 B0 ERSI7T5EAR S SR RMERRREA) O DEEEHEO—#%
HARTA V] e, BEEHZT > ET 5, $7-, 5D IR L OFIMENGER
UNEROKZEZE~D10 pg/kgDIMERER) % . HIEIMTH O R R OAZER E AR o FfE o
2MFENE L., FEENL OERERE 2 KD B DD LT 5, b, 7T v o iRHIF A 0
T52L,

¥ 72, SOPDO1NICEDE | ohrH & L ICHNEINGERER R 7 F v 7 ilBk % FEET 5 D D
L35, ik, [ECKEOFAHIZ60-115% & T 5,

5 TrEsRHL
/NZE100 58, KE5 R,
7272 Ly WA OB A LA R B O ERTZEFIC X 0 . SRS 256035 5,



6 FERERE

(1) HENE
FHAKIL. 4D (3) DEESHOMER 4D (4) OHNEIEEEEORE 2 ZHED
(51 8 A Z O A vi; (T-2. HT-2)U'DAS) DEEFHIEERHREE ] (Bt
3) ICERT %, Ak, WAEIE. AHEEBOMETRIICR 2 ME 2RO EDICL Y

79137, BHEBROKDIIGUT12H I & IichERE 2175 2 &,

(2) BEIR R OS5

WAL, AHONAZ TsiCic, DM9E3HIIH (&) FTICEF X — LTl
ERCE
- {EFT © T100-8950 HURHEIT-RHXESBE 1 -2 -1

FRMOKEE A FRPE R R PEBUR T 2 S iR ZE i L PRRIE

- a6+ 03-6744-1388
CHRERDE T A AT FLRICOWTIE, R ICE SR bab AF IO L
T3,

- FHIE O 3 IR 2 BB, ZHURRTR ICH PR R AZ I LIAET 50
T, W& OB LEE T BA 2T 2,

7 Zofth
(1) ARG 2 WEHIER OEERAVE U2 HIHIR, HOEFR L SHaEsmEo B,
M2,
F 7o, HAEBTo72HIE (SOPONEZEDL, ) KUHIERRICOWT, L2 AXK
MG23® O HETOLENRD b 2551k, BOEFR L wo L. HEfTFs 2L
%, ok, UFTHET LI 2BEMIEAE AL T 2,

(2) FHaFFFE 2O AMICHERL AW L, 727 L, BH¥EEGHoiERIC X it HiYiC
T 2553 2 ORY Thv, Tz, EAAEHIRNED [FEshEE] (L4) 2
93 HI9H () T TICHGEFR~MEE L, 2o T S-RICGEaE ofREAaH T
W IEDDOMERICHERT 5,

(3) FBHaFEL. e AEREMOOMICEE T 2808k (BEEM, RABlozE, FHEl, £
H, EEHFCETIIOEED, ) KR TR ERRE T2, T/, AEFOFEAICK
DHIY BRI OWTIE, R D L LY., ZRIKTRICBWTHICES LTidk
D 7RV,

(4) KFAEHICLVEONARERIT, 2 THSERRIURET 5,

(5) FHAEIT, REHOZRTICY ), YOI R ONERICBES 2 IEH (FMM454EH
F137%5) . T I AT v 2 14R B BIREROMEF BT 2k (R 3 SREEER60S) |
KEFEY L (BMASFEIEEE1385) | Jrffk el (MA4THEERESTS) U
HOBERIRIBA L SR OHEEEICBE 9~ 2 36 CPRL0AREREE117S) FoRE 3 2 BURBIHRIE S
ZETT5bDET B,



(6) FHAEIZ, FHORTICHY, FHiniEaiz 5252 ichbhni . 6 DR

HHERC IR Z VT, UTo RIS -2 L %, BREAMKRO 7 n2xay 774

7 v AR S E & LTiRINT 5 2 L,

B, BTCORHEICOWT [FiL 72 Bz ] i3 [EEEZY ] &b b0 oy
2R NBEEBIC, T~ZORHEHICOWT, —2lE [FEEL7= /Bl KFzy
EANDZ L,

7 BRAMERICEE L2 0ETET L L HBD 5,

4 ZAVF—DHROBIE DD, A7 4 ACH - s L OER. BAEIOERRILD
RUEK - RO, AEL - IR T ANV F —HBE 2 TO R WEE (BB, =0 2 %
DIREHPL, VA —LEX - 7=V XDJHT. RENED B WEEMOFIHSE) 0%
MBIC%® 5,

