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LC/MS: RFLC/MS/MSZREEM(MRM)JE, BXIE{THEI00FK
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B, EREEESR.
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Adwess [ €] C 07 Extract-Lhim

MSD Deconvolution Report

Sample Name: Swawberry Extract

Data File:  C:MSDataiMay 02_07 Lehotay Extracts Jap Meth'Srawberry Extract.1.D
Date/Time:  05:06 PM Tuesday, Jun 5 2007

The NIST library was searched for the components that we in the AMDIS target library.
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EENMT EHE-NSRERRNBNNRFRY
mUWﬁ%m EHFE, REMRRRLCARENS D B
RESRESRER, EAWILERERNMEEN XL
FERERFAS AN REN TROTE.

TIC of +TOF MS: from Fungus_305.wiff
3.5e7
3.0e7
2.5e7
2.0e7
1.5e7
1.0e7 12.06 16.85
5066 689 890 12.25 W%

0.0 P

11.23

084 109 STy

2.0 3.0 4.0 D ED 0 80 90 100110120130140150160170
59 19 179 239 299 359 419 479 538 598 658 718 778 838 898 958 359

Time, min

XIC of +TOF MS:313.058 to 313.093 amu from Fungus_305.wiff

2.00e6 8.90
1.00e6
8.00¢5
6.00¢5
4.00¢5
2.00e5

0.00

v T
6.5 7EI 75 Bﬂ 85 GU 95 1(](] 1(]5 110 115 120
359 389 419 449 479 609 538 538 598 628 658 6.88 718

Time, min

+TOF MS:8.829 min from Fungus_305.wiff Agilent, subtracted (12.313 to 12.914 min)
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ERAEKHBAY,
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MEE, 7L ENBUFAERR L E NSNS
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R ER AR RE T T EHIDHT.
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Abundance vs. Acquisition Time (min)

LC/MS: BHERBRYFIERFHIEEA ERIIMRMAHT, EH
RABBEZEFH(ESI+)FILC/MS/MS MRMZ i 58 THIAFIE R,
TR #RAIPLO AL, EEIRA0.01 ng/Kg, RESHERZE
FOBK IR A2 g/ KgHyi#t I ZK
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#:
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NERMEREAFTNZERNEE

* BasmatiZKFEHY E £ 7

REXE. KB, BA. MEAMRANTAEANHEK
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REERNE—TEE, 2100E9 3 557 % TTPCREA
HES, JTNUE—RETHEAALFSE T HE.
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BRETRBRN=ZFER, 210092 AL MG BRAIHFHH
ERTHERAMBER: WMAZEFR ($£#4), BEER (5#5) f12
AFITRR (£F6), URNEFE=FEREEEY (FF7).

##I%iE: Campden and Chorleywood Food Research Association Group, Gloucestershire, UK.



TEHNBEATES

BNEHEESRFENRAREDTT BRUEUNERTUENOTOBRTR. RARRCHEMSREOFTNE, 1]
JUBHEERERBEENFTRIMENBEALENTE, HEEETUMNE-—TEHEFZIHTRETEENETN. 30

AR

SHeENS -REANEROTIELDEE. BEHR
RREEHEA, EHNEHUTENERORERL/ R
ERETTREREGEEURROBERITRRARIEN
MEANTESNHGR. BEBTRURABETRRAE
B At MR, IR R KR BSTRIRE LM DRS) o T
BEEDATRTE].

BEBEEETHRENSATEDNRE T HORE.
RESZTEREDMER LI LIMMERR X MAERT
WHIRES.

B, wEEE/ REgael/ /g ke o mE
B, HE#ENE, Hh7HRQLESRE, TATERL
EYUNERBESTNRNMAERLE. Agilent 12005
NBERERECEREETTRHERES MU, Y
B g, WARAT - XATRSE R, =3 SR B ARAT Rk
MEBFHRERZEEHTLVRLHNME TEATR. 8K
20 \E T THE,

2100 A SR IREEMSTRETERMER
WNED iERTNEERNEREE BTRAKES
. MIRAEDH. RALH. GMOMHAMITHNR.



Agilent 1200 ZFIE 7B ERERHEBIE RS

mHM|

58 LT
- bt HPLC # 20 £

- [t HPLC #HEBES 60%

- X5 2000 MER

« 30 SHHIEREE% 500

- SEH HPLC FikZeHE

- RECERUBRSRELERE

R ERESR. NRES. RiE
ERANREEERS

RENE. WEMTERNERELRAS
HERLSMIFREREXEEN I,

ZEER 1200 RIIEHBERERBRIERS
(1200 %5 RRLC %) #igit, BEA—1
BRAZGHE LRREEK, ZRAE 0.05-
5 ml/min MSWREEENILE, £REE
#1200 UBREFMBRNNER, XEEHET
Bl RRLC #1 RRLC/MS R &1 4E A0,
ZHEER 1200 RIS A BEREREELE RS
EEMB AN, BITRERER RN LR
TRIFIABHIHAKE.

®E

RHER 1200 Z3] RRLC ZERAE_R
ZORBAX HENBEREEZ 1.8 pm B
(RRHT), 7EfR#% HPLC BRENEE. BEE
MRGEHNER, HERERRALL HPLC 5
20E2%,

NEE
ER#EMBKEM HPLC &iLH4EL, 150 mm
1< ZORBZX RRHT &ifHErT IRtk HPLC &
itHE 60% MAEE., MkS2BEME RRLC
R AR ERERENIBHESME
. SSHIEL 600 MEEERE

Righ

RRLC R&LEIZHESHMEMBITHLA.
ZEAERRK 10-300 mm RYEHFRAE
o, HRZERE 1-4.6 mm. fZ5ERE
1.5-10 ym, BPEERMERKENTF 2 pm #Y
BIEH#T RRLC 28, FAIEAKXTF 2 ym
Ry BT HPLC AT AZEMRS, X
— M REEN A PHR SR FRETED

(RRLC)

e NRFATUZEHELSNER, M
B BEMRERE X AR ATBRAL .

AR A N

60,000 RARERKLCHE 1100 RIIKEEL
RAEHEK, FHORER 1200 REETH
HI 1100 REME, ZRARBEZARR
SEENSBENRRN, BREHNEEH
FIS{K. Elk. 1200 RRLC /45 T %M HPLC
WEEFNAERm A, AEAIRIERN, BT
HPLC #B{ERIF PR BB TIEI B R
% RRLC &4,



R x| #HkE—R X 7E B HENRERRARE

AMESF— &%

1200 %51 RRLC REARUESHHI RRLC KL
B, MEERTFEL HPLC ik, MEkREH
BTRPREERNED— RABREEN S
FINEE, XAEMNARMORE. RERER
K 10-300 mm MEERES T, E
REEE 1-4.6 mm, FEERE 1.5-10 pm,
1200 ZRERERIFTIATE. UEBRE
MUV RN RIS, BREAFET
AR RIS R AT REEN .

HEEREREEERREBEE—NEER
% LiEfTEAMRERERR RRLC #1 HPLC
HiE—MRERLHR, BABERHRTH
EINE,

120 pL MRERAREENASE. LC 0
LC/MS EHR ML,

FiEFERIR G

ZORBAX 1.8 pm RRHT &itHH 805/
1%, HPEEREMENBEE, Hikh 20
mm 2 150 mm, BEMN 1 mm 2 4.6 mm, Lt
BAFEFREFAREERG T EF M

RRHT {#/.5 ZORBAX 3.5 15 pm A @ik
HHRRKER, SAFEERERRE
(1.8.35,5 ym) EEFTLHEEMEEFY, £
B HPLC 5 RRLC zi@F kMt EZ Bk
& BE BERE.

1200 RRLC REHIFRAERAREEEIET
HPLC 773k, HREARHEMRLL HPLC {X384H
EINF 2%, BRUERITEBERINETER
Ti®, MEXEZHINE HPLC Fik,

Ve I
1200 RRLC HEHPLC
RRLC
it
RRLC
i
HPLC - &
HPLC — #
1-2.1 mm A& Py, aREs |
3-4.6 mm A
: 15—-50 mm i
100 — 150 mm &
\_ J

RHE 1200 2% RRLC RGAIRAEREH 5% RRLC 71 HPLC
ERETELINRNRE

e ey o I
nE TmmiD 21mmID 3.0mmID 4.6 mm ID
1200
- 150 150 150 150 RRLC
1 100 100 | #EFB 100 100
I 50 50 50 50
Bt 30 30 30
1100
l 20 20 20 “RE
=

FRRFHHIE -2 pm FEME R EHNRSM, L1200 ZFIRRLC R
G&EL K 20 mm F 150 mm By RRHT iR ITHSER

T me smwtEaw N
A4 1100 ZRREG
1200 RRLC 4 (FRAERIFFRELE, 600 - 800 pl)
fjttk:  ZORBAX RRHT, 4.6 x 250 mm, 5 pm, XDB-C18

mAU
12001 At<2%
—_—

1000+

800

600+

400+

200

0
\ 0 2 4 6 8 min /

REERSREETNERARBET RRLC, MERBREAESL HPLC
%k, BETMGEIRTUEES ERANEL
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R-FUx R FIERIY

SR Agilent 6000 Z3IK-FECR RGN RIZ T RECXR-REAE FIAE: RITEFHEFHEIN

HERERIM AT & 5 A ARk A 2 4%

K-RBR RS

6000 RI%-RBEARZLAELHNENEH AL Z58KN
RERIE (QQQ) R PARAT-KITRTE SRECRIE (QTOF), FIEH#EIA
AHRER TR E RSB THRILN.

* 6510 DURHF- € fTHHEIREX L (QTOF) — EBFH &R QTOF R
HE TURSHEETFHRRREY AXESERNTEY.
BEGITEE, AARRIERR

© 6410 SESREMMEE (000) — 7£= E R BIAR RILHUMES
EEL THMRE: HEMREE, BEFENRSTEEH
BEMEEL

* 6300 ZIBEFM RS — B REEFMATEM XCT ultra EFTIA
REEHHETEBHME (ETD) e, TNAKREREBEN
EHRMSMERNGE

* 6210 ¥fTEHERIE — HENRERE. RESWEMNHNEE,
BRikz5, ERAEBHIEE,
SEYREWMKRE, MEZEN
SILinE

© 6100 RFIMUBHEFR-FRRLE — 12
HESHMEMRECHENTE
M, BRIEMUREINZITHIMNE

HE EHIERAMFEIFT IR A

6000 R77%-REA RGBT R AR A AF L PFRIZSEE
HitERE. 237H0 6510 QTOF EFHENRERE. SRENDT
S5, 6410 QQQ #6510 QTOF HRACILHSIE, ZEmiEmbiE
RECtigt, BATRERMAN MS/MS BEttE, mMEHE
RIZIZHN, RHECHEFRE 6000 Z%-FRBRNZ B TTIA
FEik,

EHBETRERE—MREA
7 6000 Z3IiK-REKA L, RECREE ZHEFUERLER
BERMEA., RECHETFRERAXXEABSMZERRTE
St IRRARERRS ST, TEMEM
ERARENE, R, RECEN TERN
MARB TR EUAMETERE

(ESI) MIXSEMFHRER (APC) BF

., MAREREE.




R-FERAMATRERZESN

LECRUFSMAEPREEE, SHERENS-REAMNEAT H. BEEER-RERUI T
MER ZRECHR-RERABRAEEIAFREESHAMAENESHITETEL.

TR

6510 PIRRAF- & THEE B B iE X (QTOF) !
6510 MARAT- K {TRTIE REXFRIL{YL (QTOF) MR E
K MS/MS EERTEZREGKHER TR
EYNERE.

BEMAEIEEXN MS/MS

Ihee, 6300 RIIFERAT
AAUEMETENLELRE
AT EFE.

6210 7T E] &
6210 &ATRERIL AR B HMEREE /T 3 ppm,
2INSFREMH BB AR, 6210 K{TRE
RiEEam. REEEMIPEX
MU EMETHEEEAR,

EEOH

6410 ZESBRFRE (00Q)
NFEREMERPERLEYNTATE, ZERRNRFILEN
R KNS (MRM) 2EE5E, 6410 ZERRNRRLES
HENREEMTEYE, TURIEREMAETRL 2 X SR,

6100 ZFIPURHTR - R

2HH 6100 RIK-RAFESH
MEEE, tHEART EMEAMRIER R,
MERENMISIMRT, AEEAS
MEFEZ—, #6100 RFITLL
R REEHE. XASEUFHRE.
EBFERX. ABEFEANRILE
#, RANTARAREE.

6210 fTHE] &
6210 ITHIERIEMREHNERE N
3ppm, RIS FUEWHITRIRERA,
6210 kX{THERIE=RM. R, :
EEATHRRMUEMEENEE

HR,

1
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B3R

BRREFEEMBITEIRE - oo e 2
Agilent 1200 FAREE / 6410 REXTRFUERK ANEER. AKX, BE AXPIBMZRAZEE e 13
Agilent 6410 & BX FUARAT SUE D 4TS 3 & PAIRRERBRMIAEM oo 29
Agilent 6410 REXMIRFUER AR RFNABEEMBMIILERG o 32
AHRPREEEER. EFFBR. WRAEK. ZFXAEK FUAEK FBXG6 FBRVEEERITE o 36
Agilent 6410 FREX AR FUEA M R AFAIRBBEERE - 39
Agilent 6410 =R BX TUARATBEAS U R & FEY B, SEARBBIF oo 43
Agilent 6410 LC/MS B EXTUARBUE D ATEBRAEB R - 51
R 1200 HAREIE / 6410 ZF BB IR FL B AN E TR R AL (SudanRed) &8 - oo 58
LR 1200 HAREIE / 6410 ZFHHKMRFUEUNE=HEE (Diethylene Glycol, DEG) &8 ovoveroeen 61
ZHER 1200 FAREE / 6410 ZZRBERFEUNERE _FME (Phathalate, DIDP FIDINP ) Z&- oo 63
LR 1200 BAREE / 6410 =F BB MR RUE NN EBKFHHMEESR (Microcystein, RR, YRFILR)------ovvvovn 65
L1 1200 FARRE / 6410 —EREERAFENNE=REE (Melamine) MFRKEK (Cyanuric Acid) 28 69
BB/ ERREE (LC/MS/MS) MTBAR BB ZIEER v 7
G B B R BB B -+ v e ettt e 74
BRRERRIEEIMIRIIILE oo e 75
T o i o - SR PP 76



Agilent 1200 &4 i / 6410 SREXPURRIEBANEER.
AL, BE HXPIHESROKEE

1. 5gE

ATHESR T E . SR ISR
Jih 403 2 e 2455% B S IRH €A% - HRIDEDY bR B
M5k

2.

2.1 FifiAFIAREL; C18 SPE #: (Supelclean LC-
18, 3 ml Tubes, Supelco) ; FEFLIENRE IE:
0.45 pm.,

22 RERR
2.2.1 FREME SRR

Sy BIRREGE e (F§Afi% 0.1 mg) Fgffefe 25kniE
Pliisy I T 10 mL 25 i rh, ARSARAE 0 13
I R . CIRAHAFIE T iR B2 .

222 BEWERE GRATRAERRA. B. C. D, EMF)

i W ofe 25 R AR OGAL 22 R PR R RN ER RN [R] L oRf
403 Fhfe 25 LA AL Aoy AL B, C. D, E. F
N TR B Rhofe 24 45 L% LR pi7 SR BB,
SE AR A BRI P IR JE -

(RO ERIA 251 5 21 . R HRRIE il 2 IR AR
PP T A A 2 RIBRIME R #1100 mL %5
S, P EEE R BRI E . AP IREDE 4C
A7, A=

3. {2

Agilent 1200 RRLC (Rapid resolution liquid
chromatography, &4y & PR AR 3% );

Agilent 6410 QQQ (= T FRERPUMLAT T ) -

il TEFEARDL WARTAG BUBHE
W=}

4. WESH

41 RES5Ht

FRER 10 g Fiih (4. PI2E. SERBUGEE) £
300 mL =i, JoA 100 mL LJiEFEE 30 2>
Bh, HIECKEEGE R 100 mL AU, T 40C
K ikéE % 5 mL /47 . 100 mL 4% SRR Sr
RIS IRRAGIR , T-1 AT RS o ik =,
A 50 mL S HBER AT 10 08 (A k).
N EA YU A TCK BRI B ST 100 mL A4
JEHLH, 40°C kit lig ez T/ 5 mL W §EE
fi#t, - C18 SPE #i: (Supelclean LC-18, 3 mL Tubes,
Supelco; SPE #1156 H 5 mL WHEEBENRL , 285 1 5 mL
DEBLIEA TTIACED), HI 5 mL FEEBEDL, 2 HREse
WAL IRT, SR -0k (15:85) e/ 2
1 mL, 0.45 pm F§FLUER R B85 {1k LC-MS/MS 434t .

4.2 s
421 Eif&H
a) iif:: Agilent SB-C18, 2.1 x 100 mm, 1.8 pm;
b) H:fid: 50C;
) UEFERL: 20 pL;
d) {7 B AH Rtk WK 1
e) Jiiafrittal: 8 min;
4.2.2 k&G
a) HL R s B Tk
b) LB RAR M IE R
o) FA AW
d) L) 40 psi;
e) #FhiZ HiE: 4000 V;
) T 360C;
g) THRk: 10 L/min;
h) sy #Ed: Q1 (unit) Q3 (unit) ;

13
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1. RHERRELRE

TR B ] /min A K (0.1% FER + 10 mM ZEsk) /(%) B: ZK&/(%)  f#&/ (ml/min)
1 0 99 1 0.3
2 4 50 50 0.3
3 15 40 60 0.3
4 20 20 80 0.3
5 25 1 99 0.3
6 30 1 99 0.3
7 30.1 99 1 0.3

4.2.3 EENE

FEARTRI S 25 0 N UEATRE R IE I, A Ao
HoAS: EH €8 T 1 O B2 I ] 5 e I bsofie rh BE R oA 245
FHOGAL 2 G T (P OR B R (E]— %, I HLAE BT
S Jr B R ek B bR et — B, MR RlE
RS A AEIX TP A 2555 B
424 EEMNE

AT5 {5 LC-MS/MS SR JH S h £k e
I o Ay DA O S el 2 (R RENR 2 e P bofei
R G R B ol AR IR, I BT Iee b
Hh A 24555 B i BB Y AE MV E N
4.2.4 FTIAE

LA LB Rl — I P A P A Tk
424 ZHIAE

BRAFRIGRFESL . Y4 LR B IR IEST

5. ZRITH

LC-MS/MS il R Awofe ih e i, it th
s w5 R Mass Hunter @ &% Quantita-
tive Analysis H38A . 2Pk &5 0.5-500 ng/
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F2 A HRGERBEXRMCLRPELER. REME, BUEF . FABREE. MHESEEURUSYERT 403 HRERBXEER
BHEGHR, BMRERE

