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QUuEChERS M amailitB45 S LC-MS/MS
WEMRBSDPH 12 WEESE

Xiia)
HESZ, B8, HyperSep, QUEChERS , Accucore aQ

s

AN KFAQUEChERSH RBIE, EaREEIERIK=ENk
HFREFEEN TIRAF 1 2MERSRIVRRQNG £, skt
R AE, BEER, EEMF, BIES. FRHAccucure
aQFRMEILIERLEIEIT, 158 7 XS AVRE RiEE
M, EBFRIF. RBLC-MS/MSHE, 15minIRIETHRIRE
HESZNDF, FHRERIFNEINE, [OIRETE60-110%
, LODA 0.1-2 ug/kg, A EATEEETHRAFSHERSR
D

1. 5|5
HESEEEHEEEERAH T ENES RS, 5%
SIRAZE. SHE. BMERK. KESESENERESERS
o, GB 2761-2017 BEREZ2EFRINVE BERTEESZIR
2 HETERTEHE5SEB1. EHSsEMI. KEaSEHR
NERE. EEEX. RMBSEAREXSFBIFHIREIE
. IERERESESI1008 EREELES”. #F. EhidiE
REESR, AHREFITEM6.2%. ATFIIERERE
RELZE, BREAMMENEFREK, RITRERENEASEES
RISHRME, KFELREXKITAHEE,

RTERESHEWESHE, BEEMRISHER, MHRREmE. RE
NTHBEETEESENSRER, BIUIFE—ERE, R
&, R, BIERNERRTSHERSENAD L. BRIE
HSREMRICERNG ZE2EMRRERMNE. REFEME

hi%EE. ETRRNAEEEBNBERERKM Z2ERSHY
TEEY, BELXEREE, BETRLEES, REEHEN
F, ZRERTIN, FEREME. REFMEILERFES
ZETHERMERN, #UHERTF, BE—DEREESR, 5
S—RENARS, FEGAIUREN,

AN EFQUEChERSTENRIA IR &L ik, RIEESRE, BEEMH
¥, EEES. 2FBAccucore AQ HPLC BIZHENEs, £EE
FAERIZIE AANZFE, R B 100%/KE, EITIEE 7Rt E
YRR EE ki3 . SEALC-MS/MSH%, 15minIRIETEAE
REEESZNDN, ZAERE=EE6THRATESHERSR
X g8

2. LB

2.1 (5

2.1.1 Thermo Scientific™ Dionex™ UltiMate™ 3000

2.1.2 ZEIORATERIEY

213285 (®@igdl, ZEEThermo FisherNd) ) ; SLIGFK A
a7k (18.2mQ) ; BEg (LCMSEE, ZEEThermo FisherNE) )

214 12MERSENVEREWEBEENIFERAT
2.2 KLEMIER A RECH)

221 EER: DIBHABINERESE, FEIAR, HIES

& 100 pg/mL,

222 THRK: LI2% RERIFBNIER, SN —ERERES



& (0.25 ng/mL - 100 ng/mL )

2.3 BIERMG

®I%HE. Accucore aQ, 100 x 2.1 mm, 2.6 um

(P/N 17326-102130)

fHiR: 35 C;

HEE: 10 pL;

AR A0.1% FEK B:0.1% RERZEE
BExRESR (F1)

1. BERRER

2.5 tFmBpIitiE

2.5.1 HFmih:

1) . REGgI R SR RANSOMLE L E S, AIA10mLIK,
EHE15 min

2) . BIA 10 mL2%FRERIEE, HERRES1mIn

3) . BAX HyperSep Z£EU#hE) (P/N 60105-332-B: 4g MgS04,
1g NaCl) , HUREFE1 min.

4) .>3000 g BE:H5 min

2.5.2 HFmigL:

1) . BE 1 mL LiE®&EIHyperSep F#bEH (P/N; 60105-

DL o A AW 5048, QUECHERS 2mL BIE #150mg MgSO4, 50mg PSA
0.8 95 5 0.3 _ ,
10 50 50 03 50mg C18 ) , =#E30s, =3000g &5 min
2 : o o 2) . B 500 L IS4, (ERILEKIEREAME, 130.2 um ISR
125 o 2 o R,
2.4 RIESM
BFR. BREEETR.
FEEEAR. SERMEER (MRM) ,
HEFLFBE: 3.0KV,
IFHFSIRE: 500°C,
BEFREE: 150°C,
BIAFIS: 800 L/H
EERMNENEFHEENR2,
F2MHEMRRERESE
LSMBIR T BR HBE 88F HFLEBE FBEF hiEsESE BFikiEt
Hﬁﬁggg 2L Deoxynivalenol DON 22%7711%* 28 5321155’ 13 ESI+
! 5-2%;5‘5 %ﬁ?g 15-Acetyldeoxynivalenol-D3 15-AcDON 6;%%11%* 1 g 132??1 ? ESI+
3ZM%§§§%§ 8-Acetyldeoxynivalenol  -ACDON —— -2, i P < ESl+
EHMBESRG2 Aflatoxin G2 AFG2 33%%%%* gg 2;11459 gg ESl+
HT-2% % HT-2 HT-2 v i g b ESl+
BIBSEB2 Aflatoxin B2 AFB2 %1155'%%* jg 2‘2“;:88 gg ESl+
EHEEEGH Aflatoxin G1 AFGT e . e o ESl+
BHBSEB Aflatoxin B AFB1 %1133'%77* g; 22‘251 gg ESl+
: e
5 =51 Zearalenone ZEN 3311%.1155* 1; ;gg?g 1? ESl+
FEMER sterigmatocystin ST %22%%%* gg 2?&82 Z’; ESl+
FEEBEEA Ochratoxin A OTA YT i’ e x ESh

. CRTERTET



3. XRER5TIE
31, HFREE

(L2 SPPEIEYO- TON SAVEBAIE

A 17 RSl T Chammely E5-
T Fi)

R o 1 Chaeais ESe
NG

L™

iy
A
ol
i i n n "
R
o
T H : m 5n " Iy

ig (RENZES)

PA SXEVO-TQXS¥WBA0069
201804 17-09 7 MRMof 2 Channels ES+
P 51 TIC(FBT)
qu s 10288
T T T T T T Bamas T T T
15 200 250 200 35 400 450 200 850 200 °m) 1000 1050 1.0
20180417009 6 VRM of 2 Channels ES+
P TICIFED
O:q 3853
T L R Aaa e Aaaasanane e L A RS
18 200 00 10 400 450 80 850 200 9% 020 050 10
2mE41T-09 15 MRM of 2 Channels ES+
[ L TIC(T-2 Tad)
mwl 287
] 200 250 00 10 400 450 500 3 600 650 700 7.0 a0 3] 200 2% 1000 1050 110
20120417409 4 VRM of 2 Channels ES+
p TIC (HT-2 Tk}
3 A E
Az
5 200 250 00 10 400 450 500 3 500 650 700 70 a0 850 200 By 1000 1050 110
201417008 13 VRM of 2 Channels ES+
| 1045 TiC(OTA)
O:q =) 2345
A s
12 200 250 00 1% 400 450 500 3 600 650 700 750 800 850 300 3% 1000 1050 110
20180417009 12 VRM of 2 Channels ES+
; 152 TIC (15-A00N),
qu v22860) 243
T .j—’\. B L I L A A L R A L MAEAR R man e
18 200 250 00 10 400 450 500 ) 600 650 700 7.0 80 850 200 9% 020 050 110
20120417409 1 VRM of2 Channels ES+
I 167 TIC(3-AC00N
qu 187, 2835
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T Area
158 200 250 00 10 400 450 500 3} 500 650 700 7.0 a0 850 200 B 1000 1050 110
20130417009  VRMof3 Chamnels ES+
4 624 TIC{ARG2)
=14 GE3s
] L F
e s B e B B o e e 1 B e T B B S e S
-] 200 250 00 10 400 450 500 3} 500 650 700 7.0 a0 850 200 B 1000 050 110
201417008 T:VRMof2 Channels ES+
1 870 TIC{AFGT)
10047, 16685
12 200 250 00 10 400 450 500 3 500 650 700 750 800 850 300 B 1000 1050 1100
20180417009 & VRMof2 Channels ES+
. 979 TCET
C; 4&. 674e
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T hres
12 200 250 300 3% 400 450 500 5% 500 850 700 750 800 850 200 5% 1050 1050 110
20180417009 5 VRMOfZ Cramneis ES+
: 35 TICIZEN
031 mkﬁl 2476
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T n T T T T T T T T T Arem
158 200 00 10 400 450 500 1) 500 650 700 7.0 a0 850 200 B 1000 1050 110
20130417009 4 VRM o2 ChamnelsES+
1 668 TICH
03;1 s 6750t
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T Area
12 200 250 00 10 400 450 500 1) 500 650 700 750 800 850 300 L 1000 1050 1100
2010417008 3 VRMof2 Channels ES+
[ 2] TIC (AFB1)
O:q v ¥ 77085
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T e
12 200 250 00 30 400 450 500 53 500 650 700 750 800 850 200 EEY 1000 050 110
20180417009 1 MRMof 2 Cranneis ES+
1 18113148 TIC 00N
.CE “ 6065
A
L A A 1 A T T A A MRS LA T T T R e AN AARAS e
12 200 250 300 3% 400 450 53 600 850 700 750 800 850 200 EEY 1050 1050 110
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3.2. #£R5iFi0
3.2.1 EXRP12MMERESREWERIIENLODIENRES
R3. 12MERESEBIWERHIENLOD

HEMBFR

WY BHR

1 e g YNE) Gl Deoxyhnivalenol DON 100 94 10 1
2  15-ZBEMYIREEEEIEIEEE  15-Acetyldeoxynivalenol  15-AcDON 100 102 8 2
3 I-IBIREEREEIEMmEE  3-Acetyldeoxynivalenol 3-AcDON 100 100 9 2
4 EMBESERG2 Aflatoxin G2 AFG2 0.25 88 11 041
5 HT-25% HT-2 HT-2 100 91 10 2
6 EMESEB2 Aflatoxin B2 AFB2 0.25 64 15 0.1
7 HHEFEGT Aflatoxin G1 AFG1 1 61 14 0.1
8 EMEHEB Aflatoxin B1 AFB1 1 o7 7 0.1
9 T2-F& T2 T2 25 102 10 1
10 FARKIREGET Zearalenone ZEN 25 87 12 2
11 EHEE sterigmatocystin ST 10 84 13 2
12 BB EEA Ochratoxin A OTA 1 68 15 0.5

3.2.2 I B IRATIE

2.5 20 B ISEINENIA R, IMREITEFN&RF BT
ERERE, AEITEFERPHFIMNEE.

