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EUSHIC

BEOEAFEMDO—RZLEODTVERT ., REOHICIFER
ZEESNCBHOBHHDITH, BETHREPDERYE L
LTRESNBTEDGHD X T FFZEE LC/MS (&, ZEDIFR
MEIRWBZEDINTEDIEN S, BRPREDRAIV—ZVT
FELELVLTEETNBALSICHE>TVE T, SHOMEZDH
TEDEVSIHHIF. DFEREADIK. BV TIVRIL—T v b
oEt. IR OHIFIFEZRIRTED D, REHEKRS
RTRFEDDIFREFHRELED X T, COEMNDEDLLE
FoCVBDERELTIE, REBASNc/A RS2 SANCO/
12495/2011 [1] [C&XD. BRBKIUBEFHROKEBRFEDDHTICE
XAV Y RNUTF =Y a VB LUREBEFIENRES N
ENBIFONFET ., BV VTILINY FICSENDEEICDVT,
SfEEYEZRVNTICERNRA I Y -2V JZHIE ST
DEEDPRESNCDE. CNHHHTDIETT,

EU TlE. BUNZEESRRE! (EC) 396/2005 BLUZFDIEIESIE [2]
[C&D. BEDKRBEEE (MRL) BEHSNTNET, MERIE
I BKU N TlEF, TFEIFLFY M v IR EBEDHEHFESDEIC
DWTC. 17 A=A D MRL BRESNTUVE Y, KETZEN
([CHEZ49 2#REIIE 40 CFR J\— 180 T. BRIEERDHFAFES
RRFEDEDSNTVE T, Fle. PFICHVDFEEDRE
TNTVET,

BRJCIH LC/QTOF/MS #28#{E X (X, LC/MS THRTEDIFE
AEDEEZ. EU BLUKEDEDH D MRL ZAEL FOIBET
PNTBDENTEERT, —MNET—oTJ70O0—TlF. ZSHE
TRIRERIEEINTVD TR TORFSHIRIEEEZREICDNT., MS
RXA 2V F—5ZBAVNTEELNBIIEONF T, RITIRERIDHT
RECESNIEIIAF v VIEEBET — Y DHEBRZRV
T. SiENET—IR—IABREZEHINE. HFEDOD—HRNT
BWERYBLREBRIUBAET DI ENTEXT [3]
QuEChERS #0715 & DEMITY > TILDIZS [4]. 1B DT AE
BRI DDIEREETT . FEEEE LC/TOF/MS Tl UFY
vavydA L, BEEE. B, S5 —2Z2RANT
BEREERUE T, EREE MS/MS [BREFIATENL. 15
[CRBEETSI XY MERIFIATEDBSIICIE. BAEDE
EUENFEDEI,

D7 IUr—va>y /—KTlE. BRNESYI7LUVASHK
S MU (EURL) DF%EEEEED [Check-your-Scope] U X hD_EfIIC

SE#E SN, LC/MS THITES 300 ZBR DRZEICE LT,
ITBEOIVUI 3 VIXRILF—D CID ANT ML ZZSTHEERES
LC/MS/MS S4 TS UDMERMICDVTEHRIALTWVET ., ZDHE.
COEZEE MS/MS S+ 7S U% LC/QTOF/MS/MS D—207
O—D—RELTHAWVT, REBIUFMHYHPDEREDR Y
U—ZV I ERAEZBIIENVE Ulc, Ffc. MS/MS ARSI MLk
BCHERSINCREZ. MS RXAVF—5ZAVTEELFL
Tz. 50 AR ZBR DRELE. REAREMIIN—TICEBIS 31
HORERNERES KUEFHICDWVT [5]. SANC0/12495/2011
[CEo T TDI—070-DFMEZETRITERZRBTLTL
T W—FUBREZIVVID—RELT, 2DT—D7T
O—ZREOYVTIVICIALIEETS. U TILMER LC/MS
BRU GC/MS D TRESNICINCOREDEESN. EE
BERB—HULI Ul

RRFE

BT IVeiinE

MITDOBHRECTRREETFREZEBALE U, Agilent BondElut
QuEChERS Fv hFZAWVT. JIVE/I\v I 7 ZRVRTE
QuEChERS O R VI > TH Y TIVEME UE Uic, IREY
FTAXUVREBSKXUEH (F20U. VEV. JLyOS)10g%Z
50 mLRUTOELYFa1—TTHEL., FCTRIIRDEDS,
PERZRUIOMLT 1 SEHELE U, Z0%. VEY
MEIR—BCDOWVTIE, 5 M KE{EF bUD LER 600 uL Z
MR THEELE Ul #EK MgS0, 4 g. NaCl 1g. /Ny T 7HT
IUVEIE 1.6 g ZSTHEE/I Ty bR D5, EEYes
B 1 2EKLLRD. 3,000 rpm T 5 DEHROIHEELE U,

