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ARRAERNMBTHATFUESIC. BF. ZEMFORTH 19 MERSEREMER
RYIEENELERNE BRFENFL. RERBEENREERSEUIN, ZFH
ERSREEERRPAMNTZERSER. LA EERRUNZE KRERNERE
B, BEENHEMHBUR UHPLC/MS/MS BIE., XARFIRERMHENEWEHT

IS, AR EHRENE T AT ERT 66 MREENERSRHTHNAWIEL
k. ZHERIHARHREE, SBREEERRE 0.04 pg/kg WERAEHZE B3,
EERFHENY, XASHAMINRERES N 10%. K24 60% NER-2HHA
BRBT 70% - 120% MERMEWE, ERERENEFRCEZEREKERE (FlNKE
HAER) FIHEERHNSWYAMEENESIH. MEEATEEESIEEMLL,
ALSHERMEKERS.

GHEERTRRATLNEREGIN, SEEBLETE 40 MARNEHRREY. &
BYE, FERHNSEHELNZRELENNEY, MEEERE. RRAEZEB
MERFE, TEBREFENETHERTES 26 WARNSE. 2HERE Varga EAH
XEFHERANNE [1].

Agilent Technologies



AY
ERSZERERNRERE =Y, TxAMBY =L IEN
SMHER. ATHAETIRETTHELEERNEY, Als
#. BE. KR, EROMEESMHARNERPYTRIER
5% 2. ERSREAANTERKEES], SRALERRANE
st EERCEEHMNLENERSEY. KO+ Z#H0A
HEBFFENRREE, SERRMANTZIKE. KEZER
SiEM (EC) 1881/2006 REBERFHME TRRTEHSER.
RitHE. KDER. BEESZEA REEENEXRFANS
BEE [3]. 14, RBEZERS 2013/165/EU BIHITNE THE
THEE, RIMNZELMZN T-2 71 HT-2 SENRZHTREE
4], ZEUEYELEZALNTET MREERRRRLR
EHMITAE) BEXLERSRAESIARRRYPEENE
. MEEERSEHITRENEENH, B—BiRAE—EN
KEBEET LC/MS MZ BIRMTAZRIK. HR=ZEMRFT
R MEEMHENRRETENTE (FINRERHS MRM I
B, B ERTFAMAREEM T L HFREREBRLEY
HBRESHTAE) R TX—BRNER.

mi

ZEGANAENREAETEENEN R AP BN HE L
HXTERARAFAENSRREZRBAOITY. EFLH

HEZHEZ BRI EHNRRAMI AT EESRNHE (5],

MROXFEREEMERTERSRSENEHEER (1],

RREMBRAHTARNTR. REVFHES, EEMER
REREAFROMT. MREHER, KRN "BR" Z—A
IEFREBATE, BEEEPERNECEENFLERTRR,
MeEXFLERTEX. AEREER, ANAERTHARNAE
M#ER (. BF. ZLENFLR) HRAHARR., REAE
MKFRREZIARTEE. BEABSRABEENEE, B

HEE. FERNABSRERARMHEFIRTERNERREE (6],

NAENABSHERREERPFENEHESEIHBESER
A; MXFREEESRSEMERNFEER,

ANAERNMETHTERS 191 MERSZNEFREYEE
4T UHPLC/MS/MS % BiRA %, ZHEARABUNZE-
KEERHTRREN, REHBEENRNHTRENE. &
YHELC. BF. LEMFORD 65 MREZTRIMF iE1EEE
SEHITTREENET. ZHERRTNRF L EH T
THEIMEMBR, % Varga FANXES [1] XA ERE
REMNERETTERFHENNE.

IaERS

B, SttitevhBRER

PRI FIFAFIA HPLC B LC/MS . ZFE. BEBMZBMA
VWR International (ELF|4thal) ; ZE$EME Sigma-Aldrich
(BRI 4Ethan) . BAK=E MilliQ Plus 24 (ZER/RER) .
HESZSMRERMBE Alexis Austria (BMFI%EdY) |
Alfarma (3FRLFMEFHE) . Axxora Europe (HLigR) .
Bioaustralis (K& Tebu-Bio £$#) . Iris Biotech GmbH (&
EDRE4FEE%ER) . LGC Promochem GmbH (BEFER) .
Romer Labs (BEHFIEI/RE) #1 Sigma-Aldrich, ZHHFREH
KRB AR E S BH.

