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BT RAZERFREESERRLEM
BREEEHRTHTHNNAZ— B
R EETZETE 1000 ZFhRA KRR AR
M. FREBZRRIEN (EC) 396/2005 K
HRMET 170000 SFHEFE-KEH
HENRAREERE (MRL) s ZMHY
EMEEETEMMX, fERARS
TUKFF FAREHRE LC/MS BETBIG
REMN DY X3 FHLFRE L
oM BT & =BT 2R AEIE
BEEN—EREYMELHEER,
YEHRE LC/MS AiAIR BRI EE,
BEETRARGE B EFEREN T SER
"B, X FRELQNEREY B
MEENRERELEEE,

onf

WEHRE LC/MS NREB TERES
15155 B IS AU B B ST A R E K Y
RAKRGHITHEMEE D, KA
REHERE. BURFEE. RARE
PRAI N & MR RIIEPE AR, @
B, RENEBEIECS YRR
XRAR. FATENNTALEYEH
EESIEE (PCDL) EZRAEBIBROIEE
HRATZRRBER. FIHEHMIRIIERE
EHITHRFFIEER PCDL, B EH
20 MS/MS Al — S HIER AT
XX FHIFREZER (40 QUEChERS 2
BR) B TATHNEBEMAMEREX
BE, MS/MS EEBBTFXRUNEASFE
HI%EE,

REMRARBAZSHRE DI AT
D, ZAZEREEATEMERN
HEMLEY. Fit, FEXRARE
BUSENSHAENEHRRERF
MERERAHITEE. RAZEH
EEMEURE 29I EARIEM
REXHREFNEREREXMH (W0
SANC0/12571/2013) *fhEi¥4Hi5BR,

AYBAERNBTHTFREMES
SMERERTPHRNHEEMRAN
UHPLC/QTOF/MS FEMFF R, %7
EEARGLENZER (BHFS
5190-0551) #H{TH %. & Agilent 1290
Infinity UHPLC 2455 Agilent 6545 Q-TOF
LC/MS R&4GEA. EFEBFERAT
REHIE, 5 6545 Q-TOF LC/MS R4E
BXRMJLIES R T BRI
A, MEMDUHEIE:

MAEPRIESS IR, AERES
RYPERSIRIENTIRIE

FEBLEBERR, RET
B FERGHRENWE

R EmUBRINE,
BEERENEES

EEEMNE, NFHERUEAERE
WA R B FRACBRIEN, FEREE
BIRE (45 BEERE. NI FBEF
RRNETRRE T 100 m/z LUFHIR
SHMAE, EEbF E—X Agilent 6540
Q-TOF LC/MS &%, 55N KIRIE
T 415

M

AFIS5HF R

FrE IR FIFNE 979 HPLC 8% LC/MS
%o ZHAEFIEREENI R Honeywell
(Morristown, NJ, USA), B4k =B
# LC-Pak Polisher 1 0.22 ym BE£L 0%
I IE2RETHI Milli-Q Integral 4% (EMD
Millipore, Billerica, MA, USA), ERE&TE
Fluka (Sigma-Aldrich Corp., St. Louis, MO,
USA), FRERERIAIR (5 M) RERHELER
3 (BHS 61946-85021) » REGEE
ELRECRALEMRXRE (B4S
5190-0551) . {EF 10 ppm BIRZT
{EASY QUEChERS ZEBURMITINAR
FERHIROERE Mo

Hman eI
BNARMBENESEMN B Lt &K
[&. fEF Agilent BondElut QUEChERS
RFIE (Z4S 5982-5650) IZERE S
FTIRERER4E b QUEChERS 753AXTHE M
HITEEY, FREX 10 g ¥9REEFIA 2 g
LIFIAE 50 mL BERKBES, HE
BIZURIENEE, A 10 mL ZBEZEEY
1 min, TEZEXHE], F3 8 mL B4iKiE
M RIDE 2 /N, @I HHEL SPE
X REZERETT RN, RABRER
A& (BHS 5982-5158) JH1LES
RERR, HRABENMKE (GCB)

(ZB4S 5982-5356H) & {LLI 72K
Ko MERZZRURFMANARTEX
REMRZ, HRESA 1 ng/g.
5ng/g. 10 ng/g. 20 ng/g. 50 ng/g
#1100 ng/go HHAFHEIECHIE R ITEAR
B, AERERETNELEMEAE
S,



B 5t
XA Agilent 1290 Infinity UHPLC Z &5
TR8, ZRHKE8E:

+  Agilent 1290 Infinity 53R
(G4220A)

+  Agilent 1290 Infinity =14 8EEEh
¥R (G4226A) FNAEMISENEE
& (G1330B)

«  Agilent 1290 Infinity #8258
(G1316C)

%1% UHPLC R4 5 AL & L1 10 WIE
SMEBIREE FIRMN Agilent 6545
Q-TOF LC/MS R4BEFA. fEF Agilent
MassHunter T{EURERAFHITEIERE
(B.06.01, S 6.01.6145) . EMEDF
(B.07.00, E!S 7.0.7024.0) FIEE DT
(B.07.00, EYS 7.0.457.0) o

Bk

1290 Infinity UHPLC £HCE2FFR 1
o, EEBTFREATHTAN. RE
EEURMHEER 3 MFA. RAREK
240 DEEAR 14 MRANFENEF
BB HH T, 6545 Q-TOF LC/MS
RASHBEYTTFR 2,

S F MassHunter MM EE D FEE
SR FH TR, RIS, 1/x
TN BB &R AREMRERLZ,

£ 1. Agilent 1290 UHPLC &%%

B8 &
‘i Agilent ZORBAX Eclipse Plus C18 2.1 x 150 mm, 1.8 pm (ZB{4S 959759-902)
e -] 45°C
HEE 3uL
HERERE 5°C
HEHER 10 7 (80% EREZ/20% 7K)
mshig MPA: 7K, 5mM FRESER + 0.1% ERER
MPB: EREZ, 5mM FRERSE + 0.1% FRER
IR 0.4 mL/min
BERER By ia) % B
0 5
1 5
4 50
17 100
20 100
20.1 5
{= 1Rt E] 22 min

fEIE1TEYE] 1 min

3 2. Agilent 6545 Q-TOF LC/MS R4EE 5K

28 &

[Fao FEF; 4GHz BH¥PER
T 50-250 m/z
FIg=sBE 150 °C

FIESTR 10 L/min

WRRE 375°C

SRR 11 L/min

ZEBRED 35 psi

EMEBRE 3500 V

MM B 200V

TS E 125V

HFLEBE 45V

Oct1 RF Vpp 750 V

REREHTE 100-1000 m/z (X MS)
RERE 3 IR E/FD
SItRERETF 121.050873, 922.009798
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SHEEEZE: NFERKIEE
(SWARM i/F3%)
FRAEMESBERFIITANALE
BEMHEE, BREBABENIRERKER
B AN BhEE R =4 BA
RHUER, 5ZFRABZ, SWARM
VBB T IRIBEARRESMEFMN
UM RE. ZEEEBIRIERFR
ERERAESBRRA/ NS F (F,
50-250 m/z 0 50-750 m/z) BB F1E
H. SHHNHBELEE, ZMHEE
RET/ M FHNESME, L, 2
B-MIN&Ya BIETIMNIREY, 1E
SENB TR T ELE 50-100 m/z
SEEIRNMREERE, B 6545 Q-TOF
LC/MS AZEMRBENREEHER
FREZI, FIEMRERRE LT
M KIgHEFH. 5 6540 Q-TOF LC/MS %
% RSN BhiEIEEL, REREE
BHEEREND Z—. XMFEEM
FIERER ARG EFRMIRME T RS
X4 TOF AP AT #1TIEE,

B BT IRIERE T AE P SR E.

Agilent 6545 Q-TOF LC/MS ZR&EitRE
14 A0 B8 12 4 VA 38 75 & BY B0t
6545 Q-TOF LC/MS RATEIEIFE P
RIS ERY, FSMMLAEELTF 6540
Q-TOF LC/MS RARE T KY 4 15
& 2 &R T 7£ 6540 Q-TOF LC/MS R4:H0
6545 Q-TOF LC/MS &% _EFRTSHY 10 ppb

ERRNEEENEMN, ERRND
FEH 2013, £ m/z 50-250 SEEIN
MUNBEFERE—PRETEST
Rl BRIZER LI, LTUNEERSR A
BIEfth 13 MR RI BRI E
EEN

Tune & Calibration l&anualTunel Instrument Stutel Preferences

Q-TOF: Low [1700 m/z) Extended Dynamic Range

v Positive (" Quadiupole
[~ Negative « TOF
(" Both

POi%#TH] TOF AT —i2 i,

(" Mass Calibration / Check ¢ 50-1700 m/z

* Transmission Tune wp 0-750 m/z
v Fra! e lons

LSRR TRAR RE: XA SWARM BEHE TN AT RAEE FERNSMEFHT

x10°

45

12043
15 31781

—— Agilent 6545 Q-TOF LC/MS £
50-250 m/z

—— Agilent 6545 Q-TOF LC/MS %%
50-750 m/z

— Agilent 6540 ¥EHfERE K
Q-TOF LC/MS &4t

1.7 1.8 1.9 2.0 2.1 2.2 2.3 2.4 2.5 2.6 2.7 2.8 2.9 3.0
SREBTIE] (min)