FS HXER 3 e RENE TEET EMEY RARR ®ES ANGE KRR
/min BE/V #E/V RE%) (b/kg)
A4
1 lEEdg nitenpyram 599  271/237 271/237;271/224 100  15;15 229 0.07
2 THRETH butocarboxim sulfoxide 534  207/75  207/75;207/132 80 5;10 1.47 0.03
3 REE demefon-S-methl sulfoxide 587  247/169  247/169;247109 100  10;30 1.20 0.03
4 R monocrotophos 5.97  224/127  224/127;224/193 100 205 2.76 0.03
5 IR demeton-S-methyl sulfone 6.20 263/169  263/169;263/125 80 15;20 4.08 0.04
6 ZHEARIN ethiofencarb sulfoxide 6.35  242/107 242/107;242/185 80 155 2.11 0.07
7 YR pirimicarb 796  239/72  239/72;239/182 120 20;15 1.51 0.07
8  EAH: mevinphos 6.69  225/193  225/193;225/127 80 1,15 1.96 0.08
9 EEE ethidimuron 6.63  265/208 265/208;265/162 80 10;25 297 0.08
10 it sk imidacloprid 6.73  256/209  256/209;256/175 80 10;10 3.21 0.13
1M =& sechbumeton 8.34  226/170  226/170;226/142 120  20;25 1.27 0.03
12 HWES simetryn 820  214/124  214/124;214/96 120 20;25 1.22 0.03
13 Ehu thiacloprid 7.35  253/126  253/126;253/186 120  20;10 1.67 0.08
14 EEZ methoprotryne 9.07  272/170  272/170;272/198 140  30;25 1.52 0.02
15 &k paraoxon methyl 767  248/202  248/202;248/90 120  20;30 1.83 0.12
16 ERERK spiroxamine 10.89  298/100 298/100;298/144 120  35;20 1.98 0.12
17 gEz= cyanazine 7.80  241/214  241/214;241/174 120 15;15 2.66 0.06
18 HEWBER thiophanate methyl 7.87  343/151  343/151;343/311 120 20;10 2.83 0.15
19 DHEH malaoxon 810  315/99  315/99;315/127 80 20,10 1.26 0.04
20 EmRBITH fenthion sulfoxide 821  295/280 295/280;295/109 140 20/35  1.16 0.03
21 THE cycluron 8.68  199.4/72 199.4/72,199.4/89 120  25;15 1.17 0.09
22 EE prometryne 10.60 242/158  242/158;242/200 120  20;20 1.41 0.03
23 HESKE chlorpyrifos methyl 15.75  322/125  322/125;322/290 80 15,15 53—5 17—
24 DEmRTE rabenzazole 8.64  213/172  213/172;213/118 120 25;25 1.68 0.03
25 HZAR monolinuron 862  215/126  215/126;215/148 100  15;10 3.58 0.08
26 FAHE isoprocarb 894  194/95 194/95;194/137 80 20;5 3.7 0.08
21 CERHRE thiophanat ethyl 922 371/151  371/151;371/325 120  15;10 2.10 0.2
28 MR dimefuron 942  339/72  339/72;339/167 120  20;20 1.60 0.05
29 EERR propham 917  180/120 180/120;180/138 80 155 1.30 0.4
30 RBEEMR clomazone 953  240/125  240/125;240/89 100  20;50 1.25 0.09
31 =g triadimenol 9.70  296/70 296/70;296/99 80 10;10 8.1 0.7
32 paclobutrazol 9.67  294/70  294/70;294/125 100  15;25 1.62 0.16
33 BERER cyprodinil 1226 226/93  296/93;296/108 120  40;30 1.93 0.09
3 HEHENER emametin benzoate 20.40 886.7/158 886.7/158;886.7/126 150  40;40 1.74 0.24




F2 ABHRGEREXRMLRPELER. REME. BUEFX . FABRRE. ESEEURUSHERT 403 BRERBXCZER
WHERHR, BMRERE ()

FS HXER Ey e RENE TEHT EMETY RARR ®ES ANRE KRR
/min BE/V #E/V RE%) (Hg/kg)
35 HiER desmedipham 9.79  301/182 301/182;301/136 80 5,20 3.12 0.16
36 kK famphur 9.84  326/217 326/217;326281/ 100  20;10 1.59 0.07
37 R methidathion 994  303/85  303/85;303/145 80 10;5 0.76 0.12
38 SEWIEE fenarimol 10.76  331/268  331/268;331/81 120 2530  3.09 0.33
39 AEHEF iprovalicarb 10.68 321/119  321/119;321/203 100 25,5 2.20 0.05
40 Z—HEER dimethenamid 1046  276/244  276/244;276/168 120  10;15 1.93 0.03
N BEE myclobutanil 1057  289/70  289/70;289/125 120 1520  3.19 0.07
82 REFE isoxaflutole 1040 360/251 360/251;360/220 120 1045  4.54 0.08
43 ZIm etaconazole 10.97 328/159  328/159;328/205 80 25,20 1.61 0.16
44 FE =g diclobutrazole 1145  328/70  328/70;328/159 120  30;35 1.61 1.7
45  HER napropamide 1151 2727171 272/171;272/129 120 15,15 1.76 0.07
46 M flusilazole 11.74  316/165 316/165;316/247 120  20;15 1.37 0.03
47 BRI bitertanol 1212 338/70  338/70:;338/269 60 5.1 423 0.17
48 REm penconazole 1211 284/159  284/159;284/70 120 20,15  3.75 0.03
49 R flutolanil 12.08 324/262  324/262;324282 120  20;10 2.71 0.03
50 ZERK acetochlor 1224  270/224  270/224;270/148 80 5;20 3.73 0.09
51  RIEFH fenitrothion 10.43  278/246  278/246;278/125 140 15,15 242 0.14
52 18wk azinphos ethyl 1254  346/233  346/233;346/261 120 10,5 3.70 0.15
53  HER edifenphos 13.03 311/109  311/109;331/283 100  35;10 3.12 0.03
54 THRER isomethiozin 1320 269/200 269/200;269/172 120 1525  4.28 0.17
55 RERH bromfenvinfos 13.66 403/170  403/170;403/127 100 3520  4.37 0.06
56 XB\R benalaxyl 1370  326/148  326/148;326/294 120 10;5 5.06 0.03
57 KEBER dichofluanid 1341 333/123  333/123;333/224 80 20;10 — 1.7
58 X¥IR triflumuron 1377 359/139  359/139;359/156 120  30:15 3.14 0.13
59  IEERE pyraflufen ethyl 1457 413/339  413/339:413/289 120  20:30 1.73 0.04
60 HRER clodinafop propargyl 1458 350/266  350/266;350/238 120 1520  4.16 0.06
) I diazinon 15.02 305/169  305/169;305/153 160  20;20 1.76 0.11
62 MEEw pyrazophos 1493  374/222  374/222;374/194 120  20;30 0.86 0.02
63 HHER terbucarb 16.04 278/166  278/166;278222 100 101 3.15 0.17
64 FEIHE tolclofos methyl 15.67 301/125 301/125:301/269 120  20;15  4.00 1.0
65 HMFARR haloxyfop methy! 16.76  376/316  376/316:376/288 120  15;20 1.60 0.02
66 WER pretilachlor 16.85 312/252  312/252;312/176 100  15;30 0.88 0.15
67 MEBER diflufenican 16.79  395/266  395/266;395/246 120  25;30 2.00 0.05
68 EdE indoxacarb 17.69 528/150 528/150;528/218 120  20;20  3.37 0.1

69 MEE cloquintocet mexyl 18.21  336/238 336/238;336/192 120  15;20 1.73 0.04




R2 ABHRGEREXRMCLRPELER. REME, BNEFH . FABREE. MESEEURUSYERT 403 HRERBXEER
WHEEHR, BMRERE (S

FS HXER 3 e RENE TEET EMEY RARR ®ES ANGE KRR
/min BE/V #E/V RE%) (b/kg)
0 SRS dialifos 1712 394/208  394/208;394/187 100 5;20 6.32 0.14
N EBRR 7quizalofop ethyl 17.64 373/299  373/299;373/271 120 15;25 1.1 0.03
72 RR%EE tetramethirn 19.25 332/135  332/135;332/164 100 1515  4.93 0.08
3 MEAER fluazifop butyl 2047 384/282  384/282;384/328 120  20;15 0.70 0.04
74 W dioxathion 21.04  479/97 479/97;479125 100 15,10 8.16 3.0
75 BR%E allethrin 19.77 303/135  303/135;303123 60 10;20 5.30 0.13
76 @Ak flufenoxuron 20.85  489/158  489/158;489/141 80 10,15 413 0.25
77 IR hexythiazox 2044 353/168 353/168;353/228 120  20;10 2.64 0.04
8 BER triallate 21.20 304/143  304/143;304/86 120 2515  4.78 0.3
79 BEXERR_IFCERS  phthalic acid, dicyclohexyl ester 17.65  313/149  313/149;313/205 100 5,1 1.84 0.16
80 FAmH prothiophos 2357 345/241  345/241;345/269 60 2000 412 0.3
B4
81 Bh=x chlormequat 0.86  122/58 122/58;122/63 100  35;20 15 0.13
82 IR nicotine 117 163/130  163/130;163/117 100  25;30 6.3 0.4
83 HEENYE oirmicarb-desmethyl 570  225/72  225/72;225/168 100  25;10 1.5 0.13
84  ZHFRREE acephate 146  184/143  184/143;184/95 60 5,20 1.8 0.14
85 ZHR carbendazim 386  192/160 192/160;192/132 80 15;20 3.1 0.13
86 KL vamidothion sulfone 1.44 178/87 178/87:1178/60 100 15;10 0.17
87 Ha®H dimefox 5.00 155/110  155/110;155/135 120 20;10 22 0.17
88 EdiE thiamethoxam 489 2927181  292/181;292/211 80 2010 37 0.084
89 Ehim clothianidin 563  250/169  250/169;250/132 80 10;15 22 0.047
90 JEE fenuron 578  165/72 165/72;165/120 120  15;15 054  0.057
91  H#id difenzoquat-methyl sulfate 7.25  249/193  249/193;249/130 140  30;40 2.0 0.084
92  ZHE formothion 6.03 230([M+H- 230/199;230/125 80 5;20 35 0.05
H,0]+)/199
93 HBE TEPP-A 7.03 2917179 291/179;291/99 100  20;35 6.0 0.4
9 BHZERTE desethyl sebuthylazine 6.87  202/146  202/146;202/104 100  15;30 36 0.023
95 phosphamidon 7.10  300/127  300/127;300/174 120  20;10 34 0.022
96 [HEEETEK imibenzonazole-des-benzyl 715  271/174  271/174;271/70 120 25;25 46 0.17
97  hpREE mephosfolan 7.24 2707140  270/140;270/168 100  25;15 1.0 0.017
98 HIERE isouron 731 2127167 212/167;212/72 120 15;25 3.2 0.044
9 SHmE chlormephos 839  235/75  235/75;235/125 60 10;10 —
100 Ziggk cythioate 739 298/217  298/217;298/125 100  15;25 8.2 1.7
101 HERHE propoxur 772 2107111 210/111;210/168 80 105 25 0.064
102 Mg bendiocarb 770 224/109  224/109;224/167 80 105 38 0.12
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F2 ABHRGEREXRMLRPELER. REME. BUEFX . FABRRE. ESEEURUSHERT 403 BRERBXCZER
WHERHR, BMRERE ()

FS BXER EXHH RENE TEHT EMETY RARR ®ES ANRE KRR
/min BE/V g8/V RE(%) (b/kg)
103 Mz flutriafol 8.08  302/70  302/70;302/123 120  15;20 1.4 0.084
104 R3E thiofanox 823  241/57 241/57;241/184 120 155 35 1.7
106 BHEER mefenoxam 8.44  280/192  280/192;280/220 100  10;15 4.6 0.04
106 H=ERE diuron 830  233/72 233/72;233/160 120 20;20 0.65 0.05
107 #HEE difenoxuron 849  287/72 287/72;287/123 120 20;15 1.3 0.057
108 RAE methobromuron 854  259/148  25/148;259/170 80 15;15 1.5 0.084
109 HEEARE demeton-(S) 890  259/89 259/89;259/61 60 10;35 24 0.04
110 ZHER dimethachlor 9.05 256/224  256/224;256/148 120  10;20 4.7 0.037
M ke Prothoate 9.03  286/227 286/227;286/199 100 5;15 3.1 0.12
M2 $KGE propazine 9.38  230/146  230/146;230/188 120  20;15 069  0.084
113 ZHFM disulfoton sulfone 919  307/97  307/97;307/125 100  30;10 0.69 0.17
114 FHET phenmedipham 947 301/136 301/136;301/168 80 20,5 34 0.13
115 KER furalaxyl 9.82  302/242  302/242;302/270 100 155 45 0.04
116 4%Ti# terbuthylazine 971 2307174  230/174;230/132 120  15;20 1.8 0.019
117 KEF flurtamone 9.87  334/247  334/247;334/303 120  30;20 43 0.13
118 #EEm bromuconazole 1&ll 10:36 3767159 376/159;376/70 80 20;20 29 0.1
11.04  376/70
119 RE#H molinate 10561 188/83 188/83;188/126 120  15;10 3.7 1.7
120 FEERE pyriftalid 1031 319/139  319/139;319/179 140 3535 1.8 0.14
121 iR chlorbufam 10.27  224/154  224/154;224/172 120 155 7.9 1.7
122 BIERERE isoxaben 11.21  333/165  333/165;333/150 120  15;50 1.1 0.054
123 Z8MESR ethofume sate 1091 287/121  287/121;287/161 80 10;20 16 0.09
124 BRRBHAS bifenazate 11.26  301/170  301/170;301/198 60 20,5 6.7 0.24
125 BEEZRR diphenylamin 1143  170/93 170/93;170/152 120  30:30 15 0.16
126 ZEFFE flamprop methyl 11.30 336/105  336/105;336/304 80 20 1.0 0.044
127 HFEEZ iprobenfos 11.70  289/91 289/91;289/205 80 255 1.3 0.06
128 &M metconazole 11.95 3207125  320/125;320/70 140 5535 2.3 0.07
129 X4HE tetrachlorvinphos 11.83  365/127  365/127;365/239 120  15;15 2.7 0.094
130 =mwk triazophos 11.73  314/162  314/162;314/286 120  20;10 — 0.04
131 RIF® propiconazole (1&ll) 1251  342/159  342/159;342/69 120 20;20 1.3 0.017
132 EXE neburon 12.27  275/88 275/88;275/57 120 15;20 25 0.017
133 HEZEE fluthiacet methyl 12.88 404/215  404/215;404/274 180  50;10 5.6 0.15
134 FER aclonifen 12.75  265/248  265/248;265/193 120  15;15 55 0.08
135 TEERER buprofezin 20.11  306/116  306/116;306/201 120  15;10 6.9 0.019
136 =FEHRL triphenyl phosphate 1437 327/152  327/152;357/215 160  35;30 2.3 0.094




R2 ABHRGEREXRMCLRPELER. REME, BNEFH . FABREE. MESEEURUSYERT 403 HRERBXEER
WHEEHR, BMRERE (S

FS HXER 3 e RENE TEET EMEY RARR ®ES ANGE KRR
/min BE/V #E/V RE%) (b/kg)
137 XImsk parathion ethyl 13.90 292/236  292/236;292/264 120 10,5 44 0.06
138 ZBHH Etrimfos 1397 293/125 293/125;293/265 120 2015 7.1 0.023
139 ZEERRE flamprop isopropyl 1468 364/105 364/105;364/304 80 20,5 1.7 0.030
140 FEMIEE pirimiphos methyl 16.16  306/164 306/164;306/108 120  20;30 4.2 0.09
141 KEE# cyanofenphos 15.12  304/276  304/276;304/157 100 10;20 47 0.13
142 B phorate 1541 261/75  261/75261/199 80 10,5 38 0.4
143 FEIK Thexaflumuron 15.98 461/144  461/144;461/158 120 35;20 2.6 0.4
144 12 cycloxydim 16.62 326/180  326/180;326/280 120 1510 43 0.12
145 B F5EGA trifloxystrobin 17.77 409/186  409/186;409/206 120 1510 33 0.04
146 #EENR novaluron 1752 493/141  493/141;493/158 80  35/15 26 0.87
147 BEHR clethodim 18.06 360/164 360/164;360/268 120  20;10 2.7 0.17
148 FMELERE picolinafen 1857 377/238  371/238;377/359 120  20;20 49 0.037
149 H£¥)iERFEE bioallethrin 19.64 303/135  303/135;303/107 80 10;20 22 0.1
150  mERREE pyriproxyfen 19.89  322/96  322/96;322/227 120  15;10 1.9 0.04
151 EHiE fenazaquin 2011 307/57 307/57;307161 120 20;15 23 0.14
152 Rkt propargite 2196 368/175 368/175;368/231 100  15;15 5.3 0.47
153 B DEF 2291 315/169  315/169;315/113 100  10;20 1.2 0.054
154 AR EE bioresmethrin 23.78  339/143  339/143;339/171 100 2515 4.2 0.17
155 EEEHE tau fluvalinate 2472 503/181 503/181;503/208 80 2515 4.6 1.2
C4A
156 R RRwE Methamidophos 248  142/94  142/94142/125 80 1510 0.89 0.13
157 R&H Oxamyl 5.91 242/72  242/72;242/121 120 1510  0.99 0.3
158 FI0E Simeton 7.04  198/100 198/100;198/128 120  25;20 1.6 0.08
159 #HE® Trichlorphon 6.44  257/109  257/109;257/221 120 20,10 b8 0.4
160 FRHEETIN phorate sulfoxide 8.46  277/143  277/143;277199 80 515 2.6 0.17
161 RFEFH brompyrazon 6.82  266/92  266/92;266/104 120  30;30 2.7 0.1
162 gz acetamiprid 6.94  223/126  223/126;233/56 80 1515  0.71 0.02
163 FKiB prometon 855  226/142  226/142;226/184 120  20;20 1.3 0.024
164 BRERR imazamethabenz-methyl 1.1 289/86 286/89;286/229 120 2515 5.1 0.08
165 RLHTH fenamiphos sulfoxide 742 320/171  320/171;320/292 140  25;15 35 0.06
166 EUHFER Toxycarboxin 721 268/175 268/175;268/147 100  10:20 14 0.05
167 HEE metoxuron 744 229/72  229/72;229/156 120  20;20 1.1 0.05
168 BRET bromacil 759  261/205 261/205;261/188 80 10;20 29 0.1
169 XERE monuron 7.67  199/72  199/72;199/126 120 15715  0.85 0.09
170 EL#HW fenamiphos sulfone 7.95  336/266  336/266;336/188 120  20;30 5.2 0.017
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F2 ABHRGERBEXRMLRPELER. REME. BNEFH . FABRERE. MESEEURUSHERT 403 HRERBXLER
WHERHR, BMRERE ()

FS HXER XA RENE ETEBT EMBT BERNEH WES AWRE KER

/min BE/V #E/V RE%) (W/ko)
1M KSR quinoclamine 7.75  208/105 1208/105:208154 120 30220 0.6 1.7
172 ZHBETH disulfoton-sulfoxide 8.44  291/185 291/185291/157 80 1020 25  0.17
173 BEE pyrimethanil 9.74  200/107  200/107;200/183 120 2525 25 0.1
174 BEZHH thiometon 851  247/89  247/89;247/171 100  10;10 1.7
175 BER metalaxyl 877 280/192 280/192:280/220 120 1520 40  0.03
176 TkBERR ofurace 861  282/160  282/160;280/254 120 20;10 21  0.017
177 % fensulfothion 9.04 309/157 309/157;309/253 120 2515 30  0.17
178 BEZ% dimethametryn 1191 256/186  256/186;256/96 140 2035 2.1 0.017
179 WRB demeton (0+S) 923  259/89  259/89;259/61 100 530 38 0.8
180 i propanil 9.43  218/127 218/127;218/162 120 20,15 24 0.3
181 REM triticonazole 1018  318/70  318/70;318/125 120 1535 26  0.04
182 TkIEEE fluridone 992  330/309 330/309:330/259 160 4055 36  0.017
183 IREER: prochloraz 1333 376/266  376/266:36/308 80  10;10 7.1 0.17
184 EHE methiocarb 9.84  226/121  226/121:226/169 80 105 3.1 0.08
185 I&EE fludioxonil 9.97 266/185 266/185266/229 80 255 115 1.7
186 fRENE benoxacor 1034  260/149  260/149;260/134 120 1520 4.1 0.8
187 SmH chlorthion 8.81  298/109 298/109298/125 100  20;15 0.8
188  GIRME epoxiconazole 10.93  330/121  330/121;330/141 120 20;20 2.3 0.17
189 M fluquinconazole 1113 376/307 376/307:376/272 140 2535 117 0.7
190 WER mepanipyrim 1137 224/106  224/106;224/77 120 2530 1.7 0.9
191 B Bk methoxyfenozide 11.86  313/149  313/149;313/91 100 10;35 26  0.09
192 KRR mepronil 1170 270/119  270/119;270/228 100 3015 50  0.017
193 BEERR oryzalin 11.80  347/198  347/198;347288 120 2520  — 0.33
194 FEE fenoxycarb 20.02 362/288 362/288;362/244 120 20;20 — —
195 IEWHERE thenylchlor 1240 324/127  324/127:324/59 80 1045 14  0.04
196 FIREM fluorochloridone 1214 312/292  312/292;312/89 100 2525 52 0.3
197 ERMER Butafenacil 13.44 492 ([M+ 492/331:492/180 120 3525 59 0.7

NH*]+)/331

198 WAIEHE Pyrimitate( 10 pg/ml ) 14.87 306/170  306/170;306/154 120 2020 3.1 13
199 ETHER Bromobutide( 10 pg/ml ) 1332 312/199  312/119;312/194 80 255 — 0.17
200 HERE fenoxanil 1352 329/189  329/189;329302 80 305 6.1 0.04
201 ERER monalide 1316 240/85  240/85240/57 120 1535 25 0.3
202 TEH kresoxim-methyl 1376 314/267  314/267;314/206 80 5,5 73 0.9
203 R quinalphos 1353 299/147  299/147;299/163 120 2020 26  0.04

