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BNALENRT —MRAZIZEZUPLC-MS/MSH AR, ZAAFERACQUITY UPLC I-Class
PLUS/Xevo TQ-S cronosEBEXPURATEUIB(NEX A A%, MQuanpedia#iEEHRBUBAMSEE, aIomET
SANTE/11813/2017E XM EmAEFIFASH B RTESFERLCO TN ZMRAKE,

]

» —HERERMOMPASEEERRPRAKRENSHENNG L, RAKBENQUEChERSHERFILAESZE (
DisQUE HIEMRZEEMF mAl b iE) , FEEMBERRMNGEMEIER.

» EDMBRERNEGNRERIHBENERE, EBABERKNBERIZITHIE,

=ikl

AYALEFLHRIET —MEBNZMHESERLCOMNRAHITEMREEDMNRESE, ZHEXA
QUEChERSAE#1TH M2 (DisQUEEXEREREMEILIE) , AEBEREEEXSHACQUITY UPLC
I-Class PLUSF1Xevo TQ-S cronos& Bk Big X BB BILC-MS/MSEX BB R #1792 o

BRTEAENEME (TEME. HEMAN) 25, SERERADTH AT URRSIKAEE XK/ MECH R RE
ERAMKALA. EFMRENRARBEXHNERZZMNEERET, NTHRITEMEERNVHNKLEEMS, X
BRADMZHEERK,

Xevo TQ-S cronos@—REANEMEEN A KRS, HMGRIFEE, BATEXHAFAFHRAIACQUITY QDa
Big i SR OAF iR it. EXMEREIRITP, BESKENBIUFHFRERC, MERBENOBENRE, X
e AR RERFRAEZE PR SERFFLARBHERERE, ZIRIT BB TERKMNEBERREILE K ZIER
ERIETTHE, BEEADTERERFRNTHE,

AXIERAT Xevo TQ-S cronosRAERHE. LOQ. REM. NHERERMNBETE. XERE (RELEERE
)« RTINS SEREAEABNRNME, EENATRNEENESMHRAZENEGEMRLER,
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ESTETRS A

MNEBEBEBLHFBFSANTEIEEERET]L (BEKE) M5 (BEHAEE) NENEN. . I#. S
MEEKIER, MEEPESTHILASENRAKE, U LBEGRNEFERETRMBENANZEETHITT I
2017/6607 R EAY = AR L,

$IE1.CEN QUEChERS#ZEX

BERKEMS - 510 giSEEMA[EN. . FHIAM10 mLZEBIIAS0 mLELER, RIBES20s, AEKX
FIHRIEL mino

BN S BN - 5 gBENAYIRER]F 10 mLBAKINASO mMLBLOED, BELO minEEERESY. A
10 MLZ RS, RIEES20s, AEIREL min,
¥ CEN QUEChERS (P/N: 186006813) HYDisQUEIREXEEARNBYMAZBEBLER, REIREELOEL min, 18

BUR SR RIRE T L5000 rpm (4200 g)E:05 min, BR—4 EiER&RAFEE S,

TR WEGHERALCO RV /P STA B KAHITISPEF

HFHQUEChERS E/E® (1-6 mL)&ZBEEH1200 mg MgS0,4#1400 mg PSARJ15 mL dSPEE([P/N: 186008072]7
, IRIE30 s, RBEFERETLL= 5000 rpm (4200 g)BIERFEASPEE E 05 min,

T3 AAEARRIRIRY)

M1:109EE GIFER ZBEIREXY, 90, BX100 pLB2ARMZ BRI 5900 uLiRzEA (5 mMBERIRIKAR

) BA.

