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2. 26TMEESRNE T IMRERETIR,

Compounds name

‘ RT(min) ‘ MRM (primary, quantifier) | MRM (secondary, qualifier)

AflatoxinB1(AFB1) 6.62 313.1>285.1 313.1>241.1
AflatoxinB2(AFB2) 6.43 315.1>287.1 315.1>259.1
AflatoxinG1(AFG1) 6.22 329.1>243.2 329.1>214.9
AflatoxinG2(AFG2) 6.05 331.1>245.1 331.1>189.1
AflatoxinM 1(AFM1) 6.07 329.0>273.1 329.0>268.9
AflatoxinM2(AFM2) 5.86 331.1>273.1 331.1>285.1
T-2 toxin(T-2) 832 484.2>305.3 484.2>185.1
Verruculogen(VER) 9.84 534.3>392.3 534.3>191.1
Neosolaniol(NEO) 5.41 400.2>185.1 400.2>305.2
Wortmannin(WOR) 7.59 447.2>345.2 447.2>285.2
Roquefortine C(RC) 7.13 390.3>193.1 390.3>322.2
Sterigmatocysin(STE) 9.19 325.1>310.1 325.1>281.0
Lysergol(LYS) 4.80 255.3>240.2 255.3>197.2
Diacetoxyscirpenol (DIA) 6.70 384.2>307.2 384.2>105.1
HT-2 Toxin(HT-2) 7.59 442.1>263.1 442.1>215.0
Deoxynivalenol(DON) 4.76 296.9>249.1 296.9>231.1
3-Acetyl Deoxynivalenol (3-AcDON) 5.80 339.0>231.0 339.0>203.0
15-Acetyl Deoxynivalenol (15-AcDON) 5.80 339.1>321.3 339.1>137.2
Zearalenone(ZEN) 8.90 317.1>175.1 317.1>131.1
o -Zearalenol(ar -ZEL) 8.70 319.2>160.1 319.2>130.0
B -Zearalenol(B -ZEL) 8.05 319.2>160.1 319.2>130.0
Zearalanone(ZAN) 8.73 319.2>275.2 319.2>205.1
o -zearalanol(ar -ZAL) 8.49 321.2>277.2 321.2>303.2
B -zearalanol(B -ZAL) 7.80 321.2>277.2 321.2>303.2
Nivalenol(NIV) 410 357.0>311.0 357.0>281.0
Deoxynivalenol-3-Glucoside (DON-3G) 4.83 503.1>427.1 503.1>457.1
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EFRERTRIETIZATENERME., ERSEN
EEBRTE 0.5 pg/kg El 20 pg/kg Z 8. FAEREY
M EEMRAHETUIRENER,

1. GB 2761-2017
2. EC 1881/2006
3. Amended regulation EC 1126/2007

4. Von Czapiewski, Kristin; Voller, Angela; Birgit
Schlutt, et al. Simultaneous Analysis of 14
Mycotoxins and 163 Pesticides in Crude Extracts
of Grain by LC-MS/MS, Tech note. Publication
number: 2110210-01

5. Jose Diana Di Mavungu, Sofie Monbaliu, Marie-
Louise Scippo: Food Additives and Contaminants
26(2009) 885-895.

For Research Use Only. Not for use in Diagnostics Procedures.
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SWATH®

GB 2763-2016

210

T RATBCEASANTE/11945/201 5K e Tt BhniE EK, EIFEH _RESE F—MHHT

BRTE
KITIE, BEK, $E
SCIEX, WAXNHZFFH0 (L7 ), FH

MER, RAZXBIIERNZERMESRett
SHEEXRT. 2017F6 B 18BEX LN (B &
ZEERIERRTRANKGKERE) (GB2763-
2016)F AT E T — LR ANEAKERE, 2B
AR ERAMEABERSHNRERE, TSR
BN EMEE0TR AR ERKDTTENE
#,

ENERREFEHITREBEN, BE MR
B EMN—RREREEAREHZERE, EXTE
HERFRTRSFHEENAE, R —ERR,

MEBEEHMAHN “KREANFREMMTNRE
R T A HIARSTE S SCHH(SANTE/11945/2015)”
WTFBEHREEREBESELDTHE.: IF
MRS, FTNERSREBEN—FK
TR ER (<5 ppm ), BEREFLEE (on
ratio ) IRZEASH81T + 30%.

SWATH® (Sequential Windowed Acquisition of
all Theoretical mass spectra) ¥R ASCIEXIHBE M S
DIFUEBIERER A

BEBEMUTHER:
1. —ftiER, ANBEREI YL BENS

FRE—RM—RRERER.

. REBERAMERGHAE, MAE—RRER

E. REEE. EVRMNEERE. —HIEET
B EX+f, Eo A ERERHMNon ratiohS5%
HER, RIIEREHTE,

. BAZREEEREBEERSE, A=K

RORNBTEEN, EFMER, BIFER
ERTIL, KU—stitsr, EMEERPEM,
BRAEETL A,
REN"REEESRETWEE, TREBR
FEEMNARAXEIN-RREES, THRESEH
¥, TEANY,.
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ARSI EGB2763-201672 10K 2555 BB & <7
SWATH R & 777%, — ¢k BsRE—LMN_
REEER, BURERE. BURFE. REN
8. “ZREMED. ion ratioZF AN T MR

mitsE, ERYE ZRFUEESNBRAEYHT
EE. —fHitty, BN#HTEMMEED T, BiE
AT :

[ SWATH¥m RS, [Hnf gk —mf—mise |

<L

( SCIEX OS#K {t: % 4 [% ffyiiF BH R 5 )
g

( 7R B PR AT S )

SCIEX ExionLC™&RAEZE Zi+ X500R Q-TOFFRIE

SCIEX OSEUE R S A 43124k 14

RS F A EREAMNQUEChERS (AOAC
2007.1) 7 AR, LR IAKFERE (viv=1:2),
B20 pL#t DT,

SRENFEA: K (B5 mM FER$R)
TENtER: FER(ES mM RERER)

&3+ Phenomenex Kinetex Biphenyl, 100 x

3.0mm, 2.6 pmo

SWATH*SUIBERE AR, ESHREE 7R,
RFEREE B SR ETOF-MSFIMS/MSEHE

1. —RHEHRERI210FRAHTHE, EMREY
HEEEHNREBEE, ERFEAZGTEFEEL
FRAERIER Tt o R IE R B AT [ H T IF 2

1. 210FR AR EEE (50 ppb ) -

2. RIFHIU=ETE M

X500R Q-TOFRZEEEZTOFEREE, A&RE
HREEHR M, EEHE, SUEYN—RRER
ZINF2 ppm (E3) , RIEEREHT £,

SCIEX

20




Found Mess Mass
Component Name Formula PrecursorMass | (UL | Error Confi| ¢ T
Aldicarb 1 CSH10NS 116.053 116.0529 v 0.1
Methamidophos 1 | CZHENOZ2PS 142,009 142.0086 v 02
Methomyl 1 CSH10N202S 163.054 163.0534 v -14
Nicotine C10H14N2 163.123 1631230 v -02
Cyromazine 1 CEH10NG 167.104 167.1039 v 06
Acephate 1 C4H10NO3PS 184,019 184.0195 v 18
Propamocarb 1 COH20N202 189.160 1891506 v 0.8
Tricyclazole 1 COHTN3S 190,043 190.0432 v -06
Carbendazim 1 CaHIN3O2 192077 1920767 v -02
Chlordimeform1 | C10HI3CINZ 107.084 107.0840 v -02
Cymoxanil 1 CTH10N403 199.083 199.0829 v 19
Cymoxanil NA CTH10N403 221065 2210645 v 02
Cymoxanil 128 C4HSN302 128,045 1280453 v -10
Pyrimethanil 1 C12H13N3 200.118 200.1181 v 08
Thisbendazole1 | CLUHTN3S 202043 2020431 v -10
Simazine CTHI2CINS 202,085 202.0856 v 10
Carbaryl 1 C12H1INO2 202086 202.0864 v 06

2. MR —RREBERR (10 ppb) -

3. —EFiEEE,

A ==
18 l:l/%\

S5DAf A RREFEHELHNLEYNZ
RIERMELL, SWATH*RAM UGB BEFHRE
SERHTEERONS, EIMEONNMEEF—
f@ﬁjﬁﬁq*&, MBI RETERMEEFHN—RMN=
BREER, #—PBIREEEEERATEE
FEILED, FE3FR, FIEFEERPRIN200LFR
FoR#tR (10 ppb) , FEEVABAY L IERE T BER
HRAHYIIT L, DARETERFESE RN R
B ER . MSWATH REREARNFKE T Biakk
THRREES, BNBEERER-AEELER
7, RPHEERERPMURESREN _HR

EER.

REEHAESREN

—R

4. FFERHRESANTE/11945/201 5 R B IFEFRAER
PN

MEBEBLEBHMRZEERES X H
(SANTE/11945/2015), BRTEEAS DL HITE
/EH"J' T'&g*'ﬁ%{ \mrg*ﬁfyﬁ’]
FE (<5ppm), MAMET B NBFHIERR
ion ratioTEAF SR A FR A S IR ZE RitBid30%.

b T T TR 66680

Mass | RT |Isotope | Library
Comy nt a - 0 Mass
Index | Sample Name | Sample Type sl Library Hit Error... cml...lcm..,. Confiod ¢ on op.]
» 36 |DAjiucai-l | Unknown Dicrotophos 1 | Mo Acquired MSMS v v v 0.6
a 2] view ] o8
DA jiucai-1 - Dicroto..), (sampleIndex: 21) = @ Spectrum from a..63 to 4.493 min 100%
Ares: 3.417ed, Height...395€3, RT:447 min @ [CBHIENOSPH]«
100% 80%
=000 . 238.0838
z 50% l 60%
£ 10000 447 ik iy R i 0%
=) -50%
20%
o -100% 4
45 240 -
Time, min Mass/Charge, Da - 05
¥ Peak Details —————————————— ¥ Formula Finder Results — ¥ Library Search Results (G |
Precursor m/z Retention Time (min) lon Name Formula Score m/z(l Name CAS* Formula MW (I
236084 447 16

=] sieciee -] Aconnce -] %M AM M CH M CHE - EEEEI
Sample Mass | RT |Isotope| Library]
Index | Sample Name Type | ComPonentName | LibraryHit | Error.. | Confi...| Confi.. Confi. hm ‘W__ £
» 138 |SWATHjiucai-l | Unknown | Dicrotophos1 Dicrotophos |~ v | o v v |02 =
< n ’

]2 a

SWATH jiucai-1 - Dic..., (sample Index: 23)

[view | optiors ___~] 0]

= @ Spectrum from a..66 to 4.491 min

= @ Spectrum from a..from 4.469 min

Area: 2.607ed, Heigh..038¢3, RT:447 min @ [C8H16NOSP=H]+ subtracted by...82 to 4.419 min]
100% subtracted by..43 to 4.680 min]
20000 380838 @ Library Spectrums..-78-3), CE=3520
4 1120756
£ 10000 b 0% 5 l

| f
0 -100%

45 240 100 200
Mass/Charge, Da Mass/Charge. Ds
=22 ¥ Library Search Results
Score  m/z! |AS# MW (Da)|
35.76-3 CBHLENOSP 23719226

Time, min
¥ Peak Details

¥ Formula Finder Results —|
Precursor m/z Retention Time (min) loi
238.084 447 1

Name  Formula Formula

3. EXMIMERTERB _AEER
IDA; T: SWATH®) o

7~ (10 ppb; k:

Table 4. Identification requirements for different M$ techniques?

MS detector / isiion
‘minimum number
erfiine other
Unit mass quadrupole, -
hebuliond bsprainged full scan, limited m/z ronge. SIM | 3ions
selected or mulfiple reacion

riple quodrupole, | monitoring (SRM. MRM), mass

MS/MS fon frap. Q-rap, | resolufion for precursor-ion 2 product ions SINZ30

Q-TOF. Q-Orbitrap | isolation equal fo or better than

unif mass resolution Analyte peaks in the

extracted ion

full scan, limited m/z range. SIM,

o e | alongrwam chromatograms must
e . mass accuracy fully overlap.
precursor-ion selecfion. or smbcas
combinations thereof P ik
H\g\ m— - lon rafio within
2Zions: £30% (relative)
Accurate ‘ QJ' - (}dr:]olec’\ﬁm = of average
mass profonates of calibration
Q-|Orbiliap combined single stage MS$ and
measurement ‘;HJCR MS MS/MS with mass resolufion for | Malecule of ShEclole ok NG
adduct ion with sequence
seclor MS precursoron isolafion equal fo | S9CUCLION
or betfer than unit mass iz

resolufion

olus
1 MS/MS product
ione

2 preferably including the molecular ion, (dejprotonated molecule or odduct ion
® including at least one fragment ion

& <1 mDa for m/z < 200

“ no specific requirement for mass accuracy

*lin case noise is absent, a signal should be presentin ot least 5 subsequent scans

4. RXER SCHF(SANTE/11945/2015) F &4 E
EKES

T I 25 BE )

SCIEX




im FISWATH R AR SREAE R ELHR, 78R IE
TR RERE Y EEIEFon ratiofRESEE . L
RMERLEIN “ZBAT” AR RS RETH
E, HERBAREBEEMREK,

/| Ion Ratios

@ Constant Tolerance

© Variable Tolerance

Acceptable
% Difference

Marginal
% Difference

Unacceptable

Qualitative Rule % Difference

Constant Tolerance < 30 < 40 >= 40

5. SCIEX OS B4 A A 4R IB R ER Eion ratioSEEl,

B .
Ton Rt |t C.f Evor Conta| Confice| o M | Lawaryie

v
v
v
v
v
v

Standard
=

Sample

6. SCIEX OS #4458 % F Fion ratioE R R

5. BEFEMMN_RFUEES

SWATH*H A ZLBIEERE_RES, 1
TNAREINEEE_SBEETEENT, 5
—FEERLEREHEY, BRERERTI. @
E7F7~, FEIESFMIRAESR (1 ppb ) F, IERBK—
BIRREERERESRe, BEHENEGREE—
EERTH; M_RREREEEETSESMHE, £l
R BT, RIERRESEENER,

MUSE — R R EE ML, ERER
7£0.02-200ng/mL SEEIA, &MREF (' >099)
Bipfs F & RESIBRRESLRITERERN

MS

JIUCAL - Acetamiprid 1 (Unknown...ath wiff2), (sample Index: 21)
Area: 5.092e4, Height: 9.209e3, RT: 5.33 min

JIUCAI - Acetamiprid 2 (Unknown...ath wiff2), (sample Index: 21)
Area: 9.006€3, Height: 2401¢3, RT: 5.34 min

2000

1500

Intensity
Intensity

1000

500

5.2 5.3 54 S5 56
Time, min

7. SWATH®TT & REAEFAARIE R (1 ppblE REK—RF
“RIRMEER) .

RZEETESS%-115% 28, RIEAEIREKEH R
HEREE,

Index | Swmpleame | SumplTy

y=4699.02237x + 3707200 1= 009703 - 09568) (wighting: 17572

0.02-200 ng/mL r2> 0.995

Concentasen

8. HILM_RF L E S E B ML

6. WIRNEIENT, THEFARELE

SWATH*H R REH BT, FELEDNE
B _RHHREAEREFICR, REUTWEE. £F
EEHM, URBTRKBEHARSEIER, TET
WRSEIFI A A, GNEI9Pf7R, SWATHORE&EHIE, #
BEMMFHESR (1 ppb) F, 3-RETEEFERBE
(m/z 181.0863 ) HIERY, Mz BEAERKE
EFMARER T, BERINTHMERAE, KNAEEE
i, THREEWHMN, AHELES@ARS—HRB
& (m/z 163.0752 ) , 1ZBEZEXERZWR/N,
TEEAT-RETEETEERERFHEERion
ratio¥lE, MEAEEEMRE, TEANID.

SCIEX 22




1000

Intensity

500

o

[focai - 2 (owathwit2), i -
[Area: N/A, Height: N/A, RT: N/A min res: 156583,

600
A 200
| £ g 400
¥ I 100 c
" 200

e Index: 21)

EE

Intensity

ratioZE BB HIE30%SEE A, RIEERNTTFE, B
B, SCIEX OSERMFT] I B TE B 7oA A SRR E 1
MEENMEL, BIEERFTRRFET, BUE
AR EEER, SHAPRAKBENR .

1. EHRTRAKHER

HHIR

; y ZER 11.0 33
450 7,,,,:5:,,\ 470 45 TW.‘:W” 47 %%M 38 ,I 7
. - _ TTEE 8.2 3.2
9. SWATH®REHIE T R M B 7= -
- ” ECEC 21
N b R 373
O R ZESC R TEES IR
7. SWATHOH AR ZE LR R P R BRI E B R IN 18.0
%1 3%, 255, 388, 450, 5 Z G 823.2
H £ RS MSWATHO SR, — RIS AFTHHIE, Eﬁ;ﬁﬂ 53
f# FSCIEX OSIRHFHHTEIRLIE, ARIB “SBAT *—HW% =157
Az . .
(55, WHRARER; FNLHEIE_RTRA, R -
EEMFENRNET _REE, RRE s
. SoIS
EEXHSTRETSERESE (E10), H e

—RRERE, RURFE, RENEM_-HE
REESITETHAIZRE, BSRERXLL, ion

10. ERFPEZERERFBEREEER,

For Research Use Only. Not for use in Diagnostics Procedures.

AB Sciex is operating as SCIEX.