TR A RAEL S A E A REY RN B SRR, BSik
EMBRBTZE. P KSHREWP. BEMHRERTTR
BHEREEHE 13HERLEYHRERRER. EERT, BX
EhEHBRESHRSAMTY IERR, RERTRAENZAH
BRERKMR. HmEESESARURPERBREERZAT -
20 °C Tf&%E. AZBE/Kk/Z8 (20:79:1, v/v/v) KRB TRERH
BIERTMHIGRERR.

BEERWERMHNIEEAEMERNZREE. RAEERE
EREIST -20 °C THE%F. HREEEFRBREIGEIIHITHRE.
FREX 5.00 g (+ 0.01 g) #MTF 50 mL BRBE S, FHMA 20 mL
ZEEGAH (ZB/7k/ T8, 79/20/1, v/v/v) . BEERE TS
EBEL, FERTZEE 90 2% (200 rpm), HEGRZRRUILRES,
BHEBERNHRARN (ZB/Kk/28, 20/79/1, v/v/v) 3
500 uL REREHITHE, LA 8 BEHE,



EENHFITERPE—HN—1TEkR, FEEEEHR
. AERZE, 2HEEHEZNERTINFERENS S
W IERR. BANERE, RERFRMMGFERURES
RRETER, BEARRNEERRTIARERENS I
PIERRIT A RRE R THERRE, FRILRE
B 5 DA A O 2R L [ M 2 X 2 B [ M R AT

wE&E
XA Agilent 1290 Infinity UHPLC BE#ITHEH, ZREEE:
Agilent 1290 Infinity ZJT3 (G4220A)

Agilent 1290 Infinity & 18 B Shi#t 25 (G4226A)
Agilent 1290 Infinity #Ei848 (G1316C)

ZUHPLC R4 SE & REFEHE R BEREZ FIER Agilent
G6460A ZE MR FEEXRA . XA Agilent MassHunter L1
1 B.06.00 BG4 HTEIBREN D

Bk

F 1247 1290 Infinity UHPLC &4, &2 247 6460 =2
BHFZEZETIESH. KB MassHunter Optimizer & TS L
RERRAREESRIARENLEE. BEFNFETFHERE
MR EHREMGEEENAL. FEZHIMIRREARD
REBFXHTEN, NEMKERRS 2002/657/EC RILF
MENETIRA [7]. ERREENTHRAESFHABTRE
EEFUTHEERELEDN (DMRV) B THTHF. FENE
FHMXEZEHTEIRURAES TR REHREFS X
i [1].

% 1. Agilent 1290 UHPLC 3

UHPLC it Agilent ZORBAX RRHD Eclipse Plus C18 #£,
2.1 %150 mm, 1.8 ym (EB{S 959759-902) , 25°C
ENE A: 5mM ZEk, BTHER/K/Z8 (10/89/1, v/v/v)
B: 5mM ZER$%R, BTHE/K/Z8 (97/2/1.v/v/v)
BEERRF P % B
0 0
2 0
5 50
14 100
185 100
18.6 0
{2 1ERTE 21 min
R 0.25 mL/min
HHEE 5L
ESSER FA B/ (50/50; v/v) &k 5 &

%2 Agilent 6460 ZEIIRITFEASH

REER RERRECBRARNE/ A RREBFE
AR % MRM

TRSEE 200 °C

FiESHE 8 L/min

EUREN 40 psi

HWRIEE 350 °C

HRmE 11 L/min

ERERE 3500 V

TR B 500V (EBF); 0V (RETF)
ETRE[E] 750 ms

MRM 23 304 (EBF); 70 (ABF)

A MRM F&# 36 (EBF); 8 (AET)