[3F ] AEPSESEBIICB 2761 [RE2ERT, EXBHENH
B—EZNIRAET EHTHEIIE,

3.2.3 BB iEIER

AEBRIMPMEER, FHRESFEIXEN; TJLUEREUE
A ITEEZE, RN CEYETIN, JLEERBFEI{E
B

3.2.4 QUEChERSHEIAM B,

1) HFRAIGEEETHEMEFEEX (E23GCBENINIAS
BGCBEN ) , 2iWaAimRETHE, mHEE XS
DON. 3-AcDON. 15-AcDON. T-2. HT-2 ¥ELWK{EMR, oy
DEi i s 2 T Ve R AT 8

2) BGCBEWAITAFBT. AFG2. ST. ZEN. AFG1. AFB2
. OTA. ZEN. AFG1. AFB2. OTA. FB3. FB1. FB2 HfR:&
RURBEME, FESMESED #L.

3) REERAZGCBRYE AL, XYDON. 3-AcDON. 15-
AcDON. T-2. HT-2. AFB1. AFG2. ST. ZENt&M& R0
EIWERRLF, EEZHDF.

3.2.5 REUEM

KRALASRGE, 12 HEESHAE15 mnRIYTRISRIFAY

B, BE1A 12MERSEIVERRENE ((RERERS) , &
WEYREBENIRER RS, LODIEO.1-2ug/kgZid].

3.2.6 HEHERZERSD MK

KR EARDRAE, $12 fEESZHTENMERET (
IREEIIEERS, n=6) , SCIRGERIFAP, 12 MEESEEWIRER
#£ZRSD% ¥/NF15% (I&R3)

4. BL5

FR T —FREE BEAQUEChERSEIMES A TS 16T
HAVEEBE RN, EAHAccucore aQERE S ALILRIZEBIE

1, 1B T NIRMEC SRR EE SR, BRI, RALC-
MS/MST5i%, 15minAIRIRTAIKREERS RN, FHIK

BEIFHIEWER, EIERBEB0-110%, LOD}0.1-2 ug/kg,

Zh i EREERTIRAFEZEMHERSEZNDT.

5. ZE ik
1 Determination of Multiple Mycotoxins in Grain Using a QUEChERS
Sample Preparation Approach and LC-MS/MS Detection

2.GB2761-2017 Em&xeExIE EmTEESHIRE



KIS 9IRS Q Exactive Focus E21T
INEFEEPRIEESSR

5IE
EFRSZRERAR RSN A KA~ ERE& Y, STA
M HEEBRANBRREE. BHEEERKRALR (FAO) 4
T, @REFENF 25% HRFRZIERSESE. ATR
IEERAMEARNZ S, £HRENERBILEANSITRE=IEH
EREHFFTEERSRIRE BEZNRNAEFERRK,
BEMRK, EHENZZERA, AXRASHFEARFEN Q
Exactive Focus B3 7T B RBMF ZFHERSF EMRN T %,
TAERERESH=ENRITHREE, RETUNERER
FHREVRAEREME ST, THRESROEH M.

XA E

BmHEEIEHE

UHPLC: Thermo Scientific Ultimate 3000 RSLC

&i%4E. Thermo Scientific Hypersil Gold (50*2.1mm, 1.9 um)

SR 0.3 mUL/min, #HEAFR. 5L

TaiE: A 2mM ASFRERERFN 20 pl/ L M RRRRIKIA &
BAH: 2mM AYFRER$EHN 20 pl/ L A9 FRER REZA &

EER

Time (min) %A  %B

0 98 2

2 55 45

6 2 98

11 2 98

1.5 98 2

14 98 2
Ri&HiE

Fg{: Thermo Scientific Q Exactive Focus & &M,
IR B IE il Ful MS-ddMS? 33 A R ETHEE 4T, X
AEBEFHNEFEIH Ful MS-ddMS® #1 t-SIM- ddMS® # 1T

EENNT, ME 1R, FASIRKRBIEBKESN R FETF
R ETEBH T,

Ful MS: 4##2 % 60,000 ( FMHW@m/z 200 )

t-SIM: 4> ## % 4 60,000 ( FMHW@m/z 200 ) , isolation width
H4m/z

MS/MS 5 15,0000 FMHW@m/z 200 Y8R T EUBR ISR 55
HCD NCE 4 45%, isolation width i 4m/z

1. BAWAERE, a) RERERYVIRINTHEE 7% b)Ful MS EE77%;
c) t-SIM EET5%

HmiLE s

FmBTETTE

SESR [1], HRE 1% NRRZEE / KERRE 15min 5,
BEE N R, BO, TR, HUEST.

X 5itig

TRESRH

E—E A Mass tolerance T, KRB EWINEE FIEHNEH
FE M Fullscan BIEIBHREL, 5% XIC B, Q Exactive
Focus EERTMRERE, AT MNBREREOSHE/NE
Sppm, EEFEME, THRIET FTERSHEREME. B, Q
Exactive Focus o] PASEIU R MY IE A B F YR, FHAEILER
PMER TRIISRERE, TREFEIRNBERM, b
RIFERERH (B 3)



Elemental Exact Mass

Compound Name Polarity

M+H}+ | [M-H]-
Alternariol C14H1005 - 257.046
Alternario -methylether C15H1205 - 271.061
Zearalenol alpha- C18H2405 - 319.155
Zearalenol beta- C18H2405 - 319.155
i i C18H1206 + 325.071
Ochratoxin A C20H18CINO6 + 404.09
Citreoviridin C23H3006 + 403.212
6.17
257.04553 ®
0 7.48
1 271.06119 ®
° 6.45 T
5 319.15503
51 319.15512 ®
0 7.25
3 325.07043 )
0 6.70
404.08932 ©)
0 7.20
403.21100 6
T ————
58 6.0 6.2 6.4 66 6.8 7.0 72 74 76 7.8 8.0
Time (min)

2. ERVIBAREATHRED

EELZRSH:

AXHHIFAT Ful MS-ddMS® 1 t-SIM- ddMS® 75 = #E4T
EEN. HRFM (RNF1), +SMABTFEET HHRITHE
FIEEAR, THURBEFNINSERMREUE, ENERR
WE B LOD & Ful MS & 2-20 289187t

Compound Name Elemental Polarity Exact Mass LOD Full MS LOD SIM Factor
Composition [M+H}+ [ppb] Ippb]
Aflatoxin B1 C17H1206 + 313.0707 0.13 0.07 2
Afioatoxin G1 C17H1207 + 329.0656 0.07 0.016 4
Citreoviridin C23H3006 + 4032115 533 267 2
Citrinin C13H1405 + 251.0914 8 04 20
Deoxynivalenol (DON) C15H2006 + 297.1333 267 1.33 20
DON -15-acetyl C17H2207 + 425217 53.33 10.67 5
HT-2 Toxin C22H3208 + 325.0707 267 027 10
Sterigmatocystine C18H1206 + 467.2276 0.53 0.05 10
T2 Toxin C24H3409 + 403212 133 027 5

=] = == X
R NERBYHTEESENERERILR
g0z
1004 am ez
e b
ML, . B e,
0] Tiorss e 4 s
134 ppt et
o tis w: 16084
1 m’ 13.06030-
— LoQ ..
) Lol
Aflatoxin B1 w00, B
0] "‘L,
g 13ppt M\H
ot rh
Rusmearr  Tmetmn
1007 mtrzsi mu‘lzdstmur
8ppb =] ‘w m“f’:im 70k 08
o L
00,
1.6 ppb =] ‘ 0
0 NL: 1.2065
1007 miz= 251.09014-251.09266 -
s
0.8ppb =] LOQ Hsbelis |
o
Tine (i

& 3. Aflatoxin B1 ( #ghZE&E = B1 ) M Citrinin ( BE= ) /NERIWY

E TR fh Z AR BR KT SIM e g E

LTRAERE—RABBENERN, WoTAFERESRHN
inclusion list kil & FIBKFHIE, FE-RFEFHNLARE
B, UL ERFITRIEDT. F77AE B top N M)
ASHEBR, RRIEPREEASNRNNEESTEBABSEN
K&, B4 D ZRBEIRNHIEER,

RT:476-577

S04 Aflatoxin G1 ,ljF>m \_ >_;~.
0 5o I . \ ‘
* E [N l’h L

g

|
T
” Aflatoxin G2 Qjéf 2D
A | \
100 487 H
i - \:‘_.5 =

0 T Lo R |, T '"\m\ |

48 49 50 51 52 53 54 55 56 657 B O R R e M S A Y

Time (min)

B 4. HRAM ddMS® I3 HIE N ERBY P AR X BN EMBES R

it

$Xi¥47 AR RRENREFEESENHRENER
77 %o Q Exactive Focus & & H & 1& 60,000 ( FMHW@m/z

200 ) M9 FR M RIFAIRER E O URFOHBRE RERF

T, XMAENSEFE; RERRENE DKM DIGREE

B, TE—EHSTNERSERIIE R EFHEN, SCEAEN

SBE, 7

7ijmi§& FER, TREBTEBERFN _REHAENER
TR, TURTHERERRTENEEMTHR K

&% 3k

[1] KELLMANN ET AL “Full Scan MS in Comprehensive
Quanlitative and Quantitative Residue Analysis in Food and
Feed Matrices: How Much Resolving Power is required?” J
Am Soc Mass Spectrom 2009,20,1464-1476



QUEChERS ¥ S FiIIBES LC-MS/MS NIERS DR 16 i EES=

1. XBHER
HESEREREEERH T ENESRRAEFY, 88
SIRAZ. YERHE. BHERIERPDALRENERES
EMREEREBERESE. RDLSE. RUBESE.
EBEHBESEE. BE1, ABHONERMIBXEEETRES
EESERENE, RECSESUERSSSREHE, 7
2015 FEHETH (BRREDE) B, BREEYSEBHET
ANESEIHSRYET, GB 2761-2017 BRR2ERIT
EERTEESERE tHETRRPEMBESE B1. Bl
BEEMI. BESRFEIEEE. REEBE. BHBSEA
REKFBIFERIIREIET. ERERESES 3100 HIER
AL, #1F. ZHTRPRERSR, SHBReFER~S
(96.2% A TRIREREEERL, BeRUENEFRE,
REMRES I ASEE SR SRME KEREREILASE.