BoBk. BEHFOF7 M MUJLE 6 mL D7 I— KE, Agilent
BondElut QUEChERS EN %38 SPE 21— (p/n 5982-5256) [C#& L
FUleo COF1—TICIF 1 #&-2 k7=~ (PSA) 150 mg. BT
JURBEDI=HDI ST 74 hA—RV TS5 15 mg. KBBRED
TeshDEEK MgS0, 900 mg HZFFENTVE T, Fa—TDEZE
. E5IC1 PEKLKIERDF U, ZD#%. F1—T% 3,000 rpm
THOBROLDDBEUF Ul RISHMER 4-mL D7 U I—MEE
RIFRUTOELYINAC7ILICELF U, 9—5 v FEFED
REMZSHBDIHIC, REHERICFEE 40 L ZMNAF LT,
Ay RINUTF—2 3 U TERT DIHIC. 55 BEDY—5'w ~
tEYZESURERESYZ. 5. 10. 50. 100 ug/kg [CHEHEHTD
4 ERFEDRE CREMERD77YU - MMIRIMLE L,



LC/MS/MS 4R

DEEICHTEoTIE. Agilent 1290 Infinity /\£ FU R T (G4220A).
Agilent 1290 Infinity B MAEA — NP>/ TS (G4226A). Agilent 1290
Infinity 75 A02)\— kX2 b (G1316C) Z$5E, I % Agilent 1290
Infinity UHPLC AT LZERAUE Ufco D UHPLC Y AT L%,
F a7 )V AT — Agilent Jet Stream T RORXTL—AF
TEZIEE 9 D Agilent G6540A UHD MMEMBRITHRIRGEY LC/MS &/
ATFLICERLU. 26HZ BRI A FZ v I LY IE—RTERL
F Ul

BRESA A4 VDOFERICIE. FE 10 yb/min D Agilent Infinity
1260 P4V OS5« v IR (G1310B) & 100:1 7O—RXF
Uw% (G1607-60000) ZfEALE LIz, EEMEDEVSRESE
BOEEME, SEGHR (6] CHMICHEHINTLE T, T—I&
BYICI& Agilent MassHunter Workstation B.05.00 ¥V 7 kD T 7 %,
F— & fE#fI1CE MassHunter Qualitative Analysis B.06.00 & KU
Quantitative Analysis B.05.02 Z{ERLE LTz, &R 1 [C UHPLC /NS
AX—%7%%. 5k 2 [T Agilent Jet Stream /NS A—FZRULTCVFET,

TO—A VI TV 3 VNI (FIA) ITBVT, BE 1 ng/pl DZHE
EOT7ERZNUIIBRESY—5 v N MS/MS E— RD LC/
QTOF/MS/MS ¥ ZF LITEA UL 100 20, 40eV DIUY 3T
FIVF—T. 300 FEEL EOBEDHEEES LC/MS/MS >4 7
SURRYT MUEFEEIUE UTz, [M+H] BKU [M-H- 174 7%
=y NEEEUF U, EEETSIXY MEEICDWNT
FELUTE MS/MS AR NLEBIELTEDB. ANRT NUEEE
PCDL [CEA L. EEREBLUESEICERLE L.

CDFI|ET. QUEChERS RI&MHKRZ Q-TOF Y AT LITEALF
UTee MS RXA VDB — MME 5 AF+2/F, MS/MS R X
AV DEFERLU—BE 3 AF v //FTT, 2 BEEGRDODITICHBNT.
RIT 4 TBRUORBT A TAFVE—RTT—EEMUEFL
feo TOF E— R (MS RXA ) Tld. m/z100~1,100 amu DEE
EHEZHFERUE L. 59— b MS/MS E— RTI&. EURL DF%
BBEED [Check-your-Scope] U R MD_LEAIICEEEH TN 200 &
fBULEDY—5y NEEICDWT. m/z50~1,000 amu DEEER
FZEHERULFE U, FBESERE 06 & LELRE, 778y b~
4 eV, BE 6eV/100 amu ZAWVC. QU Y avIRIF—2T
'Y=y NEEICEARAULFE U,

&R 1.UHPLC XV RIS A—%

UHPLC BS A Agilent ZORBAX Eclipse Plus C18 RRHD
2.1 x 150 mm, 1.8 um. 30 °C
®EMeE A:5mM NH, FB&IE + 0.1 % FE&
B:5 mM NH, 1T + 0.1 % FTEZZ0
X5 /=)
JSYIVRIOISL 5 % B
0 10
0.5 10
35 50
17.0 100
20.0 100
20.1 10
ARV TZA L 29
TR 0.40 mL/min
EIN- 3L
& 2. Agilent Jet Stream /\S X—%
INSX=5 E
HRE 200°C
HA TR 8.0 L/min
XISAY 35 psi
V—RARE 350°C
J—AHZARR 11.0 L/min
WRITF«TE () RHT«TE (V)
Vcap 4,000 3,000
J X)VERE 300 0
TSTRAVE 120 120
AF¥1 65.0 65.0
F U5 KR—IURF E—2 750 750
SIRESHIE it
IR 50 ppm
=7\t ="Yas 500 Ho >V b
BRESEAFY RIFT4T XAT4T
121.050873 119.03632
922.009798 966.000725



BEAEH(C(E. Find by Formula (FBF) 77—~ =>4 7)LJdUX
LZEERUZE U, Find by Formula 79— 70—Tl&. /\—=VYF+
WEEMT—IRX—RS54TSY (PDCL) DHFiEHRE L —
P—DRE LA A VEERZRAVNT. MS RAAL U TEEYZ
BMREULET, 3 (&, FBF Z)LIYUXLTHWE/I\SXA—=5%ZR
LTWET, COINSA=FF. LRIV IITSTY ROK
EVWH U TIVICEFENDZRBEREDTEYPEDA I U——J(C
BUE—RIIHBETY .