A ] 173 ms (EBF); 902 (REF)
K IR R ] 3715 ms (EBF); 750 (fAEF)
DR Unit

XH MassHunter 2SR EEBIHITIEME. RASRER
ARG 1/x AR RN R TR, RIBRREEE LS 75
(S/N)> 10 KIfERELE (IEiEl, ETFESE) HEEER
(L0Q)., RMEEREEFMESHERNRUBRKE, SR
EBTHEEN L0Q, REmEERBAEREN £ 25% XK, B
EHEFILATERBEZRRS 2002/657/EC R HER BAREE
A, WhA R SRR ER SRS LR E A (7],



HR5HE

UHPLC/MS/MS FiZFX

XA 1290 Infinity UHPLC R4S 6460 = EMRFFFIEUEXA
FRET—HETERSERERREYFENEE LMY LE
% B4R UHPLC/MS/MS Fi., HTFEERBAFISHENFE N

MIFNTAEAE R, HOEF 150 mm ROEEHN 21 H$PHRIETTRTE ,

EETHARER AR EREMESTRRER MIERE, 7
BEEHEMATYNE. B1 ERTESETER (A) MHEF
X (B) TREBIMUPERE (REFEAMYWAR, 4 0.04-
250 pg/kg) MRERFHERTHAEBRLEMNEIELE,

MEHESE M, MEHESE G, MAMEE CHD. Bk
HE B2 M K1 HADEE B, IIADER B, NABFREE,
AENARSRE, BEEFLZREY MRM BT, JEUE
YK TRENE, AMBRELEX 3-ZHE-RIEFERM
15-CEBE-BHFRHTIE. AELERERFHE, THERE
A 001 oh (FIEF) . EFMEREFMT, (VHIAR A, C
D MK HC SRFRDHMUSWHIETR > 03 28, MFXE
KEMUREERMARMSAE, TRIHE MRM REHER
1 IR OF M.

URGEFERSESHEEFRILMRETHE/ITYHTR

W, EEEFERXT, sERERERTUBTESENEET.

HTREAESRESVANMEET, MEEEEEMES SR

BTRAHRBHRBRE, FitERHERMNZBREZL R
HEERMENHEE. HFOLHEEY, RAVNRFLE
FTRSHENRAEASET, BAREBETFRELATRES
HELET. ABTFEATHEIZREFHERTUBETIS,
HEMUEWTIKRY 20%, EEFCREMSWENTETH
THRBFERENES.

SHUEMERRNREBFX, MassHunter BN HTEEHE
HYERFEERNBEFHEATER T, BMLS—3HEA
EHBEFH. ARREEBTFHNERILPERSNERT, B
AEEZEFHEATEE T, RIEKEZRS 2002/657/EC
RWPAENIRE [7], 2B REEARTEEEEFHEEES
Frizit, FEHIRICERE.

HiEMRERIE
HFERXERINBRRIARRERERLE (RASFF) FRIE
ERIFRE, AEREHSEENMRHESE A UMIERSE
ARBEESER, BRAFEMERETTHARERIE. &
SHEERAEAC. BF. FORMEENZ BRERPIMRER
BAEMESH. BEXMERETBRMANERERRHETMRE
MEERME. R ERMERA, AiTEHERSRAE
&, 65 MREESNY (RUEENEESE. TRRSEMER
PRHMNEESEUREEMERPEERHNERSE) A
SRR AR RIS 1] PEIFARE,
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2 ERTEBFUEATRENEMRESEE B, (A). AEER
(B) MNEME (C) URHBEFUEXTRENZHERE (D). k&
% (E) MEXRSGE (F) MRAEHLZ.