MTERESHEMESZHE, BFEENESR, MBHEREE. RE
NTBRETEESRASRER, BIFE—MEH. RE.
R FITEBUERRTSMERSHENS L. BRIEES
ZRWRNSEEEEERERIE L. BERRRERNNE. S3KE
BiEL. RERIERERE L. BRRIELEFER. JEE
HMBRMEE, ETRRAEEFRIBEReRRNEZ2E
ReEEE, BRAEREE, RITHTIGERSR, RE
BRREE, ZRERTIN, FmERAM. fRFfERLE
FUTEBRTHE SN, SRy, BR—1EEREE
&, RIM—HHEHRARS, FEEAMEEN, LC-MS/MS
ZEMNERSEENE ZRIRNTSEL, BEBES IZRIM
&Y, BIESRIFINAFREMREE.

AXfEA QUEChERS {E RIS AL, BRIFERE, &
SMF, BIWERS., ¥ Accucore AQ HPLC &iEtEH e,
FHESAIGRIZITAIER , S 100% 7Kt8, ERTIGE 7 XT
R EMINREE RIEEME . ZRESRIBEIE{Y Dionex
Ultimate 3000 fF1=EMIHRkAIFERIEN TSQ Vantage MS/MS
BXFAT 16 MERSERER 3 HRIFIINREE S,

2. GopitIE:

FEGRiRE:

. FREX 5g BAREMFERBN 50mL BOEH

2. HOXN 10 mL 7K

3. EE15min

4. JAN 250 wl of 1 wg/mL WiR¥1, BN 10 mL 2% H
¥

. EE15min

. 10 X HyperSep Dispersive SPE % Bl & (P/N 60105-
332-B. 4g MgSO,, 1g NaCl)

7. PUREEE 1 min.

. = 3000 g B 5 min

N

3 O

co

HaEt:

1. B 1 mL _Ei&i%&ZEI HyperSep Dispersive SPE &k &
(P/N 60105-204. QUEChERS 2mL B8 & 150mg
MgSO., 50mg PSA 50mg C18 )

2. E¥30s

= 3000 g B'L) 5 min

4. BEL500 pL &R 2 5 mLitEdh, [T, B
500 u L BEZ / 7K (50:50, viv) B8

5. B 0.2 um J&k (3K PTFE, &S

w

42213-NPL) ig &

f& LM
3. INEBFRHF
TR
st Accucore aQ, 100 x 2.1 mm, 2.6 ym
(£5S. 17326-102130)
RIPHE. Accucore aQ, 10 x 2.1 mm, 2.6 um
(42, 17326-012105)
(e 45°C
HEEARIR, 5uL
Bal#HiFessRE: 10°C
TR : 400 pL/min
mztE A: 10 mM BEREIKIAR
imahtE B. Bfz
x1.LCBE
Time(min) A(%) B(%)
0 100 0
1 75 25
4 75 25
5 60 40
8 60 40
8.5 40 60
9.5 40 60
10 0 100
13 0 100
13.2 100 0
17 100 0
RIS
BEAR: APCl+ & APCI-, RiEk MR
FEEEFRE. 5 uwA (APCI+), 20 u A (APCI-)
EWBE. 250°C
B ERERE: 250°C
BSED: 50 arbitrary units
HESESD: 15 arbitrary units
RIS 0 arbitrary units
Hma=: EZ method (SRM)



* 2 SRM EESEENGYNRENERBEFER

Analyte bk tR(min) BBF FBF2 CE1 FBF2 CE2 S-lens(V)
Nivalenol B Wl 2.47 357.34 [M+HCOO]- 28191 16 31179 15 65
Deoxynivalenol e EREIERE 2.93 341.42 [M+HCOO]- 265.87 13 29596 16 63
Fusarenon X FHNEM 3.56 354.9 [M+H]+ 136.97 31 17496 19 76
Neosolaniol inERERE 3.96 399.91 [M+NH4]+ 184.99 20 215.03 16 81
3-Acetyldeoxynivalenol 2B R SRR EEES 4.68 338.89 [M+H]+ 231.1 13 90.98 48 74
3—-Acetyldeoxynivalenol-D3 ZEEREAEEEHIEGE -D3 4.64 341.92 [M+H]+ 230.99 14 213.04 15 80
Aflatoxin G2 BEHMBEE G2 6.62 330.83 [M+H]+ 189.02 36 24505 27 137
Aflatoxin G1 BEMBSE G 7.03 328.83 [M+H]+ 199.02 41 200.03 36 143
Thiabendazole—13C6 IERBKI —13C6 7.01 207.91 [M+H]+ 181.02 25 137.04 32 123
Aflatoxin B2 BEHMBS5EB2 7.47 314.85 [M+H]+ 287.06 23 259.01 27 129
Aflatoxin B1 EMESE B 7.93 312.84 [M+H]+ 241.02 36 28505 22 121
Diacetoxyscirpenol M2 BESHIER 8.1 383.93 [M+NH4]+  247.06 13  229.08 16 82
Ochratoxin A EHESE A 9.18 403.8 [M+H]+ 238.93 23 2209 36 101
Alternariol YL 10.08  257.65 [M-H]- 214.03 23 216.01 26 113

B —zearalanol B — FKiRERE 10.48  321.51 [M-H]- 277.94 24  303.86 24 125
«—zearalanol a—- EXABE 1111 321.51 [M—-H]- 277.94 24  303.86 24 125

T-2 toxin T-285% 11.09  483.91 [M+NH4]+ 185.02 21 214.99 17 84
Zearalenone EXFBIER 11.3 317.5 [M-H]- 176.13 27  273.95 22 110
Gemfibrozil-D6 —EXEER -D6 11.66  255.79 [M-H]- 122.41 21 - - 60

SIEE e

4. K3 5. LI HIE

o x2 o % 3 FEFIMRETH 16 HMERSREUCER RSD &

gl i B géio.  [Analyte I 20ughkg | 100uglkg
] - Bl [ RSD |EHE] RSD
o = e |‘\IIE % % % %
ol - e ey Nivalenol SR ERE 714 | 112 | 672 ] 65
e B, g B e Deoxynivalenol RESEHRIEREE | 106.7 | 4.1 97 | 2.8
ol : 3-Acetyldeoxynivalenol | ZEtERESHEHI | 1004 | 3.9 | 97.2 | 1.9
P —T- 0 [l

80 Fusarenon X 2 WBlE[ 96.3 3.9 |96.2| 3.8
ol Neosolaniol SEIEERS 100.5| 3.3 |99.4 | 2
2] b Diacetoxyscirpenol WZEEEHEIER | 1026 | 28 | 99 | 2.3
oy ¥ e T e e Alternariol ZHEHIE 94.8 | 49 |859 | 54
- ESSme ERiane e B —zearalanol B - EXREEE 945 | 92 | 927 | 4.6
ol L «—zearalanol a— KRB 939 | 105 | 89 | 35
i TR 7 Zearalenone FRIFREBIHER 924 | 94 | 876 | 45
o : Ochratoxin A HEHMBSEA 93.8 3 94.7 | 3.8
o] T2 toxin T-28% 962 | 45 | 942 28
| Aflatoxin B1 EMBS% B 97 | 2.7 |91.7] 54
o T B i . Aflatoxin B2 BHMBESE B2 97.4 | 2.9 | 914 4.8
e BT SR Aflatoxin G1 EMBSE G1 95 | 33 | 92 | 4.1
o Aflatoxin G2 EWBSE G2 955 | 34 | 939 27
L R o 3 4 b b 0w T onon

Tine frin}

116 HEESEHENR 3 MATR 100 ug/kg BiLE

10

LOQ: =10ng/g

6. 45ie

FART—FIREME LR QUEChERS BRI B S EATRES
16 MEBBERES RIS, £A Accucure aQ REZFL
1EeRiZEIEIE, BEBIAEl a- F1 B - EXAFBENELZS S,

KA LC-MS/MSH%, 17TminARETHEKEEESE
i, FIRERIFINEME. BHE, BIBCRYUERTESH
LOQ, A EA=EEETRETEHERSEND .




iy hEMESEE B1, B2, G1, G2, M1 RIS
—2F . GB5009.22-2016 EmPEHEBSEX B1. B2, G1. G2 AINIE

1. XBER

EHNBSEEA—NBESE, SRAERGRIHETRER
FLEFEEBENRETY, 2T, REEEREBNSHE
MEYEY, EEREDIFE. EHEEREBITIIRE T80
e, BEHBESE M1 BETERESE, S25HBE B1 T4
AREEARSETY, BERISHEEEYE, HFHTE
BFFE, BT 1993 FEfiktt R DA AQREERFIEE H—
KEJEY. HTFEHSSEEE28RK. SRS, X
HRERENSERBED, HEME, EDBSRNA—IK,
FEARIXENER ., AXRASRIESIE s EMESE
HTOW, SRTENBSSESSRNEDE, B TSRHE
(LR,

2. H oo Rt

FRENDH 5 g, B 100 mL R, 10 50°CiEK 20 mL 58
fi2, % 30 S; MASHIAN 2 g, IRHEBME; LEEMAN 50
mL 28, &% 30 S, BOBEMZBEAE, RiERHE RS,
o, BUE®R 40 mL, 40 CRSATERILT. ZBYWMA
20 mL10% S FEFEAR, SREFEF, FHERTeBde
BEMEZE, 010 mL KBRS E. RERIE 2 mL
el UWEERARI® 1.5 mL, 85T, NN 200 ul ECkE
1200 uL =&, =% RS, /£ 40°C AL 10 min, BLH,
[EMTNET, IM10% 2B 0.5mL, #&®% 10 s,

3. SLIFRMA

1NEEEIS:

Dionex Ultimate 3000 &5

R: LPG-3400SD

ShjugEEap WPS-3000SL

IR TCC-3000RS

rMES . FLD

BT, Chromeleon Chromatography Data
System

rllgssRE, TIES#K SIN 5.

SOEZS, FLD-3400

ResponseTime = 1

FLD_FlowCell. Temperature.Nominal = 35.00 [TC ]
FLD_FlowCell.ReadyTempDelta =1.00 [TC ]
BaselineBehavior = Append

Data_ Collection_Rate.Nominal = 10.00 [Hz]
Emission_1.ExWavelength = 365.0 [nm]

Emission_1.EmWavelength = 435.0 [nm]
Emission_1.Sensitivity = 6
Emission_1.PMT =Auto
Emission_1.FilterWheel = Auto

EEEG.