BEPLERORERFL 725 b DICOWCHEIE R EHLUICED 5,
T JFEEYOFEAIM. IR EERE e A R OSEIE e LU 1285 B

T



E 320

BRESEFHEID 7 n 23 v 75 4 7 v RAFEHERDEHRS &

=

LIFD 7~y BRI o WT, ek 2HE L £,

7 BEEAMHKEICEE L b 0riiET 2 L9805,

FEheL 7= | EaddE
RGN {Ipae 1| g | 2ou
WRE 72 2P OEHEICY 72 0, MEREE 2D 32 L5 2
(B LRIRZFD LI BRIREITo T BILEEL LEEET 2) | - -
TSR 2T 258103, 0B 2 LHAHAEER b D2 TET - -
T EIIBDTW3,
Z ofth ( )

- bFRdC L /7] Ic—2bF =y 7HBALT (BT [AFIREYN] ) . Zoftholl

DT> TRV AIZ. FOBHh
( )

4 TALF—DHIROBUEA S, F 7 4 APH] - R EOER. RO REFIRIT D ElEE -
R, A -« IR T AV F—HEZ{TORWEGH (BIH, =0 2 o B, v r
—LE X« 7=V EXDJT, REEEDO R WEMOFASE) oFEMiIcEED 5,

L 7 Fhta L 7= i’iaﬂ#
S Bl | %Y

FEEMRHCHER T 24 7 4 ACHM - BEWEFICOWT, AEARIHD - -

HATP = v Y EIRICED Tn 5,

FEFHRFIHEH T 24 7 4 ACHM - BWEEICO VT, RifEL o=

MR 5, ML EOmERE. Rz Thk Wi, @) iR g EIc O O

LHTW B,

HEENERFICER 3 2 Hl - BREI D IRAICHRE R FIE T2 5 X 5. - -

TEHAM 72 SCBHED B - 725 & B H B Tn» 3,

B0 7 —n e XeZMD 7 + — L XDOFEEICED T B, O O

Z ofth ( )

- bR [HEELZ/807-] IT—2bF v 73ALT (T [FLdE%4] ) . Dol

HHIT-oTRWnIGEIZ. ZOBH
( )



v BEEVIOFEAMIG], G 2 R 2 A S OSEIE 7R LT 12 850 B

FhaL 7z | AEddk

BRI 72 5HIH )
* i | s
HFEDOYHF A4 7 BT w5 (VA 7 FEEFE R LTs2LD
0 0
ml)
HERMRCHEH T2 77 2 F v 7BEM 2§ 255 10ERICE- T - -

HYNTFEREL T 5,

Z ofh ( )
- FEoC TEEL 72 /%07 Ii—2bF x v 2HBALT (BT LY ) . ZDfhioll
HHITo TR WIEAIL. ZOHH

( )




LC-MS/MS I & 3 »UHBO—F TR IEEE
(UNEEB L UAEHD T-2, HT-2 X U DAS)

0 M
AEHEMESETE (R SOP) 1. MUZATEGE NEMOKFEN & Rt v % — 6 EVE %50 b
THHEF — L HERL L 72 TLC-MS/MS I X 2 /1 €50 —FohiEefpiEs® (ZHK Y ~Nho
T7HFY Y LFEH), B 14 iR] (SOP JFA) ZHIC, EEAKES EE R B BOR T E 5 5308,
WAZE OUNE, KE) o T-2, HT-2 KU DASIBED 3 HHE 20T 2720 B L =%
DTH5, AKSOP (3, SOP JFA L JFH, HELFIEAZ LR -HNAETH 328, EHE, €8
B - BRI R R B BRI D W CTINE %2 1T - 72,

1 8 M
COMEREIZ. NE. REDOLUTO7F I v LHmROERICEMNT 2,
pagilgi g Fi
T-2 toxin (T-2)
HT-2 toxin (HT-2)
diacetoxyscirpenol (DAS)
2