EMBESE B, —7MRE, BERTRE, 7408, BEATAE, 00C THME —7 MRE, BERTANMRE, 7408, BERTAE, 00C
X105 4y =1867.254701 * x — 32.481977 5| v=2965.230765 * x - 189574576
09, Re=0.99758427 *10°7 R2 = 099758427 °
. 244
081 A 224 D
2,
0.7
1.8
0.6 1.6
0.5 1.4+
1.2
=
= 1
0.3’ 08,
0.2 067
014 0.4
: 0.2
0 0
T T T T T T T T T T T -0'27 T T T T T T T T T T T T T T T T T T T T T
0 5 10 15 20 25 30 35 40 45 50 5 0 5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95
WRE (ng/mL) WRE (ng/mL)
AEEZ —7MRE. BERTMRE. 7108, BERT/AE. 0QC KEZ —TMRE. BERTNRE, 7104 EFER7/1E, 00C
«105 | v=64459.709768 * x - 145.379115 «106] v =13107-789706 * x — 274-424200
3951 R2=10.99739134 R2=0.99895016
- 1.1
27?5” B 1 E
2.5+ 097
2.251 0.8
. 24 0.7
£ 175 0.6
1.5 0.5
1215: 044
075 037
051 027
0.25 0.1
04 0
-0'257 T T T T T T T T T T T 70'17 T T T T T T T T T T T T T T T T T T T T T
0 05 1 15 2 25 3 35 4 45 5 5 0 5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95
WRE (ng/mL) WRE (ng/mL)
BEE —7NRE, 2ERTNRE, 748, BER TR, 00C EXABHM -7 NRE, BERTNRE, 708, BER71E, 0aC
%105 |y =2269.702257 * x - 668.567386 %105 | y=3332.829116 * x - 333.927592
RZ=0.99816938 1 R2=10.99843664
5.5 ]
55
57 ¢ 54 F
45+ 454
4+ 4
3.5 35
3’ 3,
= 2.5 25+
= 24 2+
1.5+ 1.5
1’ ‘I,
0.5 0.5
0 0
0.5 -0.5-

100 120 140 160 180 200 220 240 260
WREE (ng/mL)

0 20 40 60 80

0 20 40

60 80 100
WREE (ng/mL)

B2 EBFHEXTRENEHESEB, (A). BEEZE (B) HEHE (C) URFBEFHEL TRENZHERB (D). XEF (£) FUEREGT (F) KL



EBRERSRRGHAMREREYZVEET =M 24,

EETMR (LLOQ) BURFREKLEY. ABRTFEL pg/Kg EH
Hpg/Kg WEEA., X—EEEEZETHRILELRERY
BIERE. HTHSKZETHE, B LLOO REEREETHS
FHERILTESYH, ARERESEEN LLOQKSTRER
R4 2006/1881/EC EMATEEMRASE 3], HILZT, &
AWM ERBFE T2 F2M LLOQ MR T EME L RN S BHRY
Fik. BFAESHEAME BRI MY ZE LN R FFEmit
T, AEEFRSHARAERENEETERELE
MKBEMNREE., RAEERANMBEREME, FEZL
HFELEEASUEERERERNITY, MitrHEERY
FERBREFEAMMINREE. REREENHMERAE
IR H (8] FATAMHEREN (ZAERITELTEESER
F&£E 191 #owY) . EERBAXBERGHORNE (Fi0
Agilent 6490 =& [ARAFBTEL) [9].

REZREMFHERERRBHERRTERYENE, B3

ERMEARRLETEHERFAERIELSYHNRIAMEE,

0 u
0-20 %

21-50% 51-70% 71-120 % 121-150 % 151-200 % > 200 %
RUEME

B3 HRERRAER 65 ML EYHI RN ELSEAE

2 60% WIEAMYRRMEBELTF 70% - 120% KISEEN. %
MEIBMENRAZURERBERYEHERA TN LM, X
—ZRFEEZERAENTS, BAZAEEETKAEXFEER
EXHRN Y, WEEEXNENMBILESBZEHITEE.,
MOMARERME, SHRNEKEY /&L, BESH
wE, LERBEMIERERESRT 10%.

LR ERE R IR R AR R EEREEE, —f%iR, B
RRANERSRE—FUESWRET 50% RESHWEREKE,
AEIRDERNER AR ERIR.