1%, Thermo Scientific™ Hypersil GOLD C18, 5
um, 100 x2.1mm &5 25005-102130

mEIME:  Time (min) CH,CN (%) Methanol (%) Water (%)
0 16.5 16.5 67
25 16.5 16.5 67

TRIR 800 p L/min

FiE. 25T

4. XRIEE

5,000,000

4,000, 061

500,000 i
Do

[ ) 48 ) a0 [ ) [ 18 [T T 220 o

B FmlEeEE (L.
BigE)

1ppb MtREBIEE; T: =HHFm

5. &5ig

A& X f£ A Thermo Scientific™ Hypersil GOLD C18, 5
pm, 100x2.1mm @itE, REUERITE L SREHRINEE
Z®E, WEMRPEHESE B1, B2, G1, G2, M1 #7051,
BEIT RIFMIERINSE, URSRBEIRUER.
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AEBDEWMSSEE B1,G1,B2,G2 BIE
—— 2T GB 5009.22-2016 B =B S = B & G ika0NE

1. XWHER

BEMBSER (AFT) 2EHBNFEHRSERLERTEIIN
TRIEIREES R . HiTEMBL 20, oalieE Bl B2,
G1. G2. M1 %, Hll B1 (ISHEEK, FUEMEER,
FA—REEY . EHSERTESHMRBNRESR, SME
MESHIERMRBEERISHR. MEEESRT/REERS, B
SIS XOK. BESTFINIHER, Eit, REED
SEREMBSHSANNG. BAl, HESEFIE—FR5IE
KVEERTEmPEHESHNEN, EMEEHRNTEF
AR E—ARR ST R RIS, BRGNS
ZEZEREEERRRE L. SRERIEES.

AXSHERRLERIFE (GB 5000.22-2016 BRPE
BB B KA G EINE) B=E, AILERERRNR CE
HESERRLLEFNIE, RRBERDHLE, SaEN
RSB AT A EM BB RRTH, B 5 G
i 4 MENSSREUCER, RWEE, RLBREFNER.

2. ¥ GopitbIE

FREL 5.0 g (#5%#8%0 0.01 g) EEEI 50 mL BOEH, M
AN20mL ZB&: 7K (84:16) , i®EEES 20 min, 4000 r/
min T8/ 8 min, lLEE®R 1 mLF 15 mL BOED, 0N
ImL K, \BIHFHK. BEMBSRDEREFEME (P/N.
60105-103-B) MEZI=ER, KiEmintak, BEHESUIERIT
LL1-2 /8 / DRREEL RESE, FERBaviid, m
10 mL Kttt 7, FEREARER, BE=RnTiEFP
K, BAN 2% mL BEEEERR, RRLYH 2-3% /M, &E
S50 CTEMELT, ARMEESE 1 mL, £0.22 uym
TERREE,

3. NE;FRM

EIEEMG.

Bigtt: Acclaim C18 &i&t¥, 4.6 x 150
mm, 5 um (P/N; 059148)

mahiE Bfg. 7K =45:55

IR : 1 mL/min

lEE byl

BRIRIS 360 nm

E%TIEZ{Y 440 nm

L#‘*$§ 10 ) L

E 40°C

Y Ultimate 3000 HPLC &% + iS4+
[EfiT4Ess

12

4. LTI5E

AFT BG bk Emissicn_1 360 nm /440 nm
1250
1000
750
2
_E 500.
=
50
a
250
500
-s004
ol 3
— &4 0] frmin]
= -+ Pt NI (A2
1. REETHERE
+ 1000 3 AFT total_2018.3.20 #12 AFTBG 1 Emission_1 360 nm /440 nm

4 - AFT B1 - 9.250

2. AFT 04 - A RBD

13-AFT B2-f7.

" [counts]
4
8

00 20 40 80 8.0 100 120 o 15.0|
B4 (] |min|
LT
EERCED wEEw CTEd CL WER EF) | T EF) [AAA EF),
min counts'min counts
1 |AFT G2 5733 1253.300 4618.535 2860 124 209
2 |AFT G1 6.650 25719.223 8968.350 3473 111 237
3 |AFT B2 7783 2029.608 6243125 3791 118 278 .
4 JAFT B1 9.250 4320.103 12393516 4498 115 na.

2. FEEEEFRMFR 20 ng/mL ( EVURE 5 ng/mL ) EiEE
HIEIRRE. 1. G2 2. G1 3.B2 4. B1

5. SLISHUR

WEY)  REBETE (min)  BUWER1(%)  BIKE 2(%)
AFT G2 5.7 104.75 101.40
AFT G1 6.6 101.78 99.34
AFT B2 7.7 106.69 101.51
AFT B1 9.2 105.50 104.60

F N EEEERMIT 20 ng/mL [BIERES

6. 5it

ANRARR CEMBSROEREFIE, REBERG A
HITHERBILEE, I04R 20 ng/mL, f#F Acclaim C18 &
EE, 454 Ultimate 3000 S30RIEEIEN, EHBSEB
&M G B M EM D BEERYF, SAFERINREIWERT
99.34%~106.69% (8], T2 GB 5009.22-2016 5=
ELEAIFERK,



BnbitiEEE A BIE

—2#E . GB5009.96-2016 B RiEES

AR

B 2 ( Aspergiltus Ochratoxm)
ulphureus ) EF=4ERIEHES % ( Ochratoxin ) B A.

. D M#ikEm. HA, ﬁ%ﬁ & X A (Ochratoxin
A, TA) EREAPEFENNSERE ., HMEE:
A B—HaEsttibEY, CaSHET. BIEHRE. X

PSR, LD50 %9 0.5 mg/kg A&, HEMHSEMER
EEN TH?Fm?iIZE’]@%EP_J hﬁtlﬁ%%@%o BHEx A
SESEERS, JLFasSREXK, NEFRMENBSNMNFE
o

BRICERENERTHREESERE A IREITE, AXLUE
Z. XERMBARENER, KEHEHBSE A FIRILIE
Mo Btel7siE, LB ERECIRHSE .

2. ¥ maItE
BEGR: B2, K (8:2,viv) o

LA

2 ¥

mme s

=z
(A.

1.
B.

Oom

PBS i&aiK: FREX 8 g &b, 1.2 g BEERE 4. 0.2 g Bk
“SH. 0.2 g SR, BRET 990 mL KA, BIRENERIET
pH7, FKmEBEE1 L,

B E . FREN 25 g SN, 5 g IREREWIAT K, N0
AN0.1 mLIE -20, AKEREE1 L.

FREX 15 g #EMRMAZI 50 mL BO &, i 30 mL $2E
&, MO 0.75 g SR, IRZEERLE 3 min, #7& 20 min,
FRIEHREE 3 X, 11000 r/min B/ 15 min FELESR. B 2
mL J:,EASZ, WEREKRESBLONFEER, B PBS B&RESE 10

mL, 13 0.22 um JEiE. BUZEEAMERN&E 5 mL, L1 @&
3 WARERYREFEME (7S 60105-105-B) , 7AfG 2~4
mL Z=5HE=, 10 mL @RS PR. 10 mL KXk ERE
FEE, FEMKR, MF/ME. 1.5 mL BEE5ER, 40 C
TREWT, BRaEESZE 1 mL, e,

MR AT R BAVECH . ERRENER 10 mg/L RIFEHIE

A TRETBREORHRER 3.13 ng/L.6.25 ug/L.12.50 g/L\
25.00 ug/L. 50.00 pg/L. 100.00 pg/L #1200.00 ug/L
HIELMEARER IR o

3. R

BisxM:

it Acclaim C18 4.6x150 mm, 5 pm
5. 059148)

= ARNZE

DiILiER RS K. IKEEES (48:51:1, viviv)
TR TmL/min

onlES xF6, Ex: 333nm; Em: 460 nm
R 30C

HEE 20 plL

NG Ultimate 3000

4. LRISE

1. &1

7000000

6250000
1-0TA
5000000

3750000 4

2500000 4

Response [counts]

1250000 1

0

-1000000

0.0 25 5.0 75 10.0 12.5 15.0
Time [min]

E 1 &S mEE (MEISHRRFIRESN 3.13 pg/L. 6.25
pg/L. 12.50 pg/L. 25.00 pg/L. 50.00 pg/L. 100.00 pg/L #A
200.00 pg/L §9 OTA FRAEAIR )

1400000

1200000 4
1000000 4
800000

@
<t
600000 4

400000 1

200000

Amount

& 2 OTA trERIZRE
=1 HBHESE A &M%

B | L
OTA A =6166C + 12898, R2=1.000




2. B8

140000

125000

100000

~
o
=}
s}
=}

50000 4

Response [counts]

250001

0o 2’5 50 7'5 100 125 15.0
Time [min]

B{ERERM (313 ug/L OTA) EEH

25000

TA

20000

15000

10000

Response [counts]

5000

o
.

-5000

00 25 50 7.5 100 12.5 15.0
Time [min]

B 6 SRR (0.55 ug/l OTA) B SZHBIIEE

X2 RREERHAEESY x4 REHBS= AR LOD F1LOQ
2R PREZBTiE] IEER HFERIRE S fREBBTiB] LOD LOQ
RSD% RSD% (pg/L) (min) | (S/N=3) (pg/L) | (S/N=10) (pg/L)
OTA 0.09% 0.67% 3.13 OTA 9.05 0.15 0.55
7000000 25
6250000 | E DES
5000000 - % 5 EW$§Q$E
§ 750000, | opRE (pgL) | ADAREISE (%)
2 2500000 Bk 2.5 99.8
3 I — =
* 1250000 ] 7%55’& 2.5 100.2
. BRE 2.5 97.4
-1000000 - - - - -
25 50 75 10.0 125 15.0
Time [min]

B 4 SRER M (200 pg/L OTA) EEH

& IBREFmAFESN

fRE5Btia)
RSD%
0.01%

IR
RSD%
0.11%

HRiRE
(pg/L)

200

|
OTA

5. K30 HE
1 HIRAIEEMR

8000

OTA|

6000 4
4000 4

20004

M

-4000 4

Response [counts]
o

-6000

0o 2’5 50 75 100 125 150
Time [min]

5 R (0.15 ug/L OTA) iEES=AEINEE

14

6. 4518

AXFRTHEBSEERE A WENHD L. UEHEBSEH A R
AR, BERTREDEWRNR. HRIILETE. LA
B, BREMXERAER, ERTRILETS ARSI
DIERFIER . ERRE, ZAELEEWES. BF
BIFRISLRED), HHIBEER A BENEMMIELTINE, o
BATEUC. BREMXSHFEMBSE A UL, &ES
FEEMF. BARENAITERE. BEAVEINRIIGHR.