ARFTRAXS00R Q-TOFES, [MGB2763-20167
210F R A6, EBIZISWATHO IR R E MR IE
Ak, HEATABEKR. BENRERLNS, 1%
J3E O] i B R B SANTE/11945/20 1 SRR TF EFRAE %
Fion ratio WHIEfRE, BU—RRERE, &
B, RNEEE, —RESHEELRZEX
SHERMER. —SHHEHE, XEMALEYN—
B _RRIBEL, HE_REERATEENT,
EEFSHEN, TU—HANEHNEEEED
#o BRAEERNER, HELBWMA,
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SWATH®

SCIEX X500R ZE4¢ kv FH

s, BiEE, =UE, iXE
SCIEX, XN HZFFH0 (L&), 5

RFTEF, FEILARWACH K SRR K
B L. R, BRER, mibMETTERE
BR—TERE KT RYPEFVENEE, 5—7
EEMLEHYNG BhEAXNBRHRRE,
ZIUILRAKBSTIREE RN DEMRRER S
mEmERg:, EESHZEERN BILARELER
EHY. tLRSIZHEXMAKRGAGKE ka9
&, REFILEAMPBOHNREBFAENRAKER
PRl NEH R E

&R RBKARARNIHMEARAMLE R, #MK
BEHAR FARNFEARETF LC-MS/MS RE#FTH
%o NATRER ERENMMET QTRAPR
Lty MRM-IDA-EPI F1ET 5 0¥ RSKEY TOF-IDA-
MSMS #iAR. M SWATH ( Sequential Windowed
Acquisition of all Theoretical mass spectra ) A &
FTEMHRSE, XE5E7 IDA 1 MRM BEH, &
8HE FRRECETREZINREFN, 81MEA
ANFFEBT —REERE, NSHEIMRE
SEENMFIBE B FHE F{ER. SWATHO R AR
BEWZEHERAET IDA R WL Tk =
F, MARIET A B 7R AESM, TR
MRMP AR EE, BEMANTEHFOEE, %
RIBBFENZVDERIERET DX, RIE
X KE s RENEIE.

—
=

SCIEX &/ FHEIE X500R QTOF RAEREBES
HIEEE TRNRAES /IR, SEHE. SR

mﬁzi
L

EMS%MIEE, FILSCIEX SWATH AR EE
BASFREH ZNA, FEERBERBES NS
FIEth LA EESEZEEA. X500R QTOF REFERT
EIRITHY OS B, KM TUEEH . FURRE.
BELEET—FNERBEM . BEFRE 7
SWATH® /3R BFR KRI BRI EETRE S, F&E
R BENEITHE T RRTETENAFE R,

1. WEAIEFEIKRMES, NSRS SWATH®
iR

2. EoHIERAERRZL, R 190 REARAER SWATHE AR
3. BEKEHRPHRERFE

4, MRMP W TRESEREE

o FRER10 g THFRIAF AT 50 mLE/OVE

SCIEX




o JIANIOMLE1%ZBRIIZIE, E%1 min

e MNA1.5gNaAC, 6gMgSO,, E%, Bl
o HF EERS mL, MAAgelaid kB
o Bil5 min, BUEER EVIAH
ATALIER A QUECHERS 735k , D RIBEIFEMR 1

EFE. 2 FHEH. 3EE., 4 FEIHEZER. 5 KFE
LR, 6 B3,

BiL4E: Phenomenex Kinetex C18,
100 x 3.0 mm, 2.6 ym;

REIE: A: & 5mM ZEREEK
B: & 5mM ZER$&FER
TR

SREE: 0.4 mUmin;

*E;ﬂ?l 4OOC;

HHEE. 100l

Time min B%
0 3

1 3

2 45

19 95

22 95

22.1 5

25 5

HiEFR SWATH*REAR
BFR: ESIHE
CDS BaiIE

= 1. BTESH

IS B %: 5500V

FE1L= GS1: 55 psi

JERE TEM: 5500C
REFEREE CE + CES: 35 + 15V

V=ny—

== CUR: 35psi
B GS2: 55 psi
RiFES CAD: 7

SWATH®

IDA ( Information Dependent Acquisition ) =&
® 1F TOFMS Survy Scan ZEfiRiafH, LM H i
Bk I, ABARTI®A Q1 BEFEF,
XEZEGETH SREEMN MS/MS = & R &
o SWATH® ( Sequential Windowed Acquisition of
all Theoretical mass spectra ) M2 HEFrBE B FHEE
EENEORN, SMEO0NNAEBEF —e%ms
WEEFTREAL MS/MS R, BIEHMAR KIE
HRMEEERF AR EE T, BIIZEAS
FFMAFEEEFN_RER, RIETREEMNER
W RIEEFERR, EBEMTENERNL
WREZHEM HETIE,

TMBENERETEZEOD ( Variable Windows )
RIBH RFBFHNIH, EOHEENXBEEE
MEQ, #8 FROMXBIEERMNED, RIEF
EEFREISRE W _RRIEE,

[
[

=
1]
i

i

TI[
=

1. 7= IDA "EREl; A SWATH® ~EE,

SCIEX




SR 72 B SWATH 3£ 15

Q1 Window

2. SWATH TR &

#, Mass Tableh Q1 B,

AL h.mu ul;m.}'_{x = I Ll

El3. TOFMS M—R BB ¥

SWATH Variable Window Assay Controls
Target number of windows:

Lower mzlimit:

upper miz it

Round bin edges to x figures:

e

El4. Variable Window Calculator

Precursor fon start mase (Da)  Precursor fon stop mass (Da) | Dechustering potentel (V)  DP spread (V) Coffion energy (V)

SCIEX OS 2 Experiment % SWATH®%
7R, KEEAHIE SWATH A RBERENS

#@id Variable Window Calculator B/ & #& At
B2, o BARIE TOFMS M—R BB T EITES
SWATHRYZS 8BS ZEH MO, EFIHEMEE] Mass Table
Bz sk, FkEEsr fERiE, 5TH%E

4

99.5 148.1 15
148.1 170 15
169 203 15
202 221.6 15
220.6 236.4 15
2354 252.2 15
251.2 273.8 15
2728 293.6 15
292.6 306.6 15
305.6 318.8 15
317.8 3313 15
330.3 345.6 15
3446 364.4 15
3634 413.8 15
4128 610.5 15
Q1 Window

SLFIBNEB] Mass Table

Methamidophos XIC from 20161106 190 pest SWATH 10uL wif2 (sample 1) 190 pest SWATH 10uL. Experiment 1. SWATH TOF MS(30-630) 12009 - 0010Ds

o T

2 B B

10uL itz (samote mast 1. <SWATH TOF MS00- 63012009 400100
Ferprsgimersh 109 %N

T % ® & @ & &

5. SWATH® R & 190Fh R Bk ir A b & i

NRMERESR 1 IEX. 2 FH. 3ES. 4 5%
TR L, SRBEXRLE. 6 FEH SWATHOEIER,
{3 X500R OS B AF#TERAIE, B RERE.
RERE. BNESHM_RELRENAEER
%, HE 6 MERFHRBGZE.

1. EEOEREBIER Y FE T E—SABESIR

SCIEX
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5. —RMSNFTARAE R RS SWATH SR 3

[ [T ] e [ | o | [ e [ TiEE

2. REEERDTH

6. I Mass error. RT. Isotope. Library IdE4ER

D YRS T [T]

it | poeny .
v

T . Co.

3. BEEEEEE 7. BRISMERNKHEER
e &R R AL R

4, BREBEBEEEMN MRM"™

rEZERFERTER TOMS —REBEES
‘ : ; B RES, AMEEREERS, X500R QTOF R
m = = ' (9 0S BT I B IR S E B 7T AN & Bk &
" YINE TS, B i3 MRM™ AR SWATH %R,

BRI —REELER.
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o SavpleName | Sampl Type | ComponartName | Ppeirier | fement | Al | Braeted |y, | R | g |
W Sondod Courohe Se2%00 1% SETes @ [oms (S
o0 |1 Sarans seasen 20 4550 s
[ 3040 | 190 24 sppb swaT: Standerd Coumaphos 2 362800 500 CREEYT 1029
o |imsi0ph AT Sando  Courpron2 3620 1050 v o 1058
[ 178 150 ok SWATH Sandard Coumaphes 2 362500 2000 ¥ 200 0016
150 | 15004 S0h AT Suandd | Couruphen? 36280 v s
2 | 1504 00p0e St Couraghed 363800 1000 @ £

o R

2005

: r=0.99937

Sample Tope

sancara
sancara

" Precurcor | Fragment
Componentame | Precue | Fragmer

Concentrat.

e Expected
ci

s

Cactstea
Concemrston | MUY

“ R

B ) N N
taex Sompe Name | Sample Type | Componentitame | oo | frment | Al

220

r=0.99919

9919, = 099838

S——1

At | Gpected Retention —
Comentrtio] BT | M| T | U Concentration
e o
sam
1w

Calraion o Prdaben Ly =

R R

fres

oos.

A 5 R

ECil 190 HR 53R Z 1ng/mL~100ng/mL,

B MRM™ EBTTE, BEMN-REELM, M

= F
K K

ESLEY
R Rk

P

=

[==]

HEREES
IANEE I

HH RFEHTT

b=

BT

%

(I

A=

EXHRFEHHREEZ (ng/mL)

FHHR MRM™ A, WHEE
B, RAEHNEE, 5
SEIEHRFEE

Sample Name | Sample Type | ComponentName | ExpectedRT | Area | "“jert Library Hit codleutates
Ljiuca SWATH _ Unknown _ Carbendazim B ERED Carbendazm 858
Ljiucai SWATH | Unknown | Cyromaine 24 1044 33 Cyromazine 45
Ljiucai SWATH | Unknown | Prometsyne 1268 125 ne Prometyn EE
Ljiucai SWATH | Unknown  Proposur 0 01led | 104 Propor 3309
Ljiucai SWATH | Unknown | Pyrimeshanil 102 Ledtes | 1038 Pyrimethani 238
Ljiucai SWATH | Unknown  Thiophanate-methyl | 753 Ll 153 Thiophanate-methyl | 27

KRBT EENREE ( )
THERPERENR ng/mL

SampleName | Sample Type | ComponentName | ExpectedRT | Area Library Hit codleuates
T-cahwa SWATH | Unknown | Imidacloprid 5] T Tridacloprd 1
Jecaihu SWATH  Unknown  Proposur Ta8 12105 100 Propour T
Jecahua SWATH  Unknown | Tebuconazole 145 Lased 13 Tebuconazole 105

KEHRFEENREE ( )
v 4 =
ERES L % ng/mL

Sample Name | Sample Type | ComponentName | Expected RT | Area K‘::::"" Library Hit Cniﬂ:‘:r‘:l?nn
Jecaidou SWATH | Unknown | Acetamiprid 531 S8t 53t acetomiprid 366
Jcaidou SWATH |Unknown | Azoxystrobin .08 [T e ——— 624
Scaidou SWATH |Unknown | Corbendazim 578 1025 535 Carbendazim 10
Secaidou SWATH |Unknown  Propoaur 708 6ttt 103 Propowr 67
S-caidou SWATH | Unknown | Pyraclostrobin for w35 B4 Pyraclostiobin e
Secaidou SWATH |Unknown  Pyrimethanil fEi 18355 103 Pyrimethanil 2601
S-caidou SWATH | Unknown | Tebuconazole o 4984 1040 Tebuconamole w

P TR EFNREE ( )
HLHLEERTEEHREE (ng/mL
Sample Type | G ExpectedRT | Area | "Cpnton Library Hit euiated
Twaih Gongmon | Unknown | Azoeysrobin T T8 10 Asoystrobin s
4wash dongzso.. |Unknown | Pyraclostrobin 47 10765 a1 Pyraclostrobin free
RENZEFGHEENREE ( )
HNZEERHEENR ng/mL
Retention N Calculated
SampleMame | Sample Type | ComponentName | Expected RT | Area et Ubrarg b | Clodated
S-dongzao SWATH |Unknown | Acetoriprid s [ Beetamiprd s11
S-dongzao SWATH |Unknown | Azoeystrobin 1208 1016 1B Aeowystiobin na1
S-dongzao SWATH  Unknown  Buprofezin 153 415565 | 1619 Buprofezin 15380
S-dengzao SWATH Unknown  Carbendazim Bl 13005 | 575 Catbendazim 14
S-dongzeo SWATH |Unknown | Fenpyroximate 193 26075 w2 Fempyrosimate .00
S-dongzao SWATH |Unknown | Imidacloprid a7 1025 | 454 Imidacioprid su0.29
S-dongzao SWATH | Unknown  Paclobutrozol 113 20386 1108 Paclobutrezol 102
S-dongzao SWATH |Unknown | Pyraclostrobin 1547 4075 B4l Pyrdostiobin 158
S-dongzao SWATH |Unknown | Trsdimefon 1208 61064 282 Trsdimefon B
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EHMKRZE (ng/mL)

nnnnnnnnnnnnn

Z
£
58
i
H
=z

SCIEX X500R 9 SWATH A,

R BTH—RMREEE, TEN_RIEERE

BxE—PE ?i&ﬁ%@if £, BIER T AHON
YEEMhRARERE B "HEE, BISOHE

FUERI R ERHE. HM% A, RENEFZH
FELECM R BEF M HTEMHIL.

SWATH #iE — ik E R E T — N FETFHE
SEE Eh T I ESEIESITHRIE, £—%R
BIEEA T ENERLT, MRM" TR ZRE
ERBHENNERE SRS, HKTIET, €2
BEREINERTE,

BEB— RS

SWATH 75 R B I B IEH &E, 7 SCIEX 0S
B RNE SWATHRIME BT /7%, FRB
T EEA ( Variable Windows ) REB T IS B F
HTEENNSED, RIS B FHEBEES
RENEIE, HERHEL ENEE.

AEBEEMRT SWATH AR ZE R F A8 N 4R
MY B, —XK SWATH SRR &R 52 7 IDAF
MRM™ B FRE A RS EI A58, LI T QTOFY
FLEMME EREXETRNES.
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Wim Broer', Ugo Chiuminato’, Jianru Stahl-Zeng?, Daniel McMillan® and Phil Taylor®
' Nofalab Laboratories, Schiedam, NL, °. SCIEX, Darmstadt, DE; °. SCIEX, Warrington, UK

ZEX, BTRBNARFRPRAGETEN FRBEDHTESE T REFNERE, B e
ZRBLC-MS/MSOMTTENERERF LT, U FEEUTRSENTINERAD. 2HZEN
ERINARXERHAZHIRETNRMERE IBHEURIEPEBNEE, HERBNEZTH
B, WAERKIURITRE BN EIRMAKFXLEE AN, KEKPIMFHRGESREFH—5, ¥
MAENHEY, BERABRIOOHERGIE, flm BEXFRMNRBKERT EMRIIN20 ng/L B x99
QUEChERS, ML =B IRFBIRITE L SR, AT RAFBERYHINofaLabTT A
BERESRTEZOMINMER. A, —ERMR  BTERHKENSHTTES, BREEEAKE
SBNUEYHABEXMRITTE. BIEEHEE K. AQTRAPHEHIEMS/MSEI X PR M 45 R it 17
MRRE, FEAREISBANKEBYIE, XL WL, RRNIERPESHRAEOZE B IMNIFE
EHRBNNHENNE, FABESRITEM BT
BER

@ ELK- Glyosast2 (Unknour) T64.. + @ S1d 15,GpotDay 1 Glylosast2.. +@ S1431.25pptDay 1-Glylossa .. /@ SI62.5pptDay - Glylosast2. ¥@ S1d 125ppt Day 1. Glyfosm 2...+ @ SId250ppt Day 1 Glylossat2 . @ SI500potDay 1 Glylossat2...+ @ 14 1000 ot Day 1 Glyfossst
rsa: NA, /A i

Height NA, AT N 280,084, Height 49.163.__ 2:420.857. Height 104005 Area: 1160.017, Height 27243. 2:2433.977. Height 63364, 23811108, Height 10130. 2:7439.013. Height 1869.4 7623.820. Height 4392.
130 1200 2000
= &0 1900 000
£ 120 - 1100 1200 €000
200 o
0 0 700 2500
» » . 500 1600 7000
50 %00 1500 000
% 180 1400 c000
0 0 1300
2 & 140 _ 1200 2500
2 = : z = m > T s > > 5 50
o [ 854 z z 834 4 z 835
H | H H E o L g 100 E 4 z
£ 15 i = 60 g . = = R = R
o 20 500 =00 .
& 0 3000
10 o 20 “o 500
2 & 150 300 500 1000 2000
40
5 2 “@ 100 0 00 .
1000
i 200
1 2 50 100
I LI o ) ! " 00
0 i o ke ® o el A o o
B 8 S0 60 85 90 60 85 90 60 85 90 60 85 90 80 g5 90 80 85 90 B0 &5 90
@ Sttt or Gt 1 2 6d5de .+ 00027 1~ 08885 (viging: 112
@ Calibraion for Ghyfosaet 2 y - 1.006086.4 x + 0.00130 (- 0.99844) (

B NEE BN AR BUERL M, FRAMBEAKERTGIES X, LMER: 15.6~1000 ng/le BFXFELLRIYEIEEN
£20%mRESEE R,
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it

¥ 10 15

E2. Hypercarb BB HER.: =%,
ERBHESTRIMERE, REEEBIELI,
SIS T B B H R

RILFEE AR RHEOTEHBNERE, XK
RIEIT WA SR, ERMTE P EER R EAEY
STEIRRR, FLLNE T EERMNERENEHBE
PTTRITR K. 1RBU &S 77 7A7EEURL-QUPPE TS
EHRBEFEMAEL, BRI BARE, HILEZ
BEREMF AL JLAARRAEFHPLCIHILIC
M ARGERAZUMMREEMNRIR, o
RIAIFMOCETAEL AT EH B, AMPATIE (25,
BRUMEINL, BXNMIERMRBRESE,
BAREATFHMRMEARE,

NofalabZ—Z IRz MEFEFMIXLE =, fiI
FrErZEEARE, TIIMNERR, ERFTRER
2ETHNTE, RERE. E20TAENE
DR A, FSNofalabiZ il T LC-MS/MSILEEF
B, FAEH—FFNFE, FEROMFHRTEE
S BRI MRZE, EWIERBRFREENHE
EEHN, BEFEMFF, XAFFMSHH, 7
BREXTEANORS, MTFFEFEARBLCHRIE

Er R /ER, ERHN, REBR.
ERE ARG LT, #30NERRRMIERENE, , TINEL095
ECETRREFNEEE, 100RHEFEEHBIEER — ENERENE (RT) 2.