Harmonized Collaborative Validation of a Simultaneous and Multiple Determination Method
for Nivalenol, Deoxynivalenol, T-2 Toxin, HT-2 Toxin, and Zearalenone in Wheat and Barley by
Liquid Chromatography Coupled to Tandem Mass Spectrometry (LC-MS/MS) : J Anal Bioanal
Tech 2014, S6:002 % U* Single laboratory validation for a method of analysis for Fusarium toxins
including deoxynivalenol-3-glucoside in wheat and barley. Mycotoxins 71: 59-62 Tl X 4172
kit ko<,

AR HEREREL T b= PV —AKEEER M L, BT S 7 24 (ODS) kU
UOHEMREEMSEEI =7 7 L2 THEL &, &7 % = & ) VEERRIR KSR I A
fRL7-b DR EHEIR L 3 5,

— ORI FROBRECITI 2L B TE 3,

HPLC 13t 7 7 22 VT 2iK 7 7Y = v P Wi % AT 9 TR0 B 12 MS/MS © MRM

(Multiple Reaction Monitoring) & — F T, E&IINEEL CHMERZIERLIT S,

*: MRM : SRM (selected reaction monitoring) & [A]3%

3 A

3.1 ¥

IFEHI : KFlhe kit B, JEIRY)F[E/H T8 7o, alBREEIFIC 24 7= ) G2 132 Bk (R
BETI &,
AFENITFICHTE L T8 6 DLIE, IFEPTICH 60 SFED IR T T8 2L
— FD b DFMEHT S,
LC-MS/MS BB ICHH > 35T XK I D0 Tl # b D#H 8, &7 X#HA
I, WHEOKTT TR, FRLCNETEHIN TS b2 [/HT 3,



3.2 B3
3.2.1 #FHEREE (7Y v 5HH)
DUN o i IS HE AR XX RS  CL IBE RIS L, AEP I PRI T B3 b 0% EHT
%,
a) T-2100 pg/mL 7+ F = b VLRI « B 49161-44
b) HT-2 100 pg/mL 7t b =} U L3R : BIHAL Y 49161-46
¢) DAS 100 pg/mL 7+ b = b U Lk : BIsRAL2E 49150-16

3.2.2 NEEHERSE
a) Verrucarol (VER) E1 7 4 v A FIEHEE 225-02231 X IT[EIZE 5

3.2.3 Z Do 3K
a) BERE JIS HEfLA b &1 7 4 L AHIEHEE 018-20061 1% [F% 5,
b) Imol/L BEEET v E=v LA : HPLC | &+ 7 4 v 2 FEHi3E 018-21041 1% [FI% i
o) 7 b=+ VL LC/MS Hl EE£7 4L LADEAEE 018-19853 i [R5 4
d) @ik LC/MS Hl E+7 4 v 2 ADEHIEE 210-01303 3213 [R5 4

3.2.4 HPLC 5y 71 7 4

NEE3mm, £ 250 mm ODRT VL AEIL, RS um OF 727 VUit )7
7V (ODS) #FTALZD D,

(f5]) Eclipse XDB-C18 (3.0 X 250 mm) 7L ¥ + « 727/ vy —%
JERFIH B BICIS D T — R Z L 2L TH L,

3.3 ik
3.3.1 fhiHR
T F=FVA(3.23c) LBk (3.23d)% 80:20 (v/v) DEIATEAT %,

3.3.2 FHIAMR
7k b=tV N(3.23c)). HiiK(3.2.3d)). BEFE(3.2.3a))% 5:94: 1(v/v/v) DEIEG TREA
35,

3.3.3 HPLC ¥ #itH
A R (3.2.3 d)IC 0.5 mL © 1 mol/L BffET v & = L7 (3.2.3 b)) LT 1 mL D EfE
(3.2.3a) %Mz, 1000mL & ¥ 3,
B: 7+t bF=FVU(3.23c)ic 1 mL OEfE(3.2.3a) %A, 1000 mL &3 3,

3.3.4 PRTFFIERHETAIR
INFNOHBIEREREZT 2 b= F IV A (3.230)THMRL. EED 20 mg/L TdH 3 R7FH
BHERIR 2 B L . MRS 2, £/, IRFAEERR IR O i o RARSE & L iR
LTH vy,
GG R IC O W T, S HTHRBEPTE O RRUIC SR AR 0 R, 4 BIREE, IR, J1%H.