UFvoavyHa L, B8EE. BN —UYvFUI%
BHECBERICROTZDIFX Ufco MS RAA U TILEMHEIE
ESNTIBEIL. CID AN MUH BBIHICHEEN, PCDL [CER
NOBEEEE MS/MS S TSYUTRREINET . MS/MS 54
TSURRTILEYIRMNERIND & REITIREDES
[CZHSN. BENGENY FLE1-DBIEHN, REED
EIbHTENET,

11 RRBIUHFFHHEYPPOREDRAIU—ZT| BE.
EEICAVED—770-=ZRULCVWET, COFPTO-F%
KEOY Y TIVICHERALE Uc. AESNBREEERER
Z.~NUT)VIUER LC/MS KU GC/MS 2R 5 INCTLIRTICEREX
UTciEREEBUE UTc,

AREER

E&EESE MS/MS S1TS5UDIERL

SANC0/12495/2011 A RS A VICE>EEHHRAIU—=2
TAVw RICKDBHENED Y TIVHDEBEDFEE. 155
BE MS/MS ANRT MU EEBEEESRS A TS UANRI MLE
LT DT ETHRTEF I, I——DEEZULICREEES A
TSYUZER T B/c8IT, 10, 20, 40eV DU I 3 VI RILF—
T. 300 B EDOBEDBREEANT MLZEFERULFE U,
WNIT 4 THRIEFRAT « TAFHEE— ROWLWFNHZERLT,
FEAEDDITRREZICDVT, HEK MS/MS ARY NL%ZE
ERUFEUe WO DIEEMICDWVTIE. @A 741k
E—RTMS/MS SATSURART MNLZEHFELF Uz, BE2E|
DYTIS—%EBETDeHC. MBRUEART NLDTS Y
XV NEEZRERLED TS IAY MRELE L. RO (SERHT)
BEZMIEULF UL, TORIEULRAXRT RMU7ZE Agilent BE
IN—=VFINEEYMT—IX—IS514TSU (p/n G3878CA) I[CEA
U. BREBRUHRYVIIVICESFENDHREEREDRA YU —Z
VOB KRUOMESRICERUE Uiz, @EIE UHPLC XYy RZEWV
CEENETEREEZEEZDNL. UTrYavd1A LERZSA
TJSUIRMAF LR, B2 &, I\—=VYFIUEEPT—IR—XS
475U (PCDL) VI D7 & 10eV DIYUTI 3 VI RILF—
TERUEAX FI—MOBBEBEEANYT MLZERULTVWET,

R3FBF T—9XA =V I7IVIUXLDINSA—FHRE

INSX=%5 E

HHT—5 20X T T 4 BRUARY NLHH.

T#—~X vk LwFEnbtEr bOA R

A VFHTL—% Agile. E—JREIFL

BHDIARINL E—U8E>10%

B3F0 < 20 % (£ OX RIS LTHWVS m/z EEMA)
E—J DRSS KU THFICTFIIRART MLD
Ny o959 RiRE

E—URERL

EEREE #1I(CBRE

BNHAET IV —RREISERED T
ErRULITVITIFIFFYA RERL
(BB =)

PCDL G3878CA E2X: PCDL. 741 T&XEDILEY.
MRS DEZEEANY NUVBKURK 3 BEED
JVYaVIRIF—ZZD

WIF T4 [M+H'C [M+NH,]*. [M+Na]*

XHATFaTA4F>  [M-H]. [M+HCOO]

DFRRYF VT X v FEHFBREE (AT R) +6 ppm
SR +0.35 %

EIC i 110 ppm
i 109
E—JREFL

TUAh—YHFEEH + 20 ppm THEATE2ESE
MS/MS AR L7z

RyFUIESE EERIE A7 <80
k&~ vy Foo A7 >50

SATSURREE TUAH—YAF ViR +10 ppm
7050 M 7 ViR +20 ppm
JUYavIRIF—RTUy R £20eV
REUIN—RR27 >50
E—JRIEFL



LC/QTOF
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1. BRMEYTPREEORLE. #58. E2(CALS UHPLC-QTOF/MS/MS U—2 70—
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RRBLUEHRY M)y I AhBEDRZEICAWLS
AROV—=VI5B&LUHERD—o70—-0D
NUF=23Y