15 20

EARTR 7 & EHypercarb &%

%, NESEBFITHIREHFER. Eit,
XENBNRETEZERICEERE, BETTEARL
I RIBRGIHEBTMS, FeEMpH 9L A,

ZIETREHTERBONT, NHMDT
PINERTIHEARTNREBMNO BN, AEBE
DG-SATETZERMEM M ( <20% ) FEYE ( 80-
110% ) , 737XAILODIET0.01 mg/kg. 1BITXFQUPPE
FFRERESEANST, Wik TiZAXNER
KHRRR E AN

LINEHSBENRAN, ERLNRER,
ERGRENEREANELT, BERTHEX, BE
TR —AEE, R, BTFEHBEX—H
TERBETRENRE, ZERESSCEXETE,
H—F AR T T EBTFERERERARE, BidN
THEZFENRAHENSE, ELFLEEHNTE
KEMEZFTE, REXGBRHERE (V) EEH
ZEpHEMAEm (B0, BFRENEL) ,
Eff A EWIFAREME RS, FEERNERNS
#r, HLOD<0.02 ng/lo

SCIEX




F A Anastassiades<s A FF & BIQUPPe 7T 5% M1E
VAP KIRRIFE R P IRBAR MR, Z5RE
CVUA Stuttgart’ B9 B RIGF AR, HEZT T IR
BR. BTHTHRKEEN, FLETFKEERR,
AR EEA R ER DR SR,

AR TR S HEETTEDAIRER AT
UHMEEXRER, FEMTRENERNN. XXt
TeEtgEE, MSELH, REXERGENS
VM TR LEER, FibAEfASPELIE=RM
AR IR S 57 B9 FE R 7T 0E 2 BT, =1 T QuPPe-AO373
R A EC185 L.

MRTEMEETER, RATENEED
—LEFRM. ER2ERT OB ZATHE LM
%, EENERD (BEA30-50) MFRHNEE, &
TRFEEMRENE, BTN EETHEKR

MLE, BRBASEREEERENTERTHER
BEEMIMGIF, XXFEFHAF . A, BIES

REAZHRAANBRZBEEEFABIIEEREMN
PARFF U (VAN Z BT B SRR, HkR
T HMHFHFR

F1.ATHERIENRRERES

KRB

T

1EYM. ARBGFBEELER
Fal

BAMER
MEFEEE R
M. ARBAABERLER
BEMIBE R
LR
RERSER

I|oMmm™moN|®| >

<|—

MEMERER (F1) #TTERIE, A
RmERYEIW EARLIE, 0 pL#EH,

MeEfRE. EIMY, EE200MRE, EER
RFFEEL, FEI3505ANELNPEEE, X2
M2 mm IDEREAR. RENBIETTEREH
150 x 4 mm&iEiE, FEBERMRARPAER
0.5umid iR, F250 M HFMEHR—K, MREFMEE
FRIFMSIREE o

REMRAKERFESNEND TR,
XEEHNLCIESEME, FEAFFEIRM, A,
FEBELREELT, BERVHMRTIE, SPE
AUALTE B 2 3G AR (B A U AN . 25 7 SR ARIX LE 3k
i, ZRHEREBBILCNRE, F817 mmiEshd
JEE&AChromacol 17-SF-02 ( RC ) #47RI B A9 IR
S, BREREANT ppbIRARYAINEH B FIAR
AEmF, FUEOTRBEBERKFHQCHSR. E
FFRAEZRINGE @708 M R B E A E R
o

{FH B ENexera UHPLCH B, ZRGEIELC-
30ADE. £H500 pLEEIFAISIL-30AC B Eh#t =S
MCTO-20AM R . KAXMUTREAERHNBEIET
&, K500 pLX@EREE, ERIEIZA AR, £
TE S LURENER RS 25T R B A
B RAXMUTREAHESNEETE, XA500 uL
KERHAM, ARIBZAZN, TEEIELNURE
EMERRFIAE TR B E. #FTAK
IN( AEEHABHGER ), WHREE, SEFRINE
MpHERBIFFEENTN, BEINIZHERLN
ik Fsk, FEEFEHMRENE,

FERALRRAKERBETIRIE, YAMPA
FEHBERNK T RUAZEI20 ng/LAILOQ,

SCIEX




Phosphonis acid

Neacotylgifosinate |

B3 WHERANEER RG], {FAhypercarbiFAIE g
BRER AN —E.

#<2. SCIEX QTRAP® 6500+ R LIRS HL,

Curtain Gas (CUR) 30 psi
Collison Gas (CAD 9 psi
lonSpray Voltage (IS) -3000v
Temperature (TEM) 500 C
lon Source Gas ( GS1) 55 psi
lon Source Gas (GS2) 65 psi

MS-MS

fFSCIEX QTRAP® 6500+/EIE{Y, BHREHR
B, ABEFEIHToN. $XR3IPMRNEH
PPRMAELHEAIMRMBFT, MUEEMFIEE
MNERBHRPORE, FHAnalyst® 1.6.35%&E4
¥, FEAMUtiQuant™ 3.0. 2% {5 B8 R &R AR A

TEENHEIL,

R3. DPITWAVMRME FXFIR. ARNETTAEXER, BAEM.

Q1 m/z Q3 m/z
Glyphosate 1 167.9 150.0
Glyphosate 2 167.9 78.8
Glyphosate 3 167.9 62.8
Ethephon 1 142.9 106.8
Ethephon 2 142.9 79.0
N-ac Glufosinate 1 222.0 136.0
N-ac Glufosinate 2 222.0 62.8
N-ac Glufosinate 3 222.0 59.1
AMPA 1 110.0 81.2
AMPA 2 110.0 79.1
AMPA 3 110.0 62.9
Glufosinate 1 180.0 136.0
Glufosinate 2 180.0 95.0
Glufosinate 3 180.0 85.0
Glufosinate 4 180.0 63.1
3-MPPA 1 151.0 132.9
3-MPPA 2 151.0 107.0
3-MPPA 3 151.0 63.1
Phosphonic Acid 1 81.0 62.9
Phosphonic Acid 2 81.0 79.0

SCIEX




FNofalab77 /AR BUE #E 5 FAIQuPPe b I
FIRBUFIBUH 9K, KT DM SERTR
ZEBNRIFNE, FEAERIRBNEAEER
TEHMEEM. XELEVERMHERTHRAE
BIRESEE 41022000 ugkg, EEBURTE &M

&Y, FRNERMNLEDIRERR—HEN,
REKEMMDETIEF, EBRIASENERARE
TREERE A9 MIFR 520 ng/lo B R —LEN %
IERRFIIS MR EE, BRAEHERWIEFT, MNAEH
MERASGREIXEBIRRE, EEBRGHIFN
ERT, FENofalabXkBEMEREI10005 M8
T T o, RIERBRE. ER. ER@
RAEREEFAENRENRT. AMERTET
EHBRR LA ER N ELER,

B4, EHBRAERE, NTER1 / I EE BN M
@3, BRrE40.9997, BEEMRIT,

mmmmm
sotrytie

Retention time Samples

J\PM“”L

: 7 Tailing factor Samples

A

Gt Tk ¢ e T S —

Pea‘;mampl es

Tk i T

Es. EHBRRNENHEE. ATRMFMAMINofalab
Jisk, KT Bid 1000 K R/EF, MF, Hid/mE
B5, &9, B/ER, A/G, Shm/EER, E/ERS,
S8/ S E AL AR R ER IR B

Area Samples

': WWJWWWW

#4. FNofalabTT Z A EMEMN S MR AERFHOCER, NEEUIRERERAHRAKBRE (MR

HEH

KR FFEH 16 | 30 | 11% | 25{2000| 13% | 5 | 100 | 15% | 8 | 10 | 15% | 18 | 50 | 11%
fhF 12| 30 | 12% | 90 {2000| 15% | 8 | 100 | 15% | 3 | 10 | 10% | 6 | 50 | 14%
8. FERRFIREALER | 15 | 30 | 19% | 40 [2000| 12% | 7 [ 100 | 22% | 2 | 10 | 6% | 3 | 50 | 7%
Ea| 18 | 30 | 12% | 71 {2000| 14% | 8 | 100| 7% | 7 | 10 | 14% | 9 | 50 | 6%
HEMER 25 |100| 8% |87 [2000| 13% |23 |100| 6% | 8 | 10 | 15% | 8 |100| 16%
RFE >~ 19130 | 15% | 23100 | 12% | 9 | 50 | 23% | 4 | 10 | 8% | 4 | 50 | 10%
Y. BERRAASAEER | 14 | 30 | 20% | 51100 | 11% | 9 | 50 [ 25% [10| 10 | 16% | 7 | 50 | 12%
BEFMIBE" & 18130 | 12% |33 (100 | 11% | 4 | 50 | 13% [ 12| 10 | 9% | 6 | 50 | 17%
S ANGH R 17130 | 9% [20]100| 6% | 8 | 50 | 22% | 5 | 10 [ 12% | 5 | 50 | 13%
BERAER 21 [100| 14% | 70 |1000| 14% | 3 | 100 | 18% | 4 | 10 | 9% | 3 |[100| 10%
SCIEX 34




ATRBR K ERORGE, BERIGMF
miVE, FIHTTRRHEFERTNERTENE
Bif. BEBRIEERM, HEPERRNEARK
M, MMSE DT RIRIAE F R D TR (R
BEEMER. AT M=, FEESURFNEHE
B, RETEREKRNSE, RAZTESATRS
F i fINofalab 71— R EMT Ao A 29
MIAREFNRE, AFERSHAEMTHNES
BB TN . DAY Z B D B e RUE
wNEE, HFEARBNEEENY. XKIWINRHE
KPR RN SIRETRAEM, FREMRESKAR
FAZKBEART] R FASEIN20 ng/LEY BARASMIBR . AT
BIEEER, B#{T T B amiRER N4,

&R AIREMNofalab 7T A F/K A B HEAE
B TR B A AERR T BRI N . A, fE—Lk
FEELNERT, MRMBFILEEZIBE IEE R
ZM+20%, FHAQTRAPPEFITF@ITHEFAFEMS /
MSEFIAFAMER, BR2BRNTIEEHRLARN
MR H A — LA BRI DERBRE = T,

soBx
Avea: NIA. Height: NIA RT: N min

:; ” 5 -
-‘HJ,W I""'w\llk"\k i

+ @ BLK- Glylosast 2(Unknown) 1630/ + @
Avea: WA, Height: N/A RT: Nk min

I

i
i

il

i I
‘.Vh‘w

Standard

Drinking Water spiked at 20 ppt
Drinking Water spiked at 100 ppt
Drinking Water spiked at 300 ppt

El6. i B RIKTT R MR K HE @ P T A & 3 0 4o

SCIEX




XM RMERBANBEFEE T ARBES
R#EFFEEEHoMYMEETLTEML, 5&%
LCEMBRAR, o LBIIMS/MSH#EFTHM, SCIEX
QTRAP® 6500+ RiZ (UM R BEFER LR EHIRE
RIBLCRGH B FIFIFIRI T T4, Eit, 8
BT HEABRANTZEAREAONEE, FoiE
EXRERBENHTERENRST, Fa/
WETTHA. REEPFEME, (REXN250K
MRS ET REERRIE,

KR R BUX LT A L & AR ) oh ik a9 HoAth
TTEENMREMRE, FEERIMEMREHNKR
KEMFTBEFARNR. EE2RADTETURK
FREMBDKZHEHERTHERTIL, BRH#—F
MITEEMRBEN TN, NMEAEZEEER
B RTPREHINGR.

. https://ec.europa.eu/food/plant/pesticides/

glyphosate_en

. http:/Aww.crl-pesticides.eu/library/docs/srm/

meth_QuPPe.pdf

. http:/Avww.eurl-pesticides.eu/docs/public/tmplt_

article.asp?CntlD=887&LablD=200&Lang=EN

. http://ec.europa.eu/environment/archives/ppps/

pdf/ma_reding_annex4.pdf

. Glyphosate and AMPA in Drinking-

water Background document for development of
WHO Guidelines for Drinking- water Quality

SCIEX
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222

LC-MS/MS

Triple Quad™ 3500;% 16 &2 1%- = EPIRIFIFig#E A

BEE, EE2K, #iE
SCIEX, AR AZfFH0 (L7 ), FE

HERHM/MANENR S, EHALERR
W, #IF. FEMRARNER. XHEMNHE
AR “UIEE” , RERAMRB—FIR, ERBRT —
3, BEFMBOEET, FHEYBEHE,
TEMETHEMHRERN “SK”, “RHAEFX WEB
ERE, EHRERTRNMETHREEZERE, TA
BiEF, mH—R%BE,

HRIERMTRE, BREMTHENEXL,
2016 FF 12 B 18 B, HERWEHFELNEIIEE T
(ERRLERMERSRTEARAKERE)
(GB2763-2016)( EF 2017 % 6 A 18 HIETHE ),
HAME 48 MR ATEFRM FHREE K,

AXFEHWEM R RAKRBEM, £ Triple
Quad™ 3500 REBIERIERKARSZE £, B 7
222 MRBMPRFE L, AN P RAEKE
AR T W RENER TR,

ARITERBUTHER

1. RITE—SHF R 24722280 R 2, 4Tt
207350, RRIRSTRE

2. AFKIMAT 220MRBFHEM . BRI
RARBAE, KAHEATIEF LI, 2
BIIERE

3. ATRRAT M PRAMLES K, BRE
IR, ERENF, BRI IBEARE

SCIEX ExionLC™ &ABF Zt + Triple Quad™ 3500

o MEMBRERMERg

e A5 mLK, JREE30 ', RIE10 min

o MIN10 mLZBEIK/ZEE=7029/1 (v ) , SRHE30
#

o JIAQUEChERSIZEUXFIE,

o BILSTEP, 6000 rpm

o BEULEE®2 mL, MAQUEChERSELIXFIER, B
%1 min

o BILSaER, #3E6000 rpm

o B EERI mLFESTKRT

o 200 uL ZFE/K=10/90 (v ) BEia%kiE

E3%1 min

SCIEX




&3+ Phenomenex Kinetex Biphenyl

(100 x 3.0 mm, 2.6 um )

TANE: 7K (5 mM R ) ;

B: 28 (5 mM BfRE% )

WE: 0.4 mUmin;
8.  40C;
HHEE, 20pL

R

Time min A (%) B (%)

0.00 95 5
0.50 95 5
3.00 40 60
7.00 20 80
15.0 10 90
16.0 5 95
16.5 3 97
17.0 3 97
17.1 95 5
20.0 95 5

BFRE: ESUE, EEFER

BTESH

IS /& : 5500 V AR CUR: 30 psi

FE{L=R GS1: 50 psi
JEEE TEM: 300°C

B GS2: 60 psi
RfES CAD: Medium
£ SUEYRESEIHR

1. —gtEthE, 2008 RNE222F0L &), AR

[B)%2

XIC from 180612

Intensity

0.0¢0 -
12

3 4 5

10)-Teasst.x,

11238.1/163.0)

1. ZF222FR 25BN EIERE (10 po/L) -

2. ZITFERBEIKERS, 95%MAaYasiREE

K>70%

200
150

100

W

No. of Compounds

(=1

<70%

Recovery

70%-120% >120%

% Recovery

2. F IR B R Gt

3. ZIENEIME, RO BTSRRI E
1.10 pg/URE FHEML A EIUME.

Row | C [ Num Valves | Mean | StandardDeviation | PercentCV
» 1 Acephate 1 10ppb 30f3 827904 1875e3 226
HE Acetomiprid | 0peb 30f3 94116 1.30265 13
BE Buprofezin 1 10pob 30f3 1.047¢7 3817¢5 365
e Carbendazim 1 10ppb. 30f3 28806 935704 325
s Carbofurzn 1 10psb 303 5.16%5 22374 ]
3 Difenoconazole 1 10peb 30f3 17985 121664 676
17 Imidacloprid 1 10ppb. 30f3 21135 88593 286
s Omethoate 1 10pcb 343 835%2 50493 604
9 Imidaciothiz 1 10pob 30f3 9.506e4 253163 265
110 Cartap1 10ppb 30f2 71725 5.624e3 o7

SCIEX




AT RENRM P RAKBRIA, 7E Tiple

Quad™ 3500 & L& T —EMESRMH 222 Fh
KW LC-MS/MS RIEIFER N T 75, 1% TR
BINIER A QUECHERS 777%, IREBEI XS, 5%
5, EWMMEF, TTEIERTEBRERFRZENE
BiZ7r ik —SH#E, 20 2 sh N RIRT 46 222 FhR 24,

= E IR E
'EJ)(EZ%\:\IEL%EC

1. European Union Reference Laboratory for
Pesticide Residues. Pesticide Analysis in Teas and
Chamomile by Liquid Chromatography and Gas
Chromatography Tandem Mass Spectrometry.

For Research Use Only. Not for use in Diagnostics Procedures.

AB Sciex is operating as SCIEX.

© 2018. AB Sciex. The trademarks mentioned herein are the property of AB Sciex Pte.