BEERNENEEERPRINTERRESERCRRETER, BAERENT: BX100 uLZERE, A
875 pLimzhiEA (5 mMERERERKIAR) 125 pLE204MRE), KRE 40 ng/mLIVIIIRAR, RBRKEREN]
ng/mL (FEHFEBRF0.01 mg/kg) -

204Fh RAMITGARVIEAEE (BIELEYRIFNDFH) B81H (LCZRERAINEREXAIPNERFM)
(P/N: 720005342ZH) 2,

UPLC-MS/MS

R ACQUITY UPLC I-Class PLUS
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R

ACQUITY UPLCHSST3,1.8
m, 2.1 X 100
mm (P/N: 1860003539)

5mM FRERSE + 0.1% FRERIKA

e

iy

5 mMBRERTZ + 0.1%FRERRY
50:50 MeCN/MeOH& &

0.5 mL/min

3uL

45°C

10°C

19 min

Xevo TQ-S cronos

ESI

+/-

+0.4/-0.54 kv

600 °C



Rt AT SRR 1000 L/h

EFREBE: 150 °C
MW= 0L/h
WESE (BR) RE: 0.14 mL/min

fEAMassLynx 4.2 RE#IE, FTargetlynx XS AR BRI H L IBHIE, 204FKAHUPLCH A, MRMIBE
MEMEEYHIMSSE EFLBEMMERSE) BEMEXQuanpediaitiiE, HRHBMEEREMLIET %,
ATHTHR, RN BESERBERBUMRSFMENLHARMERE, 7EXevo TQ-S cronos EXFXJLIH&KZY
WA ESEHTT FohiEiE. PMARBMFHMASHEIBS QuanpediaBiBEFRHEIEEFIL,

ATRUEPERBUEYNBEFRFE (EAEBEMESHRAMUE) , EESIFMESIMRMEN THESHE10A
RERBITERBR. ERASHEBEHAPN—MEERERE. PERENILUEY (REEE) MALESHRAFR
o X2ER204M L EYIRBMSER T AR RIAUuto-DwellThEE, RIFBEFERIEENTE (493 s) #HITIRE, B
£3595R1% 7 12-25M BB =

ZR51VIE

HRIBSANTE/11813/2017Th I E & A AKX F5mITMEILELC-MS/MSZ IR B D A AMMEES. & ANERTEEE
HEEamEH]l (FEKkEREXMKR) MERELHNS (BEMEEN/HELREERRAKENEHEENER

) o NYRALEEETAOZSTHAITMEARKRES Y, BF XIS IR AEIERAIZLC-MS/MS A AR &R,
XERREDTYINERKIBINT: (o) BREUMRMNZEN; (b)BIEERRENANS FEEESIITL
2017/6601FERISIHTH; (c)2019FKIBRE B RS ARPUENE RAWR ENRN—RIIRA, 1+, &
LWL HBEMRMRERN FEITHRBRORTRANEEITE, N TERERYMPHAERRES Y, &
MOMMELORERMFEF, KURMS/N =3, RNEFREEERLES, BEFEEHMERENERBTE
ELFEE30%UN. E—NERNSTY (KRR NEREBREZ DT EETFEERNENFHEU L &
BRI RE N EEERTREFERTH2TEREGEE L 0.1 minblR. E1EL10 ng/mL (0.01 mg/kg)
HAREMRE S NREYPHNARED TN HREGIEE, #FRERI90%K:10%ZiE AR, BNRREL
EREMIEIHNTEE3-6 SHEHTIE,
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250 3.00 3.50 4.00 5.00 550 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00 10.50 11.00 1150 12.00 12.50 13.00 13.50

E1.1ng/mL (#ZF0.01 mg/kg) HEMERLEFERERBLED, —RIIAREDITYNREGIEIER, &
El(A)M(B)73 5 A el A [E 5Bt S YIBIIAR B

E N

BIART RIEEEAEMERLC-MSIR VRN, BERIREN0.S ng/mLBERLEM AR B TZAE
R “BOIA” MRLKREO0.01 mg/kgh0.5%) , ARKEEBSFBERINERRSHEEREAFITERSE
BIEEIRBITLL, UBADHRTER, ER (E2) Br, BFEERNBSFIFIMNBRAE, BAEMKEURT
BER/DITAS. AMRITEIASHUEY(> 80%)VREEEAFITEMIEMN 20%EEAN. REHERK
BEF (m/z 886RYR AR m/z TABNZEZRER-J) MREINWRERK (1£20%-28%CEA) , Hlt, &
WERRSEAEN A EREaERERLERE N ER, MRRERESR,
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Y E=3583 v

TER R

s

IEER

—&/ — FAALIfh LI LZIRIN

E2. /AR RE /0.5 ng/mL (#27F0.005 mg/kg) BIE/N. £IHl. F. BFRERE
BRI ECATE SR PRI T % B BRN (n=3)NAE R EE,

REEMANE

FERBENMERERYERH tMKRE (0.1. 0.25. 0.5, 1.0, 2.5 5.08110.0 ng/mL, #HHFEFH0.001-0.1
mg/kglFBRETE) NERLTERERMMS), BFHEZGENEETFER.