UHPLC DBEB KUY —4"w k MS/MS E— RZRUT. 55 FE8ED
BEEZEAERILEF1DY. VEY. by ISOMEREDH
ULE U AIMBEEDOD T U A—S 144 ((M+H]Y) DB=Z%Z. ZD
fthd 150 FEEEDBHEERZD U H—VBELEDIC,. -5y ~
UZ MMTIZE Ulzs FBF ZILJU XLZRWLWTEEY ERER L
FUlco COPIVIUXLTIE. BEEET—IN—XRICZFN
BDIRTDT—5y MEEBYICDWNT., FREEINDAF/ED
WA >o0O% NS LADEENICERINET. E—U R
R NUbHEN, KREBRICKDAESNEHERNT—IN—
ALV NJDEHEEEEEINET, REE/ 7MY REYV D
BHE. Affstt. BMFER. UTFryarvyA L0o—HER
HEIL, BRICAAT7HDIFSNET. B3 TlEF. IbvISD
QuEChERS ISR UTe XF S F 4 VICDWT, FBF 7))L
UXLTESNEEYWIOY NS LEE—I AR NLZ&ER
LTWFET,

x10* A
3.2 8.704
3 161,866
2.8
2.6
2.4
2.2

.

DUk

1.8+
R 1.6+
1.4
1.2

0.8
0.6
0.4
0.2

" 78798 818283848586878889 9 919293949506
B ABER (%)

x104] €

1 302.9686
124 ([CgH;1N204PS5]+H)*
1.14

0.9 1
L

Lo8
D074
R o6 306.9567
05 ([CgH11N204PS3]+H)*
0.4

0.3+ 304.9654
024 ([CgH11N204PS3]+H)*

" I U ] |

302 3025 303 3035 304 3045 305 3055 306 3065 307 307.5
EREHLL (m/2)

BEMCER S Nzt A 4> 2 0% RS 4 (EIC) Tk, iR
UIeSRTDAF I FF VDIITED Y FF ILhiEEHSNTL)
FT (A)o FRINED 10 pg/kg [CHYT BIERET, TRUYIR
hEDH TERFIRETE. 2382 (E—o@/ A4 X7ILTUZL)
EVSEDHTRFEYIFIV/ /4 XL (S/N) BMESNTULE
9, [ 3B TlE. BHEINIZTNTOMFIIEICDOVNT. i LDE
RHFINT—2 (FRWRY I R) EB UTEXFIF A DIEEY R
R MU (BOBDRY 5 F L) BRULTVET, B 3C TlE. T
% [M+H]* BELEALEURERLTVWET, COVTRIT
PTE 11 DA F V%, BV IFIVESTAFYF 4 Df
MEICEIDLTHTENTEE U, Fle. TRUYIRD
Ny o959 RYTFIVHERA 3x 108 HOY FOBETHE
HeDHBETH., VI IVEERFTRINDERIFE ERIFIC
—HUELR. ZOWRR. XFFIFAVICDONT, 2H4HIC
95.7 (100 &) EWLVS/\A ZA7HESNE LIz, TORIT
(& ETEAEEZ 7 (100 & 97.6). BHIAT /N4 Y ZZ 7 (100
eh 93.5) BIIARIFREZ 37 (100 & 97.8) DIEFEDEERIRLT
VET,

R4 F F2OUMBEMICTHIML. RIT« TE—RTRAELI
53 EDEEDLEMRZRUL TV,

x104| B
1.31
1.2
1.1

11
0.94
:’\— 0.84
n 0.7
R .64
0.54
0.44
0.34
0.2
0.14

302.9686 N
([CeH11N,04PS3]+H)

319.9954 .
([CeH11N204PS;3]+NH,)

324.9505
([CgH11N704PS3]+Na)*
m ” 0 0. m

04 a - ‘ e
300 302 304 306 308 310 312 314 316 318 320 322 324 326 328
EEELL (m/2)