Ltd. or their respective owners. AB SCIEX™ is being used under license.
RUO-MKT-02-8302-ZH-A
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IR, FEEFR, ZTILFE ', Jianru Stahl-Zeng®, #30E '
" SCIEX, Shanghai, CHINA; ° SCIEX, Darmstadt, DE

MEFER (PAAs) B—RKLEY, Hh&E
B ERK. PAAS TRTEFREEZEH (4
M—EEEREEH), LEHEE-B-LERIMN
EEH. BRAKID PAAs B BB N KRR,
BEL PAAs NZE MM AL EY. ZEFEH
AEMEMERABRR LNALERENHHMBR
7, MREMNSRMEME, HPH PAAs T
Rnd, SXAERERMBLE

HTHFEBRENRRER, BENMRET %

EXEMRE. SXTEBRASGEN EU 102011 #lE.: 8B 5 e :“”‘" T i) || 8 ser ':'f"""’ 5 e ) s
B RIER S RS0 E REE R R e e = E T
BHTRHREONRSER, RHRENSK | | I
BRARSHIID BT 0.01 mg HEWR. B | - B = ol [
KEBROREN K AR ONASERZA T §
. B, LEABREATREEARMANE | . T =
BRROLEHEL, - - - -

2. fiKinetex F5 &1 F4FHE1 > RAGEAH B,

PAAS 4 FRELEUN, T EMEMELEY,

ERPHEAHTASEE, mFxEapRE .

M, FETEERT 3% ZBERIENFRLE
BRI, —EPAA AREABIER L RERE, MAE
BRE, KREoBEHRT K. BB PAAs
FERD AWK, GENDEHRTRRAEE,

Intensity, cps

FrELEMHE RIFNERINRRE, R4 3. 3RS ERIEBME T RE.

SCIEX 40



MED FIEAE Kinetex F5 BEEEFHND B, ¥
WHE 2.

BEANDNEE 12 PHZATN, KKES
TABEAIEEE, FAE 3.

HE=NAREIRE 0.1 ng/mL, 5 ng/mL, 20 ng/
mL T, ZAAEBETE 82.1% % 105.7% Z 4,
FrE &N TRAERZE RSD% (n=6)#/NF 9%
FARWFARICAR, TET R AENERYN. 4
£/ 20% ZEAEFIEAENGEFIR, ENMMLEY
EREERYN . BFEMA 3% ZBRBFIENRIVE
7R, PAA30 1 PAA32 AL &M KR 50% A
ARNERMFINY, BUREHTXAALEYR
CREEAEER, 2EMBEFRE, SBERBET
=

RIEEER EU10/2011 KIFES RN, FrE A9
ERERH 3% NZBRART 20% NZEAKREA
REF,

NFHEBEAR, £HSUERBEEMRSE—
HAk 1-2 cm® ZAB R R, FREX 10 g EAMHERE
200 ML BEMRYT, BRAEESRER 20% B2
B2 A TIVE ARSI, 7 40 CEHTRIBT Ko
FHEREMEEGSER 3% ZBARENTHRE
W4, 7100 CHRETRB 2 NMIRAR,

FEEREIEH, BT AEBLELEYN
TAMFMBTER, KERHTT ZOREKERMN
FRMK, #£0.1, 5, 20 ng/mL =/ NMRE T, @id Eik
PRI EEIR R TT R #1704, =N IREINFRID#H ST
T 6 RFETERR, #HTEREMNITEMNRTEEN
MR,

WA ZE S . SCIEX ExionLC™ AD

B+ Phenomenex, Kinetex 2.6 pm F5 100 A,
100%x 3.0 mm

AR A 0.05% Formic Acid; B MeOH

TR ;

0.3 ml/min
iR 40°C
HRFATR: 5L
IZ{7RS{E: 12 min
R SR 3R 1

1. RIERED B &M

Time ( min) A(%) B(%)
0 70 30
7 10 90
9 5 95
9.1 70 30
12 70 30

JAHE . SCIEX Triple Quad™ 5500 System
REFAR: Scheduled MRM™
BPERESHEOEN & 2

2. SCIEX Triple Quad™ 5500 LC-MS/MSR LB FiBES 4.

Source Parameters

Curtain Gas(CUR) 30psi
Collision Gas(CAD) 9psi
lonSpray Voltage(IS) 1200v
Temperature(TEM) 600° C
lon Source Gas(GS1) 65psi
lon Source Gas(GS2) 60psi

41
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AEEEGHRAOIREY, saEEBTHEL
EYEEER YR RENENE L. NKRHEM,
RISRMAEELE IR PHERZL, HBEXIDE
MR REEFERKOEZM, MINALRE SR
THEMEB%ERE, YVIRRSAELAINIERE, &
TEAEAIE B INR FEOR IR EAE R, AR
FREEMEE L, BMNBIFINARRENFR
WE, #TREENX, EREBREN 0.0%,
0.01%, 0.05%, 0.1% X% 0.2% B FEH,
RIRE 4 0.05% BT, FrE v &WHEN BERE,
WAEE 7 KF R IRERRINKTES 0.05%.

B, EEFREREBEAEHAR, #T
THARNEE, BERGESLE, ZIAAFEER
2, FELaREENRTECENERT, &
iEFFEEEAEMRE. RINABERLGINTL,
MR MHERENCEMREEFTEE RN, A
ERBUEDDBEURRGENRR, #iTTHE
EIRLLBIRITLIL .

BESMALI, YRESEMRMSH, K&
MEEYHREUEESE T RANES, BENtA
W, HOEPREERETENE, REERMR
BENRSBENRRT, ©F7T 30% WFREE
ABESBHRELLS . AXEH, LEVEER
%, MHEAHLERE, ATRIESMEDHER
FHREBITANRER, XERSDPBENE, &
NEBD BB H TR, BRI, &
Phenomenex Omega; Phenomenex F5; Waters HSS
T3 /1, Phenomenex F5 8EBIRAEFE TN BHRR,
NEDFHEFLETNTE, TNREEFT
Phenomenex F5 fE ARSI BT,

ZX 3236 7 SCIEX Triple Quad™ 5500 % %t L 3
71, ERTERMEEERE. SMLEYETERE
MEBHEXR, EERNFEFRATEEE M
ENMLEMRNRASEENRIE 3. HEREFEH
T Analyst® 1.6.3 #1F, EIRAIE IR E M H{E A
MultiQuant™ 3.0.2 B . Bk 7T B9 FAAEING 25
T PAAs RIREUE FRENFLE 4.

HTREBRENRGE, ALERNBEFRESEH
BT T HEANSL, ERTEFREREEERL
R, YEESKENE, REERMEKM
&, T T BFERERENMRL. ZELIN,
HEBFEREHN 1200 vES, IELEDHNRBUELE
w{E. B HANRRTAAB FEREBENST
MEEY RBUERIF,

ERMIR, BUEAEXREAERHRMO0.1
ng/mL, 5 ng/mL, 20 ng/mL BSFRAE S, BIS IR
REUR I TIRERE LR, S EMNEIRM(RSD% )
#TE 1.9% £ 8.9% SEEIN, EARMET, WS
BUEYNBEEEIMEAE 2.3% £ 9.1% SEE A,

U RS2, 30 k&K1 E YR
85%, BN 3FLEWH L EIR R 60-85% =
8o TEMERNE 4,

LML, AFRE 0.05-50 ng/mL SEE A# TR
%, SMYRYNERENEHXER, HXRENAE
0.992-0.9995EE N, B L&A & KAS HBR LODs
#B7E 0.001-0.029 ng/mLSEEIA . &{EAEH BRI
{ETFERERSEH No.10/2011 BRI & R HIR SRR
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3. List of analytes with MRM transitions.
Compound MH+ Product ion(Q/C)a
Aniline (PAA 1) 94.1 77/51
o-Toluidine (PAA 2) 108 91.1/93
M-phenylenediamine ( PAA 3) 109 92/65
2,4-dimethylaniline ( PAA 4 ) 122 77.1/105.1
2,6-dimethylaniline ( PAA'5) 122 77.1/105.1
2,4-diaminotoluene ( PAA 6) 123.1 106.1/77 .1
2,6-diaminotoluene ( PAA 7) 123.1 106.1/77.1
o-Anisidine ( PAA 8) 124.1 109.1/65
4-chloroaniline (PAA 9) 128.1 93.1/75
2,4,5-trimethylaniline ( PAA 10) 136 91.1/121.1
P-cresidine (PAA 11) 138 123.1/78
4-methoxy-1,3" -phenylenediamine ( PAA 12) 139 124.1/108.1
2-naphthylamine ( PAA 13) 144 127/77 1
4-aminobiphenyl ( PAA 14) 170 152/153.1
2-aminobiphenyl (PAA 15) 170 152/153.1
4,4-diaminobiphenyl ( PAA 16 ) 185 168.1/167
4-aminoazobenzene (PAA 17) 198 77.1/105.1
Bis-(4-aminophenyl)methane ( PAA 18) 199 106.1/77
4,4’ -oxydianiline (PAA 19) 201 108.1/184
3,3’ -dimethylbenzidine ( PAA 20) 213 180/196.1
4,4’ -diaminodiphenylsulfide ( PAA 21) 217 124/200
o-Aminoazotoluene ( PAA22 ) 226 91/121.1
4,4 -diamino-3,3’ -dimethyliphenylmethane ( PAA 23) 227 120.1
3,3’ -dimethoxybenzidine ( PAA 24) 245.1 230.1/187.1
3,3’ -dichlorobenzidine ( PAA 25) 253.1 217.1/182.1
4,4 -methylene-bis(2-chlorozniline) ( PAA 26 ) 267 231.1/140.1
3-amino-4-methylbenzamide ( PAA 27 ) 151 108.1/93
3-chloro-4-methoxyaniline ( PAA 28) 158 123.1/80.1
5-chloro-2-methoxyaniline ( PAA 29) 158 143/108.1
1,5-diaminonaphtalene ( PAA 30) 159 115.1/143.1
4-chloro-2,5-dimethoxyaniline ( PAA 31) 188 173.1/130
3-amino-p-anisanilide ( PAA 32) 243 212.1/227
2-methoxy-4-nitroaniline ( PAA 33)) 169 152/122.1
Note: ° ( Quantitation lon / Confirmation lon )
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4. Main analytical parameters a.

PAA Equation R LOD(ng/ml) LOQ(ng/ml) RSD(%) Rec(%)
Aniline y=1.905e6x+1.604e5 0.9962 0.029 0.09 8.9 94.2

o-Toluidine y=2.12e6x+14137 0.9981 0.012 0.04 3.67 87.4

M-phenylenediamine y=1.329e6x+10356 0.9998 0.02 0.062 2.22 106.1
2,4-dimethylaniline y=1.7840e6x+8177 0.9977 0.01 0.041 2.08 103.4
2,6-dimethylaniline y=1.6121e6x+25871 0.9975 0.009 0.033 1.9 105.9
2,4-diaminotoluene y=1.444e6x+23110 0.9995 0.011 0.045 4.12 98.3

2,6-diaminotoluene y=1.23246e6x+20386 0.9930 0.008 0.028 2.89 94.3

o-Anisidine y=4.354e6x+3.0078e4 0.9945 0.0049 0.015 4.83 100.9
4-chloroaniline y=1.1465e6x+5264 0.9987 0.0048 0.021 49 86.8

2,4,5-trimethylaniline y=2.5363e6x+25932 0.9972 0.01 0.034 3.68 91.9

P-cresidine y=6.667e6x+3.307e4 0.9966 0.001 0.0045 3.98 99.4

4-methoxy-1,3" - y=5.8050e6x+2242 0.9993 0.01 0.05 3.20 109.5
phenylenediamine

2-naphthylamine y=2.5801e6x+3999.3 0.9991 0.005 0.016 2.96 105.5
4-aminobiphenyl y=2.8274e6x+8232.5 0.9972 0.01 0.038 4.30 89.1

2-aminobiphenyl y=3.8334e6x+4.6294e4 0.9899 0.01 0.030 4.16 87.9

4,4-diaminobiphenyl y=1.5268e6x+13989 0.9984 0.005 0.019 3.09 93.1

4-aminoazobenzene y=1.4826e6x+7.47e5 0.9958 0.001 0.0036 3.25 91.0

Bis-(4-aminophenyl)methane y=3.0494e6x+3.23e4 0.9980 0.005 0.018 2.65 98.2

4,4’ -oxydianiline y=2.2383e6x+18163 0.9987 0.001 0.0033 2.08 95.5

3,3’ -dimethylbenzidine y=2.269e6x-8183 0.9990 0.01 0.045 2.77 107.3
4,4’ -diaminodiphenylsulfide y=1.769e6x+9944 0.9988 0.01 0.048 3.46 106.1
o-Aminoazotoluene y=1.1079e7x+4.6817e5  0.9944 0.001 0.0041 4.03 86.0

4,4 -diamino-3,3" - y=3.4679e6x+29360 0.9955 0.005 0.015 3.49 85.8

dimethyliphenylmethane

3,3’ -dimethoxybenzidine y=2.6076e6x+5.7198e4  0.9955 0.05 0.13 3.37 100.7
3,3” -dichlorobenzidine y=6.535Te6x+27514 0.9992 0.01 0.030 3.33 99.5

4,4 -methylene-bis(2- y=1.0702e6x+4.7568e4 0.9986 0.005 0.0178 3.54 101.1
chlorozniline)

3-amino-4-methylbenzamide y=3.0257e6x+27540 0.9952 0.005 0.0164 3.66 109.4
3-chloro-4-methoxyaniline y=1.0783e6x+3546 0.9997 0.01 0.0334 3.15 102.3
5-chloro-2-methoxyaniline y=2.8078e6x+26640 0.9957 0.005 0.0152 3.45 85.2

1,5-diaminonaphtalene y=1.4086e6x+2846 0.9992 0.02 0.068 2.59 64.2

4-chloro-2,5-dimethoxyaniline  y=3.681e6x+4.046e4 0.9923 0.005 0.0193 4.23 86.4

3-amino-p-anisanilide y=2.269e6x+2.763 0.9962 0.05 0.163 3.17 69.1

2-methoxy-4-nitroaniline y=4.946e6x+25359 0.9956 0.005 0.0152 2.69 88.3

Note: ® Calibration curve equations, regression coefficients (R), limit of detection (LOD), limit of quantitation
(LOQ), repeatability of three different concentrations, and mean recovery of 3 (0.1, 5, 20 ng/ml) spike levels.
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4. 25 PAAs IRERE FREL
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5. HERAITFEMEER

FHERE BRAF 5
BRIXF 5
—RMELRAR 2
Z ] ZEEKMD 5
BREEMR BRI G 5
EXERER TR, o PAAs B Y, BREFERE

EWIREREAE 10 ng/mL LT, BB (EU)
No.10/2011 STERFI R A ENEXR, K6 BT
FEERRE TG A — L PAASs KL AW BIZRIS
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/TN O

[eampie-3- 708 D737 7 {Unknawn] 10807931 T 122 1777 T {Unkm 'III‘A’?’ TIT-" | sample- T 128 1793 T {Unknown) 12817307
ires 3 3135 Hesght 3 OGTeE AT 2250w~ |Avec 1. 44e5, Hesght . 10304 AT, 269, irea3 43504, Hosoht. 3 4543 AT, 350 oen
105 2 26 ot 7 10000 s
804 Sed 000
2 sow g W F oaw
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) ) \er\ 1ok 2000 v AL M A
0.0e0 Oeld
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]
28 30 32 a4 EONE
Teve, i T
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ey ea7ea oot | 84304 Y 309000
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b49 309
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6. B MG H IPAASE L B B IE R

[Fample ¥ 703 D792 DfUnEnewn] TOX U7 S0 |BLANK - 226 0737 D{Unino:
Wrea: 2 21265, Hesght 5 423 AT 15700 |Area 663604, Hesght: 1. 71204 AT 6 3mn

28 30 32 3s 38

ASLBAEATHMFEAR, £RFHUEE
MR SRR R IREAR N T L

HmHETAER BRE, FELEYHRER
FHERER, ZHXRNERERYE , SMEEYY
] IXFE 50 ng/mL LT RERENLMSEE.

FNHRYEESULEDRE, BLGREASE
¥IRETF (EU) No. 102011 SEMASEESK, BDFR 2
2 E21%TF 0.01 mg/kgo

1. Commission regulation (EU) No.10/2011 of 14
January 2011 on plastic materials and articles
intended to come into contact with food. Official
Journal of the European Union L 12, 15.1.2011.
http://eur-lex.europa.eu/eli/reg/2011/10/0j
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6. Some detected PAAs in samples.

PAA Plastic Spoon Plastic Fork Paper cup  Napkin Plastic
packaging

o-Toluidine 0.05 0.04 N/A 0.07 0.04
M-phenylenediamine 0.04 N/A N/A 0.04 N/A
2,4-dimethylaniline N/A N/A N/A 0.13 0.038
2,6-diaminotoluene 0.048 0.078 0.057 0.088 N/A
4-chloroaniline N/A N/A N/A 0.061 N/A
4,4-diaminobiphenyl N/A N/A N/A 0.138 N/A
Bis-(4-aminophenyl)methane 0.023 0.031 N/A 0.23 N/A
4,4’ -oxydianiline 0.047 0.038 N/A 0.028 N/A
4,4’ -diaminodiphenylsulfide N/A N/A N/A 0.025 N/A
o-Aminoazotoluene N/A N/A 0.02 0.027 0.021
4,4’ -diamino-3,3" - N/A N/A 0.065 0.022 N/A
dimethyliphenylmethane

3,3’ -dichlorobenzidine N/A 0.155 N/A N/A N/A
3-amino-4-methylbenzamide N/A N/A N/A 0.136 N/A
3-chloro-4-methoxyaniline 0.32 N/A N/A N/A N/A
5-chloro-2-methoxyaniline N/A 0.197 N/A 0.222 0.049
3-amino-p-anisanilide 0.06 N/A N/A 0.04 N/A

Note: unit, ng/ml; N/A, not detected
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SCIEX X500R QTOF
MRM"™®

Jasmin Meltretter
SCIEX, LandwehrstraBe 54, Darmstadt, Germany

AR PN EAKE, BB
T—HEREN. sEFEE. SREUEN LC-MY/
MS F73%: SCIEX X500R QTOF S #R Bk &
SCIEX OS ¥, BT — 1M 58 REE S
HE T 1ERE.

wER, AR, BREREEK,
ZESBREH., REZENE, NERHYEHS
HAREHMEEERTRAMI, §—MEFFH,
BREMDAEALRDDRIATEHRBEALRER
HRBTENES . BN Tl st KB BUR N S A TEIERS
teoh, kR Rt I RS AR 2.