RIFIETRMERN0.99 (HER) BERERESHLRENRE (Targetlynx %EE) <20%HKARELEYH
ZIESCHE. ESAMZBESR 7 HBIURRYIMMSEYRAITRERLZL, LUAE “BON” MRLEEREMFNFRT, X
MESIMEEY) (BREH) MESI-EEY (FARFB) MNRITEFEENRIEFRE.
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fREERTE] SMRAESEE 8 HALOQ REAKLOQ

Lt (min) (mg kg™') HE (mg kg™') (mg kg™')
=K 2.1 ESl+ 183.9>142.9 (183.9>125.0) 0.001=0.1 1296.3 <0.005 <0.005
mE 4.0 ESl+ 223.0>126.0 (223.0>56.1) 0.001=0.1 537.6 <0.005 <0.005
IEERS 8.0 ESl+ 404.0>329.0 (404.0>372.0) 0.001=0.1 769.6 <0.005 <0.005
7 VEE RS 9.1 ESl+ 317.0>108 (317.0>166.0) 0.001=0.1 999.2 <0.005 <0.005
ZHER 3.0 ESl+ 192.1>160.0 (192.1>132.1) 0.001=0.1 2853.5 <0.005 <0.005
SEE 5.4 ESl+ 222.1>165.1(222.1>123.0) 0.001=0.1 470.0 <0.005 <0.005
IEEIRER 8.7 ESl+ 226.0>93 (226.0>108.0) 0.001=0.1 548.8 <0.005 <0.005
RIS 8.0 ESl+ 292.2570.2 (292.2>125.0) 0.005=0.1 219.3 0.005 0.005
RigRE 1.8 ESl+ 167.0>68.1 (167.0>55.04) 0.0025=0.1 619.3 <0.005 <0.005
34 3.9 ESl+ 230.1>125.0 (230.1>199.0) 0.005=0.1 44.3 <0.010 <0.010
4L 17 ESl+ 886.6>158.0 (886.6>126.0) 0.0025=0.1 1771.4 <0.005 <0.005
ZHEE 41 ESl+ 210.1>140.0 (210.1>98.0) 0.0025=0.1 995.6 <0.005 <0.005
BRI IR 8.0 ESl+ 312.1>92.0 (312.>236.1) 0.0025=0.1 910.8 <0.005 0.005
R 12.5 ESl+ 307.2>57.2 (307.2>161.0) 0.001=0.1 3484.5 <0.005 <0.005
Eak 9.5 ESI- 434,8>329.9 (434.8>249.8) 0.0025=0.1 218.1 <0.005 <0.005
FEEEE 9.1 ESl+ 459.0>427.0 (459.0>188.0) 0.001=0.1 902.8 <0.005 <0.005
IRE 7.5 ESI- 247.0>180.0 (247.0>126.0) 0.005=0.1 78.9 0.005 0.005
mpE 9.0 ESl+ 316.0>247.0 (316.0>165.0) 0.005=0.1 143.2 0.005 0.005
Bk 2.3 ESl+ 222.0>165.0 (222.0>46.0) 0.001=0.1 4828.8 <0.005 <0.005
s 5.9 ESI+ 297.0>69.0 (297.0>159.0) 0.001=0.1 724.0 <0.005 <0.005
SRR 8.4 ESl+ 321.1>119.1(321.1>203.1) 0.001=0.1 3405.8 <0.005 <0.005
IR 8.3 ESl+ 224.1>106 (224.1>77.0) 0.001=0.1 903.8 <0.005 <0.005
HER 6.7 ESl+ 280.1>220.1(280.1>192.1) 0.001=0.1 2115.9 <0.005 <0.005
FRRRRE 1.8 ESl+ 142.0>93.9 (142.0>124.9) 0.001=0.1 672.3 <0.005 <0.005
S 31 ESl+ 224,1>127.1 (224.1>109.0) 0.005=0.1 2537.1 <0.005 <0.005
arRE 2.4 ESl+ 214,1>183.1(214.1>125.1) 0.001=0.1 1993.6 <0.005 <0.005
=X i 2.9 ESl+ 237.0>72 (237.0>90.0) 0.001=0.1 34915 <0.005 <0.005
TRE M 9.2 ESl+ 284.0>70.1 (284.0>159.0) 0.005=0.1 485.4 0.005 0.005
TE EEE 9.6 ESl+ 368.0>205.1(368.0>145.1) 0.001=0.1 4385.0 <0.005 <0.005
i 4,9 ESl+ 239.1>72 (239.1>182.1) 0.001=041 6007.4 <0.005 <0.005
BREER: 9.7 ESl+ 375.8>307.9 (375.8>70.1) 0.0025=0.1 492.3 <0.005 <0.005
D 5F 2.3 ESl+ 218.0>105 (218.0579.0) 0.0025=0.1 492.4 <0.005 <0.005
TASH R 13.0 ESl+ 365.1>147.1 (365.1>309.1) 0.001=0.1 892.9 <0.005 <0.005
IBEE 6.8 ESl+ 200.0>82 (200.0>107.0) 0.0025=0.1 295.9 <0.005 <0.005
A 9.6 ESl+ 342>69.0 (342.0>159.0) 0.005=0.1 298.6 0.005 0.005
D PR 1.6 ESl+ 322.1>96.0 (322.1>227.1) 0.001=0.1 4050.1 <0.005 <0.005
BEaR 1.4 ESl+ 308.0>197.0 (308.0>161.9) 0.005=0.1 254.3 <0.005 <0.005
ZREEA 10.2 ESl+ 732.6>142.0 (732.6>98.1) 0.001=0.1 2440.1 <0.005 <0.005
ZEEREEV) 1.0 ESl+ 748.5>142.1(748.5>98.1) 0.001=0.1 2210.8 <0.005 <0.005
13 R i 12.8 ESl+ 3711>273.1(371.1>255.1) 0.005=0.1 1.1 <0.010 <0.010
JRILER 9.2 ESl+ 308.0>70.1(308.0>125.0) 0.005=0.1 517.6 0.005 0.005
IEER 3.3 ESl+ 202.0>175.0 (202.0>131.0) 0.001=01 552.8 <0.005 <0.005
IE s 3.3 ESl+ 292.0>211.2 (292.0>132.0) 0.001=0.1 387.0 <0.005 <0.005
=R 4.2 ESI+ 190.0>163.0 (190.0>136.0) 0.001=01 9127 <0.005 <0.005