204 fEmRHE fenthion (I1&ll) 1415 279/169  279/169;279/247 120  15;10 2.6 0.3




R2 ABHRGEREXRMCLRPELER. REME, BNEFH . FABREE. MESEEURUSYERT 403 HRERBXEER
WHEEHR, BMRERE (S

FFS BX&R EXBHR RENE CBET EMET RMER ®ES ANRE SRR

/min BE/V #E/V HE%) (/kg)
205 HER benzoylprop-ethyl 1508  366/105  366/105:366/77 80 1535 18  0.06
206 #hRFH fonofos 1512 247/109  247/109:247/137 80 155 47 03
207 @EW coumaphos 1549 363/227 363/227,363/307 120 2015 17 0.09
208 REHH phosalone 16.16  368/182 363/182:363/322 80 105 21 0.3
209 EHR phoxim 16.23  299/77  299/77299/129 80 2010 24 0.07
210 IRER: piperophos 16.91  354/143  354/143;354/171 100  30;20 22 0.07
211 SEHH chlorphoxim 1706 333/125 333/125:333/163 80 55 42 0.7
212 ZF AT ceabutowyethyl ester 17.84 301/227  301/227:301/59 80 515  — = —

AR
213 ZHEER fluoroglycofen-ethyl 19.15  344/300  344/300;344/233 120 1520 — = —
214 HEm piperonly butoxide 19.00 356/177 356/177:356/119 100 10;35 23 0.02
215 FHEE dithiopyr 19.28  402/354  402/354:402/272 120 2030 42 07
216 BEER flumiclorac-pentyl 2013 441/308  441/308441/354 100 2510 58  0.03
217 ZERER oxyfluorfen 2001 362/237 362/237:362/316 120 2510  —  —
218 TER butachlor 19.90 312/162 312/162:362/238 80 2010 55 0.3
219 TR iodofenphos 1974 413/125 413/125:413/381 100 2020 —  —
220 W temephos 2090 467/125 467/125:467/155 160  30:30 29 0.2
221 ZHER pendimethalin 2034 282/212 282/212:282/194 80 510 48 0.1
222 BE%E pyrethrin 2214 329/161  329/161:329/133 100 515 50 03
223 BEHE fenpropathrin 2292 350/125  350/125:350/97 120 520 44 30
224 WEHY aspon 2341 379/115 379/115379/210 80 3015 21 0.03
225 B spirodiclofen 2347 411/T1 M1/T411/313 1000 105 —  —
226 RER leptophos 2336 411171 411/171:411/379 100 2005 57 1.0
227 EMYH phenothrin 2454 351/183  351/183351/237 100 155 ~ —  —
DA

228 TiBHk cyromazine 274 167/85  167/85167/125 120 2520 28 17
229 AHAIM thiofanox-sulfoxide 644  235/104  235/104;235/57 60 520 79  0.024
230 ZWH ethirimol 705 2107140 210/140;210/98 120 2530 18 012
231 EAR dicrotophos 625 238/112 238/112:238/193 80 105 12  0.07
232 XEEH metamitron 658  203/175 203/175203/104 120 1520 36 0.7
233 R crimidine 737 172/107  172/107172/136 120 3025 62 0.7
234 RE dimethoate 682 230/171 230/171230/199 80 105 22 0.7
235 45T terbumeton 883  226/170 226/170226/114 120 1520 1.0 0.29
236 HE4 desmetryn 831 214/172  214/172:214/82 120 1530 23 0032

231 HEM imazalil 8.88  297/159  297/159;297/255 120 20 24 0.17
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F2. A3 ARHRBERMCFRZPELEH. REME

WHERHR, BMRERE ()

CBNEFY . RABREE. SESERURUSYERT 403 HRGREXLFR

FS HXER Ey e RENE TEHT EMETY RARR ®ES ANRE KRR
/min BE/V g8/V RE(%) (b/kg)
238 TIEME tebuthiuron 750  229/172  229/172;229/116 120 15;20 24 0.05
239 IRIREE hexazinone 756  253/171  253/171;253/71 120  15;20 1.6 0.04
240 WEER carbetamide 746  237/118  237/118237/192 80 105 3.1 0.17
241+ IR R dodemorph 1043 282/116  282/116;282/98 120  20;30 1.1 0.08
242 EEW triamiphos 8.04 295/135  295/135;295/92 100 2536 — —
243 FREKRE demeton-S-methyl 789  253/89 253/89;253/61 80 10;35 25 0.4
244 ZEWE chlorotoluron 836  213/72  213/72;213/140 80 25;25 1.9 0.07
245 BHER carbaryl 8.40  202/145  202/145;202/117 80 5/10 1.8 0.03
246 FmEE fluometuron 843  233/72  233/72;233/160 120  20;20 1.7 0.09
247 TEMM fosthiazate 855  284/104 284/104;284/228 80 205 1.2 0.06
248 44'- “;R—FKHE 4.4'-dibromobenzophenone 1122 341/155  341/155;341/185 80  25/3b — 1.7
249 BRE isoproturon 8.71 207/72  207/72;207/165 120 1515 1.8 0.019
250 HER carboxin 8.60  236/143  236/143;236/87 120 1520 0.9 0.008
251 ERORELRR fenfuram 8.66  202/109  202/109;202/83 120  20;20 2.7 0.08
252 FHEH Norflurazon 891  304/284 304/284;304/160 140 2535 4.4 0.029
253 3.45-BXE 3.4,5-trimethacarb 9.03  194/137 194/137,194/122 80 5;25 24 0.09
254 HEHERE propoxyoarbazone-sodium 754  421/180 421/180:421/138 80 15;30 1.7 0.17
255 WABITE nuarimol 955  315/252  315/252;315/81 120  25/30 49 0.4
256 WABER diphenamid 9.47  240/134  240/134;240/167 120  20;25 1.2 0.05
257 hERE buturon 932 237/126  237/126;237/84 120  30;15 43 0.04
258 &R thionazin 954  249/97  249/97;249/193 80 3010 — 0.06
259 EHR benodanil 954  324/231  324/231;324/203 120  40;25 — 0.017
260 HEFRI fenpiclonil 958  237/202  237/202;237/167 140 15,35 — 0.1
261 IRAMEE cyproconazole 10.09  292/70 292/70;292/125 120 15;15 2.3 0.17
262 HTH fenobucarb 993  208/95  208/95;208/152 80 105 4.0 0.06
263 diHE methacrifos 10.03  241/209  241/209;241/125 60 5;20 55 0.13
264 FEEM simeconazole 1058  294/70  294/70;294/135 120  15;15 1.7 0.1
265 HER anilazine 10.27  275/153  275/153;275/214 120  25;20 29 1.7
266 B&EWH Crufornate(10 pg/ml) 10.77  292/236  292/236;292/108 120  20;30 5.6 0.4
267 &F=2 aziprotryne 1050 226/156  226/156;226/198 100  10;10 2.0 0.014
268 mEEE azoxystrobin 10.80 404/372  404/372;404/344 120  10;15 46 0.004
269 =MFE triadimefon 11.03  294/69  294/69;294/197 100  20;15 5.4 0.17
270 R&®E ethoprophos 1117  243/173  243/173;243/215 120 1010 2.3 0.1
271 BRREHRE pyridaphenthion 1122 341/189  341/189;341/205 120  20;20 36 0.14
272 EBER fenbuconazole 11.70  337/70 337/70;337/125 120  20;20 3.1 0.025




R2 ABHRGEREXRMCLRPELER. REME, BNEFH . FABREE. MESEEURUSYERT 403 HRERBXEER

WHEEHR, BMRERE (S

FS HXAR B RENE TEBT EHBET RARH ®MES EWiRE RHR
/min BE/V #EE/V wBE%) (Hg/kg)
273 Ejk trietazine 11.62 2307202  230/202;230132 160  20;20 6.0 0.07
274 1hEi %S imiprothrin 11.69  319/123  319/123;319/151 80 15,5 4.7 0.4
275 FER isoprothiolane 11.86  291/189  291/189;291/231 80 205 22 0.01
276 HER tebutam 1229  234/91 234/91;234/192 120 2015 11 0.07
217 FEM triflumizole 15.33  346/73 346/73;346/278 80 10,5 6.7 0.023
278 FIEERR flufenacet 1249  364/152  364/152;364/194 80 10,5 2.7 0.019
2719 BHRE propetamphos 12.33  282/138  282/138;282/156 80 15,10 74 0.17
280 HEH EPTC 1297 1907128  190/128;190/86 100 10;10 10.3 1.7
281 hEER Tebufenozide 13.49 297 /133  297/133;197/105 80 15;35 34 0.07
282 S48 chlorfenvinphos 13.27 359//127 359/127;359/155 120 15;10 5.2 0.14
283 K IR difenoconazole (1&ll) 14.37 406/251  406/251;406/337 160  20;15 8.2 0.1
284 moEE fipronil 13.61 437/263 437/263;437/368 120  40;30 224 17
285 =S THMEL tri-iso-butyl phosphate 1443  267/99 267/99;267/155 80 205 2.1 0.17
286 IEMERREE Pyraclofos(10ug/ml) 1439 361/257 361/257;361/138 120 2535 29 0.015
287 HhEHE bensulide 1473  398/158  398/158;398/314 80 205 1.6 4
288 (XER sulfallate 1437  224/116  224/116;224/88 100 10;20 10.9 4
289 HMEZR thiobencarb 15.23 2587125  258/125;258/89 80 20;55 0.8 0.09
290 TMRERS mefenpyr-diethyl 15.71  373/327 373/327;373/160 80 15,35 7.6 0.09
291 KEE pencycuron 15.94  329/125  329/125;329/218 120  20;15 2.7 0.006
292 [EH vernolate 15.68  204/128 204/128;204/175.5 100 10;10 8.7 0.4
293 RiEHE sulfotep 16.82  323/171  323/171;323/143 120 10,20 53 0.04
294 TR profenefos 16.79  373/303  373/303;373/345 120 15;10 8.1 0.1
295 4.4- —5 "X 4.4-dichlorobenzophenone 16.54  251/111  251/111;251/139 100 3520 1.7 17
296 RA0EE isofenphos 17.40  346/217  346/217;346/245 80 20;10 — 17
297 SHEER clomeprop 9.54  324/203  324/203;324/120 120 10;15 — 0.017
298 BTk terbufos 19.79  289/57 289/57;289/103 80 20,5 — 1.7
299 I EARER lactofen 20.86  479/344  479/344;479/223 120 15;35 6.4 017
300 Hw chlorpyrifos 20.51 350/97 350/79;350/198 100  35;20 47 017
301 Z®mw ethion 2121 385/171  385/171;385/199 80 15,5 45 0.1
302 WmA#E sulprofos 21.28  323/219  323/219;323/247 120 15;10 7.0 0.09
303 TR butralin 2159  296/240  296/240;296/222 100 10;20 5.6 0.09
304 ZERGH bromophos-ethyl 2293 393/162 393/162;393/336.7 100  30;20 7.0 1.7
EZH
305 BIHZE mepiquat chloride 0.90 114/58 114/58;114/98 140  30;30 41 1.7
306 IEFER thiabendazole 6.49  202/175  202/175;202/131 120  30;30 2.0 0.07
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F2 A3 HREREXRHCFRPRILER. REEE
WHERHR, BMRERE ()

CBNEFY . RABREE. SESERURUSYERT 403 HRGREXLFR

FS HXER e e RENE ETEBT EMBT BERNEH WES AWRE KER
/min BE/V EE/V RE(%) (1/ko)
307 —EHmH dimethirimol 716 210/71  210/71:210/140 120 2520 0.9 0.13
308 2,6- “§% A 2.6-dichlorobenzamide 6.22  190/173 190/173;190/145 100 2030 1.7 0.17
309 HxiE atratone 780  212/170  212/170;212/100 120 1530 068 0.3
310 THRELRE isocarbamid 6.68  186/87  186/87;186/130 80  20;5 43 012
3 GEH chloridazon 671  222/92  222/92:222/104 120 3025 0.9 0.3
312 = tricyclazole 726 190/136  190/136;190/163 120 3025 1.6 0.0
313 mIEE phosfolan 719  256/140  256/140;256/228 100 1025 1.9 0.04
314 ERH ametryn 8.68  228/186  228/186;228/68 120 2035 1.7 0.14
315 THMW fenpropimorph 1150 304/147  304/147;304/130 120 30;30 13  0.03
316 FAE IR azamethiphos 785 325/183  325/183;325/139 80  15;25
317 HEE lenacil 8.00 235/153 235/153;235/136 80 1015 32  0.14
318 HWAE thiodicarb 810  355/88  355/88;355/163 80 15,5
319 EERH metribuzin 793  215/187  255/187;255/131 120 1520 15  0.17
320 WEIRER Florasulam 10ug/ml 8.02 360/129 320/129;320/192 120 3015 9.1 1.7
321 Ig3tEs pyrifenox 1179 295/93  295/93;295/263 120 1515 3.1 15
322 DMST 839  215/106  215/106;215/151 80 10,5 22 005
323 EIm azaconazole 879  300/159  300/159;300/231 100 3015 12  0.02
324 %k atrazine 867 216/174  216/174;216/132 120 1520 2.1 0.16
325 A= cyprazine 8.68 228/186; 228/186;228/108 120 1525 1.7 0.14
326 ZWHFEH, ethiofencarb 8.64  226/107 227/107;227/164 80 5,5 096  0.11
327 FRIFEHE heptanophos 894  251/127  251/127;251/109 80 1030 —
328 BRE dipropetryn 1253 256/144  256/144;256/214 140 3020 13 0.3
329 WMMER 3metazachlor 9.22 278/134 278/134:278/210 80 205 1.0 0.03
dimethomorph | 9.63  388/301 388/301;388/165 120  20;25 3.8 0.03
330 I EEID _
dimethomorph Il 9.89 BN 2.8 0.04
331 BT sebutylazine 9.60 230/174 230/174:230/104 120 1530 1.6  0.05
332 ZWE#EME  bupirimate 1312 317/166  317166;317/272 120 2520 1.8 0.1
333 FHBW phorate sulfone 9.63  293/171  293/171;293/143 60 5:15 2.0 0.02
334 ZBRE diethofencarb 1032 268/152  268/152;268/226 80 205 45 013
335 FAE linuron 10.02  249/160  249/160;249/182 100 1515 6.1 1.7
336 IEaom uniconazole 1076  292/70  292/70;292//125 120  30:30 —
337 TUHHH phosmet 1036 318/160 318/160;318/133 80  10;35 14 0.2
338 EEBEER mefenacet 1093 299/120  299/120;299/148 100 2515 1.9 0.07
339 mammEM tetraconazole 1125 372/159  372/159;372/70 120 3535 15 0.2
340 MR tebuconazole 1154 308/70  308/70;308/125 100 2525 1.8 02




R2 ABHRGEREXRMCLRPELER. REME, BNEFH . FABREE. MESEEURUSYERT 403 HRERBXEER
WHEEHR, BMRERE (S

FS HXAR ES e RENE TEBT BT BARE #ES AE RER

/min BE/V #EE/V wBE%) (Hg/kg)
34 REBER 3propyzamide 11.00 256/173  256/173:256/190 120  20;10 5.7 3.0
342 BENHH methyl parathion 10.88  264/232  264/232:264/125 120 1520 1.6 0.07
343 TR hexaconazole 1196  314/70  314/70:314/159 120 2020 3.4 0.03
344 FHREAER metolachlor 1224 284/176  284/176:284/252 120 1510 1.6 0.03
345 DRTR malathion 11.89  331/99  331/99:331/127 80 105 43 02
346 HER alachlor 1226 270/162  270/162;270/238 80  20;10 3.9 017
347 fEmeE diniconazole 1260 326/70  326/70:326/159 120 2530 2.0 0.05
348 AR furmecyclox 13.01  252/170  252/170:252/110 100 1025 9.0 1.2
349 fEnkE nitralin 1353  346/262  346/262;346/304 100  20;10 13 0.03
350 g dibutyl succinate 13.90 231/101  231/101;231/157 60  10;1 3.0 0.17
351 ZIFTHEMME  tri-n-butyl phosphate 1484  267/99  267/99:267/155 80 155 1.2 02
352 TMLH cadusafos 14.69  271/131  271/131;271/159 80  20:10 17 0.1
353 FEEH phenthoate 1458  321/163 321/163/321/247 80 105 7.9 1.7
354 o - XNARN alpha-HCH ( MW.= 290.8 ) 1076 292/70  292/70:292/56.7 120  20:35 6.1 1.7
355 ItMeEEZES pyraclostrobin 1537 388/163  388/163;388/194 120  20:10 1.6 0.03
356 HEH pebulate 15.64  204/72  204/72:204/128 100  10;10 7.3 0.7
357 ¥FiEE 3Prohydrojasmon( 10ug/ml) 1586  255/153  255/153;256/237 80 105 — —
358 IREH cycloate 1573 216/83  216/83216/154 120 15,10 1.7 0.17
359 REZEE prallethrin 16.94 301/105 301/105:301/169 80 520 5.3 16
360 AdpEk diofenolan 16.78  301/253  301/253;301/225 100 105 142 3.0
361 EHw EPN 1738 324/157  324/157:324/296 120 20,10 4.4 05
362 FEF prosulfocarb 1761  252/9  252/91:252/128 120  10;15 2.9 02
363 WIEHE pirimiphos-ethyl 2094 334/198  334/198;334/182 120 2025 13 0.07
364 =FXEM tralkoxydim 2025 330/138  330/138:330/284 100 2010 055  0.01
365 MBS pyributicarb 2085 331/181  331/181;331/108 120 1020 102  0.07
366 ZTER benfluralin 2138 336/57  336/57;336/236 100 1515 3.0 0.01
367 SRR chlorfluazuron 2190 540/383 540/383540/158 120 1515 ~ — —
368 diEmE chlorthiophos 21.62 361/305 361/305:361/225 100 10,15 47 08
369 ZAERR isopropalin 2313 310/207.7 310/207.7:310/225.7 120 20,15 26 03
370 EgEE etofenprox 2488 394/177  394/177;394/359 100 155 19 2.3

F8

37 BHEM thiofanox sulfone 692  251/57  251/57:251/76 80 55 78 0.4
372 WMIEEF Tepraloxydim 11.44  342/250  342/250;342/166 120 1025 4.4 0.11
373 BRMZJRER imazethapyr 7.30  290/177  290/177;290/245 120 2520 52 0.06

374 ZEFRIR Ethylene thiourea 0.96 103760 103/60;103/86 100  35;10 — —




F2 ABHRGEREXRMLRPELER. REME. BUEFX . FABRRE. ESEEURUSHERT 403 BRERBXCZER
WHERHR, BMRERE ()

FS HXERK B REWHE EEBT EMNBEF  BRARHE ®ES ENRE RHR
/min BE/V #2/V RBE(%) (4/kg)
375 gEw Cyazofamid 1367 325/108 325/108325/261 80 155 39 05
376 MEKLE Transfluthrin 2199 371/163 371/163371/190.7 80 105 337 40
377 BERE Triasulfuron 818  402/141 402/141:402/167 120 2005 42 017
378 HEER Fenhexamid 1106 302/97  302/97:302/55 80 2530 48 (017
379 EuE Hydramethylnon 2175 495/323  495/323:495/171 100 3550 —  —
380 SERE chlorimuron ethyl 10.46 415/186  415/186;415/213 120 10;10 4.8 0.03
381 63i;§§ Gsc:r::?yfp?r':::; 697  207/77  207/77207/104 120 2535 48 04
382 WEH Ditalimfos 1216 300/148  300/148300/244 80 1510 35 440
383 ZEmEkE Ethoxysulfuron 1035 399/218 399/218:399/261 120 2510 65  (0.12
384 EHERE thifensulfuron-methyl 775 388/167 388/167:388/141 120 1010 42 006
385 BRILEEIHE Imazaquin 771 312/199  312/199:312/267 160 2520 54  0.11
386 maleic hydrazide 142 113/85  113/85:113/67 100 2020 —  —
387 = ABER Methfuroxam 1022 230/137 230/137230/111 120 205 15  0.029
388 MR Sethoxydim(10ug/ml) 1933 328/178 328/178328/282 100 1510 92 17
389 4T A aldicarb sulfone 581  223/76  223/76223/148 80 55 120 024
390 ik Dazomet 906 163/77  163/77163/120 80 3510 56 17
391 REBE coumatetralyl 1098 293/175 293/175:293/107 140 2535 25  (0.06
392 AREER Benfuracarb 918 411/195 411/195411/252 100 2000 —  —
393 WERER 438, fluazifop butyl 2071 384/282 384/282:384/328 120 1520 19 006
394 FFGR 439, Flubenzimine 2078 417/167 417/167:417/397 100 2510 —  —
395 WEEE 440, pyrazosulfuron-ethyl 999 415/182 415/182:415/369 120 1510 41  0.012
396 EEE 441, Cinosulfuron 799 414/183  414/183414/157 120 1020 47  0.011
397 &5 442, Dioxacarb 823  224/167 224/167224/123 80 515 84 014
398 WEE 443, Triazoxide 837  248/68  248/68:248/95 100 3525 50 017
399 EER 444, Allidochlor 776 174/81  174/819174/8 100 1510
400 HEWRE 446, metosulam 855 418/175 418/175418/354 120 2520 44 008
401 EEEE 448, bensulfuron-methyl 919  411/149  411/149:411/182 120 2015 34  0.09
402 1885 449, Alanycarb gss M aaaaa1ee 220 2015 33 17
Naj+)/142

403 MIBEEERE(FEEE) 450. Flumetsulam 7.06  326/129  326/129;326/262 120  30;20 4.7 0.07




e L b 403 Fhofe 25 AR fbA i fEZS . AL B C. DAL E 41 s ik, WK 1

1. BEERP A HREREXCFRESZH. A, B, C. DHEATHEETFRE

ER AL B4

MR (> ) Choneycald 1024 08 [STCMR (> 1D haney cal3 @020 w08 [STGMAM (> ) Ehaneyeald @020

G| ] D4 E4

L T 403 Pl 25 MAR AL AEZSE . A, B, C. D fl E 4l ik E, WK 2

B2 ARERPISHRERBXCFRESTH. A B, C. DRHEATFRHZETFRE

105 [ TICMAM (> ) B meat cal biank 110024 sa0s [STICNRM > Amoatcard 0024 w05 [ TGN > Bmeateal 510020
8 > " . 1 5

38 : A | B4

00 [TEMAM[ > Cmeateal 4 0024 00 [TTICAM (> ) Emeatea 4020

ca ] D4 E4

[ L N 4
N

0o
05
0i]
hnh L “J
T T R I

Roundance'vs AcquisonTime min) " %

27



AW T 403 Bl 25 B AHEA LR EZS . AL B, C. D FIE 41 is iRk, WE 3

B3 SMERPISHRGRBXCFREZH. A, B, C. DHEAPHEETRE

= b A B4

H}

ca ] D4 Eaq

SR BT 403 Fiefe 2 BAH AL AEZS A AL B. C. D Al E Ui ik, WK 4

4 ERERP A3 HREREXMACFRESZH. A, B, C. DHNEATHEETFRE

>
s

ca D4 : E4

d = EWM fé =
»MMMMWMHMMM“WMf IMJUMMMN -] in Ul mwwkﬂw.