Hit, KMNIESREUERIAE. iz H 5
Yl 25K EE Y, FRATE SCIEX X500R QTOF
RGBT —12E. RENTHERE, £H
SWATH® HIERENIEELRFE T IERESS%EF
M MRM™ REMRE S, BITBIT SCIEX OS i
TEIESYT, SHEBEFIEA B FRERHREN
MEAESYHEES FLER, #TEH%BNE
KEREENER Y HAEBER,

..
£,

TR S5RBUE®R (28, K. BFRR) BE
HIFRM. B 5 DEER smL SN EERE
BERTRER T, A 2.5 mL 8557 A &, £
Bt iTiRhe. BOFEIE, REHNE. SHHviR

SWATH® MS/MS**

1. SCIEX X500R QTOF &%k,

B RS BN, FFERLRE 0.2, 1. 5. 10
50 ng/mL( ¥R F 0.08. 0.4. 2. 4 F1 20 pg/kg BT
AF4RLR )

LC

SCIEX ExionLC™ AD UHPLC & %:, Phenomenex
Kinetex C18 & i&4E( 150 x 2.1 mm, 2.6 um ) #f7E
ENE, R;E A BF 5% 2B 0.3% FEM
Ko RENME B : BF 5% K 03% FBREZHE.
FRAMNTHEINEE, B, HRHEEE 30°C, i#
25 plo

A[%] B[%] [mL/min]
0.0 734 100 0 0.4
2.0 935 100 0 0.4
7.0 Z3d 70 30 0.4
11.0 4% 0 100 0.4
11.1 53¢ 0 100 0.8
12.5 43¢ 0 100 0.8
12.6 3%k 100 0 0.4
14.0 4% 100 0 0.4
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Method duration 16 <) min Total scan time: 0533617 sec %%\1 UHPLC
Estimated cycles: 1799 E(]ﬂﬁﬂ(ﬂrj‘ 18]
¥ Source and Gas Parameters
Ton source gas 1 40 S psi Curtain gas 35 s Temperature 500 °C
Ion source gas 2 70 +| psi CAD gas 7 :
v Experiment [swath v
Polarity Positive v Spray voltage 5000 sV
TOF MS
TOF start mass 115 2 Da Declustering potential &0 v Collision energy 10 v
TOF stop mass 950 *| pa DP spread 0 v CE spread o v
Accumulation time 008 i
TOF MSMS
TOF start mass 50 i Da TOF stop mass 950 $ Da Dynamic collision energy
Accumulation time 004 ts Charge state 1 s

Miass Table A[ZE SWATH Q1 & i FIRY SWATH 24

Precursor ion start mass (Da)  Precursor ion stop mass (Da) | Declustering potential (V) DP spread (V)

Collision energy (V)  CE spread (V)

1 114.5000 237.8000 60 0 35 15
2 236.8000 356.0000 60 o 35 15
3 355.0000 444.9000 60 0 35 15
4 443.9000 5017000 60 0 35 15
5 500.7000 537.6000 60 o 35 15
6 536.6000 578.1000 60 0 35 15
7 577.1000 705.8000 60 0 35 15
8 704.8000 949.7000 60 o 35 15

v Experiment [MRMHR v

TOF MSMS St 1 N HR
%4 QQQ HY RALE Scheduled MRM
Mass Tabl ®) Applyf t HR 1L /| Apply Scan Schedul Import HR ki AL
lass Table pply fragment ion mass. MRM IIE pply Scan Schedule pe MRMS %gﬁ ?Elﬁl&g
Compound ID Group name Precursor ion (Da)  Fragment ion (Da) | Accumulation time (sec) | Declustering potential (V) ~ Collsion energy (V) | Retention time (min) Retention time tolerance (+/- sec}

1 Metronidazol MRM Metronidazol 17207 1280449 0.0500 105 16 239 8
2 Sulfamerazin_MRM Sulfamerazin 265.08 156.0114 0.0500 80 20 542 8
3 Danofloxacin_MRM Danofloxacin 358.16 3401461 0.0500 145 28 628 10
4 Clenbutercl_ MRM Clenbuterol 277.09 203.0141 0.0500 130 20 625 8
5 Azithromycin MRM Azithromycin 74952 5914173 0.0500 140 ] 707 8
6 Oxolinsaure MRM Oxolinsaure 26207 2440608 0.0500 100 25 816 12
7 Clotrimazol-frag_MRM Clotrimazol 277.08 165.0689 0.0500 40 24 915 8
8 Rifampicin_MRM Rifampicin 82341 7913882 0.0500 45 2 a70 8
9 Salinomycin NH4_MR...  Salinomycin NH4 | 768.53 7334874 0.0500 80 25 1237 8

Figure 2: MS Method in SCIEX OS.

mMs

SCIEX X500R QTOF #4;, EBFi&E1, HHE
BE., 8IEXE: TOF MS, %4 8/ SWATH MS/
MS 5235, M Scheduled MRM™, SWATH AT
Q1 IZEH M, @it SCIEX SWATH oJ & & Ot &8
HTHE, MRMT LEERAER TRE, TOFH
& O 4 20 Dao SCIEX OS1.3 B TEEREANIE,
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7£ SCIEX X500R QTOF &4t E, TOF-MS R 2
EEMREXERR, REFEQBBEXE, BE
T{E SCIEX OS H{EA—RIE @ ELIE, X
F 27 #IBEX DY, TOF-MS #ERAE 1 ng/mlL KE
RER R FIRE SN REE, W& 3 .

E.] ] &y 54F €5
Time. min T " :
6 17 18 19 20
e 5 r e : f
. m‘ ﬁm. ¥ )Es ;e ﬁ!!ss N ;oﬂ ﬁi»& 3 “L }t::
i L | Eow i i i)
o & " 4 2 Sl f\ & I ¥, fh
&0 ¥z 567 58 L] Ee] 32 04
Time. win

Time min

22

23
040 Yes fuers 0w 1%
E 1000 1 E — B W00 E
N w2 N &8 W ¢ ] ¢
Time. min. Time. min Time. min

2|

6 27
hacs Posze 515
I I
) g . o T
win Tina nin

mmmmm

3. 1 ng/mL EHFREBRRNRNBFEIERE, 1 FER
®, 2 MEBE, 3 kMK, 488X, s RtHT, 6
TEM, 7XEDE, sRENVE, o BHE, 10 RFAR
TEBKIE, 11 B, 12 FRERE, 13 TR, 14 RIER,
15 ALK, 16 5B G, 17 FEF, 18 FUAEX, 19
EHEB =, 20 WEARESEL, 21 BARSIARR, 22 B FIEE,
23 TERRRK, 24 TERRFREIRIE, 25 Bk, 26 = SUEBAMMA,
27 BEREE A

BEFRFREYEEZELNERT, THY
TR RN R BN, Fitn, ERPH
FIZFB R 0.2 ng/mL THIRAES ET-EMER
Fit, mEBE, MRRBLHATRS, #UEE
HFNEERER NE4EEFR ) EXFERT,
o] U fE A SWATH® K& ( —FIRiEHs MS/MS™ #

A - ERERFHE) FHEE MS/MS #HFTREMR D
EE, ReEFEM. FHR% MRM —HEEMES
BIFEARIREL SWATH® B fr, o] AIKBRTE TOF-MS &
NTEY (B 4 OFEFFRT) . IRBEESHE
BEMMREE, EE MRM™ TR EEFHER
b (B 4 MAEEFFRR) . FRIEMHENIRESET
MRM™ ERL A ENRMERE. CE. XHEBR
E (DP &), M SWATH® 22— B r 7%,

BE, BETFREABFEE RSN EHHHET
TihAk. tbSh, MRM™ S EEFEH B EEE PN
REREER/

SWATH" MRM"R

TOF-MS

\
| | SINT2
Jad

4. RNEREFENFTRER Y $ f 2 B R IR 0.2ng/
mERETHERERE FREER, Z£E: TOF-MS (m/z
749.5158), & SWATH®-MS/MS (749.52 >591.4215), A El:
MRM™ (749.52>591.4215),

SCIEX OS T B RENSE, sEBRIELEE
SMEMES, FARBENLESHY, 5%, ©
SUTERBEFNRRFEFHNRERZ. HX, BN
KAERPNENBFLHEREMRERTENE 7
EERFETLEE, RERENBFHEREEFEEREE
SRREMLE R, EREZEALETSHZAHTE
LERENGES. XETHFENMEEXRENE
BIFRER B IE H RN EY (B 5) .

BE, TRARESEFERAN—NERNER
WEETR, #E, MR TOF-MS /NG REIER
FTFIL, WAFERABEAD MS/MS R MS/MS
RO M SWATH® RIS IKEL, MRFTEFESEF
P, NET A MRM'™ SREEFRER

o~

9
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, I T PR R RS B8 0 SR e En
|t Mo | Fragment | o o Calibration for Dancfloxacin 1ty = 6410.91101 x + 12..11067 (r= 0.99674, r* = 099350) (weighting: 1 /)
Index Sample Name Companent Name | (" |Ratio Conf..| Error Conf... Mass Error..| ¢ 1P | "omen e
» (152 | SWATH-Bw_01_solvent Dencfloracind  N/A NA NA
[ 755" SWATH-6w 02 510025l | Denofloxacin1 | 0.2 v v v 05 e
I SWATH-8w_03_std-1_5ul v v v o0 36 o
x v v e 04
v v e 03 £ e
v v v |os 37
N/A N/A 1065
v v v 13 01
v v v o7 38 508
v v v o 03
v v v |13 o2 oeer S 10 15 2 25 0 35 4 45
v v v |10 L7 Concentration (ng/mL)

Standard 1 ng/mL

[opios - Jol] 4]

Standard 5 ng/mL Standard 10 ng/mL Standard 50 ng/mL

1500 30000 50000 200000,
6000 i i
2 1000 23 £ 221 £ 20000 £ 0000 ) 2
g E g 4000 - g g - g 100000
£ s : 2 i £ 10000 £ 20000 Y £ :
0 = 0 0 0 i 0 .
61 6F 63 61 67 63 61 6F 63 61 67 63 61 62 63
Time, min Time, min Time, min Time, min Time, min
Blank Matrix 0.2 ng/mL. Matrix 1 ng/mlL Matrix 5 ng/mL Matrix 10 ng/mL Matrix 50 ng/mL.
1550 1500 6000 30000 i s0000 5 ;
40000 200000,
£ w00 2 w0 - 2 g 0000 5540 £ 0000 5220 £
z z z H H H &7T5
- £ 5w : £ 20m £ 10000 - £ 20000 £ 100000 -
. 10000 \ y
2 0 ke 0 0 - 0 = 0
61 6F 63 61 63 43 o1 oF 63 o1 6F 63 61 63 63 o1 6F 63
Time, min Time, min Time, min Time, min Time, min Time, min

5. SCIEX OS H B RHGILE 2

EEFEMER, ZLE: BEREBETFIRABETNEFULRIRERZEEENER

Fo HLE. KAHRL, TE.: {RESRNERERNREREFEER, £ (TOF-MS) ML EER, &M ( SWATH®
FE MS/IMS #H ) MEBER. MABFHERNEGLLE R, BIFMNIRE (+30%) MUELETR.

SCIEX X500R QTOF ZE 42 —FRINAEIR K A(Y
2=, UREMH/TERERPIHNELK B L ITRE
AEIT KRR AN Z I REEL .

1) TOF-MS #UBE A BT EEmtnt,

2) JEEE[@ SWATH® MS/MS #BHIE I R &,
ATFRIEINIESENMNEXR, BiIBHHNERR
EMNLEVHEEE FILRFTLEE, oy, MR
TOF-MS @B iLilEHR T4, SWATH® MS/MS #EH
T ATEE.

3) #81m MRM™ BIEMNERNXERS 7T X #E

AB Sciex is doing business as SCIEX.

TOF-MS 1 SWATH® MS/MS # R TH TN
FIE M,

1) European Commission, Commission Decision 37/2010/
EU of 22 December 2002. ABI. :L15/1-72 (2002)

2) European Commission, Commission Decision 2002/657/
EC of 12 August 2002. ABI. 221, 8-36 (2002)

%4 B £ 75 22t Cantonal S2 %6 = £ Anton
Kaufmann 24 AFAEIRE FIEIE4%,

© 2017 AB Sciex. For Research Use Only. Not for use in diagnostic procedures. The trademarks mentioned herein are the property of AB Sciex Pte. Ltd. or their respective owners.
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LC-MS/MS QTRAP® 4500
12

1274 5 7= T BRI B iR T SR BT FFUE 2 T E

Lee Sun New'. Rahul Baghla’. André Schreiber’. Jianru Stahl-Zeng® #1 Hua-Fen Liu®
" SCIEX #Fg; ° SCIEX M EVHEBE RN ( EIE ) ; 7 SCIEX ABE & FERIE ( IZA ) ; * SCIEX A MBI 4 (1

) ; °SCIEX MIFI#E/EW Ei(hizst ( €5 )

BRYMIEENTEEEN—FEREN S hE
kR, XTHEEA, BESAREERETHREGT
BESIEFENREY, SBEZ. OREESHK.
Tl BEIETIREN LS, RYISEHREEUE(—
MEMNEERSMHEIERY ) NERRE. &Y
HHHNBREMFEERRAE LT, SHRAF 15
L NEBZRYEENES. " B, RYUEHTE
AR, BEDIKER MY IEFIRCRKE % i
. Fitb, BIFFERRGEARNDITTTERRE
ERAETHOESHERE, UMM ISESESE
A AR R (5]’

ES Bk o R P SEIS (ELISA) 2 &% BT8R
HEF Ko ELISA N BARIEF RERE, BEF
MER, MERZIXXRE, oHSBURRIFRIR
SR, SN, KSEELSA BNER RN —Fh
HHE, BEZARNAEFE—IRRERTH
IR, Fit, SEBPRLFIAFLEE ST
HENAENTRAFEEFTEE,

AN LC-MS/MS F53%, EfER QTRAP®
4500 LC-MS/MS R Zt, oJfE— Rt ¥ B RS 46 W FF
HE 12 AENERER. BlbAXENTE
RiEBERE FEHEZ RS (Codex Alimentarius)
RHENES . RERSHTHEKSERERL
A4 (FAC) AR B A AR (WHO) &, EHES
—ERE iR, °

High
Accuracy and
Selectivity

Solution for

Food Allergen
Screening

Reduced
False Negative
Results

RFHABWRMBESE EROTH 8 Fid &
MRm: /Y. K BE &K FX 4.
THRRE . BR CHTETUENE P EHE S,
BEEREX AP EEREHER(FC. EARR.
BR. &7, BRR. A7, FFORMEH) o

ATIHER SRS EURM S ( JRAR RIS
Bm), ¥RAIKEUENHER, LEEMHIH
BRSO MHEMARRER . EERER 12 Fids
FARERBRAMBEE R MAERP(EERHT ),
i Scheduled MRM [&] AU U 3 B & & O 4FE
MERKERAD 12 S BURASSIERRER . BRI, 127555
PS5 XS MR RTPNIHE, EAENERE
B, tNRIFEEIAE] 10ppm.
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ProteinPilot™

1. 2 SCIEX TripleTOF® 6600 R4t H0 ProteinPilot™ %% {4 FI4FAE £ AkIEF T 1ER 2.

Rt B R. SatER (BR. HEsR) EHMm

HERFEEALEE AL %K. MK (1 =) FHCKR

BRAAFAEBRAEFFTIE, M#tfTHiAE. mAEM

EENHTOEESR, FNTREENTHRR SIEMARRENR @ mL), BOEHERELER
EEHFTEEY (1005 ), EPMUT 12 #Z34  (500 pL)o EEFRFIMANZERF (50 pL), & 60°CT
B®E 10 E 500 ppm (REE) . EX. F4. FE 1 INR . BH (25°C) 7, AR R
TEAE. BT BEERR ER. BF.BRRE. Q5 ) KEAMER. RELS/ BREBRERETET
M. FRORTIk. RiE, REHEFNOREAZ NEREEMAREAE 20 pg) (3 £ 12 /M8 ),

o XXXXXXXXXXI
LEOILE }Notunique x

XXXXXXXR . } Unique /

XXXXXR

+ @ XICfrom 20160112_allergen validation. wiff (sample 3)-b_100_1. +MRM (88 transitions): Eqg. Protein_1.Peptide_AT (344.4/ 666.3)
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) h ﬁ le
0e0 - PV WA u&‘ b MR g L
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Time, min

+ @ XICfrom 20160112_allergen validation.wiff (sample 14)-c_100_1. +MRM (88 transitions): Eqg. Protein_1.Peptide_A1 (344.4 ] 666.3)
1.8e5)
1.6e5
1465
1.2¢5
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4004 J\ ﬁ
20e4
it l.ﬂm i
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0.0e0 A i
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17 18 19

2. 1M 100 ppm BE. 495, 4. KEMBEREAFGRANEE ( L) FHF () GER#T LC-MS/MS D4

HRIE T2 (XIC). BT NN TEHMRESIKAIEE.

SCIEX 52



DUKE B THE S IR B BRE B BEAL, REEH
FFER (30 pl) A ERRAIFEM (500 plL) £ 10 kDa

MWCO i JE =81 JEF F 4T LC-MS/MS 247

LC

FREBEREAL ( 30 uL #4¥2 ) FH Phenomenex
Kinetex C18 & i 4% (2.6 um, 100 x 3 mm) &
Shimadzu Prominence UFLCXR RG#H TR IEN B,
LEREE, A ATRTIE 12 45, RIS 300 ul/min,
MEItE: 0.1% FERACAR 0.1% RRZBEAER.