BHERITPRESRINTN

—2%EINE: GB5009.185-2016 EmEZE2EFRINVE EMmTRESEXAINE

1. XPE=

EER, ERSETERPIERNSRBHVES, 5157
AR KT, BEBE (Patulin, PAT) XHEHMEBER,
EA—RIrzZEENERSE, REHHBEISBSEE"E
BIXT AFNENYI R B ERVR R =1 o

REBHEHREEEHRFTIE (IARC) 1395HE=LaT 5=
MR, HRBEAE (WHO) MIRBENEREERERERTH
Z2PRE 50 nglkg. FE GB 2761-2017 EmE £ E
Fink BEmTEESRRE, AERBTERERHFTRES
BZEMIREN 50 pgkg. 16 FHIRMERTELET GB
5009.185-2016 Em+TREEBXEMINE.

AN KA HyperSep C18 EHEZBUMERITIHFRBILIE,
REBR. 0. 25, EBEIRSNRENEWE, [
W1 94-101% =z i8. ¥ F Hypersil GOLD C18 & 1%
#, £LC-MS FEEHEBMNEFMDO R, TEHE GB
5009.185-2016 % A RIEEIZEMNEK,

2. {¥ oo R i
E2.0E:
B 1g RS OENER, I 0.5mL BERRER (pH4) .

SPE IZESE
500mg 3mL HyperSep C18 B ZE# ( 1S
304)

60108-

314
10 mL BFEgE, 3 mL10% A&, 10 mL 7K

i -
F#E, 2-3 mL/min

At

5mL EckE, #EFHMmT, BS 15 min

b

ECke: JERCEE: WER =1:5:4, 1:4:5, 1:3:6 BIMBER
BRIRTRAD 5 mL; SRR 1 EkBEER, 40CRSKT, 2
BIAR 1 mL BERRZZ RIS AR

3. BigxH

B, Hypersil Gold C18, 5 um, 4.6 x250mm
($5S. 25005-254630 )

DILiER ZB5 (A) 17K (B) =1:10 (viv)

TR ; 1 mL/min

g UV 276 nm

R 40C

4. L35 E

50
45
40
35
30
25
20
15

©

(2]

3
10 T o
(2l
2
5 /\\ >
o . LA

0 1 2 3 4 5 6 7 8 9 10 1"

EBEEZ (Rt=7.4min ) HPLC &iZE

5. SKIGHE
ElEE 94-101% Zi8).

6. &1t

ARIK A HyperSep C18 EEZBUNMEFTIFmRBIALIE,
BRIEFERE, T, &H, B EIRSNRENEWE, B
W ETE 94-101% 2 i8], & A Hypersil GOLD C18 & i&
F, ELC-MS tEEHEMERIDHE, T2HE GB
5009.185-2016 5% S{EEEIEEINEXK,

15
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HEPEBESSEMANE

1.515

BEHESE (AFT) 2—HUZEERUNCEY, 1954
TEREEEENGEY. aMESEEITEREMHE
(aspergillus flavus ) 4B (a.parasiticus ) F=EANRE
Rgr=1, SERENFSEER. KRER NEESEH
Z—. Bl RTEKRBEXZEBEIITEY, BEBE—1TN
KB — N EZE M (FEX) , BIEHERSHED,
FESHEEX. M1 SEMBESE Bl THRREI R
TS, SXETEEX. ElMEEENEED
BHE B1. B2. G1. G2. M1 %5,

GB13078-2001 AN BAfmEF M ERE(FRE SR KZIR
EENEMSSE Bl RakBEEAEST 10 ygky. A
FRFISRIER. ¥R AEM LRGN EHESE B1 &e
REEENMEST 20 vo/kg. RRFBER. BB, =&
BEEEMRRGEEDH EHESE B1 RakBE2EARES
F 20 pg/kg. PIFMFRSEUER. HERSECEIDHIRIRAETEN sl
S5X Bl a%kBEENSST 10 ug/kg. WRFISEHA.
AKES, FEBRASENRKREEDHNEHRSSE B1 &ak
BEEAEET 15 ug/kg. BBE AR K IRIEEINEIMES
SR Bl RakBEEAEST 20 ygkg. TFERh TR
EHESE B RaxBEEENEST 10 ugkg. RFER
TR EHBSE B1 ek BEENMEET 50 ug/kyg.

2. it AT AR 6B

FERRMBBEEMBESE BT 150 pg/L. B2 150 pg/L. G1
150 pg/L. G2 150 pg/L. M1 500 pg/L iR & VERRIKIX M
A% 0.15 ug/L.0.15 ug/L.0.15 ug/L. 0.15 pg/L. 0.5 ug/L ).
(0.3 pg/L. 0.3 pg/L. 0.3 pg/L. 0.3 ug/L. 1.0pug/L) « (1.2
pg/L. 1.2 pg/ls 1.2 ug/Le 1.2 pg/Le 4 ug/l) « (3 pg/l.
3ug/L. 3pg/l. 3ug/L. 10 pg/L) 1 (4.5 pg/L. 4.5 pg/L.
4.5pg/L. 4.5 pug/L. 15 pg/L) BIEMEREIRER K.

3. FEpIkIE

IREUK. EBER. K=7:3

FEUBTRE 5 g TERMERIIAZI 50 ML B/OEH, MIA 25 mLiZ
B, M1 gSe, IRESIREE 2 min, &7 20 min,
[BYRIE 30X, IRNLIE. FBR=E 10 mLIZEUK, AN 6 mL
ok, ROERER, #FPE, BHRENTERASmL, i

A 112 mLEB4EK, BS), FRERBERKTEEEE. BZE
75 mL, LA /s MIRE R0 (AFT R,
ZEEVICAM) , R 20 mL B4k 1 78 /s IRE B R E
T, 2 mLESH=ERE, 4 mL PERERHESHE,
WEESERRR, 60 CREAMENTF 02 mL, FERARIMERDE
FEERESZE 1 mL, HERER.

4. BISKMHF

gt Thermofisher Syncronis C18, 5 pm
4.6 %150 mm, P/N: 97105-154630

e e

BEIlE ZRE : FBlg . 7K =22: 22: 56

TRIR 0.8 mL/min

TR T%ER: 0.05% EAR (0.1g BUBET
20mL FfgH, FKEEZZE 200mL)
TERMRE. 0.2mL/min
frERE: 70T
ITERRME . Reaction Coil 750uL+
Reaction Coil 375uL

HEE 100 pL

MBS FLD, Ex: 365nm; Em: 435nm

5. ER5iTie
5.1 FiE&lt

1

S NN Y

W5
900,00"counts 365 nm /435 n|

600,006,
400,006

200,000{

-100,008}——————————————————
0.0 5.0 10.0 15.0 20.0

E 1. HEmnsE
(Her1. 2. 3, 4, 5 DRIREMNEEISHILIERE )




AFT M1 External Emission 90.000-AFT Gz External Emission
60,000 |Area [counts*min] ! JArea [counts*min]

40,000
] 50,000
20,000 1
| 25,000
L e
0.00 2.00 5.00 0.00 2.00 5.00
1 2
80’0007&:2Cs[;:ounts*rlmzw)i(;?rnal Emission 200'00&2::91;B[;counts"li:itne]mal Emission 120,000 QEE'FEB[ﬂcoums*E;itne]rnal Emission
50,000
] 100,000
1 50,000+
25,000
o ot B
0.00 2.00 5.00 0.00 2.00 5.00 0.00 2.00 5.00
3 4 5
2. bR E
(Her 1. 2, 3, 4, 5 PRIREFEMBESHE M1, G2, G1. B2, B1)
=1, SRR
Peak Name Cal.Type Points Offset (CO) Slope (C1) Curve (C2) Corr.Coeff. %
AFT M1 LOff 5 221.737 11900.772 0.000 99.993
AFT G2 LOff 5 58.532 17583.034 0.000 99.991
AFT G1 LOff 5 136.139 15419.663 0.000 99.994
AFT B2 LOff 5 -4.329 41002.287 0.000 99.988
AFT B1 LOff 5 268.323 24601.217 0.000 99.991
5.2 FiXte R, EER
-«
2
25,000 _counts 365 nm /435 nm)| § 2. E 3 S(B‘F_\‘Z%HE
1 No. Peakname Ret.'!'lme Areei . amount Resolution S/N
20,000 (min)  (counts*min) (pg/L)
1 AFT M1 7.990 680.7633 0.17 3.52 4.4
15,000 2 | AFTG2 | 9260 | 953.2900 0.05 447 |59
] 3 AFT G1 11.133 869.2133 0.05 2.71 4.8
10,0001 4 AFT B2 12.480 2009.6383 0.05 4.70 10.3
] 5 AFT B1 15.150 1110.5100 0.05 n.a. 5.2
5,000;
] = 3. 1R, EEREE
OLW LOD (ug/L) LOQ (ug/L)
AFT M1 0.116 0.386
s AFT G2 0.025 0.085
0.0 5.0 10.0 15.0 20.0 AFT G1 0.031 0.104
3. HIRIhEEE SRS INESE AFT B2 0.015 0.049
(He1 255 F=E S HIRMHEEE ) AFT B1 0.029 0.096




5.3 HiXEEE % 5. EEERER (E 5 HE)

-t hniRE (po/L) IFREMER (% )
§ AFT M1 5.0 82.20
35,000 counts 365 nm /435 nm| AFT G2 1.5 80.94
10,000 o AFT G1 1.5 99.22
L AFT B2 1.5 99.50
< AFT B1 1.5 98.56
o |
O - | o
20,000+ E E e & 6. BIN IR/ AIERITZ
N <€ !
T8 N RIE (NYT 2071-2011 (@R EEBSR. TRABIEEF

—

\ T2 SRMNERBEEE - RERIEE) RPEEIE: K

=84: 16 EAEMBSRAVEEIR, KILAFT M1, AFT G2

IEIWERIRZ, &BTE 20% £ (AFT G1. AFT B2. AFT B1

EIELLRYF, #IF 100%) , MEERR&EET EEZE

MENEEESSRERES RN (KBRS ) , ZfEEEFE

min F7K#%R 1015, 151&. 251&, AFT M1. AFT G2 BIEIKE
KRR E S, MEETIRBALERENESRES, EETT
4 WIRIBAUEIRA, RIAKIRZEHREB.

