ERAFY ATEERF > Z-FERT A7
ERC e
PRBAHESATRBLP R GAEER 2L i N2
AR T ERLBMAF S SRR AS  SREL 88
t

s
Gt RERZ S B £an
Y

FESE E2 SRR
ggig;;;\;i,gdi‘?ﬁﬁ&@fr& 5 S r@%érﬂ‘é;&g’%%*ﬁ‘%

R JﬂJ%4ﬂF€é?¢%ﬁ?wwo

- TR B Rp kT MRS T A T REE R 2 F
MEATE TR TSR TR TR e R ERTIST
Wz me Lf

S TRE 2 PEHRYRES A LEB S - F - L4

TEEZ M BRI M

T~ THEARRZAN BB IRAZBZAY -

2o~ TR a2 fefl ) B @k o

ST A B R TR AREER R AR B
R IR -

A TR B T, B0 P IEERR2ZER S HTY
i B N2 RRFR o YR E Tikdn kit e B A 7R T

R 2 kb o WERE A BEEIUR A -

1~ g pr—‘%‘*ﬁ EX ) #- TR, A0 W rﬁk%ﬁmﬁc‘*@ﬁ
B e

Lo TR B A 2 i o

S S S AN

Lo TR s TRz 2 TAZ B2 302 32482 378 550
FEF WA S 2R YA - ¢ THER

A2 THHEMKD, 22285 &HE3 -
CHBITINA Y F o
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GHRAR RTREERR S Z-FEART
A BT RHR A

TS T AT S
1@ * el r Mak ;‘éii’**“ Loig* R A% 2qr > | - T@* FR
%A F2 v~ RRE AR A% A &2 e 23R 6077 R H e 57
1205 R #F S ER T~ 47 FLERY AT S
2. ® & D2 o BT 2 & &2 e B & BT e
QUEChERS = ;* (Quick, Easy, | QUEChERS = /# (Quick, Easy, |- ~"#%% | &
Cheap, Effective, Rugged, Safe)=: | Cheap, Effective, Rugged, Safe) i i
FIZS o AR R AT R B H R | ARt 0 kAR K TR BT R %‘r?ﬁiﬁ?ﬁ
(liquid chromatograph/tandem | (liquid chromatograph/tandem iR TR
mass spectrometer, LC-MS/MS)% | mass spectrometer, LC/MS/MS) % 78 T
F AP K AT P B R R (Gas | AP K AT P BT ¥ & (das FH %
chromatograph/tandem mass | chromatograph/tandem mass ARk A
spectrometer, GC-MS/MS) 4~ 5 2. | spectrometer, GC/MS/MS) 4 +7 2_ Bom
4k o 3% o G Tans
2.1. %% 21.4% B ¥ 3
211 RAp kAT e BEHR 211 Ak AT e B R - TR e
2111 3+ R R OEHE S (21011 S R R O S %wa B 4R
(electrospray ionization, ESI) - (electrospray ionization, ESI) - Frof s
2112 K 7 ¢ CORTECS | 2.1.1.2. & 47 ¢ : Acquity UPLC® PR
UPLC-C18 16 um> p j=2.1mm | HSST3-1.8 um- p j£2.1 mm x 10 -
x10cm > & B & o cmo e s e = T 2
2113, % ¢ & : CORTECS |21.13. % & ¢ = @ Acquity |
UPLC-C18>1.6 um- p £2.1 mm | UPLC® HSS T3> 1.8 um > pr /Z2.1 CNE A 4
x5mm: &R o mmx5mm: & e 5 e wod 2L
212, FAp k7P B K 212, Fip kv e MK R R
2121 3R R AT (2121 B3R FIRENY - -2
(electron ionization, EI) - (electron impact ionization, EI) - 43 o

2122 k47 : HP-5MS Ul=* ‘m
# oo P A R0.25 pm oo poj20.25
mmx30m > & % 5% o

2.1.3. #4357 E(Blender) -
2.1.4. # #43(Grinder) o

2.15. % i A~ 475 ¥ (High speed
dispersing  device) SPEX
SamplePrep 2010 GenoGrinder® >
1000 rpmrz b 5 2\ e B & o

2.1.6. #t.< §5 (Centrifuge) : ¥ &

4000 xgr1 ¢ > Fr4liE B ¥ £15°C
J‘]‘ s —"Fz’ o
217. % § k% % & (Nitrogen

evaporator) o

2122 k+7¢ : HP-5SMS Ul=* ‘m
# 0 PCER0.25 pm oo poj20.25
mmx 30m > &l e

2.1.3. #3275 = (Blender) -
2.1.4. ﬂf;ﬁ ﬁ‘é(Grinder)