MS/MS

AEERATEEREBENRHMES K, FH
TripleTOF® 6600 LCMS/MS REER&E 7 ST S
(BFE 49 HE KEHNER )NESHKREE(E 1),
7 CERMTRT POl IR E R AR S Ak
FERRE

ABERELTHISE, EEESI ERXT
XA T®E Turbo VIM B F R B SCIEX QTRAP®
4500 R%:, BFIREES 500°C, f#A Scheduled
MRM™, FE— R BIT RN ZE MRM BF XS
PR BRI SIR TR SR P 12 Fid

3.5e5 e
3.0e5
25e5

2.0e5

1.5e5

1.0e5

5.0e4

0.0e0

0 50 100 150 200 250 300

Concentration
BE3a. BFEZRRAEMZ (0~500ppm). EEAEN A
MRMEBFX , E—MEAETY (Ee (ME-N#R
BTN (mEe)

350 400 450

RIFBULTREIENIBREFHFAEZRK. 1)
ENSAREAELHME—M; DR 2) EMNEN
REE, 7 TripleTOF® 6600 R % L ##7Z KA LC-
MS/MS 43 #rfa, 1 ProteinPilot™ {4 A & B %1
BERRBEEMBARZIKFS . ETEET4E

MEBEEEITHNESHFARFE ( ) o RN
TE Bt e, ERBEFRE#—DRY (NFE
B, ERERK) BEZKRFY, MUE#HMES
N:RETIE

NFEMEHERE, EEAME-NEAR,

EMEQLEERME—NZK, SMHIREER
SMRM BFX, MBARTEHLEEIHE A
FERERXHMEEEEZN MRM BFX, FRHT
ScheduledMRM™ &%, ZEAN 3] MRM B FXF BT
HARBEENR, SXH#TEMNEMNER, D
TEIREAE FF4TH9 MRM 238 B4, ERHRIFEIAR
B FNFEER A, PR R KBTS IKE
MEY SN, FEELEFNIBIFCHT BA %

HEER—RRFRTFNSHEHE, B#F
fE7 88 MRM BFXf, M FBE. F4). #4£.
AEFRRPH 44 FSEHEBRK (B 2) . 75X 44
FEP, 40 NEFHNETAREENEGHE—

5.5e5 [
5.0e5
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+®Oppm 576.2/6893-C3 @ 109pm_BR2_ 01 (Urknown) 576.21685.3-C Al D.. +® 500pm_BR2_0T-re (Unkoown) 56.2/688.3 - Ccly... & 105am 532 01 (Unkpoun) 7626853~ C st D
Area: N/A. S/N: N/A.RT: NAmin ea: 553263, SIN: 39.8.RT: 7.11 m ea: 1.388¢4, SIN: 89.6.RT: 7.11 i 35666 SIN: 43.3. AT: 7.11 min
10000 10000 10000 10000
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3000 3000 3000 3000
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2 &0 2 &0 2 &0 2 s00
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LI R — = = a0
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2000 2000 o 2000 2000
1000 1000 A 1000 ) 1000
o . o i J o N o 5 VAN .
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7@ G g (o 777472725~ CHosly D+ @ 10ppm B2 01 (Unknown) 771 412723 Clialyst D @ S0pprs B2 0T e (Unkown) 771412723 Ceiys @ 100ppm. 8201 (Unknoun) 771 4 2723 Cclyst
WA SN:NA RT: NA min Area: 155564, SIN: 84.5, RT: 1013 min Area: 6.056¢4, SIN: 217.2.RT: 10.14 min 1.0935 S/N: 230.3.RT: 10.14 min
30e4 30e4 300 30e4
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2004 200t 200 2004
2 2 = 10.14 2
£ § 5 §
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Figure 4. Extracted ion chromatograms for the signature peptide, protein 1 peptide 1, from hazelnut (top) and peanut (bottom). Varying concentrations of
allergen (0, 10, 50 and 100 ppm) were added to bread samples. Two different MRM transitions for protein 1, peptide 1 are shown (blue, and pink
traces).

FAIZ K, 1Z LC-MS/MS HYTEZE J3A R 480 7 (0~500ppm), £k M R 47, B R FE % 0 E 3a A
5 MEERMEHEE (BE. 491, £4. K2 3b, HEREIIAT 0.95,

é%; . J;”s,? 1 f i"w MHEAR, RERRE Fi e e S B MU SR B 10 ppm ( B
TRER A7 o ), 3B ARNES SR HUESR R
IR b vt LCMSIMS 7774 SETF ELISA B TSEALL,
"IERBEARM, H1 CRERISER ey smg prETRNE— e hNS

it ER, EFEA LC-MS/MS FT3ER, AHRREBE
AR MARTSIENRE, EENET BAMARE
R BURR N k. FERABNAER ELSA RS
MEF LC-MS/MS B9TFTED 7 RS8R (&F
ML) (S, —MmE, % > 099 A,
M ELISA 5 LCMS/MS SBUITTEIREZ R A R
HxBE (B 5) ., BR, STEEMFTFERSF
IEFMIEERIRE, ELSA RN EERBLERE,
B RESIRER,

LOMS/S cakubated
concantration (pm)

CMFEFZIK (BEefEe ), AHER, Be
(EE) AT ( TE) , ELISA vs. LC-MS/MSFE4& M
SEREREX L .
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: ,c:..un- e o, A) REBE., F
i PHFNE R G
: ) ’ | B) A£G T
. Q) BFHTF
-

! e M o~
E | D) BFHEE

6. (A) FEBE. FPHMERMNGT, (B) LEHT, O
BT, MR D) RyEefiERETeikE,

HRIE LC-MS/MS Frikte Mg & A s il
HENBRMN, ERFEZKAARET B8
SRS () (B6) . EREBE.
SRR TFHES P EERNHIISUREEXE
S BEFEMA LC-MS/MS TR 8N ¥ ETF LS
ARSHHTHEEr R, SREMME. T
T HEMSER, BEBEMFY.

FAMFF % T —Fh LC-MS/MS J53R5H LS8R IF
Bk, XMAETMUETLEN N TRITH/REME

© 2016 AB Sciex. For Research Use Only. Not for use in diagnostic procedures.

—HIELZRIEZAN MRM BFX, FHaEER#ERFF

BTN, Nl RPe 12 e RTEE, &
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RIBFIRRER. REA—FHRTEAENEE
BIEXRE, BFURESEZaiREN EZHETHUER,
HESHENERERTESHNEMEREI XS
FFko

1 R. Valenta et al.:"Food allergies: the basics'
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2 A. Sage: Food Allergen Analysis Using LC-MS-MS'
LCGC The Column 10 (2015) 13-29

3 Codex Alimentarius Commission:'Report of the
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www.codexalimentarius.org/

4 S. Lock et al.: 'The Detection of Allergens in Bread
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SCIEX QTRAP® 4500

Mk, BB, TELE, I30E, NES
SCIEX, FE7, #E

IHER, ERENTG FHENETSERSEF
BEAENBA, EEFEZRA, ARESBEE
BAEAFDE, “HELTHRAT KIREESE, BIE
HBRERENG, IMARERECLE2T W ARE
M, BRIBRUEFAEN A AENER, RED
B MNEF AR AMERREIEA (PCR) ¥
XTI FIDNA, BXFhAFHRNGE TR
AEMFEMH»—EABR, MBEAXLEMTIRE
SR SHBIRFBRIFIX LEDNA, XF—K, BER
BIEFERFREEAENBSEZRA[MEfth—LETE
METEWARNE], BF —Fhh T A —BEEE R
WHtE (ELISA) el DUAfTEARAN, BRX
AR —RRAERNENEAR, TE—ALEE
RN Z N, REFFEDALT.

A 2RI TN oK 89 B X 2 2 % 245 e
VN FREQRNAL, BT ERMTESRM
HAsE, TRSHFERRAUER, FMAREFA.—
R . ARNBRMESNTE.

AXBMNEAXRABRYE. sABEEN
SCIEX TripleTOF® 5600 R AL ESAEMNER
B, BELERSTIHERNEDFHEORFRH
BX, &idblastif —HIHEMBIN, REBAESCIEX
QTRAP®4500FR &t EF AAMIDAS ™M T {ESR IR e
ZERNEN (MRM ) ©WBRERNTE. BN
HEMEE R —FE 2 5 AHNMRMEE R A &Y
7k, FTBREELANALAAER, mMEZAX
TRRAENETNFTERLNVADFHIMRME 733

mE, E—NAEBETINERSN S MR
ZAMF, BINQTRAPCERIL B AFI FAMRMfR % A9
g EFHE TR HE—EWINEAR/KFS, Ml
T INE R LR TTRE R R PR 1 G A4 M R A9 0T §2
Mo ERATRATEEM 7755 0T IUFI FA 25 08 A 25 38 A 4
mRLHIFAERLE, NIRASITERBABRAN
teBlfE, ArIdBUEe M T A ZEEPCR. ELISASLE
EEERNALEGESH. EAEBMETE,

AXFTRAEERBA. BA. FA. FA.
BA. RARNTHBEEN, BEERFALEEMNR
REBHME, KRAKELEAARBRIALA

BERB2 gAMBIR, IMABREWERMIR,
REMAEZEARRE (7M RE, 2 MEkK,
4%CHAPS ) , BiLERO0. 1 mLEBRIFEZIBREE
B, IMAZRAFEERE0 CEM4 T RIF605 $hif R
W, REMABZBRERERN305 ¢hit
i EAk, AIA200pL 50 mmol/mLERER 48R &,
14,000g%:1L200 %4, EE3R, REMAI100uLE
BHREAENS0mmol/MUIRERSEARE SRS,
40 “CEgfR3/I\RT .

¥ AEksigentnanoLC-Ultra® &R ZEFSCIEX
TripleTOF® S600 G R L ES VAL EAR, &
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A*iﬂﬂ_t*iz Hglv_. .EEEO %%75 pm[j\]fé*f%30ﬁ$¢
HEDHE A, FProteinPilot™iR 4 17 E B REL

WERER, TABURERNCBINEE,
BRI R INRE

B FALERES MM AXLENEARM
KFIFR, RERABANCARELENER
BX, RPIXEERRTT DUE AR BHFERIEEY, B
NERNEHNEARLAZIL N EHELE
I, ARRNEERFIEE, HFERER
BEEEEARMN M. E_): F X L A4S E AL
FENCBIM G L Tblast 4, #H—PHRINEEFR
M, AR RER T ﬁwab—'ﬁ,ﬁﬁﬂﬁ\%ﬁé’a
100% LA,

AT RE

MIDAS™ MRM

X Fshimadzu 20AD XR;‘&‘¢E%JZ‘E%DSC|EX
QTRAP® 4500 Ui R ZEMEMIDAS™M T 1ERE.
SMRMIEN T A, BPMREMRB2ugREAR, X
A2 EERERENE (k1) , EFHA
1H50.1% FEREIKAR, BEN01%RERNIIE.,

& IEFEX FAPhenomenexKinetex 4.6 mm x 100 mm,
2.6um,100AR EC18EB AT, RIHO.4mUmin, 40°C
HiRo

MIDAS™

RERNEAERBEBEHREDER (ESI) 6
SCIEX QTRAP® 4500/ & F5ERMAY. MRMAEA
EPITTA2E TMIDAS™ ( ILE ) THERBFLST
Ao

EARBEE S F ASkylinedt 4 E B F0 35
BIHFAEAKBIMRM B F X FIQTRAPPEIMRMfil & EPI
XNRTFE. RAEETNRAEERPE—HITHIEM
#iIN, RI\E—DRKAMRME F 3T 5947 B3 i [ F0
MSMSRIEH R B F 5L e NN TR RiEEH

# 1. MRM R o 25 45 1

Time ( min) A(%) B(%)
1 90 10
15 65 35
16 10 90
18 10 90
18.1 2 10
22 98 10

The MIDAS™ Workflow
a MRM Initiated Detection And Sequencing Workflow
6X“ ] L ERE 2 MRMBEF-0f

— MMMWPSGYEC\AKVMFWCY&ED iy =J R
PFQETRITE) DPHWYKAKN CEED < %
s mREn |Pnuwu><nﬁamuﬁml.s\. SOVLTTVANVE
EAORE N MPWEHGKITREQRBR S 769 | ovs [IICCISETTTY
0 BT ESTHYPGDYTLCVSCOGKVEHYRIMY
- HASKE 0T MOLVEHYTSD a4 [EQ) SioeevyrEnLk
ADGLCTRLIKPKVMEGTVAAQDEFYRS CORRECT oo
e ETe, | cerconnid CEEGRVMGUTR
: & GNKVAVKCIKNBATA | .

| QTRAPH 4 #- B SE F
W5 ERENE

10 T 08 1 R G 0 P

II‘ ﬂ L .I
1. MIDAS I’T E/}!LE}ZO

BAKXHILBHIMRME 73X, REBHEFHIMRME F
o FH—FHMADP. CEERIESEL

HAWERRIE5AF, Turbo VIVEFIRSE
H: gasl, gas2FI= A= A50psi, JFRERHK350°C,
M3 B & 45500V, K AScheduled MRMTMEE #4746
M. MRMANE DR & 530%), M EIRE 0.6
o EPHIHEERAE 10000 Dass, FAMERESEE: 250-1200
Da, DPEB[E50v, CEREE40+ 15V,

LLOQ

BBAMBAEAERIZLL A RREIMANLE
AEAHRYT, FAFTAREMEFE2ug, Mk
HEBRAFCABAEATHNRBEEELNER. A
MultiQuant™# 4 B &R HLFIIrEd LT E
CVEFIEHRE
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AELEENFTEAFRRRENEXRIE—DF
EIERK, ARETAM, —EYFES X R bRER,
EAFTIEFRN, LB, £MEE, £F
— YO EAREEES R, thmmiE,
T XEYMEBTEREEE —EHNEER,
FrIAFR AR A Triple TOF®FIE & G FProteinPilot™
BHALEEXEYTHAEREENEAR, £
F B TripleTOFPRIE RS2 A EAREERE N
ProteinPilot™EL -tk 69 5 B EJR 4 R S A
SHREES . MARMNEENCBINFIEYMNER
B, XHERANRA S 7EProteinPilot ™I 4 AR E—
Ly fEIRME AR, FALRAZHHKEIE
RO, BMEBRENBIRERS, tholld
B ProteinPilot™E{FF B R B e RN EI TS
SRR Y. BRIEERESNEAEIEENCBIN
Shfiblasta 4, H—HHINX LR TR TSR
M, BIEFROEKE, RBERK,

BAMNEREBHEBILEEMNEASERE
EHTRENELRENEAR, ATBEARE
BEARS, MEBMBEZXRLRIER, FFNE
THEAREDHEARZES (LE2) , XBER
BRIrAXEXRAEEHRLBANT EMBEA, BLX
HWEEFZBAMTLAA. BRIRNI LIS
ENMRMAZERNRAETXEXALEETER
ANTHBEAMIELRE (LERAES) . XFIRRMRM
TR ERLEEFRERBRUEY, FFUEER
{TRETFZMRMAEN F75% o
MIDAS™ MRM

SCIEX QTRAPRFI R &AM H BN =Bk
MREAFNSEREEMRMARN S FH SR EE
MR B FREEPIAAEE—RE, Mo USRI

MIDAS™ T {E57 %2, XFEMRMIET ISR K &g
HH—FSHIN, BROEREMEMAMRMIE, tbanFk
N E ABHNFIEMRMA AN TR AERE, &
1552 INIR BB AOMRMIE, BEMANZRE
it B A R A B MRMIE ITEC 2] 5 9h— MK,
HAZEENGRISIEA, ME3, XiEEREHN
MRMIEFAR—ERHERATEBLHAKY, TE
MSMSE 3 #—H#IA

2. ProteinPilotBlF B BT L FERNERLETHAES
KXEAR.

MRM

BT I R E A A FFEMRMAG I 77
SETELESA . ¥R, 4N, SRR, LRAM
4 A R AR SR P AR A AR IMRMIEE , FE4E
5 P4 5 P AS U 3R RS AIMRMIE, JERR Ti% 7
EMET MR EN, LE4, BEBHMINE
ALEERNERBHAMRMIEE, STEHBAEHIA
MRMIE—Z, FRRLLFABHIZBATER, 2
BERE, WES,

T Y SRR AT E BB A IEMRMAS T 75
SETELEMSA . ¥R, 4N, SRR, SARAM
4 AR AR S P AR B A H AH X FIMRMIEE , FE4E
B P4 5 P A SR E RS FIMRMIE, 1ERR 7iZ% A
FRE—MRMTEN, ANEBTMINBREANS
BRERNEEHEEMRMIEE, R ¥ERSER
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FEBABA,

AN B BIRHS A FIE B & B 42 e BIAROR 7 8%
AR ugM¥REAR, AREH TSR
MRM 75 &8 A FFIEMRM 7T AR E &K E 21
MR, BAMBAEZAM2 g BB, 8 MHE
EE3R, REHEBRAREEERNERDT AT
4ng, IEBALLBIHN0.2%, MangZl2000ng=ZHR
RTMNEELM (LE7) . BRARKESENR
1XE|20ng, &wIEBALLBIA1%, M20ngZEI2000ng
EURFMNERLNE, ILES, TE2EWNMRY,

i 200G 1p099)

-

| ActualConcentiim | Num Val| Moan [StadadDe] PercomCV | Acowasy | Valwodl | Va2 | Vol
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0100 A I e e ime  doe
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8. BABLANFAHNRKEERNIR.