1

iy
TH]



WEZECLERELLRT 5. BAMRIGARRE 1FL 55, 1 F2ELTHNT 25813LE
Tzl L CHMMIRZIER T 5 2 LA TE 5,

3.3.5 MNiZHER

a)

b)

c)

d)

VER fRfFH##E (10 mg/L)

Verrucarol (3.2.2a)) 27t b =1V A (3.23 ) THEML., EBED 10 mg/L TH 2 REFEH
BB, HEBUIRE S 2, EEE (B0 100 mg/L) DREFAER 2B L, 10 mg/L ic
FRLTH X,

ANIMANEESER (VER 2 mg/L)

VER {#EME#(3.3.52) 5mL # 25 mLe®R 7522 icl|th, 7 +F=F Y 1(3.2.30)
TERT S, FAUB2ZZ 25803 OEEETT 2,

I E PR HE G B AR HER. (VER 0.1 mg/L)

VER 7AW (3.3.52)) 0.5 mL % 50 mL &8 7 7 2 2 i) EHRGZE T 5, 20k, H
B (3.3.2) TERT %, HHMEBAEZ LA IR OELRHTT %,

TR TR JEE S AT AN F AT HE

Verrucarol (3.2.22)) Z7+% F =1+ VA (3.2.3¢)) THAM L., A 100 mg/L TdH 3 H1FH
BB, SRR ET 5,

T o OFBFEI IO T, D HTEBIRTE ORI MR IH 2 BB S 5o fEAIRIZ a), d)1F
B 3FEM. b). ol 1HEKE 32,

3.3.6 WK O FE S O FRHER O

K1 IEEREAHOEERZHR T2, £ 1 cpEe S2RERL 2 OMEF 2R T,
AR (FA%) IREE, (S 238, RINEF OSMHIIEE LT K, EA 13 HIE AR e
FPEEHENR (3.3.5 ¢)) TIT 5. SHEEERICO VT, B FTE ok Ic R ERIHZ LR T 5,
T 2. RINEF L2 LTS 256 X 0WHEBIFTE ORICKHRH LW T 52 &,
AR L 7 AR e PR L (ERIIIR IR A 2 &9 10 HE & 35,

1. RERORE R KB (HEALIHER : pg/L)

T-2. HT-2 % U* DAS =P8 51|

e I A W5 % e

(pg/L) (mL) (mL)
©) 500 PR R HEE 20 mg/L 0.25 10
0] 50 BT D 500 pg/L 0.5 5
® 20 W E @ 50 pg/L 2 5
@ 10 IR 2 50 pg/L 1 5
® 5 A E S (@ 50 pg/L 0.5 5
© 2 BiES® 5 pg/L 2 5
@ 1 BT 5 pg/L 1 5
0.5 B FESE 5pg/L 0.5 5

MIRTF R E R T 2803, 287 7 R 3 ICREE, ER2RED T, BHEZEREAL

THhLERT S,



¥T-2, HT-2 XU DAS O {Z B S IZBRESTQO~@D 7TEE LT 5,

4 Hd. &E
4.1 K
a) MEWAH : = EMob o () SHARP UT-205S 7 &
b) EBTRM : RNERD 001g UTT kg LEBHECTZ2H D
O BIFEF: FBAFETA 01mg MFT 50g MEAWETE 250
d) Ay 77vvE— By T7RFESFAHF =) 7000 rpm LA T EEIHEEL A A RE T,
50 mL BUEDRA—CAHBTE S DD (B) AM-3 (AR 7% &
e) 7myre—x—: HWEELZ A0°CIRL, EREREMFT CAEERRETCEZ 20 (i)
DTU-1BN (%4 7 v 7%k) 7 ¥
) O . ELE U2 g)EHWT 2000Xg D Eo@EOHEE RO TE 2D D
(ffil) CAX-571 (} I —4ET) 7% &
g) REEHAELT Y 72 3%%—: (i) VORTEX-GENIE 2 (T 4T 2#%%8) 7 &
h) LC-MS/MS + 27 4 :  (fi)) LCMS-8050. LCMS-8045 (E5itBI{ERT) 75 &