2. AT ZHERY 10 ppb FEE R 7 Agilent 6540 Q-TOF LC/MS ZZE#0 Agilent 6545 Q-TOF LC/MS %
% ERESHMNARAIMEEIEE, 5 m/z2023 I RYITE 50-750 m/z SEEIARMR RIS F1%
HWHALL, 50-250 m/z SEEIRMMNEFEREIH—TRS



XIF 240 FhRZY, TENFRRE 10 ng/g
LI ERFEERER (SFUXIRTF 2 ppb
#0110 ppb) FMBERMANKE, 3
FraIEXERETRENKEY, Lt
ERNEEENSAXREENENF
¥E. BEAEWNE 3 Fim. RBEN
1R ={F 6545 Q-TOF LC/MS R&ZEHELL
F 6540 Q-TOF LC/MS RA A EEHE
ZHHEY. AFERPINITRER
10 ng/g R EBI D MR BIAIE 4 PR
Ro 6540 Q-TOF LC/MS RZEKREEIH
ZEY. LRERRAEDHER
BRI ERST. KASRHERESS
B, MEANES M A IBERS
fEo

140

A £I%%: 2ppb
120

100

82 85
80

60 1

wEYHE

40

20 1 17

1-2x 2-3x 3-4x 4-5x 5—6x > bx
IS ETFR I B2 = 15 4K

140 s
B #554: 10 ppb
120 116

100

80

60 1

40

wEYHE

20 1

1-2x 2-3x 3-4x 4-5x 5—6x > bx
IR IR S S 5K

3 AIFRMESFE R HPLY 240 HRANESMNAE. Agilent
6545 Q-TOF LC/MS R4 5 Agilent 6540 Q-TOF LC/MS RZEHIIEME
MmN L ERESHO M RREENENFIIE, EEER
WEMBRUERN, FHAESIHNAIUBRSME

%107
3 14| Agilent 6540 Q-TOF LC/MS B4
x10 12.184 min
Agilent 6545 1.21
51 Q-TOF LC/MS &% 1
s
4 ~ 06
0.4
S 34 0.2 m “
g 1| T
21 14116118 12122124 126128 130
SKEEETI8] (min)
'|<
U<

T T T T T T T

T T
4 16 118 120 122 124 126 128 130
FKE=ATE] (min)

4. Agilent 6545 Q-TOF LC/MS R4 R BEREZE TR THRL SR, TFRERFMNIT
REEF 10 ng/g BUREEL R BT@5T Agilent 6545 Q-TOF LC/MS R4HHH, {BRET AT Agilent 6540
Q-TOF LC/MS B&eiaH



KEARFAEKRTZE (FbF) #1T
HEMEE

BEFENRRER PCOL HELERR
25 PCDL (G3878-60003 MassHunter
ARLGERE) £, 7 PCOL FXTER
BV ITHIHAT FOF 382, FbF BIERY
—ESHIGEYITR 3 F. NGB
EREHRERIEEF BIRU SR
BB FESNRNE FBIEE, 12
NI EEHENELERSITELE R
TR, BETFREEHRE. RURE
EMREIRERE R TEE 5,

5 {EAREI R T IARRE /S 10 ng/g
HAFEERPRIMNE (AT
2 ppb) WEEEMIEEE, TFE
NREXRNERZ—, HPMENKL
BYENLERE TRET RN
EI%EL (S/N). BRFMEMHEME
MRS T HENLERS, SAER
FRHER TS S B A9 400-500 135,
b, H" INEYMMEED 7 99.66 (G
53100) , EFREHERERS 99.81
(5 100) , EMIEFERD 99.74
(F49r 100) , EIZEEIFRIF S 99.26
(#493 100) ; BERMESYMNZED A
97.36 (#53 100) , HAREHEHRES
43 99.29 (&4 100) , RAMIEFES
594 (GE9 100) , RMIRERE
9752 (i#43 100) o« KD BFHEH
REBRERE, ELKXZHRS YL
LERE S 9=T 90 (GE4% 100) -