AREREFMHET, CVES%MA. XFHN&RIEE
ERNRMKRESALLETETHEEEIAE
RAENEHE R 77 I E R 5t DU AR i 2
pIESY AN PN SERIAN: AR YN-=RE 0]

=
Eo

W BRI AR 5 R S Fh kR A AR $ 7 —F
iR, RE. RE. BENAX. XAXNREE
o] PR EE AR B MELISAT A PCR R, AR
B AR TTA O] IR RSN S A Y Fh, T
F ELISAER R/ Ate MEF LY, FEAMIDAS™
TERETNETENREN, #1T QTRAPPZH S
RHEFBEMRIAMEE, SEMENAABLERK
T BB AR

AXGH T AEYFRESTHN—FE AR
2, BIASCIEX TripleTOF®ER % Rk R ERIE R S
ProteinPilot™# F £ EZNIFEE R, REHHT
HEI R LTSI, B fTblast iFEHE
HIERK, SREEFISCIEX QTRAPPRIZER % it fT
MIDAS™REE, 8 &R AV IERRMRMAS I 77 7% o

ASCEEST T RS A FN3G 4 FRIRAS W ESMRM 7
&, RRFPUFTEEERSHREE. M.
ENMMRENLEEERNR, FEEDH EH
ENBRFABHRTPEIXNGRA, RBPLFET
2 PNAEBENEASBABAR G AL IR
SN, RETMNBTLHIREREREZITED
TXAEEBANMBAMGH LLFFESE,

ANXEIHMRMEN T EZEEZH, FTBE
BHTELAEBNASRTELRE, TJMEERXE
WERAFBANBRFBRE, HFEZAEEFRY
By M, TR AENIIAIEI R Z N A F
MRMEBFXf, —NI7k R0 I ER 4N S N5,

SCIEX
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X500R

B, HiEk, FIF, HE
SCIEX, WARAZFFF (R ), FEH

REREAETNHTEAGRTERED . 5
BT IR, BRHEZHBRAIER. BER
BmERE— MIBHEEHRENE R, Flt,
AHEEATRERA NRIAARE—ENRTH
R, NSRLEFBERSHR EREKR; ATOHE
XEMER, RIMEARNEFTMNE, F S RNEFRE
REERRTPRINEXAYUEINREER RH T
RIFERERLFRELIANES, RERATFIE
SRR TR ANREXN KAVRTT 259 . REYE
ERS ThEEN NN AYRMEEETTE, ERINE
XE, FE— MEEZMEYRMN. ALTEDR
%, BTRERS FERMED—RFIEBRK.
YVIBHREERAHY], FEit AR RRFAERKHE
EREEN; RASE (RERMAT TJRIEERING
YVRER) FIRRAENEARE. FEE. EE.
RS, HEER. RS2ENFIHMN 6 £RE
mARERINE D BTN, REEEERER.

BT SCIEX &#e 2 ¥R X500R MREMSIE
R IR TR, —EhEEE, BE—RB
WREAMN —REAIEETTX BRI2REN 50 £
FhABERINZMHE TEMRIL; AERERBER
TRERTIL, RN SIEXRIMADHITRHE
&, FRAEEINELESE; 25 8 SCIEX 0S &
BRI $URRE. SURLESY BT
ANES, THEREEMEN. E6E; 2750 &
T ARERIEERMINSBEERRENREET —F
BN TR,

WEBRTR EEEERE. BE. BE. i1

K. NERER. B5RENSIMNN6ERE
mh, FrEEfTREE AT RIRE

X TOF-IDA-13MS/MS R #ITEIERE, —4
R, THENKSERY—RBFN_REAE
FEE,

BEFEHRER. BURSH. RENE. &
EE X F R R XA M TR, RIE

NS REER M
MRS, MWFRNFEERETRRLE, &R

=11

EW B UREFTRETEN.

X500R

TOF-IDA-MS/MS#(1B R & R R 3R S TOF- MSH
TOF-MS/MS

SCIEX OSER it 1T BIRA T, FERMLER
RIEFEERRFTR, EHERIRE

1.
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AN 5 mL ZE#R% 2 min;
YRNE 2 min;

W EBRAmE 1
BGT 0.22 pm ERRE BRI ;

o UoA W

®i%HE: Phenomenex Kinetex C18,
2.1x100 mm, 2.6 uym;

1. BRFBERMK, RERABR, REESR
¥ AEHFRE 1.0g HRET 10mL BLE

7£ 4°C, 10000 rmp £ T B 15 min;

PR
Time (min) A(%) B(%)

0 95 5
5.0 55 45
15.0 20 80
20.0 5 95
25.0 5 95
25.1 95 5
30 95 5

EEFEN: A: 0.1% B K;
B: 0.1%FE ZiE;

MBTER: A: /K; B: Z8;
RIER: 0.3mU/min;
& 407C;

HHEE. 10l

¥ A TOF-IDA-13MS/MS;
BFIE: ESIE

F#ESERE: m/z 50-2000
CUR Gas: 30psi; fiES CAD: 7;
IS B E: 5500V/-4500V; JERE. 600°C
E{L= GAS1: 55psi; B = GAS2:70psi

DPEE: + 60V RHEREE: 35+ 15V

Source
Parameter

TOF-MS

IDA Criteria

Ecuds fome candt o

TOF-MS/MS

SCIEX
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—SHEERF 50 ZMARERINZS YIRS 45 -

B 2016030 e (et 3 PP s o T s o0

IR, T

wices

T

(e il T

1. 10MRFEIRZSRANER (20ppb ) , REUET
A (XIC) WEPRR:

120975, Experment, {700 1000y 265 0754Da
Midazolam / 8.508 Tnazularr? 10.005
3504 Diazapam / 10.528
Alprazolam / 9.845
3004 i
h
o 2%t |
8
S o Estazolam /9439 | |
] Chlordiazepoxide / 7.308 ) ‘ |
§ OXAZEPAM /9.188
£ & | M [
|
1o N"'ﬁmmm“ ‘C\anazepam 9860
[
506 “\ lu‘mazspamrgﬂw
e A JUAL - |
1 5 0 85 90 95 100 108
Time, min

2. 7 FhEEMmyEEZY) (REH 20ppb ) , REET

E

[Sildenafil XICirom 20160930 wif2 (sample 3)- 20PPB, Experiment 1, +IDATOF MS {100- 1000]. 475 21220a

Ted ‘Numens\\denafﬂ /11301
Homo Sildenafil / 8.963

Vardenil/ 8963

7.4 Sildenafil/8.739
Nor-actidenafil/ 7.946 Nomeosidenafil / 12.856

Intensity, cps

Hydroxyhomosildenafil / 8.608
Homo Sildenafil /9.115

N
Vardenafil /9.115
Nor-acetildenafil / 10.708

o4 Homo Sildenafil /7.

[] 1 ] [ 0 n 12 3
Time, min

3. SMURRKZAWIRINAR (20ppb) , REEF

E3

3z
i

[SidenafiXICirom 20160930 wif2(sample 3)- 20PPB, Exporiment 1, +[DATOF MS (100- 1000 475212208
Ted { Nomneosildenafil / 11.301
Homo Sildenafil / 8.963

Vardenafil / 8.963

- Sildenafil / 8.739
ol Mor-acatildenzfil/7.946 Nomeosildenafil/ 12,856

Intensity, ops

droxyhomosildenafil / 8.608
Homo Sildenafil /9.115

M
Vardenafil /9.115

™ Homo Sildenafi /.
Nor-acetidenafil/ 10.709

() Il

6 1 ] [ 0 1 2 3 ] [3
Time, min

4. 6 THEEARIFAR (20ppb ) , IREVEFR
(XIC) EFr=;

2 (sample 3] 20PPB, Experiment 1, +IDATOF M5 (100- 1000). 280,121 0a

4544 [Sibutramine / 10.912

FENFLURAMINE / 8.553

henolphthalein / 9.754

25041 Caffeine / 5.288 -Desmethyl Sibutramine / 10.494

Intensity. cps
=

Ephedrine / 4.082

] 5 [] 7 8 9 0 1 12 [ 14

Time, min

5. 5 MEEEAREIRAR (20ppb ) , BB FR
(XIC) ZNEFF=;

[AtenololXICrom 20160330 w2 (sample 3)- 20PPB, Experiment 1, +1DATOF MS (100- 1000) 267.17+-0.10Da

Reserpine / 10.985

Intensity, cps

Atenolol /3,860 Clonidine hydrochloride / 8.510

trendipine / 9.346

Fe!rmpmz 19397
Al

Nitrendipjne / 13.200

Y TR R T T I

0 12 13 W 15 1B 17 18
Time, min

SCIEX




RFRHLZE (REBRMTUEIERNNY
REE) MYUEET 5 XRERHETHE, HER
BBk, BEAESE. BEEK. TURT X, HEERKER
BRENERE, H 19NN ERBERIFERR;

5 SHEMZ X500R FEMRIEEIEL RN ATE
BIR] HIRR, KEAFIERBMNEZ R RESE™E
MEIER, SEMATR. FREM. %55, #0458
fE. FARREERZ RRFDIHEKESEER,

2. 9

9 SHMARBEEERRER, BEERET
HA—E28R#ihY, HEMRERARRZERY, T
BIER, B2 KHARBEFBTIZSEHILTH
MHRE. R, BEFRMR LS.

1T

K i B AR 4
Sample 1 B2 i
Sample 2 [£3 /BN Wil 22
Sample 3 G2 B &4 i b
Sample 4 U972 TR 3l bk 5y
Sample 5 e s 28 5377 B I e
Sample 6 BAHR 2 A o A
Sample 7 Pl A R p b 2l
Sample 8 W I8 £ e
Sample 9 i i 28 [ Fr
Sample 19 | |

1. 5

5 SHmARMEEERERER, ENRHE
MEER,

AR A A AR S M E.

- Ml%ﬂ‘

FILEL (96. 5%) v/

17 SHAARBEEEFARER, HFEER
BoRHE ARERIEE T, MPAREEARK, E
BREEHEE W13

| SRR
ol WEIE

o

ol CHEEIR

94. 5%) v/

SCIEX
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BEEXRBRETZETRBAHE. ENE.
EE, BERANEREMEAK, T—I 92&1%%3:;
£, BXRA ENREMEMEREN, LEEX
TEHsnEEHE CERF. BF. SMiESRHN
BE,

IIX

7SR AR MR EIEE L R B RS, IR
HBRET 7 SHRTEERIIARIR. IR, Tk

SIBRSE 3 7 PR, 1RTIANR. AR5INtEREH
IRKBERBZSERAAR HoaEsRMmiE, PEmAR

RERZE. SRMAR. Kb, F—ENFERE,

AR
mﬁﬁ?r

STO:AEFUA B
|

ZARVER Ak b — BRSEREAE 75, MRERTTEM

FIBARY, SHEARMER, BHk BHER,

2. 4

4 STHEMARREEYERRY, TERTHE
MAERE, WEERBFHIPERFINEIFHEE
HER—EMFERED &

faprirsa
“ mEEREY
o)A 5}2" v

7—&&%1#'142 (98.6%) v/

JEHEREREEE

|

§ o] S7BEE |
mﬂnm/ \
£ /

XAV ERNANEEE, BHEHS
“TIRERR 7Y MBAMEIFERARERR,; XLk
ZHYMBEATERE RENERSA, BEIR
AT, ERRMEFRORAMRE, WRKHKER
A, RESERRANRLENERR £, B
ESHRT,
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1. 12

125 M AT P EFREHNE K RER,

PR BRI ATIF,

BHZRAM; FELS

RERPHIEZ FIMAERIFEMARIE AT EFTIER

*NEThEE

- l
il
it
g e |
o m: | \
- \

Hh;ﬁﬁ/
FH.LJaj-M'-’

[rr——

l_ |

ZAREEULR (100%) ¥

AR RE

; HEERETR 14 SHREFH

2. 14

14 SHE R AFE RAETRRERE M,
IR ERX, A7 FERAAER, &
Bo—BFER X
{‘mlﬁ_%ﬁjto

BEERE
ﬂbukﬂﬁ'/

ikl J.+.Llh -44:.4 A2 Mi’

= i) ol

ol CsER(97. 4 v

- |
| STO:fhIkRIE
I = |

. &

o \

- \

EREELEIRES
XLEAE RN OEFR”
N ERENR ARE. ERATE, RH5ILXFE

BT, KBKXERA
MO RER, RIE

€. SHILE. B2, EESKR, &S

NEEOAEThEE . DIMIE &R NEERE. KR

H, *<SBRAZTEAE, G LR4EER, §

EMERE, EETAKAMRE,
HEERFAERA.

1. RERIELRFMNEIBR LR, RINADLHE;

2. PEYE, BEERRBRIEEFNFEL, FNEX
UZTGARMAE, THPHKRATE

3. PUES, HREXRERZRRIFIEXR;
Ffib i 5 BESL R Bt H
Sample 1 MREEH | e
Sample 2 b I —
Sample 3 Ay |
Sample 4 ) I B 5 %5545
Sample 5 &1 5 e e e 7 ] 5 # /K
Sample 6 N S
Sample 7 P pE h 24 FFINEEE . BT . 5 50ANR
Sample 8 FeA=7iT S R —
Sample 9 [ JEREHL T
Sample 12 EIN SN LR E(
Sample 14 AEPH H fthids B
Sample 17 o 2 e T AP

SCIEX
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. ALRETEHSHPTIE X500R REx 6 2K
RERFS0ZFIEXFINAYRITRERFZE,
HAGHOMIEXARMAY 2 AN, SFEEME
3, & FIAHR. BRSO FEES . BFEiE.
B EKZS W,

. SRS —REFHREE ( TOF-MS)

MZFRERIERE (TOF-MS/MS ) , EE45RE
B EE, AERERTESTRERTH®,
IEK AMADHITERNEHRFE,

. XS500R B HIESRARMIFE R, MEMTE.

BE. RENLSE, ARERIEXAFINFGER
®" T —ESRNBRATE,

. X500R KAEHOSHEER M, LR MHRIELSIRE
SEEMEE, RE, B

67
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X500R

B BB BER FIE' FuE
SCIEX, WARAZFFF (R ), FEH

HYERREAGCEENERKEZ—, hE
ANGEEREZNEHBRE, EAR=ZKEEERR
FEBEEENMA Y, B REYHANXEAEHA
LR 4R [ R 4 1 45 Fih B8 2 AR T VR M W R A9 A AR AR
5, hEEFMEDIRNEE. RIBEECERE
HY &R 95% W EMBS v HM=E", BT
HH=ENERNBREWRE T Hh=ENESR
NME, FEHM=AEER FEFRMENAREFN
BEthER. Fit, I TEDRARNEHRERIE
BEatma, HBRZEMNENEEREMM I
REE AR, FEENTSEEKIE. AXKASH
WA BB A S 0 FUE X X500R (B 2) B
ST ERAEY R RN E AL R
Ik, ST EYHRFEAITERME AR &RER
IR T B R,

1
9
CH2 0 C R1
0
u
CH 0 c R2
1
CH2 0 c R3

1. hM=BEM B3R EMAE, R1. R2. R3ZE=MEHE
%%: Mono-Acyl-Glycerols &H —MEEESE (MAG) ,
Di-Acyl-Glycerols 2B B MAERRREE ( DAG) , Tri-Acyl-
Glycerols @B =/NEERAERSE (TAG ) ;

. BHREE, rRaAMERRAERMN, Fitka

HERFIFKBELHEE;

. RRENRERESR, HREYE, PMUHFEE

NERRS, FUEUHRLAEFBROFER
B, FERFRRNFRMOPE. REUE. £H
2%, ZTUMRIEEMTERFFEEEANAER
ER;

. BTIZRR RSN R BMAE L3I R

B, TRRANAENMASHZENER,
BERAMNERAFTR. Eit, YTHFH
R, #RBEFFERRILTIEE/ILE MR
ELEARMTHNFUER TN, HmRER
BEX, FEFBEREREIETIEREM
HhisEfR. TRAFMARNUFMEENER
HBBMRES, EEAMHEFBEURAFML
FHRRE MAIE RTIAYRE

. AT RAMTEIERSHHIMIEE, ELZMER

NTE—H, BETI—F, BEIEZE, ¥T
ERAMIR, ETEMNREMIEERELEWH
B FAD;

. AENREREEKR, FETNNRMAERER

WrRASAZ ENE, NMEBRERLE
ERETNERXEFLEY; WTERLS
VIMENEE, FRESHEIRLE, EBRE
R TIE ER R HETEE DT

SCIEX
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SEHRPAENARAER, BRBRERIET XE
BIRMTEREMERM; ARLKESEHFRE
T290 MM, MHTESTFMRETRE, &
SRFBITR. BeMFRZERA— N RER
mQC, BEQCHERRPAREELRENME
X, EEMKRARY, RMZNUHFAFBRT
ERTFIEN TR ROTREN.;

4. KA T89S B A M LipidView
XA PR BE R T AT, 2B A SRR E
60k, LN2.8FBERMM, KT600% FhAsk4F

ZERXASKREE L RIS D PRI R BT, FEEREAE LIS E
X500R BLINEIR AT & B4 A Bt £ 5007 th RBE, BIRCEREFERE, ZERAZTER
RS, FEREFNBATEDRARNENRE RERDMAENTER; T ERESHAK
AN = BRI AR FPIB R Y E & R ME APk FASAZERE, AXBXALTINAR
ZIERNBE R T DA MarkerViews TR T, BEFTPCA
1 S0 3 RS ch AR 5 7 FhAE A A T-test 47, REFHLFEERRUMNELRER

e SRSEMOH. AH. TXoh. EH e, HhEa 739 miEE, oMiEEiE

ilgsE; RARMEIEDFHRMASCIEX OS#HTT
EEBDHT, RREILEAIRICY £ S MiH P

. ORAH. ZROH. K20 (E3) ;

p _— BT
7 -

E\é ® oy « B 2@ 5. ERIFICH 39T HMAE A ORI
e - e e RS BHE AL TR (01 2 T 7 A & SR B
et e CORIIEST, 3B AR AT s s 2e s
ra® b &é; RERETTRA AT, BAUDRTIA T He0 R
e m ma P ERRERE— R T AR
WEGBLEIRITE. ~HhEs AL EENS

3. 7FE WA EY B A, ERX;

2. HoTAEEERE, RATR/ER

B (171, SMMZEESE ) BT E BRI,

3. RSP R IEXS00R M REME F,

GAEHRADATRMNG (DBS ) e, % A SCIEX ExionLCT™ AC;
WEBRAFBEEET (100Hz ) FRFRBS ®1E4E: Phenomenex C18, 2.6um,

. BRE. BEHRE, RIETHHRESEX 2.1 % 100mm;

69 SCIEX



RENAE: AMEAK/ BB/ ZEE (3/11, &F 5
mM ZFR5% )
BIHHARAE (&F 5mM 2R ) ;

SRER: 0.35 mU/min;

BIEERE: 60 C;
PR 2 pL;

HFRRIEE: 15°C;
R BRI

37

IR RARFES ORI X500R B4, X
FH TOF MS-IDA-DBS-MS/MS Hi 7%, —5tHiEFERE
RS —RM_RELR;

BFRESEWE .,

RREW BHIEFTT 290 MER (IEEETF 145
N, BT 1451 ) ; BMAER—EBHTE
&, B QC . FEHIFIER, F18R 6 MFA,
ZET— QC # i KEBUELLEIFR 24 MFEAX
KHQC M, BFEARARNEERND TERE
FHETILREENER. WE4Fx, REMNSE
REHRBXR, =ADAERENENAR AL
BTUMNES, RAUSRNEFBERNTERTI
BENFMILFRRREN, RIET B ROTEN.