28



Agilent 6410 SEXPURAT Bk 447 5 4 & Sh e tH R Ok A G 9

L3

AT Agilent 6410 HRIDEPUARAT T3 A1 2
ARl i R PR 4 R AR 2 LA 25k T LC/
MS/MS 53 #7, Frde L 75 i3 e P At 44 B
AR 5 A R AU« S AIRAGHII PR35 32 0.01 ppb(10 ppt).
PFE 4 WA WL B 2 7 T T A BN TR AR ofe , dde ST T
0.05 ppb ~ 10 ppb ¢ B bRk e il k. LL2
ARfARHU ARSI G, %558 LC/MS/MS HA T
K i oy B AR P RE .

518

T A 28 24 g s — o 2 BH P AR 2 i
PUESR OTAARER , 67T PR Rl 28 N TE L B
ey o B 2 DR Bk o R LA AT B0
1, BB EA RS BN AR IR . (Had, 2005
AR S TR R B R R SRR 1 WoR, fEIRZ
A E A ah ORI R 1 IX R IRHIAFAE . e
HE A L e A Tl TH A 5 B DGR o R e i
MR TR R 2 SRR PG AR AR, EL AR
Yol S L AL EES A B, TR, 55 e s i i A:
an HAGINIX L 2 ARG 4 o

WL (EU) HLTHISD4 B a4l i v i 2 2454
IFIINUERRAEL 2 |9t S B AR 40 [E S RN X e
F o b SR o) B HAFIE TR E B A A 71
o kT AR A B AN i AR A A, iSRRI B
SESR A BB (MRL), AR ARV RERR B
2R (MRPL) B0 1 ug/kg [3]. REASIH L IX—Fx
#ERY A LC/MS BRI HALA 2 FRiAHSCHY SCiki
W[4-610 (R, HRTHRHFIN B2 AL = i

ICVURRAT WO B A o AR SR 8 R T 7Y Agilent
EPURRAT LC/MS ZRLEREATIX LRI 23 HT -

XBBS

L&

AR i AT O T A v TR T A B it il 2
L #2458k A — K ik ad. i
(HPLC %) FIH % (ReagentZy) ¥k H Merck 2
%] (Darmstadt, fH5[EH ).

HablE

¥ 2 g B E A 156 mL 0.125 M fyEhfigrh,
2] A 50 L 1) 50 mM fiffi AR CiE (2-NBA)
IDMSO FK , 5% 2 JE BRI AL 3T°C 51k Mk 16
/N o SR )5 LA NaOH Fil K,HPO, Hfl1%2 pH ~ 7, Hifll
JaAT R DL IR ClEHEE, 21, FLA
100 UL RS A6 AR L S ARTA R . REPU AR
JMA 0.125 M [ryEhfgvh, UL ik 5 ik A it
PRI, AARAEAR S H T B dh 2 I

LC/MS/MS A%

LC &4

&S Agilent 1100 LC

Bk C18, 21 mm x 150 mm, 3 pum

i 40C

REniE: A=01%FBKER B=Zk
TR 4284 22% B, 6min 99%B, 9 min99% B
R 0.3 mL/min

H#EE 50 pL
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MS &t

ES Agilent 6410 # LC/MS =& £ B URITF R %
B ESIEBTHR

FRE%%E: 10L/min

Elb 35 psig

TESEE:  350TC

Vcap: 4000V

%2 5t

ZIEFPYAMRIY, Aminohydantoin (AH).
3-amino-5-morpolinomethyl-2-oxazolidinone
(AMOZ), 3-amino-2-oxazolidinone (AOZ) ffiiA:
TEFIR IR G L 1 ppb AASIIRR {323 A R
JE A% T5 i LA PERE S B . A BT 10.01 ppb

FACH AT E A, A LL AT 3.
ARGy BT B/ T e bR e . & 2 0 f
AR 50 ppt ] 10 ppb ¥R VG AR T £k .
By AR IR 2 25010 f I AL B — B R e A
FIRR S 03 L E PR Af . R T A Agilent — T
FIDEPU BB AT LC/MS FETZAS M 19 o2 FH , A SCH P b
A B AR, 22k iR, RiAAC RO Ef T
5rHt. &l 3 )& 500 ppt BHEMSEEUITIEITE .
AL, TS SIS T MRPL. 3 i R 6 5
KON, AWFTEE B BN R , Bk O R ] 5
Xt HE S35, I L P B 1 AR 58 B AR L 11
i 225 70 1Bl PN o i 22 9 B P 15 i et A % HEE ot AR i
FCoi i L SRR AT . JHE AN 20% ] 50% ., Fif &%}
B TR TR EE LT 0.5% (R, FH%H 5 B LRAR

: i T 0.1% 185 AT FIri -
&SI 2-NBA fifd:dy, LI 1. Epsilt T
BERRILHSH
ZREENER S
te i L ERRiE) (ms) HifERE (V) fliEgEE (V) MS2
AMOZ 335.1 - 2914 60 100 5 Unit
335.1 - 262.4 60 100 5 Unit
SC 209.1 - 192.3 60 100 5 Unit
209.1 - 166.3 60 100 5 Unit
AM 249.1 - 134.2 60 100 5 Unit
249.1 - 104.2 60 100 5 Unit
AOZ 236.0 - 134.1 60 100 5 Unit
236.0 — 104.1 60 100 5 Unit
4102, * MRM (335.1 2 291.4) 10ppt_1.d Smooth (1) 0 — Q
09 N0
1A Py _j:' :_’:{
oV Yay,
051 A A —
= | | | | | |
/’O_
2 0—=N" N
x1102 +MRM (236.0 = 134.3) 10ppt_1.d Smooth (1) 12 23 34 \ . /0
L / - I - |
1.0 ) y (|
0g| D N\ / \,;/NH
0.6 0
[ [ I

1. &E45 %] 10 ppt MRM {ZE1E F7%E A) 2-NBA AMOZ, D) 2-NBA-A0Z



8 w105 | =49247.4270 " x - 18508024 8 w0 5y =11978.9741 "» -1213.1580
§ R"2-039983213 & 12{R°2-033527%5
RS FIREE
4 1
4 AMOZ s ] SEM
05
34
0.7+
254 a5
24 054
15+ 044
] R2 > 0.999 051 R? > 0.998
05 0.1
0 o
T T T T T T T T T T T 014 T T T T T T T T T T T
0 1 2z 3 4 s & 7 8 3 1M o 1 2 3 4 S5 & 7 8 3 1
Concenyration [ngimi] g/l
8 10 4|y = 5697.5004 & - 565.5435 8 105 |y =45077.4032" & + 44207065
5 R"2= 033873389 5 R"2-039523855
g 59 g
& s 2
45+ 35+
" AHD . AOZ
354 25
N _
25 24
2 154
15+
1
1 R2>0.998 R? > 0.995
054 05+
0 0
05

T T T T T T
a 1 2 3 4 S -3 7 g 9 0

Concentration [haiml]

Concentration [naiml]

2. HEREARRMYEEERERZ, SH47EE 50 ppt — 10 ppb

112

AMOZ

+TIC MRM (** = **) 0619_500ppt_spike_ MRM_50uL_4seg_4.d Smooth (1)

23 34

A0Z

SC

3. iR EEERRERY, SHAHY 0.5ppb

it

AR, Agilent 6410 H3PURLAT T3 nT LA
Pk e 28 G50 RE oy A7 fh bR Th RO AP AR R A, S
AGENERE S A2 W 2 IR 25 SR TRl AR ST
BC L T OERERTE LA, REMSHE IR by 2%
WL, TR IERT PRI SR SRR G R 2

EZER

TG T IRAL R RR S E 25 B, T A

25 Wl Wk www.agilent.com/chem/cn,

31
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Agilent 6410 S2EPIHRFTIEE N & &P
LERGIRMILERS

FIHZEHEAE i A (1% 6410 / B3I 1% (LC/
MS/MS) Jyikthidt. deafishile LAzt (MG) Fi
Btk fLeefisk (LMG ) (5% 5 5. HRIDC BT 26 U 5
(ESI+), Z il (MRM) £, A7 2
PERIE S4B, TR IS PO, SAfLkE, bhik
FEASIN 572 R Pkl o 25k BB (LOQ)
0.01 pg/kg, 54 v LK E H W HR H A5 B PR
EK.

1 #hid

fLAEfrz (CosHlysCINy) S mICERIEs i ik |
WS TR, IR a0 e IR T Gl
7, 2 NGB P BUR A BRI 28, R T =R
BEAGURt. — BT T 2R K G « R2EEH LK 2
Az A .

LA LA BoEE, LE . DAL %
VL RO A k. e ARE
FREE A A7 M Ao TC 23 55 £ bt s 2854 (46 1 o 0]
(NY5071-2002) LU ALAE A ERFIA S 254 1h
THLAEN ALK SR D DU AR BT . s
B BT T EAE SR AR A DRI AE /BT
(G0, BRI LA A S N ik i A A S T T

AN
HsC Cl ‘
3 \ +/CH3
l‘\l '\‘I

CHs ,

L CHs

3L £54 Malachite Green

Cr

JUAT- T [ D5 2455 B8 i s bk 6 8l A 0
WK LR B L5, ¥ 2 o 2R v [ B
XL SRR I TS . ASE LA R TEE R
G TR A 2, FIH] Agilent 6410 HRIX
R [l IR0 2 AL A A 2 B PEAL A 2. SROSUEI
TR L 0, R, 2B E] T PR
AT H AR BASINEEK

2 &

2.1 3

LA ebrifE it 5 T Sigma-Aldrich 23w
(CAS 569-64-2, USA), [atEfL#f14k% T Dr.
Ehreastorfer 524433 (4[i[599%, D-86199 Augsburg,
Germany). fbA#EEE L Fig 1. T
Burdick & Jackson 2] (CAS 75-05-8, Muskegon,
USA), LPBRWESET Merck 23] (Germany ), O
EMWSET- Acros Organics 23 &) (CAS 631-61-8, New
Jersey, USA). /k A Milli Q.

HERPREUE R fLAE Ak RiBa sl Ak, H
M5y BB K 100 pg/mL AR £, -18°C ik
JeRAT . [HRET, HICHE/ 7k =50: 50 R
it SR JE

i3, &£ 5% Leucomalachite Green

1. ARG ERRNEN



SeBrAE S I BT AL 2 WL [ £ GB/T 19857-2005,

2.2 AR

K Agilent 1100 R FHAHGATEL, id & A
G1379A i AML, G1311A PUICEE, GI1367A Hzhidk
FESE, G1314 RAMAMIES . (AikkE: Inertsil ODS-
3,2.1 x 150 mm, 5 pm. {i s A4 A 24 10mmol/
L ORI (HCRIA pH1E 4.5), B AL
sl e 0.3 mL/min, Al 40 Co BSR4

R RHESERERN

2.3 [Rili&H

Agilent 6410 HRIVUBAT T, i i T EST B
. fE (+) ESTECAT, REHDE, ez
¥4nF: Capillary 4000 V, Drying Gas 11 L/min,
Neb Press 35 psi, Gas Temp 350 C, Fragmentor
90, Skimmer 15, OctDel (Skim2) 45V, Oct RF
500 V, fiffiE A2z, Q1 F1 Q3 Hysr Rty
Sk RSy HE. MRM R, PR B R

Time A B
0 70 30
1 50 50
2 5 95
8 5 95
8.01 70 30
13 70 30
# 2. MEMEXTHRIESH
Time Compound Precursor Product Dwell (ms) Fragmentor Collision Engergy
(V) (V)
0 LERE 329.3 3133 40 100 40
329.3 208.2 40 100 40
7 R ER% 331.3 316.3 40 100 30
331.3 239.2 40 100 30

3 BRI

31 tEvmRES Rt

LEALAER I 5.5 o8 /idi, RIBALE

ATERAELR BN ] 8.3 53 Bl /A7 o

33
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NIRRT, L AZEa LA
Lk MS/MS k. LRIl gk b T45
Foy RO ZESR, A% EP AL R i e SR A e
AR LA SRS, REAERE R 40 VI,
LB, 13 B e K 2 1o R F 8 1o LA
Ak B R AW ERE 5] T m/z 313 31, &%
Ee A" NN-2 WA 2] 1 m/z 208 &+, *f
TRatELAEEk, RERERERY 30 VI, S R
P 13 Bl R B o BERURE R - otk LA %
KAWL 43 m/z 316 &1, SRIRIREEE R
—ARB K m/z 239 BT
3.2 RAEMSTSEETER

MG / O = 50: 50 T HC )k

FH24 T 4 10, 50, 100, 500, 1000, 5000, 10000
fg/ UL L A R AL A O SRR B AR R AR
HETIR . 4 IR Y 5 236 F T LC/MS/MS 5y #r, it
SEbRUEIIZ: . AREII BUR B (C) AREARAR, £
Yot s AR (Y) ghAEAR, 2% HJCAU R
B A7 TR, SRARI L2 [ U5 05 R B A ife
Mhek. fLAEALkryE LR 105 FEoh Y=23363.3374X-
1766.9951, #H3=Z % R2 % 0.999461, £i:75H
2 100 ~ 100000 fg, HeflCa B i 4 10 fg/uL, {4
T & WL Fig 3-a. fahfL 28 A0 Sk B2kl VA 5 B
Y=93199.4712X-7543.3588, F L A% R2 H
0.999426, M7 % 100 ~ 100000 fg, il it
WeEE S 10 fg/uL, A& L Fig 3-b.

malachite green - 7 Levels, 7 Levels Used, 14 Points, 14 Points Used, 0 QCs

& x10 5 | y=23363.3374 *x - 1766.9951 -
S 26-R"2=099946103

5 24
22
2
18
16
14
12

1
08 /
08
04 /
02/

0

0 05 1 15 2 25 5 35 4 45 5 55 6 65 7 75 & 85 © 95 10 105 11 115

Concentration (ng/ml)

Leucomalachite green-7 Levels, 7 Levels Used, 14 Points, 14 Points Used,0 QCs
«»

§ x1 y=93199.4712" x - 7543.3588
o R*2=0.99942595
e 1
o
o«
09

E

ion (ng/ml)

3. AERGURREMA ERRORERL

33 HiEMREENERE

N/ Qs i =50 50 IvA e fill B AH
ATk IET 100 fg/uL LA Ak AIRa AL A sk
A WEIFEN , 21T LC/MS/MS 5547, il &
BEAT 8 FEARDHT, TR RSD fLAf14%0E 3.52%
(S/N>20), BatEAL#E 12k 2.25% (S/N>40).

3.4 FRRIA

A A N RIERNTE [E 5 bt GB/T19857-2005
AT SR s B RTAC B D5 7% L SR m 1 100 ppt Y
LEAGARIELEASAEN, 2R, B LY
B, BT IR 15 W Fig 4.



+MRM MRM (331.3 -> 239.2) Spike_ 100ppt_1.d

N

T T T T T T T T T T T
05 1 15 2 25 3 35 4 45 5 55

T
6

T T T T T T T T
7 75 8 85 9 95 10 105 n 15 1

Abundance vs. Acquisition Time (min)

Fig 4. 77 100 ppt (97, £RGFRM A EREHRNFH LR

4 &g

FIHZeHE(E 6410 HIPLBIE (LC/MS/MS) J5ik
ATCAPRE . b I E FL A A 2R ARV L A A 2k 1)
FRB L, SEa T LUK EIH PR BLRT H AR SR B PRt
YR . ATSCRAGE R APCL 34Tt A 4RI
(4], WTLMEA R SRS db A T Lb R .

5 Hiff

I8 AR T D DX B MR A P X 5
T it TR AL A A A bsifl it DL R SE K T SEBRAE
[FIEOSEI

S50

L. v AR ] [ 55 s AR S AR P e R FE K
PREALAE PR DY 2, AR s h LA aRal dh s
R E, GB/T19857-2005, 2005;

2. K. Halme, E. Lindofors, K. Peltonen. Food
Additives and Contaminants. 21 (7), 641;

3. Aldert A. Bergwerff. Peter Scherpenisse. J.
Chromatogr B. 788(2003), 351;

4. Luis Valle, Cecilia Diaz, Antonio L Zanocco etc.

J. Chromatogr. A. 1067(2005), 101
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I FmPNAF

i

7 ATHERR. WEOHK. FXEM. FHEH.

BFEBR G FERVEEERNAZ

—— LC-MS/MS %

1 #hid

Ay b 5% W S Atz R
CETIWace U E7NaSE JRaact [ F) e LA e ey
bF, R NBE. 4788 i BTN, KR E
B AT LE b S5 EART EAL
SR NI E R . 2Lk R b 2k
SR N AT A B R

DR Ao S SEA L BRYY . AUyt 25— i i
Wy S JCEE N 7 i AR 2 JRORHS TR B , B
Aolk 22 52 FIRR K .

HRA [ A L F DR, 1990 4EEFL S
FLS S EINE U e FURE M bR
WiRFE 250 5 RINIIA-ZUAR . L], X &k
HUEEBLEC Ty« 22k sk i A B
bk, 2001 48 9 AR EAN CoaEaivt
BEAZLY fRlbrifErp L Dok FATHEH .