= 3. FoF BUEEIENSHIRE

S8 &
TREREIE M BIZAILERID T
HERE 1
EfirE~ it BRBENDF
PCDL G3878CA F&
me [M+H]", [M+NH,]*, [M+Na]"
RERE 6 ppm
RENEED 0.5 min
BrE R E A F 100
B RFEEMNNEF 60
B REFE I EF 50
o osss COED
2 TIe
2
N Y5 87 g9 91 95 %
0.5 SRELBT{E] (min)
04

85 86 87 88 89

90 91 92 93 94 95

SEEERT (8] (min)
x10¢ B
H &%
1.5
NH, lN&#
210
SRS
04d ].I .l L ] l | L
T T T T T T T T T T
304 306 308 310 312 314 316 318 320 322

5. £17% QuEChERS ZEURHINARRE S 10 ng/g BUZFMEHE FoF AR EINLEYMEIEE
FEEE, BIEEFTE 400-500 FHNHAERERBF, ZUSHHEIRFISERNENERE

BRAETEL (m/2)



B {5 F B i SUs B R IR S INAR R 25
NEERFES. EENMHENRES
FRBFELBFIRER 20 ppb KRZ
@34 MassHunter B4 2 TR FriR
BN EMER, ERSEABTE
ENMHNEYIIE Y (cef)e BEF
XS FEEMMR ISR SHE
IR ESHTRENEREEEFMNEY
BF. MREEFLIN, SREBRTM
PRREH 10 ng/g BIFRE RZTYRETS
B, MEHRFUREREEETA
BRIRELTERE, ATRERTALE
THE, ATREREKT 5 EEEE
PEMNERBL, BITEOHAR
FR 20 FSKREEA 10 ng/g LS. A
i, 6545 Q-TOF LC/MS RANENR
SBEMATE 1 ng/g (XIRZF 0.2 ppb)
HIINATRE TR HAFERPLY 70%
A . ERRMIRRE T H
HEYIEEWE 6 Fim.

250 m a%
937 239 239 237 239 238 239 -

BHHEEYHE

1ng/g 5ng/g 10 ng/g 20 ng/g 50 ng/g 100 ng/g

6. EEMINFHERET, MAFMEBRERPRENNEEYEE, Agilent 6545 Q-TOF LC/MS
AANRBERESFEELZHEYEFLEH



FIFEER MS/MS #HITEE DR
HMIE

§E\ MS/MS B— T EZRHBIERSE
Ihee, ERTAMMEE DT UKE
TR IR S SR AN 1S FE#H1T
SRIE. FETHREEBFISH
REIEIA FIIG B RET E. REBT
1B MBI IS U RV BB R IR EY, Mg
S AYERIERT@IL Agilent MassHunter
EMSTREREGEE,. RENEE
[ (ART) IZE I 1 mine M MS/MS it

REE
x10°
| R*=10.99610254

A

y =-7.321341x2 + 3583.524019x + 1297.035301

B HIBRBLEE F. MS FIRERE
7915 IZEE/F, MS/MS BIRER
KR 12 @E/ M., RIBEINE T
MR FEFRRE, BREEREIZENRN
4 + 6 x REEN/100 BULMERNILE R,

M, RZFE +20 eV ROREIERE SIS T
s, BNENEES G a0 E
BEEMEERBHITIER, ARER
FRARZHUEYEIRALEESE
FHKF MRL BRE TRIMHAIEMNE
2, ERIBMHQHNAZHEEY

AlEEE | MS/MS #EiTIRM, B 7
ERTHIRRER 10 ng/g BARE
BRPHRSE (EE) FMESFLERS
HERE (TE) MRERETILEL
e R, T EERTFE MFEIRE
M MS/MS EE RS FEEXT
RERENAATIRRERFEIAIEE
JEE], £ MassHunter E29 47, A
FE@E PCOL I ESLLigRE, W@
B USRI EEAERR LC/MS F&
4 T ER AT IR E SR

+FBEF (8.135-8.227 min, 3 R¥AHH) (259.0077 — **)