X500R (100Hz)

X500R RAERKMNFEER, —FritFERR
BEOFN—RNS RN _RNER; BEIER
0.2min, KATURER 154 =, RIET EEE

Table 1. lon Source and MS Parameters.

Parameter Setting
Curtain Gas (CUR) 35
Collision Gas 7
lon Spray voltage (IS) 5500/-4500
Temperature (TEM) 600
Nebulizer Gas (GS1) 55
Heater Gas (GS2) 60
Declustering Potential ( DP ) 80
Collision energy (CE) 40
Spresd Collision energyl CES) | +20
TOF MS Range (Da) 100 - 1000
TOF MS/MS (Da) 50 - 1000
DBS On
Candidate TOF MS/MS lons 12

+@XIChrom OC.wif2 (sample)- GC. Experiment 1, +|DATOF MS {100 - 1000} T0560+- 0010 Da
M/Z 338.3

]
, ‘ M/Z 907.7
-] M/Z 750.5 ( nn
% 45 ! +
i :
To®

16

%) | x —

1203 4 0§ 8 7 8 8 W2 o@ow B K TBB
Time, min

4. QU RMEEMES;

Wi, FEARE—RAUEETRE _AREEESR
EmN ¥R (R) H7E 3000 &4 (B 5) ; EE12
INEFHERE, REIRZEE IPPM MR, EFBSHE
WE (E6);

Dynamic Background Substract
DBS

T DBS MR RN EBRESBE FHTIL,
RIET BN EIEHEREIN _FRIERENNS
EE; WE 7.1 Frax, FfTEE 149. 205. 471. 601

SCIEX
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C from Q1.waff2 ( 1)-Q1. Ex it 1. IDA TOF MS (100 - 1000): 565.568 +/~ 0.010 D;
W;no', wifiZ (sample 1) periment ( ): 2 M/Z 565.5, MS XIC

16 0.2min/15Points
50%
[
680 665 670 575 B3 685 630
Time. min
Spectrum from Q1.wifl2 (sample 1) - Q1. Experiment 1. +/DA TOF MS (100 - 1000) from 6.743 t0 6.791 min TOE MS
149.0233 R28392 R36010;; <s6¢
& 15000 7505583 R38955
g R31703 Raz0 e 7515623
@ 471.4050 4
5 o jssizss PSS anmases ‘[5'3 6034887 Ismw 7645755
= R R W TG T (L i T
200 00 400 500 700 200 900
Mass/Charge, Da
Specrumfom QT2 (samele 1) - Q1. Bperimen: 3, DA TOF NSWS (50 000 fom 6762
Frecurscr 5656 Da. 1, CE- 40 " 12 565.5 MS/MS
2 w R30227 2824788 | 3103102 R32011 R32711
2 200 5655654
12961 303.3265
:E  w 2% 547,547 {
£ 1L )
100 150 200 250 300 350 400

Mass/Charge. Da

5. TERBRAREEE
WE;

T, ®EOPE. SREE. 54

s | Sy | Comro| o | P | Comd | ot | oo |, e
5 |ac TAGSZ1 | (35H10406 676817  B788179 1040 v 09
10 |ac TAG522 | CSSH10206 876801  876.8008 | 10.39 v o8
T e TAGS23 | CSSHI0006 874786 8747851  10.18 v 09
|12 e TAGS24  CSSHIEO6 872770 8727698 995 v 04
B TAGS2S | CSSH9606 | 870755 8707542 | 971 v 04
[y 1 |ac TAGS26 | CSSHI406 | 868739  B6ATIH | 948 v o7
Sample | Component Precursor | Found | Ecpected | ME |
Index | e | Name B Mass | At Mass RT [ Em— ‘me Tops
1| TAGS21  CS5H10406 €78817 8788165 1040 v |7
2 ac TAGS22  CS5H10206 676801 8768014 | 1039 v |01
BERRCE TAG523  CSSHIO006 G74786 8747851 1018 v |09
4 o TAGS24  CSSHOBOS 872770 8727698 | 995 v |09
5 QC TAG 52:5 C55H9606 E70.755 8707541 971 v 0.5
s e TAGS26  CS5HO406  B68.739 8087393 948 v 05

6. ES1 2N, REBRZETE1PPMIAA;

0558

Specnnfrom 1 il eample 1) - U1, Expeiment 1, 0A TOF NS (100- 1000 o6 743106 781 min
5,_3.3-;;1 ysw \ TS

4901
‘xmj D ma.
W M B0 B B0 80N 0 B0
MassChatge. D2

/ \(mgs sy 1[5
/\ \ L hu
HC o Q12 s 80222 o L0360 W o 182 52050080 o- OG0 X G2 s 414084+ 00070 [XC o Q2. 0 486 -0

Poory Py A 1

Time. mn

Twre mn Tene, min

7.1. TFIEARDBSINAE;

Time.mn

RRWEERS, ERERETRERZEHEN
BikilE, FWASIT-REER; KAmyTHELEFE

RERENEHEEMH
iJ DBS TR T MR ESREN R
A EMETRMET RIFNFE.

Jﬁiﬁﬁﬂ’\];ﬁ%ﬂ‘(ﬂ’\]%%%é\%.
@-LEIM%
g ( . 7.2),

Specirum rom G 2 (sample 1) - Q1. Expeineet 1, ADA TOF MS {100- 1000) fom 6743 106 791 min

19 U8
: o B BB 04 gl AL
L(((J B S e qag) | T | mes
bhots bl AN N ¢ el
WM B W N W N AN E W W
&5 Charge, D2
B A—REEE 565 BEFIRINGE 565 BFHI—HKERE

00100z Speckumfrom Q1:4ifE {s2._{30 - 1001 from® 782 man
Precursor 5856 0 4, CE 400

Soectrum froen QT2 (52, 0 from B 43 0 6781 min | 20C from Q1 il (sample.. 00C): 565

EYETEY
WassCharge. Da

Mass Charge, 02

7.2. TREARDBSIIEE;

RIBE RSN R IRE " HE R T 95% Y
WS AERERE, B D2 B IERE . BEE.
BER EYEBEERZTERS. ZERXAE]
BIE RE B LipidView #7047, LWERKP
FERSEEHH=AE. BhTREMEFERERR

EREEEREFERRBAREBNENMENZ
R E, E 7 Frw, WHB=E TAG A4,
WEHM%Z, RENEMEN, FEEFEZE—1IVE,
REBRSE]EIREE (B 8) . Him=RMEEFmM
FELLMSENKES, FENEREEERETF
EEARMNIEIERYEZ ERME, #l20 TAG 52:3 &
EEHB=BMNERM=FNE AR 5% H K
(18:1/18:2/16:0) (E9) .

HBBEERRYEEINHENERE, TEZ8
R B R EE SR T E 4T, 20E 10 FErIL,
eSS BRER FFA 18:0. FFA 18:1. FFA 18:2. FFA 18:3

{REB a1 2948 0.2min, JVEBLSIRBHER,

SCIEX




TAG 521 XIC from 4-13WAfI2 (asmeia 1) - 4-13.

:rj 1?-{, ﬂ‘““ TAG 52:1
.

o6 -
J oo [0

S o TaG 524

ol

Tirne. min
TAG 528 XIC from 413412 (sample 1) - 413, +IDA TOF MS (100 - 1000): 870 755 +/- 0.010 Da

- Noe TAG 52:5

%0 55 160 105 o s

8. HiM=AER BN HME;

TAG 52:6
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IR AR EIARIC Y ; B BIMFRICYWRASCIEX 3. Serena Indelicato, David Bongiorno, Rosa

oS o] U BIEHRIEMNFITEED T, MEN Pitonzo, Vita Di Stefano, Valentina Calabrese,
KFEH#R—FSHET EZERUEYNELRBTER Sergio Indelicato, Giuseppe Avellone et al,
iR AR AR, Triacylglycerols in edible oil: Determination,

characterization, quantitation, chemometric
approach and evaluation of adulterations. J.

Chromatography A 1515, 1 - 16, 2017,

1. P. Georgios, S. Aristidis , F. Camin et al, Food
4. Wahid Herchi, Faouzi Sakouhi, Sebei Khaled,

Yeping Xiong, Sadok Boukhchina, Hbib Kallel,
Jonathan M. Curtis et al, Characterisation of the

authentication: techniques, trends & emerging
approaches. Trends in Analytical Chemistry, 15, 2

-41, 2016,
. . glycerophospholipid fraction in flaxseed oil using

2. Fang Wei, Na Hu, Xin Lv, Hong Chen et al, liquid chromatography-mass spectrometry. J.
Quantitation of triacylglycerols in edible oil by Food Chemistry 129, 437 - 442, 2011;
off-line comprehensive tow-dimensional liquid
chromatography-atmospheric pressure chemical
ionization mass spectrometry using a single
column. J. Chromatography A 1401, 60 - 71,

2015;
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X500R MRM™

W, XKE, BEE, FUFE, HXE
SCIEX, WX AEsctFFwy (4R ), FEH

LRIEEXNLED (perfluorinated alkyl
substances, PFAS) MIHEFREIEMFIZKAELL, B
FRENDIEMCEEREGS. RAKERNE, ®
T2 ATIWEERAEFERAE, 25F5 A1)
EIEEMETINE RERN RV RERT
5. EE, PFASTERCRMIBULERT, £5%
BEERNRIFT AL ERER, BERYENZBETE
BNNAEDERARHBR, RBFEFTS. BREK
. R THIIA R B ENSERE,

ERE, EBEREIZTINAREKIEL
R, RRBER, SERENEESHTHEE.
M. REMS. BERARKE, &#XBHRER
U, MA—7AHE, SPREENRAHERNTESE
BIEEMAKRKZH . HA, XAELEREMIRA
BSRABERAFENPFASEUENNEN L EE
EREE

BREAERFNRSAZTEEREE (GB
31604.35-2016 ) 38 MiEfdARLR ] FPFOSH
PFOARYIEM E BAEIE, RHERA1.0 ng/g, E
=R 42.0 ng/go

2006%F, BRESUWBIT RN, REMAPER
FIRERR N ER R = BRER0.005%, X
REERBEELSEEZ RSP RMPOFSEMAE
.

PFAS

X500REEZAT- KT (B Sk R, AR VA&
ROAERE, BeHDPHENMEHMRM™E
£, AMUEBIINE=ENRTRENEEY
B, ANAERNESDH _RBFHERTIME
PEE&RAX, BRTHTRMEMAMEIE “RH” 30
R, RANRESTRVUNETBMHMREE. Turbo
V BFRMSBS#AEOTHEAMEEFREX
REXRAR. NENBHRECRLI T BTHRE
£, BRBEERNSDIHRETLL,

AHETENEMLE, XNTNBIHESTF
Et#iTE DT,

| EBMMRM B FxEE |

| &3 Scheduled MRMU® J7 % |

| SERRERKERERERO
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2. MRMMPRIETRER

BRENORAEEMEIE®E; REEL: RN
EIJ—FO

2.

1255

60% 1 SRt iATRHREY

R AL 0.1
8, S, OB
Fi, BB

EIESERARS T WAX SPERE
HBURICT 1mUBEEER

i30.22pumiERE
G2

3. REURLRIZEL

I FRTANETT 3522017548 190 Ly R 1L
ARZEFEEZR=AE ( GB 31604.35-2016 ) ;

AL g Es MERERRME, 8. —
RMEE. BRI BRTER. AHEREES;

AEMRTENEZE. BEZANBELRZSEH
EEU

@i+ . Phenomenex Kinetex 2.6 um C18 100 A,
100%x 2.0 mm

REntE. AMEAES mM NH,ACIKER ;
B A &5 mM NH,ACFES;
0.3 mL/min;

R 40 C;

WEHTI: BRI

RE7%: Scheduled MRM™EE;
ESIEFIRSEL:

SASCUR: 30 psi; WIESCAD: 7;
ISE8 & -4500 V; JBRE . 500 °C;

ELSGAST: 50 psis METGAS2: 55 psi
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oSgtE AL, FRSGFMNRR.

EERHEF
MRMEFX T UBERAHABTREAN, TIBH
T X EBRE R RPERAS A AR A, R RIE—ET#E4E
REIRETE. SRENEIERE,

EREFAEENBOR _REERBRAETS
ANEMRM™FR R, RYER GE AR E T AR A

EFESNZREABETFER, —BREB%E, 5TL
Fo FEETEERNAEY, TTRIEIZITOF MS-
IDA-MS/MS REAR ) BEIEEE,

BIUEN=ZENEIMRMB FXIEE T L

%, BEENEFMNNARBIE, DPEEMA
EhE, WERAFFR.

l Scheduled

4. Scheduled MRM™ /3% SRR =R

FELERFTETTET, 17FPFASELEWIMTOF
MSIEEE FRE, WESHR.

1.
MRM™EEHMTOF-MSEEMLL, BERNTE
M mEER &K, UEZBERPRNMO.2 ppbhy

PFHpARI{EEEL A (@E6 )
2.
17FHPFAS AL S MEBB R T XS EIF I M 45

@ PFHxDA XIC from 20170905.wiff2 (sample 10) - M.__Mhr 0.010 Da

3

TOF MS (100 - 1000): 812.941 <~
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5. 17FPFASESTOF MSIREUE F R .
1, PFBA; 2, PFPeA; 3, PFBS; 4, PFHXA; 5, PFHXS; 6, PFHpA;
7, PFOA; 8, PFOS; 9, PFNA; 10, PFDA; 11, PFDS; 12, PFUdA;
13, PFDOA; 14, PFTrDA; 15, PFTeDA; 16, PFHXDA; 17, PFODA;

s r Peak to Peak
e SIN: 41.9
TOFMS =
i Peak to Peak
SIN: 1318
MRMHR 2
6. PFHpAETOF-MS%ﬂMRMHRWﬁ% EHRTHER

EEEEER A,

8, ZMMO0.05 ppbZE20 ppb, LHXRFERER
7 (MNE7FR ), HEXFREEE0.99M L, HEWE
BEEATNRETEMNA, FHEBHEERRPX
ZRMAYRNTEE TRHER,
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s
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os o sss s
1 10 [ss8 s
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B T s
10 1000 (535 553
0 000 535 Et
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%, rA0.99L E

7. 17FhPFASHYZL M B K PFDSHOEEF

RGN ENBFNEER FEELhEE
BRBIISCIEX OSRHF R ERHETIHEH ETHEL
RyxF. FH, RB\EFLLEKRN, TUE
lon Ratios* & FizBipEER#ITHFEE, AU
SEERHE S Rk & ¥ HRatios EL{E Rt BE 98 B W A & Ak
HHERIEE T, E8Hlon RationsFMIAR A& ETT
o

Configure the confidence levels for the ion ratios, as applicable 3

HE—
v

® Constant Tolerance

Variable Tolerance
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% Difference

Marginal
% Difference

Unacceptable

alitative Rull
Qualitative Rule % Difference

Constant Tolerance < 30 « 30 S

Configure the confidence levels for the ion ratios, as applicable

Hg—
v

Constant Tolerance

® Variable Tolerance
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% Difference

Marginal
% Difference
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ualitative Rule
Q % Difference

lon Ratio  lon Ratio
(Tolerance levels based on expected ion ratio calculation)
Lower Limit Upper Limit
< [so < [s0 >=
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0201 < |2 < |2 >
0501 < |2 < |20 »m
< < >=

8. lon RatiosHI FFAAE 75 7R IE E o

SCIEX OSEfriv EMMEB LR TEXRXMES
-k, RARIRELAERR, SR-BTXR, HE
SHEERFR. WEFIR, ERIRETEITZYR
AfREARSIE], RUHIRE, EER, lon RatiotbfE,
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BN ESETERAENATFRECEZ A
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9. SEFRHE M PPFOARIIE 45 R

SMHEMR, HEHPFASSKEHS (FR1), A7
BEERREREHORERER, 1XRBEEHR
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1. FEH A FPFASHI B £,

Detected contents (ng/g)

PFHXA PFHpA PFOA

PFDA PFuDA PFDoA PFTrDA PFTeDA

0.14 0.16 3.15

i

Enb | bob

3.12
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&

By

B

R

KRR

REHR

TR

0.1

<10Q 0.13 0.15

| Nd|OU|BSlWIN|—

FHER

X500RB A RIELE SMEAEHAIMRM T EED)
B8, BUEFBRMNS/HENTFEFLREREEMNE
M. EEUAMERTILENE, RANRES
THRINREE, BERERERNREEREE

1

BB KRR R, SR Laiet
EENES, RARMEEMANRENREMH
SHEE—ENRE, FmEAMNNRE.
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