2 BHSHHE

Bk S AU, Bt IRFA A5 Hrali, sk o 25 8
Tk

2.1 g, @i

22 7§, a4

2.3 BB -EW (NaH,PO,)

24 SEILM

2.5 BEERERE AR PRI 20g NaH,PO, % T 1L Jk
w1, J 10mol/L NaOH i pH=8.5 + 0.1

2.6 E+8ZEH4E . Waters OasisTM HLB (300 mg
/6 mL)

3 NBERE

31 G - R/ REBAN, EFLRE (ES) &
3.2 %A

3.3 BEARELH

34 R

35 EAELHE

4 WESR

41 12

FREUAAE 10 g (£ 0.01g) |- 50 mL JPUIH LA
BLLEH, A 20 mL 2R 2 min, 10000 rpm
20 10 min,  iGiKEE S 100 mL 3UBNM A
[ FHE A 20 mL CHEEEBAE—k, AIFMIR
Fif T 100 mL UM . SEEIRA(E 40 Cokin
WO MR 2 CIG A HLAH
4.2 &t

] R iedsi b oA 5 mL fIREEREE ik (1.5)
kAR, 2E% 3 HLB A | (HLB Hifefkik
H 5 mL H[lE, 5 mL Jk, 5 mL B MKRIGE).
EAEe il Ja, JH 2 mL kel +, fen i
5 mL CJEUEli 4 % 10 mL g4, 40T 4%
T TFRSKRTIER, JH 1 mL CJ/0.1% Wz Kigik
(2/8) nfifess, LiGH# 0.45 pm (RfLuEN L 1E
HPLC-MS/MS % .

4.3 EE

IR Agilent 1200 LC

Bk Agilent SB-C18, 2.1 x 150, 3.5 pm
HERHARAR: 10

hE 0.3 mL/min

R 30C

TREAE: A-0.3%Acetic Acid;

B-100% ACN+ 0.3% Acetic Acid



F1. BEEREER

fif 8] A B & (ml/min)
0 90 10 0.3
2 90 10 0.3

2.01 35 65 0.3

8.0 35 65 0.3

8.01 5 95 0.3

#2. RiESRMENR

i 8] *EM BEF FEF Dwell (ms) Fragmentor(V) &EHE&E(V)
0 amoxicillin 366 114 100 110 15
208 100 110 5
ampicillin 350 160 100 100 5
192 100 110 10
6. dicloxacillin 470 31 70 110 10
160 70 110 10
Yiyannai penicillin 415 256 70 110 15
199 70 110 10
oxacillin 402 243 70 110 10
160 70 110 10
Penicillin V 351 192 70 100 5
160 70 100 10
Penicillin G 335 176 70 100 10
160 70 100 5
5 BRML 5.2 4B EREKE
{£ 0.1-50 ppb JulE N, HLEVER 4. IGFES
51 Tkt SHEE. BRI 1y TR

Ll X AN [E] Fragmentor Hi s, A[a]piffi g
MRM [9EbEe, Fefilike 7oL R (W 2).

10 ppb F1 50 ppb HIMIKCRL AN

ey [ (%)(10ppb) [ (%) (50ppb)
amoxicillin 96.8 110
ampicillin 58 70.6
Penicillin G 75.2 86
Penicillin V 125.4 122.8
Oxacillin 140 137
Yiyannai Penicillin 105 91.3

dicloxacillin M4 141.6




5.3 REE

{£ 0. 1ppb [}, RS (0 1 ] S (5 bt

x10 2+ MRM (335.00000 -> 176.00000) 100ppt-r002.d

1
0.95
09
0.85
081
075
07
065
06 -
055
051

045

04 1
0.35
0.3 1
0.25
0.2 1
0.15
0.1 1

0.05 4

A

JUIITIR

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
02040608 1 12141618 2 2224 2628 3 32 343638 4 424446 48 5 5254 5658 6 6264 6668 7 727476 78 8 82 84 8688 9

Counts (%) vs. Acquisition Time (min)

A=t/ EL3
amoxicillin 366-114 224
ampicillin 350-160 61.6

dicloxacillin 470-160 485
Yiyannai penicillin 415-199 52.6
oxacillin 402-160 70.9
Penicillin V 351-160 225.9
Penicillin G 335-160 332

38



Agilent 6410 S EX IR BT iE4E T
R PeIRHEE

L3

H I T T (S HAT 1) o RSB ASIPE R E 7 xd T
/NGy I AR B AT DRk L RN o o3 A7
Bt 10 ng/mL, MR ATEGAE] 1 ng/mL, 58
i LB A I o TS B AN [T ] £
REATIE T R BL 7 AR A bR T 2R,
T RERBLH AR & (AN ] o

1 Bk

PIENE & —Fh B A 2w VERY /N LA
Yy, EF LR RT A BE AL £ o T R v
I SRS SN B IR AR AR R AL A 4
TE BRI T R i (T 1207C)
WA NIRRT D DG B A, I 055, JRAR
PH E 5 A 22 g M HIE B H R E b N L1
S BT BRI IR (GO-MS) Sk (L 1i-
HHR DL T ECAR (LC-MS/MS), 1254

2 %8

2.1 &

PR AR fE AL T Sigma-Aldrich 23 ]
(USA), CJi§W3T Burdick & Jackson 23 ] (CAS
75-05-8, Muskegon, USA), HEgW=LTl LA ],
sk Milli Q.

FitfibR i 10 mg [ PMaRENE , HKiAf#E T 10 mL
Iz s, BCilE 1 mg/mL ik SERbRAE T, JBCE.
TokF R AT . KRR, Bddilik 10, 20, 50,
100, 200, 500 ng/mL FFRMETATIES TIIE -

2.2 HenRifbE

L T LHEREFE S IBAE AR

2. BR 1 S BRRRAIAE SR 15 ml 7GR AR
i3

3. H 10 mL A B FES

4. {EfiEds iR A 40 518,

5. {E£ 9000 % / 5y 85,045 30 43 ph, U |-
HIOL D8

6. 1 2 mL FESYBCE Kig it 8, 0.45 pm
PVDF, 9000 #;/ 4y 8.0 30 53%h.

7. 1 2 mL WEE, Bf)5idit 2 mL ki SPE
Ko ffiH SPE FHESR HREFK .

8. M 2 mL iR nA SPE 41, LLiZH4y
SeAnl WP, ARG 2 mL ki,

9. H 2 mL $EHUR N SPE FEFEH R REE% (10%
HIEZ: 90% sk: 0.1% W)
23 FHEERS

Agilent 1100 ZFIAH A EL, B B4 G1311A
PUocdE, G1379A <KL, G1367A [ ZhillAEd.
jif%:: Eclipse Plus C18, 2.1 x 150 mm, 3.5 pm,
wah A A Clig: 0.2% WERK I = 5: 95, ik
=0.3 mL/min. PeiE A I TH A 3 4Bl
24 FiL&G

Agilent 6410 HRIEPUBRAT TG, lic B 1 ESI B
T fE (+) ESIEGUT, REEIR, 25580t
e eSS 4n : Capillary 4000 V, Drying Gas
11 L/min, Neb Press 35 psi, Gas Temp 350C,
Fragmentor 100, Skimmer 15, OctDecl (Skim2)
45V, Oct RF 500 V, fiiffit A2l <, QL Fi1 Q3
(1353 B 389 00 BAAL B e o3 . MRM BT 92 4 4n
T: transition 24 72->55, RffEfHER 10V,

39



3 AR

31 iR SRGER

H4 P B 225 B PR R It » 5 M i
(75 1547 LC/MS/MS 4341, dirdrifkihk. LAFF
WPy I g (C) ApRAdR, Ml B i 1 AL (YD
TyPNAERR, 220 L AR R oA 1/C R4 71l
ALHRL, SRAFI AL LR U5 R bR th 2%, WK 1.
NI L% A5 FEA Y = 43.8290X+137.6837,
R ZECR2 2y 0.9977, L5 24 10 ~ 500 ppb,
B Wi 4 10 ng/mL.

3.2 HEMEERERE

110, 50, 100, 500 ng/mL ¥ & 19 RN IFIE
WA AT LO/MS/MS 53 H7 . IR BEHERT 5 FEAs
SyB7. BRI RSD W2 1. 9eBask il Agilent 1y
Mass Hunter # {07 I, WA TEAGH, b
HE S I R RIEEN T 10%.
3.3 SRR

T AT SRR 6 A Sebi b S HERT TR . 4
B, SR L

acrylamide - 6 Levels, 6 Levels Used, 6 Points, 6 Points Used, 0 QCs
3 0 ¢ | y=438290" x +137.6837
i 7| R"2=0.99773614 °
S
18
1.6
14+
12
14
08
0.6~
04+
0.2+
0
VZIU l; Zlﬂ 4‘0 E:] Elﬂ 10‘0 WZID 14‘[] 16‘0 WHID ZUI(] ZZID Z4I[] ZSIU ZHID 3[;0 32‘0 34‘0 36‘0 38‘!] 4(]II] 42‘0 44‘0 46‘(] 48‘0 5(]II] 52‘[] 54‘0
Concentration (ng/ml)
B 1. AHHEORIERS
#1. FRREARBENENREREE %2 REAGHHEESEAR
Compounds Concentration RSD i P iE Amount Average
(ng/ml) (%) (ppb)
10 6.9 £ ND
) 50 315 TEAK 42
RIBELRE
100 417 q% 1.6
500 3.31 AR Y 0.7
a%3 ND

ax4 1




Pl 2 ZJE L b AR B D 452K . AR I
(O BRI TR/ LR IBAR i 1 T4 1.5 43 B/
b tEah G, (ORI 1.3 2 ppie A7 — 4~ W1
(Pt ilhide , PREEANIRLEE . 7N 5 ppb ACTIIA
MM, UG WAECR I ] 1.55 23 it 8L 17—
(il 12 (0 TRIGE DA N ARG . AT IR O B2 I )
1.3 23 Py (e Ay JE5 L b R — A TP«

Pl 3 SHLI% 4 P NIRIREREI M E 45 0 . (RO
Ibpia] 1.65 sy piv/iAi st , Ay 1k —L ik, Ik
5 ppb AKCERIPIIERE . IS I PR R e 55 i 7
LER TR, AU INAT . (T I 1 85 o B Ol
l4counts, #IN)G72E2h 45counts, 13598 & IH ip. 34
5, U6 2 C VIR Bl S A PRI o bl g 5 i i
Bnlgn, HACT 10 ppb 7K, 3T ARRIfEFHR /).

i Chromatogram Results

PO E B R % o2

[ o & o 2 )

+TIC MRM [* <> ™) Acrylamide sample 2-1_01.d

w011
5
45
4

Tt

Nl
g |

1] /P‘\ |

0.5} | }
i~ ——— \_|

+TIC MRM [ = ™) Acrylamide sample spike 2-1_01d
w0t |1

1 |
| \

1.54
1 N
051 / \

'L'_‘\_/‘“\—/—\_n_u—‘_/—” 4/ \_|

04

b I

P

0, 2 0. T, 72N 0. T 1 2 1< 4 11 S 1 00 M S 2 T2 D > A o 6 0. S 7 2. 0. I
Abundance vs. Acquisition Time (min)

2. B3 PAMBERRE MRM B . EASIFRERMAESER: TEAZRMS ppb AHEEKFEAEH MRM

i Chiomatogram Results

(e T B R s o2

< [ A d | S 6 £ [

+TIC MR > =) foylamide sample 71014
se (PeakloPeak) = 3.00; SNA (15652 m) = 7.2

x1017]1

0.2
D”}‘—/_\‘MWIJ_V_U\_\_/I\UI\W
o

‘]—FL\_A—\VI_\_I_\_[\_!_\A_\IF\_W

+JIC MR > = Acylamide sampe spike 7-101.d
e (PeakToPeak) = 6.00; SNR (1.550 min) = 80

«0 1

Spike 5ppb Acrylamide

15650

N

G020 S0 SO, 7200 . ] 12 e O S 0 o S 2 (22 . S A S o e 7= 6 S |
Abundance vs. Acquisition Time (min)

3. AAF A PABE KN MRM E. LHIFERBNESER; TEAFMNS ppb AHBHKFFNESH MRM

4
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6 &g

FIH 2l 6410 HRHTE (LC-MS/MS) J5i%
AT, AERAMBINE £ ah b ) PR 5

7 B

I O A S TR e E
RIS BB SE B 1 S br bt i T ALBE T4

SEH

5. YuZhang,Genyi Zhang, Ying Zhang. J. Chromatogr.
A. 1075(2005)?:1

6. H.Ono,Y.Chuda, M. Ohnishi-Kameyama etc. Food
Additives and Contaminants, 2003, 20(3):215

7. Thierry Delatour, Adrienne Perisset, Till
Goldmann etc. J. Agric. Food Chem., 2004, 52
(15):4625

8. Denis Andrzejewski, John A. G. Roach, Martha
L. Gay etc. J. Agric. Food Chem., 2004, 52(7):
1996



Agilent 6410 ZBExPOHRF By itk 45
RaPH B,- ZkEah

FIHZHEE 6410 @i Al (il Bk (LC/
MS/MS) Jjikthik. HERMbME £ 50 By 2 iah
FIRER R o FRICBIE /R Ss (ESI+), 2RI
M (MRM) BiACR, #EAT @ YERsE oo br, b
RGN J5 72 A A PRk %057k S (LOQ)
KRZAE 0.5 ug/kg LA, 584 nf LLIKENH FECHE N
H ARG B B K

1 Bk

Bo- SIS FE T & R T IR O3 254
(phenethylamines, PEAs) KRG EAFE L
BENEES R B . R PO AT IR B- Rl 5 o

IR v IS 2R T s 8 R 25 i B, - =21k
s, AT, B - A CA 30 2R, R
BRI By - S RBENFIH TR . &S 235
5 KPR B 2 e e R B ) LU A T

HaN

Clenbuterol

HjL
H .
" OH
H

Salbutamol

Brombuterol

A AP B A ] AL A AR R 25
UCARR , ARARE N ERIR vo fe ke 2 (CARTE A T3R5I 11
PROCHEIRET) BgR AR E AR A, PR fEE R
A RN IR B IR (R e — S8 ATk FR5H - e 1n]
Wy e N AR R e A e B sl et By - 2 PRI S 771 4%
TN A SE o ASCAE CATRY TG ARl bk 1R T
%, FIH Agilent 6410 H3I56 BT 1 RI & JLFR B, -
SR Eh T o SO IENIIZ S TR L R RO
SEAXIBE [ H FI SR H ARSI K

2 W

2.1 &7

et b &gk W Fig 1. CRgWET
Burdick & Jackson2\ ] (CAS 75-05-8, Muskegon,
USA), WML+ Merck 22 7] (Germany), HiR
WSLET Acros Organics 2\ R, 7k 24 Milli Q.

Br, CF3
H*F H*F H‘F
N HzN N HaN .
" OH " oH oM
Br Cl

Mabuterol

H

: —N
H \
“OH

Ractopamine

Fig 1. JL# B,- R4H=EFIMEH
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HERARIBUE e ARAE . HT NG 20 9l B il e o
Wei, -18 CRECORAT . (T, MR SAHAY
VAR R 2 T o 2R

B b I RTACEE 2 WL [ b
2.2 HHER S

%M Agilent 1200 RRLC AR (AL, Bl EA
G1379B B 5L, G1312B 03, G1367A Hzhit
FEgy . iR Agilent SB-C18, 2.1 mm x 100 mm,
1.8 um. FEHHHA K A 2 A-10mM Ammonium
Formate+0.1% Formic Acid kixik (BRI
pH {H 4.5), B ACNHAES. (it 0.3 mL/min, Fi
fin. 40°C . BHESRIE AR L
2.3 FRik&H

Agilent 6410 HiPEPUARAT BTG, Bl T ESI

# 2. MBMEXTHRESH

T RECERERN

Time A B  Flow-Rate (mL/min)
0 99 1 0.3
5 10 90 0.3
8 10 90 0.3
8.1 99 1 0.5
14 99 1 0.5
14.1 99 1 0.3

B fEESTIES U, RERR, e
k284N ;. Capillary 4000 V, Drying Gas 11
L/min, Neb Press 35 psi, Gas Temp 350 C, fiff#
A, QLA Q3 Ay PRt Ay iy it 5 5y
Bt. MRM B FHIZEAn T3 2:

Time Compound Precursor Product Dwell Fragmentor Collision
(ms) (V) Energy (V)
4.95 Terbutaline 226 152 10 100 15
170 10 100 30
4.98 Zilpaterol 262 244 10 100 10
185 10 100 25
4.98 Salbutemol 240 222 10 100 5
148 10 100 15
5.04 Cimaterol 220 202 10 80 5
160 10 80 15
5.80 Ractopamine 302 284 10 100 10
164 10 100 15
6.15 Tulobuterol 228 119 10 100 30
172 10 100 10
6.18 Clenbuterol 277 203 10 100 10
259 10 100 5
6.37 Bromobuterol 367 349 10 100 10
293 10 100 15
6.49 Clenpenterol 291 203 10 100 15
273 10 100 5
6.52 Mabuterol N 237 10 100 15
293 10 100 10
6.83 Mapenterol 325 237 10 100 15
217 10 100 25




3 GRFVR

31 tavnmiES RSt
brbE(EA ] Fragmentor [ EIC LA R
&, Wetfbny Fragmentor {H.

BbE (R L 2 P F L fHMS/MS 16l
FER LIIESE & A T SR
fil R A Al

3.2 REMSTEIEER

FHBCHI AR T4 0.1, 0.5, 1, 5, 10, #Y
A AR ALY R FIBRIETAR o 42 BRI TR 5 74 24 7 LC/
MS/MS 53 #7, HESrArdEi L. AR ik (C)

MM, FRIAI R R (Y) ShghsbR, 2
WS G EA Ly BCEEAT IR H AR, SRAF B2 A
JiRERNARRAE M £ o AHPZ I ZE a5 B 0L T 18

Terbutaline Zipaterol
Sample 02 terbut. 02 tetbualine Results Sample (5. zipate.. U5, Zpaterol Resuits
Name Tupe Level Ewp.Conc. AT Resp. Calc. Conc. Accuracy Name Type Level Exp. Conc.  RT Resp. Calc. Conc.  Accuracy
2 01017 1017 std.| Cal 2 0.1000] 4380 2317.7208)  0.0814) 91.4
[§ std05 Cal i) 05000 4964 63453275 0.4684 X 4 atd] 2 0.5000 4332 62617050 0. 4800 b
std.0 Cal 4 0.3678] ¥ stdl.0 Cdl 4 .0000] 4.973 177255438 1000} 110.0
std5 Cal 5 1060 stdS Cd 5 .0000] 4.985| 822217271 220 106.4]
[0 Cal B 10.0000] 4944] 1405502440] 103916 1039 std10 Gd 6 10.0000] 4976] 1476670849 061 1
1¢ y I >
i Compound|nformation x ||} Calibration Curve x  Compoundlnformation X || Calibration Curve x
P 1) o) e ATl E A2 o s A |iEE e lay o ln . Wigt iy [ 0 4 mE AR E A2 0 ¢ A | EE] e e gy Iy Weigt 1x v
226+ 1520 1070 E,, t K- 26252440, 1850 @“ 3 K-
£ 11021 i35 02, rbutgine -5 Laves, 5 Lave’ Used. 5 Poms 5 Porms Used. £ ﬂ?;j 05. Zpaterol -5 Levels, 5 Levels Used. 5 Poins. 5 Poinis Used. 0
£ 8 105 y=135243317" ¢ +11.1436 L | § +1057y=15276.2060" x +921.4980
IR 2 1E2 0amex 2 § . 2= 0ses e
§ 1 § 13 CE 8 13'
£ 094 124 g 094 1‘2:
. 114 k W
30 1 3 o8 1:_
074 0 07 0]
06 084 06+ 084
054 07 05- 07
] 08 J 08
04 05 04 054
0.3 04 034 044
024 03 02 034
0.14 0.2 0.14 02
N 0.14 o 014
0 o]
‘01—| T T T T T T T T T e T T T 014 T T T T T T T T T 014
4 42 44 46 48 5 52 54 56 S8 012 3 4567 8 810 4 42 44 46 48 5 52 54 56 58 0123 4567 8910
Aequisiion Time {min) Corcentration (rgimi) Acquisition Time: [min) Concertration (nglm)
stdd5 02 terbutaline: 5 Samples (5 total) +td05 05. zipaterol 5 Samples (5 total)
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Salbutemol Cimaterol
Sample 07, cimater... 07, cimaterol Resuls
Sample 03, sabut. 03, salbuemol Resuts Name Type Level Exp. Canc. RT Resp. Calc. Conc.  Accuracy
Name Type Level Ewp.Conc.  RT Resp. Cale. Cone.  Accuracy std0.1 Cal 2 0.1000| 5043 19389435 0.1140] 1140
stdD.1 Cal 2 01000| 4.985  4210.3180] 0.0833 833 : 3
o 3 4 . 1
st Cal 4 1.0000] 4.980| 22124.8375 11007 1104 std§ Cal 5 50000]  5.033] 938147517 49417 98.8
std5 Cal 5 5.0000] 4.986| 89862.3205 49453 383 stdil Cal 3 10.0000)  5.023| 193130.6320 10.1604] 1016
std10 Cal 6 10.0000| 4.978| 178563.9790 99799 998, J( 3y
< 3 z 3
Ij - : Compound Information X ||: CalbrationCurve X
i Compound Information X || CalibrationCurve X - DD\A@J]IA\JL 3 s = = D\ T i I e Weight Ly
= = = 5 = H AR EIAC2 B HE" ] [ | e = ype: Lin » Origin: v 1 -
L0 EE AL E L2 e 2 A (i E S]] e ln v Ogn le - Weigh: Uy v [ e e ¢ % £
2202 1.0 H - X
240 > 1480, 2220 Eﬁ 3 A Z 11027 patoni 7 — ~ -
g 10 279 47 - - e * abo~E5 7 07. cimaterol - 5 Levels, S Levels Used, 5 Poirts, 5 Points Used,
2 410 2] Ratio=42.1 03. sabueml -5 Levels, 4 Levels Used, 5 Poirts, 4 Poirts Used g 12 "
PP At 1l £ § w05 | p=190307283 " - 2200149
§ @ 105 |y=17618.5688 "x + 2732.5269 BERAL c 7R"2=099910741
3 114 §  187R"2=039828566 § 14 b 18
14 F &
184 4
1 os4 & l% IJ.S A 15
Eﬁ 08 144 2 144
074 124 07 124
05 " 051 “
0.5
05
08 08+
044 044
034 084 03 05
024 04 0.2 044
4 0.14 4
0.1 N 024 ! \“ 02
04 o 0
214 014
—— ——TT T T T T — T —T T T T T T T T T T
4 42 44 46 48 5 52 54 56 58 0123 456784910 42 44 45 48 5 52 54 56 58 6 012345678490
Aequisition Time fmin) (oneantration [ng/mi) Acquisition Time (min) Concantration [g/mi)
adl5 08 sakutemol | 5 Samples Botal) | li: [std05 07, cinaterol |5 Samples 5 total L
Ractopamine Tulobuterol
Sample 04. racto.. 04. ractopamine Resulte
Sample 10. tubut. 10. tubuterol Results
Name Type Level Exp.Conc. AT Resp. Calc. Conc.  Accuracy
2 0119 Name Type Level Exp.Conc.  RT Resp. Calc. Conc. ~ Accuracy
Y 05 Ca 3 05000 5609 50666262 ‘ iioe
S0 Ca 4 12085735 09569 %7 ’ d STE1ER i
s Cd 5 B %2 *E‘s‘" E:: ; 00 e 1?3'3
10 Cal B 10.0000 1335494136 10.3297 1033 3 e T oy
J (l £ > stdl0 Cd £ 10.0000] 900763399 11.2342 129
I¢ >
iCosp Il ain gl e sotion Cuee X i Compound Information X ||} Calibration Curve X

iH 0 EEIARMAIAL 20 3R

: [@] (%] Type: Lin v Onigic Isn v Weight 14y v !