4.2 @A
HIABBREF RO R b vy A ey bidxnth, ZUAEEFIHCXVEREIN TS
bOEMEMT 5L,
a) vAbvAEexy b AAFER 100-1000 pL 7 &
b) ARV v X—: HIZEDY D
o ZBEEYRy LI FHIRHEDHO
d 2875223 : #HI73z2HDyD
e) MIXUNIZAANF 27
f) AR 100mL oAy 7TV v E—HAy 7RI vy X —
g) mOE : 50mL RUEom 728, FY) FovL v#EXiE 7= Y LD H 3
BHE# D b o
h) @O 15mL BOKRY) 7oL vy I 7 b=k YA Chittho » 2 HEHE T 1mL #
(VA2RE P2 WE DN IE IR N
D ABRE 0 EHP T AR CEBERAEREICKETEZ 20
Dyl vyr AvTLY 7 4R —A42k) RO CEREHSEEE I =5 7 4(4.3b))1cEE
BHRETH V. 6-10mL ATHY 7oL vEXET 2= VA ZitEOH 2 MED B
D
k) Av7vvzansz—: FKkM: PTFE #CfES 0.20 pm © b D
D #H7RBA v —1F 0 REELEEACTYH Y TANATLICTHEATE S5 D
m) #v IS4 T LC-MS/MS oA —+H v 77 —ClificE3bD
n) BEEFRRETA @ BRERECHRAROMRELRTE 5 A

4.3 FEMEfHE A 7 &
2) ODS 15 L : 71+ v 7% C18(ODS)-11 (2g/15mL) (B4 7 4 A L FIeitis)
b) 2 VHEEHH % HEE T =4 7 4 : Bond Elut Mycotoxin Jr. (Agilent 1)



5 R R
5.1 Bey—1t

HHELEBABNC ZEY P KM B E I N T2 AR H 2 -0 SBHHE IS, HH X
71ZHFAE 3~4 mm BEOH (52v) HWTEYELRET 5, BYFERERO XL
R —Xalkk (10kg) %, A TS 2 MU ERA, Xi3F) =5 L v BIRICHE L 15 DREIR
DIRETEALEIT I,

5.2 i

B R DR (1 5 Retsch ZM200 #83E.L» 2 v (Verder Scientific #1)) 1T, X EFH 10
kg &8 ZHRE 1.0 mm LU I —d 5,

INFIT B WCTIE, WL 723 th o 20 2075 & EEA I 100 g §OELL TRAL 2kg &
T2, 202 kg 2R ZRE 0.5 mm BT IC KB L. Btk (1 kg 90 2 08 L CTRE)
L35, BitaEke (lkg 322 0%) k. REHOFR ) =57 L 84 “Hic L cEHaE (4
ICTRAVERR) L, Oe2% 6 HUEDSHTICHH L, KO ©—oiF EMEE] & LT, &
BN (-20°CLAT) CTRET %,

KREICBWTIZ, ML 23082k 10 272 S EESIC 100 g 2L TRAL 1kg &
T2, 20D 1 kg 2BEZRE 0.5 mm AT 2R L. stk e 375, Briealehix. REEH
DAY TF L vEEE THICL CEHUE JHEICTAVELIR) L. 6 HLAEOSHTICER L.
WHEN (-20°CLAT) CRET %,

6 IHTERAE

AEHCHHERB3. D)2 M A 25 A& AT 6.3.1 O TRECOMNE 2 ET 5, 6.3.1 0T
MERT L2REYZE0HEBE X, B0, L CndiERN (-20CLLF) <. 1 2AMAD
RENRTE %,