ARE (ng/mL)
KR

R? = 0.99865988
254 ¢

T T T T T T T T T T T
0 10 20 30 40 50 60 70 80 90 100

y =-15.230205x2 + 4742.763181x + 2047.302613

x10°7 4I%
104 261.1314
: B 171.9585
213.0563
05 91.0418
I 259077
E o0+
05 62.0600
148.0631
-1.04
259.0077
_‘|_5<
r T T T T T T T T T T T T T T
20 40 60 80 100 120 140 160 180 200 220 240 260
Bfartl (m/2)
+FBEF (5.402:5.505 min, 2 R¥AHE) (230.0076 — **)
x10° |
fEF
100 B 124.9811
0.75 88,0213 170.9691
0504 D 142.9923
0.25 198.9634
@ 0 Ll i I}
=
=.0.254
-0.50 -
-0.75 88.0215 124.9821  170.9698
-1.00 A
195 198.9647

r T T T

T T T
80 100 120

r

AR (ng/mL)

T T T T T T T T T T T
0 10 20 30 40 50 60 70 80 90 100

20 40 60

T T T T T
140 160 180 200 220

BRIFEE (m/2)

7. B[A MS/MS FI@E LR A B F 5 PCOL IEEX RAHTEEN T HMIEELEN, FUETERHINAS R EYY
@I EEE MS/MS #HITEE D, MFRRERN 10 ng/g HARPIVREE (EB) MEHRPHNERR (TE) FATHIRE



FIFE B MS/MS #1753

x102 &E¥W 710

Bz MS/MS B & B TIEEE R o frEY L 10] A 989841 i

—IIhEE, ERATHER, AHE &5 ' 155.0458 206.9332

IRAER %S R BRI " | | I

R, BEHOR—SENHRT. B 0T wgn
SRS MS/MS EESEERE ¢ ST R

AT AWM. RIEEIEE B i

MS/MS 7535, HBY, BERAES av SRRO
FHREBRERTHMHKEEEXH E 05 127-01551550468 206.9371

MS/MS . BT RABEREEY o] | o

;‘zﬁilﬁ{}; ;;I;ss:]unter E'Izﬁiffﬁi’x#ﬂ’\] 80 80 100 120 140 J%f;o_j tb1(é{2/z)zéo 220 240 260 280
BLig UK EIER FE N BE) MS/MS

AL FE @ MS/MS HWLBHET, W <100 L&Y 513 1520710
REsMERTREEN I FEE 20" e
sEmEs, ME Ms/Ms g L 1 i 198,768
FERMEMRIEER. REEEE . wamos

£ 2-3 MEIF, B RBEENKE 5 M s s 180‘1026198.0768
wE=x, @i, FRNRmes  C 0 | : L
Y A T — -

RRT SMAFRER 10 ng/g MLAF 0] T L
REERE (I) MEERNZ BRI For — | -

SEHIHIER XMl

80 90 100 110 120 130 140 150 160 170 180 190 200 210 220
BfETEL (m/z)
8. B MS/MS 3&@iY Eb 3N E 1 B 5 3 FE IS B SEM AWML, Z B ER T8 10 ng/g
FHRE () (A) FESELFI 10 ng/g ZEE (B)



it

Agilent 6545 Q-TOF LC/MS B2
MR AVINEERH T, ST
SERNENDFRAEESNIME
MEBEEFHE FEREE, NHRKRA
EREFRPHR SRR REAAH
EETS LUR{EF MRL BORERK H,

B AR BEE S DI TH
EMEED . HAUEMKLEBEY
BRNMEHESOHEE. REF
CeERRAREETENHATE.

UHPLC/MS. PCDL XX MassHunter
EM/EEDHRYE, FEHNEBEXT
Kim A P #17 AFF R R SIIE.

SE 3R

1.

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

US Regulation 40 CRF part 180
Tolerance Information for Pesticide
Chemicals in Food and Feed
Commodities

Guidance document on analytical
quality control and validation
procedures for pesticide residues
analysis in food and feed.Document
N° SANCO/12571/2013.Implemented
by 01/01/2014. http://www.eurl-
pesticides.eu/library/docs/allcrl/
AqcGuidance_Sanco_2013_12571.pdf

4. Zhao, L; Stevens, J, X3 Agilent
Bond Elut QuUEChERS AOAC x5 &M
ERFEANRGTERER LC/MS/MS
D, ZRECEELENEER,
H AR5 5990-4248CHCN, 2012

5. Kempe, G; Spitzbarth, F; Glauner, T.
Development and Application of an
Exact Mass LC/MS/MS Library for
the Accurate Mass Screening and
Quantitation of Pesticides in Fruits and
Vegetables (FAFIIKRMBERH
NRZFHITHERREREREESD
MEYFEHARE LC/MS/MS & FERFF
RENRA) , KRECHEL WA
F#%, HhRS 5991-2227EN, 2013

B EMHN LT
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