302> 1640.284.0

TEEES

(i) g/ ATE AL o 3 A

@] (]| Type: Lin v Origin: Izn v Weight: Ly v

228 > 1190, 1720

2] + &-

& 410 27 Raio=5 3 ne - ; " z
i atio: (4. ractopamine - 5 Levels, 5 Levels Used, 5 Points, 5 Points Use % ,‘1212- Ratio=50.8 10 tubutzrel 5 Lavels, 5 Levels Used, & Fomts, 5 Ports Used, 0
5]ys= ¥ - - "
3 R oy 51l § 104 |y= 79283520 « +631.6908
i 8 13- g § 91 R2-057194728 °
L'} m w
! 0g £ b L
3 11 e
3 08 1 i 7
07 gg 64
054 b
05 o7 i
1 ﬂ 06 4] °
04 I 054
034 0.4 3
02 H 034 24
0.2
0.14
) \ % - 0.4 B
T o o]
0.4 014 034
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
5 52 54 55 58 6 62 64 65 0123 456783971 52 54 55 58 6 62 64 66 68 T 0123456783810
Auquisiton Time (min] Concentration hg/mi] Aequisition Time (min) Concentration [ngiml)
st 5 |04 ins |5 Samples (Btota) | E sd)5 [10.tubuterol |5 Samples (5 total




Clenbuterol Bromobuterol
Sample 01. clenb.. 01. clenbuterol Results
Name Type Level Exp.Conc. AT Resp. Cale.Conc.  Accuracy Semple 06 brom.. 06, bromobuterol Resuls
std.1 Cal 2 01000 6.183 2148.7519) 0.1143 114.3] Name Type Level Exp Conc.  RT Resp. Calc. Conc. ~ Acouwracy
E 3 B180  H2182111 05026 01 cal 2 01000 6380]  14483010) 0103 1038
std1.0 Cal 4 1.0000] 6.177]  19419.5681 08537 85.4) 4 05000 6383 47695834 04087
std5 ] 5 50000 6178 1161831834 43%5 939 1.0 cal 4 10000 6371] 109101689 0.575 967
1610 tdl 3 100000] 6174 235864 0867 107634] __ 1015] ds tal 5 50000 6372] 663570031 51161 1023
J( 3 | EX Cal 6 10.0000) 6.363] 126733.9130 115410 1154
¢ >
: CompoundInformation X ||: CalibrationCurve X J -
]]_|_ | | iy L : Compound Information X ||: Calibration Curve X
H R O Y| I P2 b/ [ [ | Type: Lin v Odgin ln v Weight 1y v :

i A@ £ A o g ) ) @l AL E A2 e 2 A (| @] e o e g I v Weigt 1 v [
272030, 2530 i2]e 3 %- : :
. _ 3672930, 3430 [2]e 2 -

& 110 2] Rato=a05 01 clenbuterol -5 Levels, 5 Levels Used, 5 Foits, 5 Foirts Used oo s

R L e e e . - E 410 & Ratio=58.3 08, bromabuterol -5 Levels, 5 Lavels Used, 5 Ponts, 5 Poinis Us
H ¥ 1057 p= 2336725 ¢ 5201563 FREP] .

FEREE 2 0 sa793068 g § w105 | p=109547002" +311.9727

t § LIRAE £ R%2=099220384 °
2 22 5 2 424

3 3 1 §o12
ERLY 2 ¢ o3 ¢ M
5w 181 3 0l 1
0.7 16 € 094
064 144 077 05+
05 124 E: 079
0.4+ 14 0564
04+ 05

034 08+
034 04
024 06 034

04+ 02-
0.1 o 02
e e SecorR 024 - 014
7 v o 0 04
014
T T T T T T T T T 02 T T T T T T T T T T T 014 T T T T T T T T T 01 T T T T T T T T T T
52 54 56 58 6 62 64 65 688 7 0123 45678289T10 54 56 58 6 62 64 65 68 7 72 0123456784910
Agquisition Tme (min) Contentration (rgiml) Acquisition, Time: (min) Ci [hgfml)
|05 01, clenbuterol |5 Samples (Gtotal) | e 2405 | 06, bromobutercl | 5 Samples (S total) |
Clenpenterol Mabuterol
Sainple 08. clenp 08. clenpertercl Resuls Sample 9. mebut. 09 mebuterol Results
Nane Troe Level Exp.Corc.  RT Resp. Cal: Cone. Accuracy Name Type Level Exp.Conc.  RT Resp. Calc. Conc.  Accwacy

01183

3537.4207

» » 14333 5567
1 261905437
1297] 1026 1443700541 1011
10.0324] 1003 2964655621 1004
I 2 ¢ ¥
¢ Compoundlnformation X ||} Calibration Curve X i Compound Information % ||} Calibration Curve X
P 0 e AL E L2 e ¢ A | e ) el y Odgn lon v eight U v B P 0 AR E L2 o ¢/ |f () Te: Lin v Orin Ion - Weight Ly v B
281 2030, 2730 ie]e ¢ - 31 2370, 2930 E» $ K-
% u1l1322' 08. clenpenterol -5 Levels, 5 Levels Used, 5 Paints, 5 Points Use & :<1El;_ Ratio=210 09, mabuterol -5 Levels, 5 Levels Used, 5 Paints, 5 Paints Used,
21 w ; g 134
g § 4105 ] y= 250115594 - 3610893 E 12 I 8 4105y =284901550" & +338.0327
2 114 H R"2=099793023 b I g A"2-099021129
§ 14 g 244 £ 114 3 28
¢ 09 . % Ny 2
2 09 J 24
L z 0 b
o . g i}
071 074 2
15+
08 06+ 154
05+ 05+ 14+
044 04+ 124
03] 03 1
02 084
02- ot 054
0.1 044
o
0 01 'd 027
214 22 h
T T T T T T T T T T 02 T T T T T T T T T T T i 02
S6 55 6 62 B4 68 65 7 72 74 012345678410 S5 55 B 62 64 65 63 7 72 74 01234567830
Acquisition Time: (mir) Cancantration [giml) Acquisition Time fmin) Cangentration ingiml]
| stdd5 ‘0& clenpenterol ‘ 5 Samples (5 total) ‘,;5 ‘ a0 5 09. mabuterol ‘55511:483[5!\15'] _;;
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Sample 11. mapen... 1. mapenterol Results 3 . 3 ﬁ % E[‘]ﬁ % E*ﬂ ;ﬁmg

Name Type Level Exp.Conc.  RT Resp. Calc. Conc.  Accuracy

S0 G s gl vl i FHRAATE SHAFTA R BC T BAH Y TR 2 4 ng/mL
.03 ). Jot 1340, .
stdl.0 Cal 4 1.0000[ 6.825| 28267.3841 0.9319 932 FVEL 24 LA | S 4 2N\ H S
ad5 Cal 5 50000 6625 1544381218 49492 30 m{ﬁﬁﬂ%{%@“*f‘ﬂﬂ’ 3‘&17 LC/MS/MS ﬁ' )fﬁ > Bk (7&
std10 Cal [ 1IJ.DIJED| 6.823| 318530.0137 101753 101.8 ,
N — ‘ \ VA= 3 o,
J¢ > JEREAT 6 oM, PIrfsiy RSD #/vT 5%.
} CompoundInformation ||} Calibration Curve X
P o = AR S A2 et A | (=) Type Lin v Odgn Ian v Weight Ly v
= = £ Compound RSD, %
2552570, 2170 i[2]e ¢ &-
% "1? 22_ Ratio=46.8 11. mapenterol -5 Levels, 5 Levels Used, 5 Points, 5 Points Used Terbutaline 1.44
E 1'1 8 4105 |y = 31406.4774  x -999.2408
Mk [ “p* = .
£ ] O et i Zilpaterol 1.99
1 &
2 084
5 g Sabutemol 250
'3
074
08 Cimaterol 2.03
054
04+ Ractopamine 2.18
034
02+ Tulobuterol 3.44
014
0 Clenbuterol 1.90
014
T o] T 3133 iiiiiin Bromobuterol 1.75
Aeqistion Tme fmin) Concentration [ngil)
|05 111, mapenterol |5 Samples (5 total) | L Clenpentero' 2.22
] Mabuterol 2.55
Fig 3. Kotz
Mapenterol 1.42
16
74
2
)
68
66
"
62
6
58
"
54
52
5
"
46
44
2
]
38
36
“
32
3
28
26
24
22
2
18
16
u
"
'
08
06
"
02
e 1 5 1 % 1 & 1 & & & & & Tt 785 18 %% 5w r® 55 0

65 7 75
Abundance vs. Acquisition Time (min)



3.4 SIRRRF

AR b A N SR [ 5 ol i A5 S O i A 2L
Ttk SCBRURINT 4 ppb HURES, ZRAEHL. E LA
PUR, BJa AT IRCR WL T 2.

Compound Recovery (%)
Terbutaline 78.8
Zilpaterol 87.4
Sabutemol 110.2

Cimaterol 96.4
Ractopamine 92.7
Tulobuterol 88.8
Clenbuterol 101.7
Bromobuterol 93.0
Clenpenterol 90.7
Mabuterol 100.0
Mapenterol 99.6

;1;3 + MRM (226.0 > 152.0) 070617_0.5_11.d
8.6 —
8.4 —
8.2

P
7.8 +
7.6
7.4
7.2 H

7
6.8 -
6.6 —
6.4 —
6.2

5.8 —
5.6 —
5.4 —
5.2 -

4.8 -
4.6
4.4 -
4.2 -

3.8 -
3.6 -
3.4 -
3.2 -

2.8 -
2.6 -
2.4 -
2.2 -

2 -
1.8 -
1.6
1.4 o
1.2 o

14
0.8 —
0.6 —
0.4 -
0.2 -

0 -k

T T T T T T T
3 3.5 4 4.5 5 5.5 6 6.5 7 7.5 8
Abundance vs. Acquisition Time (min)

Fig 4. 0.5 ppb B B RIFEFMFH0EE
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Compound S/N (p-p)
Terbutaline 374.6
Zilpaterol 39.0
Sabutemol 1759.8
Cimaterol 48.8
Ractopamine 1539.0
Tulobuterol 7.1
Clenbuterol 30.2
Bromobuterol 53.8
Clenpenterol 43.0
Mabuterol 15.8
Mapenterol 58.5

0.5ppb i) B,- ZAHEHIEIEEREL

3 Fik

FIHZHENE 6410 kAl (L1l BRI (LC/
MS/MS) J5 i n] DAPRIAE . AERAIINE By 52 e B2 711
B i, 584 al LGRS H 1R B A H AR 5% B PR i

HOR 8

S50



Agilent 6410 LC/MS BEMURFTENMTEEFHIESR

M T 2G5 B AT D RS N RIS . IRHE .
Pk R e serh i LR, LA O Rl 2 Al
FRL. I FDA A AHES IEAERE 1 SRk £ it
(A 11 Ry 400, HAR LGRS 254 . 1999
AR 10 JIIFAR, WK DN A e e sk e 25 il 1
EE% . WA (CAP) & —Fhmsdy ilpuA R, /58
] NEERFIRK B, S A T A shdy , e
sl kb . HRE Y AE 0.3 ppb LT

£ H i AT A N 2R B Ty ik p . LG/
MS/MS DIHIEAfT A, M fl & i, REBUE
e SR T A S 2R B Y R T k. A T
M IR i ARSI SR, 5 EF R tH 5 2 AR A
RT3, LC/MS/MS WA Hfse AT T35 2 —

(IR et E: WP IR =
AR, AT EARHE T AR ah R B R LR I o
B2, WA, wTCAMERARYE SAG 50 ppt
(R BE o A i 220 TSI AH A, sl AH U] B R LA
N OE AL TTE S

]

=81

Agilent AccuBond SPE ENV PS DVB #Hki:

(P/N 188-3060)

LR CHE (Burdick and Jackson, Morristown,
NJ)

H 2 HPLC £ (Burdick and Jackson)

k (18 MW) Milli-Q 2%

S5 2 (CAP)(Aldrich Chemical Co.

Milwaulkee, WI)

AL ZE(dB) CAP NEr(Cambridge Isotope
Laboratories CIL, Andover, MA, U.S.)

kXt 858 (0.2 pm, PTFE) (Agilent P/N
5185-5843)

HiER

PIHREC T

1. A 100-pg/mL (100 ppm) CAP-d5 frife i
e H Cambridge Isotope Laboratories, Inc.
(Lot SCCE-005)

2. LAWEE 1:100 FiBefs 3 1 pg/mL (1 ppm) 5%
1000 ng/mL CAP-d5 [ NRIA R

3. LA 1:100 FBefs 2 O T mAFES )
10 ppb CAP-d5 [ INFRIAR

4. By I 25 UL CAP-d5 INBRIATR , il
FRNARE R I 2 0.25 ppb
R

L FRif, DA R AR5 100-pg/mL Fxif: CAP
A, 5.0 mg CAP JjnA 50 mL HIE

2. IHEE 1:100 fikef+ 3] 1 pg/mL (1 ppm)
CAP

3. A 25 uL CAP-d5 PR

4. fi'fhl: 1 ppb, 0.2 ppb, 0.1 ppb, 0.02 ppb, F
0.01 ppb, NHrie A 0.25 ppb
HREE

Ji4i SPE /M 2 mL {F{t

1. %, 1g#WH 5 mL KFEBEIFMA 25 pL
10 ppb MR . BT A SPE /M E 5 min 5
PA10 mL R CREUENL, WHEDERL#E . 40C 5044
T, B DL 1 mL PESE A 1 min i3 #. DAL

2. 08, 1 g WRAERRAIEL 2, IR 3 mL 7K F1 25 L
10 ppb AR, B0 5 min (8,000 rpm). FiE#
FeERE 5 min, UL 5 mL AfROERVENGL, W DR
. 40 CHEHMIE TR, FRiELL 1 mL HIEGE A
I min {5 DAL AGL g o8, e

51



LC/MS &k %= 2. R FEZEF CAP and CAP-d5
WA 3% 4 Agilent 1200-SL — %A [ sh it (*CAP-db NARTTARAL ED
Feds o B4 Agilent 6410 LC/MS — 5 83 i PU AR AT

Rk, SR Chloramphenicol structure
Cl

1. LC/MS &# ol
HPLC
[eRr e ZORBAX SB-C18, 2.1 x50 mm, 1.8 um 072N °

(p/n 827700-902) o
=g 0.4 mL/min CAP 257 Qualifierion

152 Quantitiation ion

pEILiE] A: K B: Fg CAP-d5 262
B 0-5 min, 30~70% B !

5-6 min, 70~100% B

8 min, 100% B %%&tﬁ%
BEfTHIE 4 min EERR R R
R ke % 2 G T Loy ARG D T AR S K
BR S I T RN 5 7 6]
MS i 8 SR R PR ORE L  HE —A
BTR ES| 24, Wi fragmentor WU, DISRIFRIE eIt
it St Wrck; BB, LARERRE B, b 713 S,
TRE#ER 30T DA Veap BAREHUT, fRIEF A Bk T48H .
TAEAE  10L/min R A
BUBES  Spsi Vel 1 458 Veap (0751k, IR BUEIATR /I,
EARRE 300V FUE 3,500 V AT VRN, SIS .
Fragmentor 100V
wiiERE m/z257(EHBF) 10V

m/z 152 (EE8EF) 15V

Response

4.00E+06

3.00E+06

y

2.00E+06

1.00E+06

0.00E+00 - - s o -
4500 4000 3500 3000 2500 Vegp

1. Plot of V.ap voltage vs. response of precursor ion at m/z 321.



fragmentor 25t 7L 24 90 V-160 V, 120 V |J,
Ly T ENRE F 2O HoBE RS 15 S W B A
160 VI, A m/z 321 B WE. i REKW],
fragmentor 100 V [v}, RF& 5550, %, H
B S BE RS- m/z S21F A HlfEEGE (CE) (1Y
ik, wbfEREE 2V,5V,8V,10V,15V, 18V 3|
40V,

x10¢

1.0+
y 152.1
0.9+

0.8 4
0.7 4
0.6 4
05
1 1940
0.4+
0.3+
§ 176.0
0.2+

017 127.0

164.3

206.9

PRI B - (T 1], AW i 8 m/z 257
FERERERE 10 V., SEPE B+ m/z 152 fEfiff#RE 15 V
Wi 7 85 A o AEIX A RE IR - 12— WU 15 L& A0
Bl = an = oS AN ER AR O RERE RE -

321.0

2571

249.0

219.1 237.0

100 120 140 160 180 200

L B

A
T T

220 240 260 280 300 320 340

Abundance vs. Mass-to-Charge (m/z)

2. product ion spectrum of m/z321 10 V collision energy.

x104
162.1

176.0

194.1

1210 1589

A 2071
A A

257.1

9372 2487

136.2 AJ'
A T

1058 5
140

T
100 120

T T T T

T T
160 180 200

A | 32;48

T T T T T T T T 1
260 280 300 320 340

T T T T

T
220 240

Abundance vs. Mass-to-Charge (m/z)

3. product ion spectrum of m/z321 at 15 V collision energy.
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Table 3. MBRM Mode Parameters

Compound Transition Dwell time Fragmentor Collision MS2
(ms) Voltage(V) Energy(V) resolution
CAP 321 — 257 200 100 10 Unit
321 - 152 200 100 15 Unit
CAP-db 326 — 262 200 100 10 Unit
326 — 157 200 100 15 Unit
B

FHWe L BUINAR 0.1 ppb Sfil, WEFESEERA 16 4 5%, {12 1-Eb= 50% ] k) 20% [y 2k
o FVUAREG B NARDEPE . 2 4 Bl R Masshunter 7& K (1 ] ZIF X EEAE R R4 H RN
WA BRI AR B Sl A 8% B ELR R P

Table 4. Integrated Areas of the Quantitation lon and Qualifier lon and Their Associated Internal Standard lon

Chloramphenicol d5-chloramphenicol

Quantitative Qualifier Ratio Quantitaive Qualifier Ratio

ion(321-152) ion(321-257) ion(326-157) ion(326-262)
1 350 165 471 262 121 50.4
2 346 157 45.2 258 114 55.3
3 346 158 44.6 259 118 49.4
4 313 164 52.3 267 127 47.6
5 301 154 49.5 261 121 46.4
6 313 168 53.6 253 124 49.0
7 320 160 50.1 228 m 48.6
8 326 145 445 225 113 50.4
9 317 141 445 241 17 48.6
10 290 135 46.6 226 107 471
11 300 138 46.2 253 90 45.7
12 281 136 48.4 240 90 476
13 303 143 47.3 220 101 459
14 290 140 48.3 214 107 49.8
15 261 131 50.3 217 101 46.6

RSD 8.11% 8.30% 5.91% 1.67% 9.99% 4.83%




- MRM (321.0 -> 152.0)

X102 | 1.849

Abundance

" T T T T T
1 12 14 16 18 2 22 24 26 28

Acquisition Time (min)

- MRM (326.0 -> 157.0)

x10! 1818

Abundance
o
1

T T T T T
1 12 14 16 18 2 22 24 26 28

Acquisition Time (min)

Abundance

Abundance

x10%

x107

321->152.0, 257.0

Ratio = 46.8

L

T
1 1.2 1.4 1.6 1.8 2 22 24 26 28

Acquisition Time (min)

326 ->157.0, 262.0

4 Ratio=50.3 A

T
1 1.2 1.4 1.6 1.8 2 22 24 26 28

Acquisition Time (min)

4. Panels A and B show the CAP and IS peak for the quantitation transition. Panels C and D are the graphic representation
of quantitation ion and qualifier ion ratio as shown by MassHunter software.