10,000 \

‘ |
o vl W‘MWWWWMMJ LW;,J \MW(W W‘J

0

b
S e e o

\WMJMJ

-5,000

00 so 100 150 200
E 4. ESRMHE=HREmENLE

T4 BEETRER (B 4508) 1RIE (GBT BB EHBESENNERE SR SN
tsqyy ~ RetTimeRSD  AreaRSD  amount RIBEIEE ) AR, K =7 3/ENEMESERIRER,
toet (% n=3) (%n=3) (pg/L) R 10 i 2
] AFT M1 0.096 % 2 156 % 05 7J<Wﬂmﬂﬂl1szjo1:.%3_%&*,7\%1]7&, AFT M1. él—‘l’ G2 B9
> | Arrao 0309 % 2137 % o018 BUEEFIZES (70~80% ) , ZEBRBSETM 15135,
3 AFT G1 0177 % 0.698 % 0.15 EREHSE) 80% LI L,
4 | AFTB2 0.041 % 2042 % 015 HBEE (AN_C_LC-21 M=ot BT RS fRehfy 5 A
° | AFTBI 0.206 % 2651% | 01° MBSEE) B AFT M1. AFT G2 KIEMCERESE 100%, 1%
. IAHSERRERETHNDE, S REEMIERRERE.
5.4 FikEME o \ TR
< ELRTRHEET, ERKRRETRS, NEREARD
2 AF 0.2 mL, EREAPEEEE 1 mLE, SHIRIAE
100 eounis g 365 nm /435 nm HSERT, WE 6 Fim, SREAINTF 02 mL BT, AR
| £ HEEEE 1 mL I FIER.
150,000 <
] -1
2
— 350,000 2ounts 365 nm /435 nm|
4 m 4
100,000+ % 300,000
9 200,000
50,000
2
100,000~
B
-20,0007 ———————nin
0.0 5.0 10.0 15.0 20.0 0
E 5. BEE=IEE _50’000’HH_H‘_‘H_H‘mm
(Eh1, 2. 3PBIRERER. IS, #5)

6. BFIRIEE
(Hep 1, 2, 3IPBIRKIRER. M. HRINER)



EHDPHRBESE A BINE

1.8|5

HHBSE R EHEEEMN—AEWEUNESIVRRE
=¥, TEBEAMDINELN, B A.B. C. DIUHLEYD,
HpSHEKR. &« WRIFANSRETE. SAZ%E
REXZRZTNESHEMEBSTE A. REEHHELEN
VREFN GB 13078-2006 ( 1@kt BEIME REIBS R AR
HE) FRETRSER. EXPREESE A RIFE16E
ATF 100 pg/kg.

2. it A BR 6o

ERIRENER 1 mg/L NREBEE A ES REKIXHERER
1 pg/L. 4 pyg/L. 10 pg/L. 50 pg/L. 100 pg/L. 200 pg/L
&R R

3. I Goai I

IEEUK: FBEZ. 7K =8:2,

PBS 18K fEHRTREL 8 g &L, 1.2 g BEERE "0, 0.2 g
BER S, 0.2 g SULH, BT 990 mL/KF, FIRERER
BT PH=7, FKBREZE 1L,

IBEIRE: FEHRIREN 25 g SULIN. 5 g IEREINIA T /XK h,
AOAN 0.1 mL IHE -20, FKHREZE1 L.

FEFRFREN 10 g fTARHFSIAZI 50 mL B/OES, I 20 mL
LR, NN 05 g SUKE, IREESIAAE 3 min, #8720 min,
FREJ#REE 37X, 10000 r/min B0 5min [FEl Ei5 K. &
W 2 mL EERTF 10 mLB=#F, IO PBSIEREZ
E, 85, BBERIRE (NERESJULERX) . B
ERUTEERVNERIR 5 mL, 1 @SRRI eEFE
#E (PriboFast® &M B SR A REFME) , A5 2-4 mL
TEHE, 10 mLiBRERR. 10 mL KEXMHERZSMN
7, FEMRR, MT/ME. 1.5 mL BEEZER, 45CTE
I <02mLfE, ARaMBEESZE 0.5mL, e,

4. BIGFH

Syncronis C18, 5 pm 4.6 X 150 mm,

Bt P/N: 97105-154630

TR 30C

TRahtE CRE 7K : IKBEEE =48: 51: 1
IR 1.0 mL/min

HFE 20 pl

S FLD, Ex:333nm; Em: 460nm

5. SR 5i7ie
5.1 &t

<

[N N VS =

700,000 ot 333 nm /460 nn

500,000-]
375,000-] |

250,000-] N

125,000

L L L
=0 [0 (s [

0

-100000¢—————
0.0 5.0 10.0 15.0 200

E1. &EEmEE

(HeF1, 2,3, 4, 5551LFE 1 pg/L. 4 pg/L. 10 pg/L. 50 pg/L.

100 pg/L. 200 pg/L B9 OTA FRERIK )

160,000 OTA External __Emission
_Area [counts*min]
100,000
50,000
0 T T T | T T T :
0 100 250

[E 2. OTA tRitERRECE]
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=1 &R

Peak Name Rete(n;(]i:i)rr]l )Time Cal.Type Corr.ozoeff.
OTA 10.31 Lin 6 0.000 675.679 0.000 100.000
5.2 {GHfR. E=EMR % 2. NIRAERIREIE
Ret.Time LOD (S/N=3) LOQ (S/N=10)
« Peak Name  *(in) (Hg/kg) (Hg/kg)
000 Gunts 333 nm /460 o OTA 10.31 0.81 2.7
«l
| 2
3
3,000 4
b 14,000 _counts 333 nm /460 nm|
. <
1 5
2,000 ¢
10,000
T ? (lJ
1,000 7,500 \” {( Wk n H
] Tt ol L e Al ' iy
ﬂm\\\w\ ﬁ“\m"f‘“*TWMWu'v\l‘hlﬁﬂtﬂuf\lul\wpr,v'u“\iwW {“«.ﬂj‘.ﬂﬂwﬂkWL“!‘N*, Pl
] 5,000+
0 1
2,50:
7, ' o}
-1,500——————— —— — o
0.0 5.0 10.0 15.0 20.0 2000l min
3. HIRMHE (1pg/L OTA) EES=ASNEE 0.0 30 100 150 200

(Hep 1. 2 53IFR=A. GHIRHNA (1pg/L OTA) EE )

«l

18,000

15,000
12,500
10,000

7,500

5,000

2,500

22,000~

counts 333 nm /460 nm)

min

0.0 5.0 10.0 15.0 ‘
& 4. E2MRMHE (5 pg/L OTA) iEESZ=HESINLE

20.0

(Her 1, 2 53IKFR=A. E2RMHE (5 pg/L OTA) 1EE)

B 5. 1 RFHE (1pg/L OTA) EEMEINEE

[SAR NS ==y

counts 333 nm /460 nm|

-5,00—————————F———+—————F———————
0.0 5.0 10.0 15.0 20.0

El 6. EEMRMHE (5 po/L OTA) ESHEINEE

x 3. R, EERESHRIRE

1 ug/L OTARSD (%)
OTA 1.986 1.871

Peak Name

5 ug/L OTARSD (%)




5.3 FHpER EkER

<
« 2
% 350,000 counts, 333 nm /460 nm|
2,200,000 b \
200.0007 5 unts 333 nm /460 nm] ‘\«/W\kaﬁwww
J 300,000—3%‘&(
| |
1,500,000 “‘
1 H 200,000~
il ;2
1,000,000
Q‘ . 100,000
500,000;
2
1 L
71 /\ [ o
200,000+ min 50,0004————————— i1
0.0 5.0 10.0 15.0 20.0 0.0 5.0 10.0 15.0 20.0
7. BRTRESERIIMRER & 9. iRGETARINNARER
(Hrh1, 2, 355079 50 ug/L {9 OTA triERR . IERITGRSTERIME (Ed1, 2. 39507950 ug/L B OTA FREER . IRAETFRIMERINAR
GaliNFR 50 pg/L B9 OTA. BHFGESERER ) 50 ug/L #9 OTA. IRUFITRIEER )
« X 4. [EWREIE
2 —— = =
3 SEFRFmR A R THRESEIEY  I0tR
1,200,000 5 333 nm /460 B OTA &= (ug/L) OTAZE  [EW=E
] (pg/L) (pg/L) (%)
1000.000.] BINES AR
Rataadl FEmuERTERt 0 50 40.70 81.4
1 iR4gETER 9.46 50 46.01 73.10
800,000

6. FILEREERITE

2% (GB 13078.2-2006 @R BEIME @M FEMES R
AFERSBIBERITFE) . (GBT 23502-2009 B
HHBSERE ANNE REFTNEMFUSRIESIEE)
K ( GBT 25220-2010 #Rihie3s REFEHBSE A LT

600,000+

B
400,000

200’0007 SREEEEFIRGE L) BRPEE. K =8 2 {ENIE
ol A B, JbERZRIEAY PriboFast® HIB B R A REFIHE
] NEICEBFHITRIESSSNER RS SR A SE,

200,000 min 7R BT NRIAE) 0.81 ugkg, NTF GBT 25220-
0.0 5.0 10.0 15.0 20.0

o _ 2010 MERI 1 pg/kg, EUREMAE GBT 25220-2010 HIERY
[ 8. EAIHAIERIITEE R \ A TS A T e A
(Ed1, 2. 34813 50 pg/L 19 OTAARESR . FEFTHRERIEESN 70~100 % Z . AAEEESATESER. BaiHiEst
% 50 pg/L B9 OTA, SERIHATIRIHESR ) ReiRbEEN
SEZRLEERI, WFHEUESTER, BWERREEAE
52 % &£, FRLIAR ERERETIUES @M.