R1LEBNAFERKIRIYPRRERAWLC-MS/MSEE . XS TEE(LDR)MLOQEEE,
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*SANTEEFILOQRH B /5 /£ EMMMBEBEMEER (EEMEIEN%ARSD < 20) NREIMITRE.,
LDR7£0.1-10 ng/mL3BEIR, %HEEHmE<20%ER? > 0.99,

Response

Cron
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nnnnn

os_Sensitvity_cucumber32 Smooth(Mn,2¢2)
10 ppb cucumber 10x diluted

Acephate;2.14;11626.15,474644

Cone

% s 70 75 =0 8 80 85 100

FE:MRM of 2 channels ES+  Cronos.
25 ppbrice 10x dluted

00025mgkg AN

183.904>142.954
481764005

esidual

g

Response

100 =

o
H

repeatabilty_150 Smooth(hn 22)
et

F206:MRM of 2 chann
34

o = 2=
0.1 g kg BFLLE: 0078 %iti;é 0206
- BE[: 0077 SE(E: 0.
Cronos_Sensitivity_cucumber32 Smooth(Mn,2x2) F6:MRM of 2 channels,ES+ repeatability_150 Smooth(Mn,2x2) IRM of 2 channels, ES-
10 ppb cucumber 10x diluted 183.904>125.003 o il e 434824979