6.1
6.1.1 ¥fralkl (1kg) X v 49 hratkl 10.0£02g Z AR 420))ICHRIL, ¥X FrvREe~<y
N (4.2 ) CHHMAPIEEHER (3.3.5b))0.5 mL ZIEMEICHZ 5, 3. s RsRloH
ST OBRIE, FIAE I B IS U CHR A AR HERR (3.3.5 b)), S iR EE A AT IR s i
WAEHERR (3.3.5 ) Z MR XITZ DL TMA 5, aRH &2 BRELL 72 i H A 8 1m sE N -20°C
LUNC. 12 WA FBEORAE T 2, RAFIAR 2 2 B 2 B2 723556 13, roxffRe Lk

Vi
PERCFHIE - IS (EH L 7% 0> 72 Feade D BHtatFhid, 71 & BE & in N (-20°CLLT) TRIFT 3.,
PP 12 G D F T FE D i fE D e #R D L IR (50 ug/kg) #4234 1 EWi T3,

6.1.2 {RfF L - AHHAT 8 & SAIC 30 ML BB L, BRICH T,

6.1.3 ARSI ARL Y v &2 —(4.2b)) THH#(3.3.1) 40 mL LU 2 F vH <y +(4.2a))
CHERZ(3.2.3a)) 0.4 mL 2 A, 5 2B E#ET 3,

6.14 7y 7 7L v x—(41d) CHHAERONEY % BB 11 7000 rpm T 5 7 [ LA E B H



T 5, FIBRNEYHEHEEICHE L TRAES AT LW L2551, EIL@.2e)%ET
& L7cidbl 22 &8 & L2tk hiR(F 2 2 o RELEINS 5,

6.1.5 HHAEIRONEY %@ 0E (4.2 )1 L. 2000 X g Dz O HLEE T 10 rFhE 0o 5,

6.2 WifE. 5l
6.2.1 MmOt cE LN FiERoBETR 15mL % ODS A 7 4(4.3) 1B L. HAMET T
BRHR O 28 %@ 0E (4.2 h) IR 5,

6.2.2 FELL 72RO 6 mL %2 ) v (4.2 ))ICERY ., 2 UEHERHA%EEI =77 4 (4.3
D) ICHEE Ly MIE L 7228 3l 20 WAHIIE. B D 3 mL ZFER L, $5< 2 mL %
DB (4.2 0) IS 3,

6.3 BURHA DL

6.3.1 BRI L 72 2 mL OEHE D 5 5 1.6 mL (EiREE DT RA I EEER(3.3.5 d)) AR L
b DR LSO ETEET2) 2 ER F YRy b (4.22) CREEA.2)) 0K
L. 7oy 2e—2—(4le)CiiEL T, 40°CLU M CEFR LW E T, AL TERICIRE
T3,

6.3.2 AFEOEREYIce 2 b v ey (4.2 2) CHAEMK(3.3.2) 0.4 mL 2z, @EEHEE
HHE(4.1a), BBERALTy 723 x99 — A1) AL, XCRALHAMT 2, &
TR B iURE 0 T4 AT C i e B 2 AT RE VAR N A AR HE R (3.3.5 ) Ik oS A N AR HENR (3.3.5
b)) DHEME R EZ Izl oo Baix. XKoL BY, BRMKG3.2)%MA., X R
B LHERT 5,

FAME O & (mL)

= 6.3.1 OfE (mL) X HIMANE$ER (VER) O#EE (ug/mL) X FHME@mL) X 0.25+ 1

(pg)

633 BONZEREL ) VUL ICRILT, Av 7Ly 7arx—(42k)R@EL, A%
By IANALTAA2M)ICHA LA T A8 A 39— F(4.2])IcE b . LC-MS/MS #lE
kAR L § 5,

7 LC-MS/MS &
7.1 HPLC 4fF
a) 7#fEAH 7 241 ZORBAX Eclipse XDB-C18 column, 3.0 X 250 mm, 5 pm (3.2.4)
b) BEIH A: 0.5 mMEEETY vE=7 L +0.1 %DHEEE (3.3.3A)
o BEIMH B: T F=FYUA+0.1%DEH (3.3.3B)
d) ## : 0.3 mL/min.
e) 17 LHERE : 40°C
f) AR 10 pL QENRES O v — 7 mERHERTE 2561k, 10 ul LT ThH X
Vo)



g) VIVIVIEER2DLEY (EEL, R0 2 fikiitTboTchniE,. ook
PRIZZEE LT X, 1. BEIH A Ol D 90 %2> 5 10 %~ DI B D L Z L EE %
EHE LW, 2. EAROMB L cHEEHIHE 4 oML @R L 72 IRETCROHEIE 2GS %,

h) E#FE TR O REHE A2 ED - —ER ( Ny F 770 (BEEEOEE) &) %
FYVVETU ML, BT EoNS TADNESF L K LRE V2 80» 2 & & HERR
%,

#®2. rov v bEE

U E TR B A B B

(57) (%) (%)