T E RIS ke BR BN E

1.3 4. BisFME
ERABIFHE—METENHBFERNEERASR, 2 ®i%fE  Acclaim PAIl, 3 um 3.0 x 150mm, P/N: 063705
SHERBEKRE TR, &6, ZEESEER, A e} 35T

LEMERTER .. BT ERSBBIRNEENIISHR AT PriboFast® EK 7R BIGHER & =F 0

HiEME, GB 13078.2-2006 ( faft BEARAE EHFHEIES WEAME s ) 120 (%) 158 (%) |k (%)
R AMERSRBIER ) PELIE TR ERFEIHEN 0 375 6.5 56
BREREAEET 0.5 mgkg, R ERFEFBINGEITIE 30 37.5 6.5 56
W, HFERNERAEESIFEEZENEN. P 0.6 mL/min

HEFE= 10 pL
oS FLD, Ex: 274nm; Em: 440nm

2. Wiz YT AR 6B

8 - S AE: ERRSIERE 100.4 ug/mlL BIEXRFERE
i (ZEN) R REOR IR 100 pg/L. 250 pg/L. 500
pg/L. 1250 pg/L. 5000 ug/L B9 ZEN LR MEARAEI R o

5. FER5i7ie
5.1 kst

600,000 ZEN I:th.erna Emission
Area [counts*min]

3. Hai ki

IREU®R . JB5: 7K =80: 20,

PBS iR4&H& : #ERTREL 12 g |IKIN, 4.53 g TKEBER
S, 0.3 g SR 0.3 g L, BETF 200 mL
HIMA, IO 140 mL KB FKBMHE, AEENNERL
EHRBRAEAT PHEZ 7.0, BEBFKESZE 150mL.

400,000

PBS i&ik: FXBET/KE PBS iRGERIZ 1:9 ATRIHI TR,
12BN MEFFREL 40 g &R, MO 10 g |LIE 250 mL
REVET, BEE 2 min EEESE 2 min, BOBLEER 200,000+
10 mL, PO 40 mL PBS i8&#%5E, FRIKIBALEIRKILIE 1
ERREE, ®H.

F. BRBE 18.75 mL FRREIRE T EXSABIHH
BREFEMEF L, EHiIE, ABER 10 mL PBS IARIR
Bk REENEHmT. £/ 05 mL FEEREBRE:E
MIE 5 minfa, EHRBEREK, AEER 1 mL BEER
BREFEIIES minf5, ENREERE, &FFIRERR, & 1. RIAGIELENE

0.22 um EETEEIHE. Retention time ~ Cal. Range Corr.Coeff.
('min) (pg/L) %

17.71 100~5000 5 Y=108.3x 99.98

T | T
0 2,000 4,000
E 1. RiEEEREHEE

6,000

Points Cal.




B N —

2,500,004

&
=}
f=1
=]
@

2,000,004 [l

1,500,004 | ‘\

1,000,004

500,006

fé LEE
A

-500,008————————
0.0 5.0 10.0 15.0 20.0

B 2. REGIEEEEINEE
(HEeh1. 2, 3. 4, 59534 LF 100 pg/L. 250 pg/L. 500 pg/L.
1250 pg/L. 5000 pg/L FIZEIERE )

5.2 5xEER, EER. SR
:
3
!

4,500,00

3,000,004
Is
2,000,004

1,000,004

2500,000
0.0 5.0 10.0 15.0 200

3. BRI E]
(Erh 1-6 95179 250ppb Y ZEN tRER . SEFESER . Ei
HBIER . IBERAIR. ERGETRL. IR 250ppb ZEN HO¥ER
AL

* 2. EEREE

Peak Name fil#x2 (pg/L) iAEpIENE

[ T

450,00

300,006

230,008
15.00 16.00 17.00 18.00 19.00 20.00

4. EMERIRIEE
(Erhr1-6 958 250ppb B9 ZEN RS, SSRAFGESEE. &
HAMER . IERTURAER . HiRGEER . I04F 250ppb ZEN HO¥ER

DtREtERHE R N E

(pg/L) (pg/L)

gErER)
5.3 HixfamE
Peak Name  iRE (pg/L) S/N =2 (%)
ZEN 25 6 3.31
-«
2
3
4

couny

b \( |

0 000; ( NM'“u\w'\’\”'AMWMWM’“WW”WW‘“WM’MMWMWMW g KWW
oy

0-fhon WWWWWMMWWWM

10,000
-20,000——+———F+—F++——+—F———
0.0 5.0 10.0 15.0 20.0

E 5. tNRMHE N ER (25 pg/L ) ESHEINEE

= (9 PR S/N=3 E=R S/N=10
e (%) (ug/kg ) (ng/kg)

ZEN 207.6 37.3 223.5

89.69 12.5 41.7
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6. ¥

KB ERRBEAEN A LIET M160 E TR IEEEE
& - SoeiE@N I E AR BIGER, BISLRARI,
M160 X FIEEHIRTLIEAR 2 Eﬂu,i%ﬁ%%MWLﬁ
ZFHIE, WE 6 Fir, XRIEEIESRH S

e, RARRBIRZIEEND B

«l
2

10,000,000
co

It 274 nm /440 n

8,000,000

6,000,000

4,000,000 q

| ”
] I MVA/
L] it
2,000,000i M\J
J

-1,000,000~
0.0 5.0 10.0 15.0 20.0 28.0

& 6. M160 ‘#{LiFERIEEIESINE
(Erh 1-3 DEULEFER . INFR 200 po/L ZEN H'Jffiuu 200 pg/L
ZEN *Tl&un )

2% (NYT 2071-2011 [@RFEMRBESE. FKABIEGEIF0
T2 SRNNERERIE - BERIZE) PERARIEEIC
MFELE (SRM) , BEBSEIRIFAITFHIHGR, WE 7. 8. 9,
BRINIFIZRZITEL MY ST PP MnERLENER
FIRGEEDRHFERAHR, RIEIREREARE 50%. <&
BT 200 pg/L BIRERIE M160 RSB EIN EKIREG
FRIEE AR ML, &I M160 FIIEEINESE 86.27 %; @
B LR ANR 200 pg/L BEINEKFABIEIRIEERS
200 pg/L B EKRIRE WG ERATE R R A INARAYSEPRAE Rt iT
Xfth, RIMEIWERE 34.55 %o FiLAMERTH ANFREILER
E) 50 % 2R AEFHERNEECNFHA AL, AL
BT TEIRGE RN SR YEE R B INFRRAG AT A 2SR
ELFERPEXABHRNEE, WEREEANGFEEE
KIREBIEER 207.63 ug/kyg, SREREFNEIR 2.834 pg/kg
BERK, NARRER APERTINSHESZES, X201
FHKIRBIGERERNES [T,

N
zzzzz

zzzzzz

I TN DO 0 - N - T

B 7. JRiZ -ZEN200 pg/L =

Fdndndu 80808 8

wn 42w
1550
L s AA

5% 1709 1021 1088
wwwwwwwww
F R A

sooEs

9. [Rif - REBIERARIINEE

[E1R1E (GBT 28716-2012 @R EARFREBIHEIAYNE

BEFMITEY - BURERIE L) FRREFEEXE
R R KRB IR R TR .
FRUGEIY, SNRFBEEERIRIE - KAENQNFERITHE,
BRI AIERIEREM L REN R R =T AL, NRiE
£ M160 2T E N BRI IR FERMIATE, 1EIRRREL A
T,



AR PRIRSSE B1 70 B2 BIlllE

1.3

ASE XK (Fumonisin FB) @ —XEES XK, EHIKRIERE.
RREE. ZEHREINEA—LRBEM IR ERG
P, B—REFENSSEEIE = RIRAERMEIZENN
WELEYD, BIFE—1H 20 MrEMRIIEHMERBIL =N
FEsEiERAI Tk MEMGE . B 1988 FREIESE=ENHRAR
BXANBENEXRPDBLARDEE B1 (FB1) LIk, F
BRI, BEETEINRISREMNYE 28 7, HeplL
FB1 A=,
RESHRZRFETEXK. NE. KXFEREEYS , X
MIIANRRERANBERE, SWERILEARI A
OB RHEY . RESRIEZERENMNAFIIEE, 52D
BRIRACAEFDIE AR BR; T AR RBTE R, ae
FERBERE. fTE. BEY.
RESHRNERZ FB1 SERSEANEREH R CENE BT
£, ESR#EREZEAUERANRERRER . B8, @8
PRESENCNEZSEHBERRE (elsa) . BFRIEE
gL, REBIEBRRISES.

AN 2EHFERWEBIFE NY/T 1970-2010 , KEBARER,
BB TR IIT#, 18I OPA T4, SRURIEEIEIAEK
AR FAIMEE S A ia R APy FB1 0 FB2 AMADS SR, B
SRIFNLNER, BE—TENESERN,

2. Wi YT AR 6B

£ 5 75% BER&IE 50 mg /L FIIASE XK B1 #1 B2 AR
HERRIORFIER 10 pg/L. 20 pg/L. 50 pg/L. 100 pg/L.
200 pg/L. 500 pg/L. 1000 pg/L RIS MHFRER R

3 H¥ oAt

IREUR: B2, /K =75:25,

OPAfiT4ER . FREXSEARZEES 40 mg, iBF 1 mL BES,
AN 5 mL 50 mM PUBRERTNIAR (pH=9.5) %%, BA
50 UL ME R, RIEEA, X 4CREF—HE.

AN BRI 2 g IERMERMAZI 50 mL BOES, M
A 10 mLIBBUR, IRIEEIRAE 3 min, BAEIEE 5 min, LA
10000 r/min B/ 5 min, BRI EERERFLSEIRN—IX,
BHLEER AT pHES ~ 7,

B BRERN 2 mL LIERESFEWNEEER/NMES
( Thermo Scientific HyperSep SAX , %S : 60108-521,

500 mg/3 mL, &XFBEREE 3 mLF175 % BEE 3 mL ik
&), HORA 3 mL 75% BEZIAR. 3 mL BREZMIE /N
7, MEIEFER 10 mL 1% SEREREZSERT, WRERRET
A5 CTEMT, FREBYWE 1 mL 50 % JBARAMRE, 507
= o) (8

OPATTH: AMEREAINA OPA (TEFFINRER, i8S,
RIEES 30's, F 2 min BEHRIEEIED .