BEREIMERSSERERRELE, TEESMHHEEN
R, 3F 57% S, ESMEEEESHTARE 20% HiE
SHAFEKR, SHERR. HRIBHSEEREXRULEY
MRS RTE, HLZT, LHUENRALEZNES
e, KEZFRNMFREZNENESIERESRK, 255k
295% 1 285%., EEMAKA, BERUZHEIERTERE
—AMEESHIHIEERHEHRR (9], MFZAEPHRILH
B EYME, KETHER, A, xAENFEERTEE
Fxi 191 FLSHITHRRENFE,

RRASRIERERTHRESRGE

G ERTHE 50 SHERHRTHERSE. B4 DRTEX
RERETHITRENIBEESENELER, LhaFEs
HESE. HERESE. SHRUREAEETREAN T2

BE,



x103
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551
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19]

17]

15

1.3]

1.1

0.9

0.7:

0.5

EMEBRG,
329.0 > 243.2 Area=2938

EMESEB,
313.0 > 285.0 Area=2531

338.0 > 303.0 Area=25718

143.0 > 69.0 Area=7225 X102 %1024 x1034
1 143.0 - 97.0 Area=7507 1 329.0 > 200.0 Area=2690 1 313.0 > 1281 Area=1377 461 338.0 > 207.0 Area=27620
1 4.61 ]
A 441 B ic 421 D
40/ 421 18]
36 381 2.4]
3.2 341 3.0]
2.4 28] 2.21
2_0: 2.2: 181
121 144 1ol
08] 1.0 0.6
0.4 0.6 0.2
161820222426283032 74 76 78 80 82 84 82 84 86 88 90 103 105 107 109 111
T &% 3-0-FELABHESR BEEZ 3-THERER
484.3 > 185.1 Area=3888 %1024 339.0 > 306.0 Area=2043 x102{ 801.5 = 244.0 Area=1270 «1034 118.0 = 46.0 Area=8313
484.3 > 215.2 Area=3046 38 339.0>324.0 Area=2690 1 8015 262.0 Area=1035 15]
E 3.6 F 2_7: G 144 H
34 ] 1.31
3.2 2.5 O
3.0 ] “
2.8 231 1.1
2.61 2 1.01
2.4 1.91 0.9
;E: 1.7 0.8
2 15] 0.7
: ] 0.6
1.6 1.31
| ] 0.5
14 11
1.21 ] 0.4
1.0 0.9 0.3
0.8 0.7 0.2
‘ ‘ 0.6 : : ‘ { : : ‘ ‘ ‘ ‘0.5, ‘ : ‘ : ‘ ‘ ‘ ‘ ‘ 0.1 : ‘ ‘ : : ‘ : ‘ : :
105 107 109 111 113 106 108 110 11.2 114 146 148 150 152 154 14161.82.022242.6283.0
BER LHETE TR R ER ERTFE
413.0 = 271.0 Area=1248 x103] 257.0 > 213.0 Area=19771 x104] 271.0 > 256.0 Area=176386  x10%{ 283.0 - 268.0 Area=489826
413.0 > 141.0 Area=878 3] 25702150 Area=17366 sg] 27102270 Area=29576 9.01 283.0 > 225.0 Area=96676
2] 01 8.5
| 301 J 281 K g0 L
2.81 2.6 754
2.6 2.4 7.0
2.4+ 291 6.5:
2.2 201 6.07
2.0 55
1.8 50
1.8 | .
6 1.6 4.5
}-47 14 4.0/
: 1.2 3.5
1.27 107 30,
10’ 08* 25,
0.8 ) 2.01
0.61 0.6 151
0.4 0.4 1.0
0.2 0.2 0.5

A4

100 102 104 106 108

10.010.2 10.4 10.6 10.8 11.0

12.012.212.4 12.6 12.8 13.0

133 135 137 139 141

—MEAF TR EFHR PR EREEMS/MSE, (A) BB (1300 pg/kg). (B) EHEEFE G1 (22 ug/kg). (C) EHEEZE B1 (15 ug/kg). (D) EBIB
(570 ug/kg). (E) T-2 &F% (41 ug/kg). (F) 3-0-BEZEHEE (39 ug/kg), (G) AEEZE (1.3 ug/kg). (H) 3-FHEFE (850 ug/kg). (1) BEZE (2.6 ug/kg).
(J) ZHETARR (49 pg/kg). (K) ZHEFEEFRRE (79 pg/kg) 1 (L) EFEFE (340 pg/kg)