Sk
RN E TIRFIBRFERE bR E . A
10 ppt £ 1 ppb, W LT 2R EARMERERR

Relative Responses
y =1.9565 " x +0.0669
R*2 =0.99967712

S = N W e O o N ™

26 3 34 38 42
Relative Concentration

02 02 06 1 14 18 22

5. Linearity of CAP in solvent from 10 ppt to 1 ppb.

(MRPL) FHS & B o 181 5 8] 8 ShLREEDR, r2 1
KT 0.999,

Relative Responses

=

y=13871"x +0.3326
R"2 = 0.99854947

06 1 14 18 22 26 3 34 38 42
Relative Concentration

02 02

6. Linearity of CAP in honey from 10 ppt to 1 ppb.
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Relative Responses

] y=17891"x +0.2085
1 R"2=10.99890473

o = N W e N

26 3 34 38 42
Relative Concentration

02 02 06 1

7. Linearity of CAP in shrimp from 10 ppt to 1ppb.

REE

10 ppt IFFIbRFE, UEARR 5 UL, w[fREIMRAFH
A% . MRM @ik E WLIE 9. RAEX ORI T{LE
(I 2 REORE AL L S vt B O v 1 R B P (7 AR
B, & 10 gk 10 ppt , #EFE 5 pL iR, A
IR EelBo /T TRE R o B S (P W N s E A

x107
2.0+
1.8
1.6
1.4
1.2
1.0
0.8
0.6
0.4+
0.2+

1.724
-TICMRM (**="*) CAP 10 ppt

Relative Responses

71 y=1.7027*x +00150
61 R2=0.99985348

54

41

3:

2]

‘|:

)

26 3 34 38 42
Relative Concentration

2.2

8. Linearity of CAP in chicken from 10 ppt to 1 pph.

Bl

SO AL 5 A S S MA B = FlA a2
i, ZJn R Ry SPE AEAIUMT. K 5 &AM
For B EELPECA R Il . S HCRT A AR
A EIRHEMICR . R, 5 TR i A R
bf o IR EE R AW T5 TR R AT

0.0

r T T 1T 1T 1T 1T 1T 1T T 11
1.2

I I

T T
1.4 16

T
1.8

2.8 3 32 34 36 3.8

T T 1T 1T T T 11
2 22 24 286

Abundance vs. Acquisition Time (min)

9. MRM chromatogram of 10 ppt CAP in solvent with injection volume of 5 .



Table 5. Recovery of CAP at 0.1 ppb Where Three Sample Aliquots of Each Matrix Were Spiked and Determined

Honey Shrimp Chicken

(n=3) (n=3) (n=3)
RSD (%) 6.29 3.93 3.29
Recovery (%) 89.5 85.4 86.4

Gk

A TG TR A =i B b i S SR o ek
W1, J5ikA8 AR T 0.3 ppb MRPL Y%
SR AL RIAE , (U TR L LA 2
B, ST INUE DT ISR, G R, S
PERIRICR 4 6410 LC-MS/MS RIPY MR AT
PR STREg ik
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REE( 1200 HIHEIL / 6410 = BB PUHR R E B AE
EEIPAHALT (Sudan Red) & E

13EE

ATIEI A T iR 4 RIS (- =
T H I PR 5T PR

2

2.1 FRERFGAHEES
2.2 fRERR
221 IR AR

53 BIFREUTE e CR5 A %5 0.1 mg) A HL (1.
II. I F1IV) Ardfis i %2 10 mL 25 sl b, MRt
S TTA R 0 RS . SN SRTA A IR T S

3 g
Agilent 1200 RRLC (Rapid resolution liquid

chromatography, Mk ) & A (1 );
Agilent 6410 QQQ ( = HERPUMAT i ) o

4 AESH

4.1 WE
410 EilEG

a) (4 Agilent SB-C18, 2.1 mm x 50 mm,
1.8 pm;

xR RAERREEE

b) H:fli: 25C;

o) AR 2 pL;

d) Al AH K ek W2 1:

e) iz frital: 6 min;
422 Rik&H

a) Bl i B 7L (ESD ;

b) WA M ARG

o) Fi:

d) LR 50 psi;

e) B W% HiE: 4000 V;

) P 360°C;

g) T iek: 10L/min;

h) 43 #F3: Q1 (unit) Q3 (unit) ;
4.2.3 EHENE

FEARIR] S5G 45 0 FREATAE I . A RAE
A4 HH €0 T 1 O B I 1] 5 58 S0 r o v 3SR 24 5 S AH
et S Gt i R B IR )8, JF BLAEFUBRTY S
JE Wk BRI WO 851~ B B Lt — S, W n] e A
b PAEEIX RN PHL R
424 EENE

A J5 i H LC/MS/MS R I AMrAs i th & 2: 364 7
AEEE I ELTIUAE &b b P25 B r i oy 2
{ELRNETE BN o

R

SR B8] /min A: K (0.1% BB /(%) B: 2 (0.1% FR&) /(%) R / (mL/min)
1 0 40 60 0.4
2 5 0 100 0.4
3 9 0 100 0.4
4 9.1 40 60 0.4




5 £RitE R2=0.993; III: 0.5-100 ng/mL, R?=0.993 1 IV: 0.5-

100 ng/mL, R*=0.994. A EEHER T % 1/3°.
Le-QQQ MR MEE L, bk 2 A SRR YoM TR SRR

2d
I 2 EL 4 B P B S . e
e m g R Mass Hunter ;Eiij?ﬁ: ‘Quantltatlve P L e R L5 2.,
Analysis WA K. FRPHEL SR B G 20 B A
I: 0.1-100 ng/mL, R? = 0.996; II: 0.1-100 ng/mL,

2 ARGALRENE. BNETFX . FABRBEURMESEE

FS  &XER  RENE/mn ZEBET EHEF BABRREE/V WESEE/NV  RHR (uo/ke)
1 AR 5.08 249/93 249/93:249/156 120 2515 0.02
2 AL 6.61 217121 277/121;277/156 100 20,15 0.02
3 A 743 383/77 363/77;353/156 140 25:20 0.1
4 HFRLWN 8.57 381/91 381/91:381/224 100 30; 20 0.3

4 P PHIARME S, 0.5 ng/mL (Y6 B i 181 &5 MRM g it WLIA L

1. AHFHALHRER 0.5 ng/mL B EFRES MRM EEETRE
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R 4 FROR LA B iR S MRM g i iRk, AL 2

+TICMAM (>

) Samplo Blank_M1 4

+MRM (249.0 -> 93.0) Sample Blank_M1.d Smooth (1)

+MRM (277.0 -> 121.0) Sample Blank_M1.d Smooth (1)

+MRM (353.0 -> 77.0) Sample Blank_M1.d Smooth (1}

+MRM (381.0 -> 91.0) Sample Blank_M1.d Smooth (1}
Sudan IV: 0.44 ng/g
(RT=8.55, Qualifier=110.7)

65 7 75 8 85 9 95 0 105 11 15 12 125 13 135 14 W5 15
Abundance vs. Acquisition Time (min)

2. sHERP 4HHALHEEFRES MRM EEE T RE



=EE(S 1200 FHHEIE / 6410 = = B TUHR B SUIE
—H#% (Diethylene Glycol, DEG) &

13EE

ATGEAER T W EEAIRAR (- — o 3 Y 2
P RS R E o

2

2.1 FAEKSAEEL,
2.2 RERR
2.2.1 {REREERR

Sy BIRRIOE e (R§AfIE 0.1 mg) IR hrof b
£ 10 mL A, HRYEbRoE b O Ta R B I Y A
It TR BRI

3 gk
Agilent 1200 RRLC (Rapid resolution liquid

chromatography, M 2 & A (1 );
Agilent 6410 QQQ ( = HRERPUMAT i ) o

4 WELR

4.1 WE
410 Bl s

a) (4 Agilent SB-Ag-C18, 2.1 mm x 150 mm,
3.5 um;

F1. RHHERRRLERE

b) H:ili: 257C;

) WHFER: 50 pL;

d) {7 Bl AH Btk WL 1

e) Jrizfritinl: 6 min;
422 Rik&H

a) WL SRR i %s & 1-fk (ESD

b) HL B AR

o) FiL < &G

d) ZfL k) 40 psi;

e) B 1Wi5 Lk 4000 V;

) TR 350C;

g) T ms: 8L/min;

h) 4r#%25: Q1 (unit) Q3 (unit)
4.2.3 EHNE

FEARTR] UG A5 0 FREATAE I, AR A v
A4 HH 0 e 11 O B I TR] 55 8 JEUb o v S 24 5 S AH
Jefb i e i OR R IR A3, I AR BT 5t
JE Pk BRI WA B8 B BELb L — S, W e e A
dn AR H R .
424 EENE

A Jjikirh LC/MS/MS SR JHAMRAK i i £idi kA 1
FE A o

FR  BHE/min

A: 7K (0.1% BE; +5mM Z B2 /(%)

B: HE (0.1% HE) /(%) & / (mL/min)

1 0 95 5 0.4
2 05 95 5 0.4
3 3.0 70 30 0.4
4 4.0 70 30 0.4
5 4.1 95 5 0.4
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5 ZRITR

LC-QQQ M7 R Jbr h Zeidi i ek, A th 2k

E g R Mass Hunter €4k Quantitative

F1 —HBREHE. BNEFY . FABREELRBESER

Analysis 845K .
ng/mL, R?=0.996, ZPEALTE A 1/y.

THEECR RNk M
A B i i CRE B L3 2.

HUHE L

Tl LR 5.0-200

IRIN e

=

FS EXEH  REBEME/min

EEET

EMET

BARREE/V MESEE/V

15 PR (Hg/kg)

1 “Hig 253 107/45

107/45107/89

70 8:3

0.7

BRSPS R, WA 1

B o G i3 i 25— st = s
: File Edit View Anslyze Method Update Report Tools Help

i 3 7 | 23| (= Anslyze Bakch | @ : Layout R [ Al Restore Defavlt Layout
i BatchTable x
i Semple: 1| 7|/ Sample Type: <All> v | Compound: [¢s| 2: DEG v (%] ISTD: Time Segment: <Al v
Sample DEG Met... DEG Results Qualifier (83.0) Results 7‘
e Name Type Level’ Exp. Conc. RT Resp. Calc. Conc. Accuracy Ratio
» | 4200 3
10ppb | Cal 10.0000 110
50ppb | Cal 50.0000 87.!
td_100ppb | Cal 100.0000 105. .
td_200ppb | Cal 200,0000 100.0 208

: Compound Information

ORI Tl—j@.ﬂ.é@» TR

x ||: Calibration Curve

v Origin: Ignore v Weight: 1y +

+ MRM [1IJ7IJ > 45.0) Std_.
2526

-> 450 ,107.0-> 83.0
Ratio=21.6

+ MRM (2.478-2.668 min, 2..

§: 102 |

83.0

D ey & o

ia]e $ -

DEG 5 Levels, 5 Levels Used, 5 Points, 5 Points Used, 0 QCs

Responses

$ %1047 »=218.3085"x +3034.1835
454{R"2=099562774

24 26 28
Acquisition Time (..

T T T *
40 60 80 100
Mass-to-Charge |...

24 25 28
Acquisition Time |...

100 120 140 160 180 200
C on (ng/mi)|

0 6 80

Std_Sppb DEG |5 Samples (5total] | ;:

1. ZHERERNEMER

bR

X0 3 +TICMRM (** > **) Std_10ppb_03.d
25

24

154

10.0 ng/mL 25 T/ E 5 MRM & TR,

WL 2

+MRM (107.00000 -> 45.00000) Std_10ppb_03.d
Noise (PeakToPeak) = 35.00; SR (253min) = 43.6

+MRM (107.00000 -> 89.00000) Std_10ppb_03.d

0 01 0203 04 0506 07 08 09 1 11 1213 14 15 16 17 18 19 2 21 22 23 24 25 26 27 28 29 3 31 32 33 34 35 36 37 38 39 4 41
Counts vs. Acquisition Time (min)

5 2. —HEHRESR

10.0ng/mL 2 EFHES MRM F

EETRE



= 1200 IR / 6410 = BEX IR R ILALE
487 — R ELEE (Phathalate, DIDP 1 DINP ) & &

1 EHE

AT :A4% 7 DIDP Fil DINP [ FH (o - =%
R IDE VUM AT I B P 2

2

2.1 AR HEEL.
22 HRERR
2.2.1 fRAERERR

5y WIBRIGE (K504 0.1 mg) DIDP F{I DINP
Friflt T 10 mL i, ARYEARAE S 1A R L 5%
HARETR R T A

ERIT
Agilent 1200 RRLC (Rapid resolution liquid

chromatography, M 2 & A (1 );
Agilent 6410 QQQ ( = HRERPUMAT i ) o

4 WELR

4.1 M5E
4.1.1 5k

a) (ke Agilent SB -C18, 2.1 mm x 100 mm,
1.8 pm;

F. RPHERREEE

b) H:ili: 257C;

c) YHHER: 20 uL;

d) {7 Bl AH Btk WL 1

e) Jiizfrikin: 3.0 min;
422 Rik&H

a) LB i % B -1k

b) HL B AR

o) FiL < &G

d) ZfL k) 40 psi;

e) &-fMis i 4000 V;

) TR 350C;

g) T aie: 10L/min;

h) 4r#%25: Q1 (unit) Q3 (unit)
4.2.3 EHNE

FEARTR] UG A5 0 FREATAE I, AR A v
A4 HH 0 e 11 O B I TR] 55 8 JEUb o v S 24 5 S AH
Jefb i e i OR R IR A3, I AR BT 5t
JE Pk BRI WA B8 B BELb L — S, W e e A
i 774 DIDP Fi1 DINP 4%57 .
424 EENE

A J5 {2 LC-MS/MS R A i ith £&72:004 7
FE A o

$R  BHE/min

A: K (05%EE +10mM ZE) /(%)

B: ZKE (0.5% FE) /(%) R / (mL/min)

1 0 70 30 0.5
2 5.0 50 50 0.5
3 5.1 15 85 0.5
4 7.0 15 85 0.5
5 11 70 30 0.5
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5 £RIHE Analysis 1%/ %. DIDP fil DINP £k i 15 [
1.0-10 ng/mL, R?=0.999, £AE K 1/y.

DIDP i1 DINP R @ Ispin] . Wi 14t . 5N
W2 UL R e CRE F WL 26

LC-QQQ M R HArife ih 2870 72 e, bt b £5:92:
EasE R Mass Hunter © &4} Quantitative

# 2. DIDP 71 DINP {REEHE, HWAEF . FARREEURMESHER

FS  RZXER REHE/mn EEET EHET BFARRBE/V RWHESEE/V  RER (ug/ke)
1 DINP 5.34 419/149  419/149;419/7 120 15:20 0.17
2 DIDP 5.64 447/85  447/85;447/149 100 35:20 0.07

DIDP F1 DINP frifkih 1.0 ng/mL {0 & -7 &5 MRM &, WA 1

1|2 3
8-
6 -
4
24
0

+ MRM (447.0 -> 85.0) std1 0.4
X102 | Noise (PeakioPeak] = 5.00; SNR (5.64min) = 23.9

DIDP: S/N=23.9 é

x|‘ﬂ§ + MRM (447.0 -> 149.0) std1.0.d
i

1 ' :
0
05
0
02
0
V|2 \ .

X102+ MRM (419.0 > 71.0) std1.0.d
.
LMRA190.> 1490) 54100
X102 Noise (PeakioPeak) = 7.00; SNR (5.34min) = 67.7
1

: DINP: S/N=67.7

3 32 34 35 38 4 42 44 45 43 5 52 54 55 58 b 62 64 65 68
Countsvs. Acquisiion Time (rin)

1. DIDP 1 DINP #54& 1.0 ng/mL 2 EFFE S5 MRM T EE Fi%E

02 04 0§ 08 1 12 14 16 18 2 22 24 25 28



I 1200 R &L / 6410 = E R EXIURAT RIS UNE
Sk hE R EER (Microcystein, RR. YRFILR)

13EE

ATFIES A T Wk b o EE (RRUYR R LR)
(O €l - — T R IDCPY BT B R

2

21 FARMSHEEE.
22 FrkEiER
221 tREMEEER

Sy WIBREGE (5% 0.1 mg) DIDP i1 DINP
Frffiin 5 10 mL R, HRAEARAE A IO R L %
HARETR R T A

3 gk
Agilent 1200 RRLC (Rapid resolution liquid

chromatography, M 2 & A (1 );
Agilent 6410 QQQ ( = HRERPUMAT i ) o

4 WELR

4.1 WE
410 Bl s

a) (i Agilent SB -C18, 2.1 mm x 100 mm,
1.8 pm;

F. RPHERREEE

b) FEif: 80C;

c) Pk 100 pL;

d) {7 Bl AH Btk WL 1

e) Jiizfrikin: 3.0 min;
422 Rik&H

a) LB it 5s B 1-fL(BST)

b) HL B AR

o) FiL < &G

d) ZfL UK 45 psi;

e) &-fMis i 4000 V;

) TR 350C;

g) T aie: 10L/min;

h) 4r#%25: Q1 (unit) Q3 (unit)
4.2.3 EHNE

FEARTR] UG A5 0 FREATAE I, AR A v
A4 HH 0 e 11 O B I TR] 55 8 JEUb o v S 24 5 S AH
Jefb i e i OR R IR A3, I AR BT 5t
JE Pk BRI WA B8 B BELb L — S, W e e A
wn P AE(E RR. YR FiI LR 5% .
424 EENE

A J5 {2 LC/MS/MS R A M i th £&92:004 7
SR, TE EITIRE G b S e 25k B A
PIAE MRS N -

$R  BHE/min

A: K (05%EE +10mM ZE) /(%)

B: ZKE (0.5% FE) /(%) R / (mL/min)

1 0 70 30 0.5
2 5.0 50 50 0.5
3 5.1 15 85 0.5
4 7.0 15 85 0.5
5 11 70 30 0.5
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5 ZRITR

LC-QQQ M7 >R F A h 28672 1 1, Al i e
Ea iR Mass Hunter 5 83 Quantitative
Analysis {154 K. RR. YR FI LR ek B 7GR 4

1% RR: 0.1-10 ng/mL, R?=0.99. YR: 0.06-30 ng/mL,
R2=0.99 I LR: 0.1-50 ng/mL, R?=0.99,

RR. YR I LR {R 8RR SIS -xF o IR

v 228 v e DA B i A e WL 2.