3. Find by Formula Z)VIUXAICKDBSNEAFIFAVDILENIOY RIS LEE—TANRT MU, BE 10 pg/kg (JLy 35D MRL D 50 %)

TJLw 35D QuEChERS #4300



R 4. 7R 10 pg/kg TH 1D U D QUEChERS HIHMICHIN L. IRIT « TE— RTRIE LIRS 53 BEDILEYR

(5i}2 73

HERE k—=&Ib TPV VA RbifE
{LaYa RT =i AFR (ppm) 237 BEX37 Ra7 EREAa7
FEHI=ITYR 4.704 222.0672 C,oHy; CTN, —0.12 97.88 99.94 97.37 98.85
PYIEYZ ROEY 9.384 403.1171 99 Hy7 N3 Og 0.77 97.48 99.38 99.33 99.92
EITFE—h 10.48 300.1474 Cy7 Hy N, 04 -2.89 81.58 94.96 76.84 48.77
RZAYU R 9.85 342.0323 CigHi Gy N, O -1.15 95.49 98.18 82.18 97.04
JoO07TvY 13.956 305.1563 CigHyyN; 08 0.37 98.44 99.92 92.61 99.37
AILINUIL 7.012 201.0785 Cy Hiy N O, -158 98.63 98.92 97.08 99.72
HILRIS I I\ 4.047 191.0694 Cq Hg N5 0, -04 93.35 99.94 88.37 73.67
£0JLEYURZ 14529 348.9259 CqH;y CIsNO,PS -0.97 95.03 99.27 76.61 98.7
A0JLEURZAAFIL 12.905 320.895 C;H,Cl;NO;PS -0.82 83.91 95.55 78.24 67.44
INFHF Y 14711 360.1564 Cyg Hs, Sn —0.66 79.62 99.67 n.a. 94.31
>7OJzIL 11.385 225.1267 Cy4 His N; 0.4 99.52 99.92 99.44 97.83
DEET (JIFILNILFZZR)  7.989 191.1304 CpHiNO —0.46 87.17 99.92 97.26 495
J40JLiRZ 6.272 219.9448 C,H,Cl,0,P -2.83 94.04 96.36 79.63 95.54
IT7xvaAFV-IL) 12.935 405.0648 Cyq Hy7 Cly N5 O 0.35 94.31 99.73 88.64 92.25
yooKRvZOv 11.404 310.0321 Cy4 Hg CIF, N, 0, 0.17 95.61 99.03 87.03 99.0
X RNF—h 4.734 228.9993 CsH;; NO;PS, -1.49 98.18 99.01 99.56 91.78
JXRNEILT 10.122 387.1236 Cy Hy CINO, -0.29 97.73 99.86 96.81 90.05
JFEFHRY 12.282 374.1288 Cyy HigN, 0, -0.89 79.47 99.4 75.86 41.24
TIUANFHIR 10.798 301.0641 C,y H7 CLND, —1.46 95.37 99 84.52 91.85
IIT Iy T 9.353 327.071 C,sH1,F;N O, -2.56 86.13 95.34 87.34 52.34
TILIFEVYZ)L 9.771 248.0392 C,y Hg F; N, O, -2.01 84.76 97.95 58.57 48.92
IILEVIAFI—IL 10.738 375.0095 CigHg Cl, FN; O -1.36 93.7 98.5 84.06 96.44
J)U RUPRIL 7.915 301.1025 CigHisFyN; 0 0.64 93.15 99.71 76.03 96.21
A4<HUIL 75 296.0481 Cy4 Hy4 Cl, N, O 0.77 98.46 99.66 95.78 98.73
A4=4550TUR 4.377 255.0522 Cq Hyg CIN; O, 0.41 97.53 99.99 91.34 97.02
A4 70V4Y 11.29 329.0335 Cy3Hi3CI2 N, 04 0.95 94.0 99.06 84.76 88.52
HUVEYLAFIL 11.721 313.1312 CigHigN O, 0.64 99.13 99.94 98.53 96.47
y—a20Ov 9.414 248.0117 Cq Hyy CI, N, O, 1.02 94.33 99.41 75.86 95
IVITOIE R 9.881 411.1236 Cy3Hyy CINGQ, 0.26 98.21 100 91.13 99.52
XSEY) 8.162 279.1471 CisHy N O, -0.17 98.03 99.89 99.21 98.3
XFHFAY 8.64 301.9614 CgH;yN,0,PS, 1.54 97.46 98.34 98.73 99.92
=o07J5=)b 10.313 288.1147 C;5 Hqy7 CIN, -1.9 89.78 97.46 79.86 90.79
NRyaFV—-b 11.825 283.064 Cy5 Hq5 Cly Ny 1.15 97.95 99.22 91.67 98.87
RIIAGYY 14.675 281.1376 Cy3HigN; O, -2.19 75.62 97.09 26.23 50.0
RAXw 9.032 316.9943 C;yHiyNO,PS, 0.72 98.79 98.83 96.57 98.95
REVL 12.39 298.0544 Cy HisN, 0;PS -0.86 99.23 99.95 98.95 96.6
EXOZIVT YR 14.252 338.2097 Cyg Ha 05 -1.06 97.33 99.44 99.55 98.41
FUSAHILT 6.346 238.1429 C; HigN, O 0.36 96.46 99.96 99.04 79.31
EUZAILT. TAXAFIL- 4529 224.128 CyoHig N, O, -2.13 81.3 96.34 89.45 13.11
JOICEHILT 2.885 188.1521 Cq Hyy N, 0, 1.89 98.72 98.46 99.66 97.59
JO/LE Y < 14.94 350.1553 CigHy 0,8 -0.47 98.41 99.52 93.17 99.3
JOEIFY-=Ib () 12.132 341.0688 C;5 H;7 Cly N5 O, 3.02 94.19 99.2 95.45 95.38
JOzJLikH)LT 13.45 251.1343 CyyHy NOS 043 97.6 99.99 95.94 92.63
rSoO0zx hOEY 12.451 387.0987 Cyq Hig CIN; O, -0.28 97.65 99.92 99.8 98.95
EUSRY 15.757 364.1379 CigHys CIN, 08 -0.74 96.98 99.46 88.62 98.56
FoOoKXyxOYv 14.216 379.9735 Cy4 Hg Cly Fy N, O, 1.9 83.77 97.16 25.64 94.31
FFRISI—)I 4565 201.0359 CigH N S 1.01 97.01 99.58 96.38 95.7
FFHOTYR 5.114 252.0235 CigHg CIN, S 0.49 98.67 99.77 97.28 97.94
FF X R 3.818 291.0191 Cg Hig CIN; 0, S 0.76 98.79 99.35 97.35 97.87
FAT 72— RMXFIL 6.519 342.0452 Cyy Hiy N, O, S, 1.18 95.87 99.09 89.6 97.49
KU X TRY 10.199 293.093 C,4 His CIN; O, 0.52 93.03 99.78 68.44 95.1
RUFZ YRR 10.522 313.0649 Ciy HigN; O, PS 0.33 94.09 99.94 94.34 94.62
NJTOXvZ ROEY 13.148 408.1298 Cyo HigF3 N, 0, -0.16 99.43 99.98 98.57 98.19