(SPEX SampIePrep 2010
GenoGrinder®) : 1000 rpmr4 + o
[ R

2.1.6. #.< % (Centrifuge) : ¥ &
4000 xgrz b > Fr4lR B ¥ £ 15°C
T &

217 % §F RH AR
evaporator) -

(Nitrogen

=y




22. ¥
PRPERL ~ PR R FE LGSO ¢ 3R

Efm DR MEHEY A
FE& 02T ERIDEY R
RIS 3 A

4 ~ primary secondary amine
(PSA) -~ octadecylsilane, end-capped
(C18 EC) % graphitized carbon
black (GCB)#a4x * A 7/ 5 3 3
F k(v 7o 25°C ¥ iE 18
MQ-cmr2 +) 5 B #E 4Rt R 5
WM > (acephate) & 12978 (578 &
- vER 22 AZ) B Fh
(triphenylphosphate, TPP) p %
B 5

23 BEZ L

231 #2015 mLz50 mL -
PP+t 5 -

2.3.2. g 345022 um > PTEE
HE -

233. 7 &% :25 mL%50 mL -
#ad o

234. 1| F ¥ F F (Ceramic
homogenizer) ™Y : 4 * Bond Elut
QUEChERS P/N 5982-9313 » & ¢
235, e D 5wk
LY BN T ST

2.36. & i * g § P 2 PSA
375mg ~ & ‘K Fifa4$ 750 mg ~ C18
EC 250 mgs GCB45mg » #:% §
mESmL -

1TV ARG AR A
piasEmi* o

M2V RFZRp FIFEREY S LA
BEPZEZLY Lo

24, BB B RLIAE

24.1. BHApiBIRA
Pppfi4R0.4 g 4 d kiR
i =1000 mL > 4 » ® Bl mL > R
£353 > MBI Bk ik
T B Ap 3 R A

242, $H4pi%iRB !

2.2. #F#&E

PRESFL ~ U AR IERLAOR R E
Fr DL REARBEYAYT
E5 e WE T RBRRARE AT
B EORPEELg ~ EORERELAR
primary secondary amine (PSA) -
octadecysilane, end-capped (C18
EC) %2 graphitized carbon black
(GCB)=4x * & 475 5 2 #p+ K
(v 7 p25°CF # 18 MQ-cm i
) REHRY R EBRER
(acephate) % 6078 (&7 L % - ~ 4
-2 A Z ) BEPE = ¥ P
(triphenylphosphate, TPP) p 3% 4%
23, BEZ L

231 g d 115 mLz 50 mL >
PP+t T -

2.3.2. g™t 34/£0.22 um - PVDE
-

233. 7 #%1 25 mL%50 mL -
Wd o

234. 1| % ¥ F % (Ceramic
homogenizer) ™Y : 4 * Bond Elut
QUEChERS P/N 5982-9313 » # I
235w palt): 5 oa ke
fadsd g% & ’kﬁﬁ'ﬁﬁ@\lg °

236. & i g § ) 2 PSA
375mg ~ & -k Fife 45750 mg ~ C18
EC 250 mg% GCB45mg » &% £
FmES5mL -

AL BRIV AR AR
pisrimi® o

H2: v kG R ARG
L E R S L R R

24, BEApip R AW

241, B 4pi5 A

B9 AR50 mL2 2 33 -k450 mL
LS Ao frfs4¢0.199% ° Bt
1 mL>afas R E&355 » g
Wi PR A B AR RA
242, # ¥ 4pi5 kB

P2 i$500 mL > 4e » fiFA£420.19

N R
o opo3n
§i i L
2k R Z
B iE _H_sr:k
F R R
B o

AT
T R 2
Wi g
poIs R E
B 2 ik
B E K 7
N A
e L
2 kR4
B> ¥
T tp A&
¢ B TR
e A7 R
TEE 2
RA7E ~
EE L
»E B
AR -
" Hw] %




1000 mL » 5 ik M5 i
T #4piziRB -
25, pFR R Rz el
PoBEPL = F fin PRI & 540
mg > MR > T R ET T
FE50mL o iF 5 P IR R
3+-18°CHF R pT 7 ©
251 P 2P R E R T
fE A% 2 50 pg/ml > % 172.8. 5 &
e LR 2 R R o
252, P 2P R E R LT
R 25 pgmL > #1F29.1.&
LC-MS/MS 4 45 # 2_ jn 3R 4% 233
"o
253. B2 PR E R UP
it A 25 pgmL > #1292, &
GC-MS/MS 4 45 # 2_ p 3R4E A
oo