Acephate:2.14;809.88;33289

3.379+004

5 b3

mmmmmm

1004

%

200 204

T T T T 7 T P e T T T T T T T T T 7 min
1.950 2.000 2.050 2.100 2.150 2200 2.250 2.300 2350 2.400 9350 5400 9450 9500 9550 9800 2550 o700 5750 S0

E3 R B INARARE 7 1-100 ng/mL(0.001 - 0.1 mg/kg)BIBI TRk NE, (A)NETMREYIFHIESH K EYIE KEE, (
B) e KRBT RIESI L EYRBIF. BRTRIMEFEENRENEFREIEE,

FAEREEXAEADIsSQUERRIN A RRFEINFIEIRER, BMEEZMNMRFIE T FAERE, DHZM
RS INE REBETIEZEREN(70%-120%), FIbAHFTITIRIETE,

fEABE (E8=X) EEMHERGERENNFERKREIYPRAREDFTYBILOQ. LOQE X XN HRERE(

RSD) < 20% (n=18) R REHLEIERKE. EREMA, FMALOQH/NFEFTFMRL (0.01 mg/kg), EI3%HY
RRMEDITYHILOQEEEX MEFUREMNE L F < 0.5FFIAMRL, ERJRERIBERT, HETLOQRETH

S/N, FREDH#T¥IBYS/NS>10:1,

MALEERBERIRSHEL EPAABTRANRSRERLEIREN0.5EMRL, FHEMRENRBERRA
» BAEAUENNEERRFREFTEERTO0.5[MRLBYZHRE,

fEAUPLC-MS/MSARZHIIE—MATEE KR, BEMAKRPRAZBNENSAZE NG E



R

FARDHTHAFEAHUKRERN FEiN. 4/FHANERNERTARE, HAARELSYEENEMEMRMEE
ARz (@) #ITHR, REECEREUBFEEFNEIASFH (< 30% RLIAR) , HREDITMRE
B [E] I SRR B F 1%

MNERREEE

BEE#HEE(n = 6)MARKRE0.5. 18110 ng/mL (K REEHFERKREO0.005. 0.01810.1 mg/kg) KIE/NFKEKIEE
Bt S, UEHARANENES S, EEMXLRS=RET, SXRE—ER/IMNREKFENES NERIEN
=18), E4FEL(A)FIREK (B)IREVIIFRMNERRIA, ERIAMRLEERET, ALC-MS/MSHEMLRERNE
MM <20%,

E4.—&FILA5. 1081100 ng/mL (#HF0.005. 0.01F00.1 mg/kg) BIREIMNITE (A)E/NIEEHH (B)REKIEEX
MR ARRERAHRSDwrBIEIEIE (n = 18)o

MERIIRE M

AXHRTEE#FL ng/mL (A FERFHIMRURE) &NERLERERNNBRES. ESRTED
200 BEATA N3 ULESHEHIZIT19 min LCBE#ITHN, TERAFH. XMEYFILMNEELSEIT6Th (2.8
X) » BIT20TRAFENSERHFEBIZ60 mg. HINEATrendPloti2H T MDY (RER. FER. A
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MEEMZRERA) NEEBFEEEARNENE. HESEIUEER, BEREEFREEER (B17FH9E
E3tnERE) , MBESE%RSD < 3,

KNBLENBT —MREGLIHBUPLC-MS/MSH 7 AR EE, %75 7AEAACQUITY UPLC I-Class
PLUS/Xevo TQ-S cronosSBEX Uk ATRIENEXBE &4, MQuanpediafiiBEFHREUERMSSE (BRI
) > AIMEFSANTE/11813/2017TEX A RFEFIHMSMERPEESFERLCAMNSFHREATRE ., NIPIIELS
RRA, ZHENEEREXTRAESRITMNT RN EMIERE, RERE. &% REENTRENEN
MERYER, ZHMHEEESCEN QUEChERSHEEE S, AFRINRAZERETREMBAMRLER, LI+, &
AAEEMBETHPEIEAI RN, KNEETIMRERIDAF F.

fiE
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