FEANFVEDEEIS—E. INTDILEYTESNIERA]
PZERUTCWET, 10 pg/kg [CHEHT DEE T, FEDHREZ
AU FBF Z)LdU X LICED I RTDEEMHIRHE ENE Ui,
BERECHRUICHEEEDESIEE. BB 1 ppm K& T
Ule.BEVLWE—UmETRE SN 7 EDIEEWIC DT DH.
BIRED 2~3 ppm EFEDF U, FEAEDEZET. 90 (100
st U EDRIAT7HESNF U LDT—FUIEXY v R
TRHWeRE T 1 L5 —TlE. BEEMITDWNT 2 DRI EDER
DAFVDREBEELEDFT, UTFryarvya LEHFEHEN
&, BEEFCOEH TR ICAEICHIGTEERT .
ITBREDILEYICDOVTIE. 2ADRI7H 80 KT, BIREE
TSvFVIENF U, WFNDIT—RATH., RESINHT
MEDT7INV TV ZABEWVEDHIC., BEREDILAPRENGIEY
TJFIVDRZEELICDIEDDE LT,

PARRE—TRIC DT MS/MS 2RI L% BEEIRICHH
L. Agilent BEN\—VF VLB T —IR—RASA4 TS UICEF
NS4 TSURRT MLERS LEaHbEF Uiz, MS/MS S
Tld, TUH—PEECKFTHIVIaVIRIVF—-5T%
BULWTWaTsH., BHEOIUY 3 VIRIVF—TEBIN\NY—%
EDSATSUIVRMIESATSURRS MNUDLEICES =
BLEHIT, 206V OOV T3 VIRIVF—DBRET 4 ILIT—%
BRAULEU. B4 TIE. 10 pg/kg ICHEXN T 2BETHRINULE
Ly ASHMEFRDAF I FA D MS/MS AT ML Agilent
BEPCDLDSA TSUART NLERBEULTWET, XFFF
FDSATSUART MNUCHBITRTDEETS TR M
FUH. 20V DOV I3V IRIVF—DSBANT ML EEIRR
DHERT, HOLEBSHMERRDAIEARY MUICBWVWTHEH
SNFE Ul EBEEERS A TS UDIEAMERERICEKD. 100 2R
95.9 EVVSROAF7HESN., U TIVRDAFE FH 2 DEED
HEEREINFUIc, EBNULEEBEEANRT NLDZDDT T FIL
F. EROTILH—HEEZHDOVY NI Y IIFEAITHRKLT
WEd,
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0.2 145.0061
0 | o | 285.1852 .
x102
N 85.0398
< o5l 95.0847
2 58.0288 145.0061
- *
3 l | | i 285.1852
-05
_‘I*
%102
: 85.0396 MO~
0
0.8 | l 0>\\
L
S—P—S§
- N S
3 0.6 | N
7 0 \ J\ CH
0.4 -
e, N o
0.2 58.0287 145.0066
0

50 60 70 80

T T T T T T T T T T T T T T T T T T T T T T
90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300

ERERLL (m/7)
4 MLy ASHEMRDAF I F I (BRE 10 ug/kg (A=) DRIEZANRT KL & Agilent BEE PCOL DA FSFFF U DBIRANT MUDLHER



BERREFIDY. LTV, by IS OFIN QUECHERS 4
[CDWT. MS/MS S+ TS URKRRIC K DRAEEHSRMEDIE
REHIEDOBEERDEFEEEAIU—ZJDN\UF— 3
VEBTHEVE U, ZERRB KUK QUEChERS &R D
EESERE(L, 5. 10, 50, 100 ng/mL & ULZE Ufeo &5 IC. Find by
Formula Z)LJdUXLER 3 DINS XA —5ERAVCBEET— 58
WICKDESNIRRBEFTEHTVET, FEALDIEEYIE
RITF 4« TE— RTHRHEEINE U, 2,4-D BKU MCPA (F=x=AH
T4 TE—RTOIMEHEEINFE Ulce VKOO DILERIE. TS
DE—RFTREHEINF U,

AINREFEORZHIF. BME~Y bY w I RA(C S pg/kg HHEDIR
ETZFENTVSRHETH. FBF ZILTU XLICKDEEF 1%
HTEX Ul Fle BEAEDEREICDVT. CORETER
1F MS/MS AT MUBHEBNE LTco TNICKD PCDL ICER
N2 MS/MS AN MUZRWES A 735 URRKRICK DL EYE
FRDEREICIED F LT,