#2 RR, YRFOLR (REEE. BT . FARKREEURMESHER

FS &X&HR  RENE/mn ZEET

ENEF

BRBREE/V WESEE/V  GHER (Ho/kg)

1 RR 1.54 520/135

520/135; 520/103 80

35,55 0.033

2 YR 277 523.5/135

523.5/135;523.5/507

220 15:10 0.033

3 LR 3.62 498/135

498/135 498/861

100 1515 0.033

licrocystin_RR - 5 Levels, 5 Levels Used, 5 Points, 5 Points Used, 0 QCs

RR. YRl LR frif it rhihi 2, WIE 1

=2525.3318 " x +16.5798
R"2=0.99687034

RR:
R*=0.996

5 5 6 65 7 75 8 85 9 95 10 105
Concentration (ng/mi)

B0 o1 11 2% 3 % 4 &

Microcystin_LR - 6 Levels, 5 Levels Used, 6 Points, 5 Points Used, 0 QCs

8 x10 5
g 16
= 18
18
13
12
1
1
09
08
07
05
05
0
03
02
3]

01

66

y=3138.0745 " x - 196.6248
R"2 = 0.99833632

LR:
R?*=0.998

LRI A B B O N R N N A R R T T S S A R R
Concentration (ng/ml)

Microcystin_YR - 6 Levels, 5 Levels Used, 6 Points, 5 Points Used, 0 QCs

gt
§
= 15
7
65
§
55
5
15
[
3
3
2
1
15
1
05
0
05

y =2665.7824 * x - 69.4191
R"2 =10.99850436

YR:
R*=0.999

200 123 45 6 7 8 9 0N 23 W 5607 890N BUBBABBNNR
Concentration (ng/mi)

E 1. RR. YR LRIZEREILERS



RR. YR #i1 LR #rifiidh 1.0 ng/mL {4608 1% Kl .

+ TICMRM(** ->**) Std0.1.d
N RR
2 x102]
<
< 09 m LR
0.8
0.7
0.6
05
0.4
03 -
0.2
0.1
0 A w n L A AI] y\nnl\h
0.1 T T T T T T T T T T T T T T
05 1 15 2 25 3 35 4 45 5 55 6 65 7
Acquisition Time (min)
= st O ¢
RR. YR#ILRFERKEETRE
RR. YR 1 LR #xdEShAY Qualifier Ion ratio, RLIE 2
5200->1350 ,520->103 5235->1350 5235 ->507 498.3->1350 ,498.3 > 861
& x10 27 Ratio=281 x10 2 | Ratio=237 = x10 2f Ratio=11.7
o 134 ° 13 ©
S S S
S 125 < -— S 15
T 124 T 12 =
2 115 2 2 147
< < i <
o 114 o M ° 134
2 105 2 2
° 1 ° 19 © 12+
= 095+ = “
094 09 1.1
0.85
| 1
0.8 08 -4
075 09
074 071 0
065 064 -
061 0.7
055 05
051 06 -
0.45 04
04 03
0.35 03 044
031
0.25 0.2 0.3
0.2
015 - 014 021
0.1 nd 01
0.05 ﬂ 01
0 \u_dmndﬂ_a_. Wi | Jhomo ol
-0.05 0.1
214 0.1
06 08 1 12 14 16 18 2 22 24 18 2 22 24 26 28 3 32 34 36 3 32 34 36 38 4 42 44
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)

RR: 0.Ing/mL

YR: 0.Ing/mL LR: 0.1ng/mL

2. RR. YR #1 LR #5454 Qualifier lon ratio
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AL BT 3 R R B 8 i el 5 MRM i ik 26 it 1], LIA] 3

X104 +TICMAM (* > ) Sanple_2d

102 [+MAM (8235 > 136.0) Sanple_2d

«102 [+ NRM (5235 > 507.0) Sanple_2d

<104 [+ NRM (8200 > 1030) Sanple_2d

<104 [+ NRM (8200 > 135.0) Sanple_2d

+MRM (4983 > 135.0) Sample_2.0

<103 [+ VRM (4983 > 861.0) Sanple_2d
W

02 o4 o6 0B 12 13 16 18 2 22 22 26 28 3 32 34 36 38 4 42 44 45 48 5 52 53 56 58
Counts vs. Acquisiton Time (min)

6 62 64 65 68 7

3. MKERT I HRRFRNSETRES MRM EEEFRE

WL i RR. YR F1 LR [y Qualifier Ion ratio, I.[& 4

520.0->135.0 ,520->103 5235->1360 5235 ->507 498.3->1350 4983 ->861
£ x10 2 | Ratio=323 £ x10 2 | Ratio=29.4 & x10 2 Ratio=11.6
o 144 2 134 e
E - RR H L e T O O S
T 134 T 124 LIy e
5 5 S 144
2 2 2
< 124 < 144 <
2 2 2 13
ERRRE s s
14 4
2 2 2 12 LR
1 094 114
094 4
08 !
08+ I 4
074 0.9
07 08
—-— 0.6
0.6+ 0.74
0.5
05+ 0.6
04 041 [ i | T T
034 4
03 04
0.2 q
024 03
4 02
o K u
0 J od 0.1
N 0
014 0.1
014
—T — T T T B e S | N — — T T
06 08 1 12 14 16 18 2 22 24 18 2 22 24 26 28 3 32 34 36 3 32 34 36 38 4 42 44
Acquisition Time (min) Acquisition Time (min) Acquisition Time (min)

4. RR, YR 70 LR ZE#i7k E <Y Qualifier lon ratio




ZHES 1200 FHEEIE / 6410 = ERBRARTRIESGIE
ZREME (Melamine) F0FKER (Cyanuric Acid) &€

13EE

ATFES AT = RE R EUR R IR A ¢ 1 - =
T I DY AT B M -

2

2.1 FAEKSAEEL,
2.2 RERR
2.2.1 {REREERR

Sy IRRIBUE e ORI 22 0.1 mg) —BREEAIE
IRERERAE AL 2 10 LAY, ARGE bR T i
JE e R A MR T T 2

3 gk
Agilent 1200 RRLC (Rapid resolution liquid

chromatography, M 2 & A (1 );
Agilent 6410 QQQ ( = HRERPUMAT i ) o

4 WELR

41 JE
410 Bl s

a) ikt Agilent ZX -NH2, 4.6 mm x 150 mm,
5.0 pm;

b) H:ilk: 257C;

1. RHHERRRLERE

c) FFEE: 50 pL;

d) {a A AH B WL 1
422 FiksH

a) HLSIRECA: Mg Bt (ESD

b) HLE PR IERCAG

o) it A

d) b5 50 psi;

e) B W% i 3500 V;

0 THAIE: 350C;

8) THid: 10L/min;

h) Segament: Segament 1/ 0-7min positive for
Melamine

Segament 2/ 7-10min negative for Cyanuric
acid

i) 4% Q1 (unit) Q3 (unit)
423 EMHENZE

FERAIRITRYE A5 0 FUEA TR I . A RA it
A5 H € TR 1 O B I ] 15 5 IO o v B 24 5t K AH
AL b T R OR RN R) — 3%, JE HAEAERTT 5%
Ja B PRI P 35 R R bE S, el b
AR = IR FNEURBRIR Y
424 EENE

AT5 ik LC/MS/MS R IS s h th £ k4 7
ENE , TEH PR SS ih =JR U UR IR i
IR T P AE SRS L AN

SR BHE/min

A: K (10mM ZER) /(%)

B: ZF (10mM ZE&4k) /(%) & / (mL/min)

1 0 40

60 0.4

2 10.0 40

60 0.4
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5 ZRITR

FE TR 4> % 4 MA: 1.0-100 ng/mL, R?=0.99 i CA:
0.5-100 ng/mL, R?=0.99, £V TE K 1/y.

LO/MS/MS MR NpREMEREAE L, el SRR I Wy FXF . i

R

S AR Mass Hunter 5 RERIE Quantitar  eeom iy pe) 10 i b 26 2.
SRR R R P

tive Analysis 1% )%

F2 CRABNSRREREHE. SUEFX . RABREEURSESER

FS  RZXER  REME/min - ZEBET EUET BABRERE /V WESEE/NV  RHER (Ho/ke)
1 ZRER 5.90 127/85 127/85;127/68 100 2035 05
2 fRE 7.96 128/42 128/42;128/85 80 305 013

= REUANEUR BRI LRSS, WL 1

g x0 4
2 194
& 184
174
16
15
144
134
124
11
14
094
084
07
064
054
04+
03+
02
014

014

M-6 Levels,

5 Levels Used, 6 Points, 5 Points Used, 0 OCs
y=1906702 " x +35.8018

“| R"2=099961304

C- 6 Levels, 6 Levels Used, 6 Points, 6 Points Used, 0 QCs

S x10 47 y=4224337 " x +793194
S 425 1 R"2=099880174

H 49
= 375 4

y T T v T T T T T T v
0 10 2 30 40 50 60 70 80 90 100
(ng/mi)

T T T T
0 80 90 100

Concentration (ng/m)
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1. EREBENSRRRERZ

SR EUEAEURBRARMES 1.0 ng/mL (1R85 F-if 81 &5 MRM &1k, WK 2

EER V(o]

Cyanuric Acid

Melamine

Abundance vs. Acquisition Time (min)

B2 RARAAREFERNSETRES VRV ERETRE



RHEEE / BEEREE (LC/MS/MS) SHEMRGEP=REUE

—“REME (Melamine) (i otadlih,
W T YORHRL A SRR A =, i R
Zk TRES R R ENHERR RIS . RIS
HNEE (Cyromazine) {EARkunfty pH 550 N eliH
JCREMRI Z i T HuRe R =R R

ULk, AR R EE R N e
s DR IESET T, SR IZSeTE. ik, anfafth
HAERRA B i T ) R E O Rk, &)
s WA LA RN R AR VS Y )7

AR SO T AT B PR R (LC/MS/MS)
Ty it R EUAS I i, IS 6
Fr 25 S s ) (US FDA) A A 190k €13 I
i (GC/MS) Fi AR (i (LC) Jiikilbfr 1AL, 25
REBL LC/MS/MS (19751, nidbeiit fefajem, & —
ol REBOE . ik BRI oM 51

1 BB

1.1 3

A IR A ilbali. — R EARME I E A
¥ [H Sigma-Aldrich 2w (4liE > 99%), TDFHA
(tridecafluoroheptanoic acid, & & Sigma-Aldrich
o), —RREUAL A BRAE A YIRS A SRS S
o9 S At o
1.2 B SR ERNH

Sy Hr RS Agilent 23w 1200 SL %k
o 4y B R (R 6410 — 7 DU AT R I T ikl
B ZefE{S MassHunter T £ B.01.00,

121 @it &4

WLEE R 514 2.2 FI12.3,
1.2.2 Bk &4

SRt i (ESI) 8, RIES 145
M, TR 350°C, TR Iiek ) 10 Ly
min, {6 T J) 45 psi, BANFE L 4000 V,
TN E 120 V, R 2 RO 8- ik
(MRM) , & & 1-%F A 127/85, fififiith Hi 14 20 V,
SEPE B XA 127/68, fiff#Eith LA 35 V.,
12 BEEHE

FREX 1g Mgl , HZ 8 ke 7% 100 mL, #
FEHEHL 30 mins, J1]0.20 um JENE L E, RHIERR ]
FeE TR R A R

2 ZREWR

2.1 RibRemiiit

IO BRAT R IDC O REAS LB T 22 B -1
BB IE B9/ NI IR T, 4 H B &5 bt
Tt i e PR o AR A

FEATIH Y, FATE VI T =R —%
JRik, R IM+H+ 8 127 hREE -, (Ui
IRNZYEL A 120V, SR)5 ARSI IEDN 20 V iy
WU, AT 4 814 el I P L B 1
2 EPERY MRM & 14 127/85 il 127/68, /£
5y SR ERER L A T, Jerh %) 127/85 1y
PEAETL AL 20 V, B3] 127/68 (i i
A 36V,

n
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22

+ Product lon (0.140 min) (127.0 > **) Melamine_STD_2ppm_PI20_008.d

26 - 85.0

2.4 -
2.2 4
2
1.8
1.6
14+
124

0.8 1
0.6 1
0.4 4
0.2 4

50,0 1100
A
T

127.0
>

T T T T T T
50 60 70 80 90 100 110

T
120

T T T T T T T T
130 140 150 160 170 180 190 200

Abundance vs. Mass-to-Charge (m/z)

B 2lRGHReE 1 M/2 127 BEFHEYEFRRREE ([EEE: 20V)

RGNV AR A, {EAH C18 (&
PRAE FAEABAT IR R, AL T SR (TSR S I
SR N SRS R Tkt o b, JRATTRIH
S PURRAT O R L, ELREA T IR U bR
FNBRARA AT . (FRIRAFIEE AL . QA
Agilent Zorbax Eclipse Plus C18 RRHT 4§ 2.1 mm
x 50 mm, 1.8 pm, #3:{f 40C, R4 10% H
BEFN 90 %7k (547 20 mM Ll , pH {4 5.1),
A 0.2 mL/min. 43kt ) 3 min. ZEFEGRR
5 uL. & 224 50 pg/mL = IRENMARMERE
MRM []. 3 Jh R EUkeat A bR A AL ) MRM
.

23 REB¥HeEl

ASYRREIE T A B Fhf (% — IAH (1 R
e BORG 0 5 s el 3 4 s {2 TDFHA, fifi
P =R EMAE AH C18 it EAF SR AR,
AR AR 9.0 min, HAEELPEA: Agilent
Zorbax Eclipse XDB C18 RRHT#}:2.1mm x 50mm,
1.8 um, H:fit 40C, {mahAH Ak (A) FIHEE (B),
¥)&-470.56 mM fy TDFHA, BEREAES 4 0 min, 5%B;
3 min, 5%B; 6 min, 50%B; 7 min, 50%B; 8 min, 95%B;
12 min, 5%B, %344 0.3 mL/min. 4»Hrif ] 12
min. PEFEABUY 5 UL,

127 -> 85.0000
£ x10 2
£ i

,68.0000
Ratio=56.5

o
(]
4 -

35 4
3 -
25 A

2 -

0.6

0.8 1
Acquisition Time (min)

2. 50 pg/mL ZRE BT EHRE MRM



127 ->85.0000 ,68.0000 127 ->85.0000 ,68.0000
£x10 37 Ratio=572 8 x10 3] Ratio=58.8
S 14 3
o 13 S 2.2 A
124 2
1.1 A 18
14 1.6
09 4 14
08 1
07 - 121
0.6 - 14
051 038
04 4 06 4
03 4
02 - 04 4
0.1 1 02 4
0 0 v ok
-0.1 4 1 1 1 1 1 1 1 1 02 4 i i i : i i : :
0.2 04 06 08 1 12 14 1.6 0.2 04 0.6 08 1 1.2 14 1.6
Acquisition Time (min) Acquisition Time (min)

B3 =REAk4R (A) FXFHR (B) 8 MRME

Xt TR R S AT S R S P - 4T A R
XEFSEBRAE g, A TIRDRE IR T, fERRE S
[z PN T TDFHA, kb4 50 pL 250 mM
TDFHA %] 1 ml #£5 .

3 g

AR SCHEST T PR RIIBAR € 1% R DG T3 237 T £
an P =R U DTk, T = EPUARATARRE, fE
JEARBATRENGOLT A RO O T = S ke
T, R BLFNE 1 50 pg/mL. *4{Ji] TDFHA
V5 Ay BCAH B3R ANIN = B U £R B I ] 4

9.0 min,

(AT 1k, ANTFHEEATRT AL, FifE T AR AL
BRAPRR, 5 O G BOREIDC RN A (LA LL , A
Jiik BAT s A BOE RS PR L, A TR
= R ek 7 A R e AT

A0
Hnn

S -

[1] J.V. Sancho*, M. Ibanez, S. Grimalt, O’ .J. Pozo,
F. Herna’ndez. Analytica Chimica Acta 530
(2005) 237-243
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ERESTPRREI R LBRAR, R
(R bt

%
KRMBERP RS
RfaTHED
EMMAXRRTHHE
AR PR B

L)

HRSZE

B%E

REBEHE

AIGEL AR

%3855 1% (PAHs)

£ 5 (PFOA) F £ 3 [ B8R (PFOS)
ZABK(PCB)

HIFIFNFK K =4
8

&%

et ZRT YR

i
PR R R RS
RERR

HEMK

LM, RENSE
ERGEARMY
R MY
‘| aMiERoa/Qc

BEUUNTENRETEXENAERERS
MRAAEHES:

www.agilent.com/chem/FoodSafety



RRRSBXENTHR ML

Fr et HihES X Wi (http://www.food.gov.uk/)

2006 £9 A 14 B, RER@ivERRE, MBR N2 E i ESE (Aflatoxin) I35, #R 2006/504/Ec )10
B1HEWNT, EEXR, REXRT—RIFHKERRG#ORRTNERSSE, FTRHWREREMNKRENE
EREB &, BENFOR (pistachio) RE#I&, TEENTEAR. BRANAOREIESH S EANEAREAR

%%0

XEFTRBAESRRERLEN (http://www.epa.gov)

2006 £ 8 B 28 HEIRE (EPA) ERHIERRAE S ARERLEN. XXMM &R/ REZ X (Endothall)
R EFEE (monomethylester) #R &5 BHIE 7 0.1ppm BIRE., 177 W% K (Endothall) 195% 8B, MEZ R
(Endothall) R HEREREET, AEHMETF 2006 F£8 5 16 HE,

BAETEIREIE(SN http://www.cac.org.cn)

BABREEITEN (RMEEEY, 1HT 2006 5£5 B 29 HEEX BT (RMABR L LZREETIRE
BEY, WEHR. RERTMBRVAFSZEBDEET BHRAE. FEdFR fIEMENRLUERSREENA Y
AMEXBORE. REm, £799F, H, 512fK%. 182FE2, M MFMRATER, 16 FFMEAHN
TARLRIF, 1 FRER AFERIRIA. 64 FMERUAIMF, P15 MRz, ERXELFER: 797 MRA. EH
RIERRIFIRET 53862 MREFVE (B4 "WiTteA” M "EEik’ ) WRAREREREN, HT —#
g, BAEREEE0.01 ppm, HRARGREDEA 157, RF 68 MARMUZERDRITEREFHANMA
REVEARBE, N2006E5 5 298K, REFE SEIFRHE ERNRA. RERT#NBLTS,
HEEMNBEARR. KERE—MHNEL, WEENMTRIRALE— M HNER. ZEBRXEITT 137
TR AN AT TR ERERAE, 98 FhE75 668 TSR ETE, 1F 391 fkZy. 155 MELRFHRBRNITER
K, AKX "BEIIR NEERK.

ESEb
EREIBMHZEEaH http://www.fsi.gov.cn
EREEM http://www.foodsafe.net
TERSHSKEBEIER http://www.sfda.gov.cn
HERSREREMN hppt://www.fsr.org.cn/index.asp
FESRTUEERM http://www.sinofood.com.cn/
RERRIER http://www.food.gov.uk
(EBRE5HRLEEIER http://www.fda.gov
BAE4 5514 http://mhlw.go.jp
B RE4eF http://www.efsa.europa.eu
BB 7% http:euripa.eu
MeBE5% % http://eu-Ix.europa.eu/en/index.htm
M BB & S F1iaRl %4 http://ec.europa.eu/food/index_en.htm
RADHREHE http://ec.europa.eu/food/plant/protection/resources/qualcontrol_en.pdf
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PEAEXRRREMBSERGE

GBT 19649-2005
RAT A MR A ZHBANETT A THEEH - Rl REEH - SRAEE (2006-10-14 SLif)

GBT 19648-2005
KRB 446 HRAZHENETE THEE - FUEMREEE - BHRIEE (2006-10-14 5TE)

GBT 19650-2005
SHYBLAT AT FRAZHBNET % TR - FubTREERE - S5 (2006-10-14 5Tjk)

GB/T 18932.23-2003
BETTER OAR. 8% BHBRREENNEDE REEE - RHEERLE (2005-10-105T5)

GB/T 18932.17-2003
B2 16 MERABENNE AL RIEEIE - REREE (2005-10-10 L)

GB/T 19426-2003
g RITARES 04 MRA SHBNETE THEEH - FuEREER - REFLE (2005-10-7 )

GB/T 19427-2003
BRTAT. B0, BKR. RFER. FRXR LER. TR SREZFENNETTE RAEE - 8KR
BRI IRAREIE - RIMETE (2005-9-27 SLie)

GB/T 18932.24-2005

BERRIKE T, KBER, KEXENEEWECEHYZRESONETE REESE- REFLDE (2005-11-
305LTE)

GB/T 18932.25-2005
BETEER BRV. Z85FBR. FUFER. TAFER. NEATERREENNETE AHE
i - BEGURE | 2005-11-30 i) .
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