4, BISFEHF

Thermofisher Syncronis C18, 2.1*100mm,

gt 1.7um, S/N: 0116014X6, P/N:97102-
102130
R 35C
A. BEE; B:0.1M BEREE
A8 (min) A(%) B(%)
0 70 30
BiIGE! 45 85 15
9.0 85 15
9.5 70 30
13.5 70 30
IR 0.25 mL/min
HiFE 10 pL
EAEEEELME ?%/%erSep SAX (500mg/3mL, P/N 60108-
oS FLD, Ex:335nm; Em: 440nm
5 FR5i1ie
5.1 toEmNLiK B
15,000,000 counts 335 nm /440 nm
10,000,000
m
= Q
] L=
5,000,000 o
-1,500,000 min
0.0 5.0 12.0

1. ARER S HTEE] (20 pg/L)
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5.2 HitHBEE
R ESERIBIR, f7ER 3 min RS, EE 5K,
HEIEFRAY RSD, 4558 FB1 #0 FB2 A9 RSD 234 1.793,

5.3 DikLt
HEFIRERERSIR, 10 ub. LUEER AL,
REDEMR, SHIRERS, BEREXRY. SRIE1

2.470, fE 3. E 4,
41 18,000,000 counts 335 nm /440 nm
2 .
3
4
5 10,000,000-]
100,000,000 lcounts 335 nm /440 nm
i H 5,000,000~ 1 i
75,000,000 I ﬁ &
: : -50,000 T T T T T o
] 0.0 20 40 6.0 8.0 100 120
50,000,000 B 3. FIREtnEmRSINEE
: E—é E 450’000;?;3 [counts*lf:it-ﬁmal Emission 400’0007,i|'8e2a [counts*Eri(i;e]mal Emission
l . K ]
250000005 T d
:3_/ o~ 1 250,000
| e o~ 250,000
\\;M ]
1 ]
-1,500,000————————F1—— w 125,000 125,000
0.0 5.0 12.0 T
B 2. EEMHER (n=5) o o
0.00 0.50 "0 0.00 0.50 "0
E 4. in sk
= 1. HHHIE
No. RetTime (min) Peak Name CalType Point Offset (C0) Slope (C1) Range (pg/mL) Corr.Coeff %
7.4 FB1 LOff 7 -1439 417811 (0.01~1) 99.98
2 9.1 FB2 LOff 7 -2017 379636 (0.01~1) 99.98

5.4 TiEGHR. EER

LUEIREE 10:1, WS FB1 F FB2 MIREEEMREMIKRELIS 0.01 ug/mL. LUEIREES 3:1, WS FB1 #1 FB2 AI&(RAIIR

MRE£979 0.005 pg/mL.

1,500,000 _counts 335 nm /440 nm|
1,000,000
500,000
-23,6524J \ ‘
0.0 5.0 12.0

5. ERIRMHE (0.01 pg/mL) EE

26

1,500,000 |couns 335 nm /440 nm|
I’OOO’OOOi
500,000i
-23,652;/4 —— ‘ min
0.0 5.0 12.0

& 6. t&HPRAHE (0.005pg/mL ) iEE



5.5 73 A Bl E R SERrE millELS R
AR, MA—EENADSRITER, EREGIGED ZHERETEER, WEEENE 7, WEERIE 2,

3219514 1

3000000+

2500000

2000000+

1500000 |i

Response[counts]

1000000+ ‘

500000+ [}

A
-5000004
-826036+ = = = = = - - -
a0 8 i) 10 Ll &b B T8 a0 {1 10d {15 i
Tiewn vl
7. =R, &, HERIREE
= 2. EIWEERIR
B IhMEREE (po/g) iRE (po/g)  MEE (po/g) IFREMER (%)
=H 1 0 1 0.93 93.3
RGBT A 1.23 1 1.83 82.1
=H2 0 1 0.84 84.0
RGETEN 2 0.32 1 0.94 71.2
6. Fi¥

2% (NYT 1970-2010 /FHRPRESEAINE) . (GBT 25228-2010 Rilitele EXREFRTRISEZSENE &
S SREEIEERIEEL , EET NYT 1970-2010 HUZEUE4, BILARES : /K =75:25 {ERIRELE; S7b, &E3
BEFIMENRES, RRIEILEERE F X RERZERIE S . SR B HiERIERNES 0.025 mg/kg, RIEEEMR 0.05
mo/kg, STOERR. BIKERIE 70~100 % Z18), FERENIE.

NYT 1970-2010 #REXRBEREE : 0.1 mol/L BB —"S (pH=3.3) = 77:28 {ENRsNE, TESCFRSCIGHANTRERE. 1, FB1 AIE
IERTEE R, ™ OPARNATEXFIMIERARE, HLL FB1 HNIESHEITEATINET; 2, RLEARNERILRES, FE
PR T BB FTA R —R SRR B SR, RARINIFRTES T —REE=ET. R85 E, 2EXuAL", RERET
LAERES -0.1 mol/L FVFRERER (pH=8.3) 1EARRaNE, BEE. MR T EAmARFHIEER,

KA OPAIRFINTENEBRDSSZRNEE, OPAMFISKRESZREMNITEFNRIEE, FENTER 2 min 2RI EIEFED T,
LABRERAVEIM

7. 2E 0k
[1] EEitk, AR, =g, E—F, BeEHREIEEEINEUEXTHADZEE B1. B2, B3, BERXEESHRINFIR,
2013, 4 (10) 215-23,

27



b IRIEES= (DON) , 3-DON, 15-DON BITE

1.5|5 4. BIsFHF

IRAEEE (vomitoxin) , XFREREEREHIIEREES (DON) ,

HEENBa, 7a, 15— =REBHRE oK oW, B S Mooz
BHBBEREY . BT ETLS EENIRLTES 2, Ente 1 mM BEK - 285 (90:10)
ARG —EREER, RESREASHEEY., RAS 7 ® 1.0 mU/min

KIRT B RE/NF 1.0 mgkg; FEEREKRIETF 1 mg/kg *, = 30C

DON HUISREHRIMTF/NE . AZ. EXEE G, EitBX SiEs UV: 224 nm

84> DON ill75 £ SENTRLNE, MOoRAYRENs  HHFE 20 pL

A DON FIFZE, IFEEESMELIRFE . BERN
0 3 MBREMASEEIERE (DON) | 3- ZEIRES 5. SO B
BRI ENGEE (3-DON) 1 15- (AT RHRIIEIFEE (15-

DON) . Bl ARSI P IE SR, 15 700,
RORES . ERLARIE S AE R i/ . AR TT8ETE 62.31
RIS —HERERESE . DRI AL IR S R E S
RS ER; BB, PRTEPEBERE. o )
BEM, BIEREIRLBRGEE NS EER I, e 8
REBHES IR HEIR/N . BRIELERODFNE—R g ’
KAERBIEE (TLC) . BERIEMBEE (ELSA) 1S £ 5501 ‘
WEEEIE L (HPLC) « B TLC I AZBiZEEN, BR8UE. @-; ‘ _
SRMRE, RITRIREENSISHSEREA, 255 1251 | £z
RIS, WARGRARBE. M ELSA ANEERSHHE ﬂ jj B
£8 TWRISE. URIPESRUTNRA, BEHE, ol ————— — |
IRPEMRE, ELUATIE AR ER  HPLC (& REUES | B —= o
HEMF. BIEEE. RRRH, BRcFAREFRIRLS Time [min]
ENRERNES . 1.DON, 3-DON, 15-DON FRAEERR UV &iE
2. Wizt AT B8 6 70.0-
DON, 3-DON, 15-DON #R %k #H DON, 3-DON, 62.5]
15-DON TVERTR, AEBFKERHRE, 0.05. 0.25. 0.5,
1. 2.5, 5pg/mL (3-DON&15-DON) , 0.01. 0.05. 0.1, 50.0
0.2. 0.5. 1 pg/mL (DON) RBSRERESE. 2
E375
3. BB g .
SEEUFR e 3 MRS, SERIER 19, F10mL Egia g 3 ”
EOEH, K5 mLIRS 10 min, BAIZEL 20 min, L 2 'I | r
12 000 r/min B 15min, B_EE&RIT 0.45 pm IERRILIE, 12.5 ||| || i| ||
BRO.5 mL50.5 mLZEEES , BF 4 CHEE 30 min, ST, H,h P WA Y
2 mLKEB. 1 mLBESEWK SPEFE, ERE2 mL, 1 mLK 0.0
el AT 10 min, 1 mL 2B, ASKT, S0 2000 5200
1 mLKEE, 1T 0.45 um JERSITIEAEIRE . Time [min]

2. Rt EiEE



70,0

62.5 4

50.0 4

twd
=~
ta

Absorbance [mAL]
L
=

U L

0.0

=500 ; |

15,00 20,00 24.00
Time [min]

E 3. rmBiEE

6. ERG5iTie

6.1 Bk, [HR
HIEKREESRERRFHERLN, URSKRESERRE
AR EL MR T, S8R %E, DONTE 0.01-1 yg/mL,
3-DON&15-DON 7£ 0.05-5 pg/mL SBEIH B RIF& M X &
(r’>0.999) ., BEBAKELEHREL, NEREEERA
0.05 pg/mL, MR 0.025 ug/mL, IMREEE. FRfE
T .

DOM Exlernal VIS _2
Ppm

0804
080 -
0404

0204

0.00 -

VIS _2

U VIS 2

[& 4. DON, 3-DON, 15-DON ¥Rk



30

% 2. DON, 3-DON,

Ret.Time (min)

15-DON FRiEEZ 5 T2

Peak Name

Cal.Type

Coeff.of
Determination

CO (Offset)

C1 (Slope)

19.813 DON Lin, WithOffset 0.99981 -0.0036 0.0332
20.700 15-DON Lin, WithOffset 0.99992 0.0066 1.6584
21.198 3-DON Lin, WithOffset 0.99990 -0.0041 1.6761

6.2 FiEEWEIIEEE

D AEEEKIKRE (DON 0.04 pg/mL, 3-DON&15-DON 0.16
pg/mL) , FiRE (DON 0.2 pg/mL, 3-DON&15-DON 0.8
pg/mL) , &iKE (DON 0.8 pug/mL, 3-DON&15-DON 4.0
Ho/mL) BVIRERIB IR, &L 7 $HE . RIl—EIRENR
o, BREHIEERIE 3. EHERFIA (DON 0.6 Hg,
3-DON&15-DON 3 g ) , ALIRfE4iM &5 DON, 3-DON,
15-DON HIEIES 5179 80.04%, 86.72%, 90.19%.

70,0+

mALl
6254

50.0 -

3754

25.04

Absorbance [mAL

125 —

0.0

5.0 :
15.00 20.00 24.00

Time [min]
4. ELE T HIEEE

% 3.DON, 3-DON, 15-DON #EZERER

o RSD (%)
HEEE ERE PR (ke
DON 1.85 1.44 1.26
3-DON 0.67 0.28 1.87
15-DON 0.30 0.15 1.15

6.3 SCRREEmINIE

B ERTENET 3 #i@HHFRE= DON, 3-DON, 15-DON
HIPXEBE, ERFRIIFICE DON, 3-DON, 15-DON.
6.4 17i¢

AL R BEZRTENZE S H DON, 3-DON, 15-DON,
SWHEFEIESHEUEEK, 2138 DON, 3-DON,
15-DON BV REB T %
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