DHICERAUERET TR, —8BDIEEYDBBEMIMED
[M+H] A Z U CIEIEL . WIHT 2F MU D LMSIPE 7V E
Z7 DS A TSYUANRS MUVEFIRATEFTEBATLU. £
SUEEYICIF. PRIURIR—IZDIFTVET, i#vil
KRICAWCF 21D UTVTILTIE. Bo EBAREEDFLER
MEIMEREDATJOIF U TUle, COYEIF. REFIEULT
FaAOUBETHLSNTVWET, TS5VIHVTILDZDHD
HEYEIE. TNTEDHTRREET, FvU—F—/{—[CkD
EUICHBEMENBVERSNE T,

F=INR—RESATSUICESICHLDILEYZEML. T—
SR DERERZ 570 BEDREZRFEICE THALE Ul 5
UIcBEDD B, HBKXZ 00 BEICOVTIF. YT vavyAo
LBRZEFHTEX T, DT —IR—RZJFRYV—RAEL
TFBF ZIVIUXAICERALcECD. ¥ MY Y IRB Y T)LA
DEERIU—ZVIJICBNT. ESICEBDSERIERED
BRHEENF Ul ZORBRZER 6 [CREDHTVE T, Ly IS5HH
RICDOWCIE UF VY avy4 LBRZES D 300 EDES
MT—IR—RZBERALICET D, 55 DRERMOAEN TREH

TNF U, YTV avyA LIEERDEL 570 BEDILEY
F—HIR—2EEA UIBE(CE. 166 DEFEMHOSEN THE
EINF L. IRTOEERBODTIVA—VEERF. y—5Fv b
MS/MS XVw RDTLA—PEBEEEULTEFENTVET, N
SOEFEFHDVTNICDOVLTH, BEBRBSAISUERRALE
=5y FMS/MS AR NUDLE TIFRESR TEFBATUR.
BEHEOEVF1IDUBLVLVEYY NI Y IR TH, BED
BRICHEDF U, LEVHEWTIE, 300 BEDILEMT—5
N—2ZRVEIBEEE 13 DBRIEH.UT VY 3 V51 LIEROD
W) 570 BEDILEY T —IR—RZBLCIESE 119 DES
EEHEMTHRESNE Ul 2D UME®TE. 300 FED
{EEYMT—IR—R=EAVIEEF 6 DEFER. 570 BEDL
BT —IR—R (UF Vv avyH LEREL) ZBAVCEAR
79 DEFER@EHREEINE LI, EB5DYRNUYIRATH,
Agilent BZ PCDL DS+ TS URRRICKD (BB IO RS Z5E
FRIDIEHTEF U

TEE R ORREE

CDAYY RDMS RAAVTF—F%ZRANT. H#EY S8
DARMBY >V TIVICDWVT, (¥) EERMESLEVF L.
FEEXY v RICRBERA A VICDVTIE. 50 ng/mL {ZHEAK
F—IT7AIVZRWNT, BV T DT 7HhSHIE U{tEY)
DR ZBHEIBIRLFE Ulc. TNSDFER%Z MassHunter
Quantitative Y 7 D T 7 TRHWLWOSN{EEYMZEIRT 7 1)U (.cef)
[CZORR—KRU. EEXVY REEIERLE U, CDAE
[C&ED. ZNZNOERTINIF I RZDHEIT, BHESNF
BHLUBNIIEY T FIVDSIF T4 T7AT AT IBRTD
FUITF7AT A ZBFHNISERLE U,

55 FEHED Y —5"y FREDEFEAEICDVWT. B LIETNTD
YUY I XTTOF E— ROEE FRD 6 ng/g ZTFEDE LT,
EREEIFRA 4 HTCT UK 6E & 6F [F. MS RXAVF—HT
BFONEYZ AT ERADY FOREIRZETRLTVE T,



K555 EMS/MS E—RESA TSURRICIDREBLUHFRIREDAIU—ZV T LHEERDERDE LD R : MS/MS 54 TS5 URESRIC
KO BEFNICRESINER S NEEY. EEBNCRESINED, BEYE MS/MS AT MULHFIHTERED ofcfb&¥). “BEMIMECDN
TARY MUDIEWMEEY. "R AT « TAZ VE— RTERIRENIALEMHTIER)

F219U LEY a5
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& 6. Find-By-Formula =% ZV I7 )V ITYXLDRFRY—RAELTUT VY 3 V5 A LNERHSH D/ FVKRELEN T —IX—RZEA LT
BEIC. 7522 QUEChERS ¥ U w IR (N =5) [CBVLWTHEBES 1 75 URRKRICKDIREB L USRS NI REIRMDI.