0 90 10

1 90 10

15 10 90

18 10 90

19 90 10
23 90 10

EEHIE 4 — 2> 77— 2T S5 6, IR & T 5-10CIEICHET 8 & & PHEE
L

7.2 MS/MS 4t

7.2.1 B%E
AFv4ts  ESI R¥T4 7, AHT47
DL & 5 100°C
b—F7my Z7EE; 200°C
fvr—7=x4ZWE;  200°C
FoAA4 v ITHR; 5 L/min
A7 A —=HA; 2.5L/min

7.2.2 JEA A v
HENRE S ic, R3DMEA A v OMICHEIT S m/z DTV h—H—AF VKT ux
7 M AFvoflatbEohrs, ERBROEEHOA A v E22hEn 1 L LERLEGE S
%o
WEEHEYE 12, EMRAA A v Z2HEL 2L TD L,

£3.WEA A —&
HIEA A (m/z)

WEMRRD Tl 70n—9—ddy  Tuxs i Aty
; 484 185
T-2 ; 484 215
: 484 305




+ 442 105

+ 442 215
HT-2

+ 442 263

- 483 59

+ 384 307
DAS

+ 384 247

+ 267 249
VER + 284 249

- 325 59

8 FEME (HI%E)
AEHAR ZHIE L 72/, 2N Z D m/z © MRM CTEEA 4 v HEWEA 4 v 2R L.
ZNEFNoY — 7 OTHAORFFRHZERES &~ L w3 5a 1, YEoiEor—27Th
5 EHET B,

9 s (HEMEDHRE)
TEIZ, v —7mELEZHCZNEELRICEVITY,
v— 7. £ 4 oONERE L oL TRD 5,

% 4 SN L ST B Pt

i PIERIE
T-2 VER
HT-2 VER
DAS VER

B, TRLIS 2oz & 4 AU EORESICX VIERT 2, EBEDW
MoOBAMFHRERE LT X, L ZRERIT. 2 OHBIRE r 28 0.995 DL L&A1
HALERICHWS,

AEtH oI EORE IR X VENT 2, b, SREGEARO IR IE, 6.1.1 T
TN L 7= A PR HER DB EE R RIS U T, RACEL 2B EELET 5,

AR R (mg/kg) = FARHATR O MIE il (ug/L) X 7 7 7 X —
x (10 (g)/FkIHEE (g)) x (1/1000) x 1 (L/kg)

X EEEHRRE OB DEHER
B PIERE (mg/kg) = EHAR O EE (ug/L) X 77 27 & —
X (A FH N EEHERE (VER) D2 (ug/mL) X & (mL)/ 1 (pg))

x (10 (g)/HHER (g)) x (1/1000) x 1 (L/kg)

2T, 772 2 3HEMIEERORRE L L HIRKEDHK T 5,



10 £ & FR(LOQ) Kk iR 5 (LOD)

T-2, HT-2 KW' DAS #hZFhic, LOQ i 2.0 pg/kg LA F. LOD % 1.0 pg/kg AT % HiZic
HET B,

% LOQ & LOD i, EH#ERWAERML7Z 77 v 7Rk OhE, KE) 2w, —EDN0H
TEZAT o TR 72BN IC D W» T, 21 BIBA B VR LENE L, £ Of5EH» O RH & h 2 R
FICHIEHRET 5,