FrEXBMNERGKET 40 SHARNERSE. BFERPR
HEiTENI&RS (36 %), HXEEE 30#) . & (13#)
MIFOR (55) ., XTHRRATASMHETFEREES THM

MERER, AW, F-HETHERTZET 26 WEESENER,

MEEM/\HEFRRPERG 20 HEZESHERSS, X
£ FCFORESRD, B-HERPREMFRET 17/,
13 #f0 5 Moty BEFRREERY. BF 42 MAEKENE
R, HXZBREAEAEB (331) . ERFE (304) f3-HE
BER (29 ). WA, IRPRHTESHERBBEERSE. &
7 M ERPRE T REASRER, DRETHAER (24 ).
BEE (21) MALSHBREMER (211).

BYNEAHRTERHNERSREERHESER, BN

ETZERSENRLARE. T/ 1M EFERIN\INMEERR,

FNGHERESE B, KEST 5ng/kg BIEFEMREM
2 pg/kg KEEENMRE, ZERERET 15p9/kg. BID, &
S 22 MEFRERTH 21 ME TEERENRERER,
EREMESEE B, Mk, HRESBIX5.5pg/kg. HRE
15 MEFRRPLEEN T2 #1 HT-2 %, ZHRHEXHTYR
B 517 32 pg/kg % 39 pg/kg.

—ERTHRASHERAREESE SR, HhTRARNK

EREi% 650 pg/kg, RERERERNRERSIE 220 pg/kg.

BTHRTPEESRENEESEE SHERR, MERTHRT
R TXMER, KERSIL 980 pg/kg: HARBEHEER
B, ZWUEME 17 MERPRY, REZSIE 540 pg/kg. £}
RERBHLEYRERER (—MENERMHLEY) . Zk
AYE—MERPHRESIE 6100 pg/kg. lI, BERFEMS
MK E &= 2200 pg/kg.

EMBAREHRT, AERENRERERSIX 12 pg/kg. ¥—
EEHRTEEARERENTEY. B 40000 pg/kg HIEER,
HEESPRE THERESZVNERAEER. ISHNERSRE
BRMERCFER, HRERSIE 130 pg/kg, HRARZMER
D, HIRE&ZEIA 51 pg/kg. FFORPNETMATYRE, B
UR—"EmZERERT LLOQ MERFRSE.

&k

AXFEHT—HBTUE 19 HEFSEREMEFREY
(BERERENTEERSE) HET UHPLC/MS/MS M%H
A%, EHERSFA Agilent 1290 Infinity R &% RHEHK
ERAFRREEEBE UHPLC A EFEHERENKBREE TE
ENBE, NTESMNSERINTENRNSE. ZHiEE
ERE, EEMEFHNANERNEFURT—SERBNREZER
TRiH#HZE UHPLC/MS/MS REHITAMBT R, ZHEEHET
Agilent 6460 ZEMHFRENNERFENSREE AR TR
RESREFROEA BB, XAE MRM MR EZMER
KREZKEMLAMMNEDRE, FBEIREEFRSHENE
—R5| Bir A2 B R IFEE.

MEL, BT, RENFORPIEZEERRFRL LAY 65 5
ERSROFERT TRIE, ARRMZFEEEBIX 66 MER
BRRTERSN. MTHEEIWATNE, ZHENTRELE
BEE. REARRLMZAEHRITTRIE, BikAEtbTRT
FESHEMRRMANERTNERSE, ARAMKRANE
A ERMBE—SITNRAITYRNTENELHE, EBR
PFHEHERRAPERSRNFERTMLTRE,

ZHECRATHN 53 HARMERER, HESKRE T 40 #
AEMERSEMERRHY. RERSER (HUZHELE
HME——MERANERSER) M, EtSER9HERHHHE
KiSHY. £ 50% AEMERPRAUETHRERR. REREER
B. EMTX. 3-HERKR. KEZNIHBMSRER, HoK
BYMKERS. FEEAFATETY HT-2 70 T2 SENEFE.
KRHENTSEFRSEENRETRINEEFITME, b, XTH
BEZNMENEE ZHEMMKERMATEE,
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