Favuy LEY )|
Find by Formula [C KD BEE S NICEEIRR
RT HUAZE (300 FEEED Y —5"y MEEY) 6+2 136 55 + 20
MS/MS S+ TS URRERICK DHESR 0 0
RT A7 3 (570 EDY—"y MEEY) 73+2 119+6 166 + 24
MS/MS S+ TS URRICKDIESR 0 0 0

X5

KAITRIT KD E=TDANRYT NUVDRGHEINY — 2 %= 185E
BELECBHEDVWTROT %=
T9Y, CO77O—FI&. MassHunter
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N3N\y—rEHEL

N

BFEOY T (185 TEIE) BRUBFEDEE (Hity!)
TEIE) [TDULT. MassHunter Quantitative ¥V 7 D = 7 D{EEY)
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il

5. @Y T I DB LAY ZRY MassHunter Quantitative VY 7 kD = 7 DIEEY) at a glance
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RIROY 2 TIV DAt
I—70-0)\UF—Y 3 VIRV N v I8V T
JUICINZ T, T@ UHPLC-QTOF XV v RZAWT. IL—FVEZ
FUVISROBAFULY Y INEHHULE LIz, TNSD
Y TIVIE. LC/MS/MS Efcld GC/MS THRHEN., EBHDI%
BEENMRHING U,

6A & 6B [F.U YOV TILDEKBRES LTREENEY
SAWTERZAAY ROoOX IS LERRT MLZETRLTWL
9. X 6C & 6D TlE DM T/ROSNCANT MLEREET DS
ATSURRG MVZHBULTWET (INF—UXvFUY), E
UZAITICOVTIE BFAF Y DEERED -054 ppm T. &
B2371%99.2 TUTe, A&/ —0< v FAO7I1E 970 CTL
feo RAAY RICDWTIE, BEFREN -0.15 ppm T, EEX 7
[F 975 XD F Ule, ARF/IF—2< v FRAO71E 93.0 TUT,

ZOYUYTG VTV SIE 10 BROREMIHSN. RIFIFES
AAFENY—=UIyFAATHMESNE Ui INSDRIT
ZRIET DV T VY IVIALATT EREUICET S 10 &R
DEFEINCT 8 ZBZAHRAIATHFISNE LI, D5 71EE
DEE[CDVT. ¥—45'Y h MS/MS E— REBEEES 1 TS
UIRERICKD . ESICHERZHS THEVE Ul ED D 3 DS
MICDOVTIE, KETED MS/MS AR MUhiS4 TS UICHE
FELFEBATUL

12

=5y~ MS/MS F—HTlFE SIC b BEREOREMNEH N,
SATSURBRRICIDEVWSATSUYYFRIAV TRAESNE
Ufco INSDEREDREEVTND b pg/kg KitiC. FEDW
EFEEZTE>TVET,

K1 TR 4EDOY > TIVICDWVT, D UHPLC-QTOF/MS/MS
AVy RCESNIESTEREARXHBOTERZHER L TL
F9 .MU TIVMERR LC/MS/MS ETzldk GC/MS TR ENET
RNTDEZED, BEEEAIU—ZUIXAYV v RICKDIGHE
NF LU, BESNEEYDRED. ITICHEETNTLI
BEEBIFIC—HULFX UL, N\EBUDVTILEIFIE. —ED1E
BYDBEDHRBAMT TESNIEDERLD BRIBICEL KK
bFUfc, TN, BERDABEF U ITL—Y a3V ER—X
[CLTHED, EEOUVTIVICBIFDT MUy I ZFICED.
BE(LEYORMFOENEMET UclchEEZASNET T, ¥
RIwORRYFF U TU— a3 VRZFDOMDRAY v RZEAL)
TY MUY IZMRZFBEITNE. DT RDTDERED—
BEFSLLED2BDEFBINET,
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13



KT ABEOY YT IVICBIFDRAMIRDHT (Y TIVLEE LCMS KU GCMS) DFER E UHPLC-QTOF/MS/MS XV v RTE SNTHEROLEER

yy3 A4F3 TRy 2y
K1y *S5v45 TSI K1y
LC-000 H&T LC-000 H&T LC-000 B &Y LC-000 B&T
LAt QTOF GCMS QTOF GCMS QTOF GCMS QToF GCMS
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1.

Method validation and quality control procedures for pesticide
residue analysis in food and feed, Document N°
SANCO0/12495/2011.Implemented by 01/01/2012.
http://ec.europa.eu/food/plant/protection/pesticides/docs/q
ualcontrol_en.pdf

Regulation (EC) No 396/2005 of the European Parliament and
of the Council of 23 February 2005 on maximum residue levels
of pesticides in or on food and feed of plant and animal origin
(including amendments as of 18 March 2008) and complying
with regulation (EC) 1107/2009.

Agilent TOF LC/MS and Q-TOF LC/MS Screening of Pesticides
- Workflow Guide, Agilent publication 5990-7072EN, June 2012

Analysis of Pesticide Residues in Spinach Using Agilent
SampliQ QuEChERS AOAC Kit by LC/MS/MS Detection,
Agilent application note 5990-4248EN, January 2012

Codex Classification of Foods and Animal Feeds (Section 2 of
Codex Alimentarius, Second Edition, Volume 2 (1993)).

Glauner, T. and Zavitsanos, P.:Electrospray Operational
Parameters in TOF-MS, in Amadeo R. Fernandez-Alba,
editor:Comprehensive Analytical Chemistry, Vol. 58, Elsevier,
2012, pp. 273-305.ISBN:978-0-444-53810-9
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