LOQ & LOD FEMH & LT, 40 pg/L ORAEFEERK M T 2, W #(F 6.1.1 TERELL 72
75 v 7 RRHC TSI PIEERE (3.3.5 1))0.5 mL N3 2 & & ic, BidEAEERK % 0.5
mL GRBIHIEEE L LT 2.0 pg/kg #H24) &N 3. HHEEME 6.3.3 TIEMK L 72 LC-MS/MS #I7E
HEEAR O ERE% 21 [ VIR L, T-2, HT-2 XU DAS % 1L F N DR o SR 24 2 B+
%, LOQ & L TO0.5nug/kg, 1.0 ug/kg. 2.0 pg/kg ® 3 EEH» 5, [EHERFZE X10] Ll EDR/N
B AZERLKRET %, £72. LOQ®D 1/2% LOD & LTHRET 3,

IFEHIE  FE A IC RO LOQ & LOD DFEDR N Z 7, 0.5 ug/kg, 1.0 ug/kg, 2.0 ug/kg
DIWEDS, 2B~V T FADN—=XF 42D Fn s 4 L (S/N) 2510 L E
L BRIEEED LOQ ¢ L TREST S L IAFEE T3, CDFE S 75> 25K
ONZE, KZE) #2023 25, 6.1.1 THEZERIZFNE T, 6.3.2 THIEMED D Y
IR D 0.5 ug/L, 1ug/L KIF2ug/L DEER (NEHEZ G L) ZHNA TEEWH
TS, ¢hooEr—24 9 S/N #25/H L, LOQ #2F& &7 5, LOQ @ 1/2 #

LOD ¢ | TFRET 3,

11 P FR e B

RAHT 2 AT 5 Wik 13, B RE RS 1C 51T 3 RES O EHO B ERIC o\ T CER
044 H 1AM RIS 117 AR AL R R e ER) ORE TS0 i
HAFTA v cho CREEIEFT 5, 727 L. 5 BLLEo# YK LRERIC & 2 B>
BTk, NEEREDT T v 7 REHC D% 10 pg/kg O MIE CHINT 2 IGRER % 171>,
Il & R & ko B,

SHACE Gio Y ) oRMEIGRES NED T 5 v 7 HBHC & HiiE% 10 pg/kg ¥
ML CH 5 25, % H A atEHc KE 2SS T w2 BAIE. KEORMENRBELTS. 77
Y R AT S

U D FFAFIBE 2 60-115% & L. HIBESN oA 25 2 37 L < Lc. PR Y3tk
L VR EIIABR % 17 5 .

12 Fox
—H O ORE KR O, FRZ OB AR 2 oW REBIPTE ofkIc ik L, T ofk T
Ee»ICEEHEOMRE T B,

“

oo

13 RO EH, RE
FLER X WTHRBE AT O B HFIHICHE > CTEHEL, RET 5.



14 fHF L 72 88 B o JLE
14.1 HEM T 2 8RB 0P

ST % 8 B OB, A CEEHICIEE L 21k, AEKTT T X, IRk TT
TR, RUERFICRET 2, LERELT 70%T X)) =V, TX) —AVETIHITTT
WSt RIEELIEWICIRE T 5,

14.2 ¥4 A RBE D FEE
FEEREFEY L L CEYVIICUE TS L,

15 &R D LB
PR, FEMR. BET v ) 3o MiisBE o BUE I fE o & EYNICLEE T 5 2 &,

- 10 -



i tH

IT #8100+ 02¢g

| womsnUs-n IS |

v PIEEE 0.5mL

BHRTF-20°CLLF
12hell E2 wkELF
]

"E TA 30minklt

<—— BHA 40mL
f# o04mL

"E TA SminklL

1
B8, 7000 rpm, S minkl b
1

REMERT
SOmLE & LLRE
1
W5 RE. 2000 X g. 10 min
: )[ LR#E $15mL
.
e B - F 5
ODS(2g/15mU (2 & AW F«aZ LG
]
A BE % . s
[ 15 mLE B LT RS J A B2RETTARTS
|
6mLE S MAENSLICAR AV OTNELABRT S
B0 ImLERE
)[ @ik 2mlL
\ .
e B - F 5
1.6mLD & @ A%
BB IR3
|
BN E 40C TEXAT
< MEMRA 04mL
LC-MS/MS

I FIE7 v —F ¥ — b

11 -