6. FA 2 A E
26.1. 7 1%fsphz o %3
BerkpEA10 mLgz 2 %990 mLin
393 o
2.6.2. [ Bk
i
N
w3 e
27 BRI
271 PR EHREY R L LY
25mg > MEEf T ML W fET
TFI25mL o 1% 5 48 Rig o 3
-18°CigF sk priz o P~if £ B R R
©T AR D ] pg/ml > #172.9.1.
' LC-MS/MS 4~ 47 * &3 % -
272. R EHE 1‘%@%%
25 mg > HRER T [P PR

A fET L F 225 mL nrpfﬂ_g
Bk o %r-18°C#F £ pris o Boif £
R p e s e (10, viv)
BRIl pgml o %7292,
& GC-MS/MS & 47 * 82 % o
28 Wz
e 3 PN RIS B4 10
0 AR BATR A 0 R
(6 o W-Fev BT R ,»ai‘iﬂg » B

PR

e (1, viv)ia

il 1l (Vi) B

0 BRI REES R CE
T Peipi BT # 4R 5 kB o
25, pRRER R Y
BEEPL = ¥ fig ) VIR B 5540
mg - MHrREF T T R ET T
AA50mL o 175 IREEE R R
%>-18°CHF £ P77 ©

251 P 2P IHRERE R LT
R4 175 pg/mL > % 1¥2.8.8 1k
R ELE R 2RI R o
252 g 2P IR R LT
AR 2 7.5 pg/ml > % 1¥2.9.1.&
LC/MS/MS 4~ 45 # z_ p 38 4% 2%
oo

253. B BN IR Rk U
fit A 2 7.5 pg/ml > % 1¥2.9.2.&
GC/IMSIMS 4 47 * 2. |\ FR4% 282
i

2.6. A2 AW

261 F1%pspez o HipiR
P-rkfis 10 mLgz e #5990 mLiR
£33 o

26.2. Ak e (Ll VIV)iB
i

BPAmEE el (V) B
R

2.7, BBz pe i

271 REHRY FEL LY

25mg > HREALE 0 e R R
T_X 225mL o 1% 5 538 Rg o 3
-18°CgF b pr iz o Poif R ARE R
1P EEARR D L pg/ml s % 1¥2.9.1.
& LC/MSIMS A 5 # {383 7% o
272. PR EHRY LR L
25mg - A FEAL R Lf R AT
AR 2 225mL 1T A RE
Bk > %+-18°CiEr £ pris o Bif B
W R pope e 2211, viv)
BRI pgml o &i72.9.2,
& GC/MSIMS A4 5 * {£2E3 7% o
28 w2 AW

Mg Mo F > 510 g MHFLFE
T B0 mLEs g ¢ o0 Ak
de 0 7 1%z ¢ %3 10 mL

I




%109 > HFEAET > ¥ 50 mLag
SR A k8 e~ 7 1% 2
v % %R 10 mLZi 50 ug/mLF\ 2R
FEAZIOUL > £ & B4~ [ E
BPE T A :‘;'B’»’# Y By
SR E TR BT

GOBATRE BB E AR
*+1000 rpmdk F 24 11+ 73R T 3
R ’*“15°C 4000 xg#gr=5

A4 o Bt i mL o A B 5

‘]LJ!% ’ ﬁ_""il“q’f{gﬁ:u?‘ v 1B
¥ A FTE R 1000 rpm%)e’zjf I
S S AE R A R ’“15°C ’
4000 xgdg .54 48 o B~ ikl
mL > 12§ F *X 2 Klsg ﬁ?%”
TRl mLB iR R E5Y 0 A
iR g 0 B 1T Rk 12 LC-MS/MS
B35 e ¥ B _,F,.zlmL"lgsrp
RIMGC R UAR L
e (1'1 VIV)iz i1l mLi% 28 &35
S 0 BT 12
GC_MS/MSA\%‘r o
29 AT et a2 HE
2.9.1. LC-MS/MS :
B"q_ 3 ’Fﬁ’ﬁ' » 2.8, ;—"ZFQ, @l#\ﬂj‘ﬁ
L i S S S L /?;/ni’ A
wg&lme%i%ﬁiM%’
A A~ G 27 R~ 1 pg/mLAR
%% 5~200 L (8 2 2 H N
P 52~200 ul)% 5 pg/mLp 8%
B3 R10ul o @A S 1mL o R
biog o wivAFT e AR
A L
BEo ) R 52 L 5
v B R 2 kR 0 1¥0.005~
0.2 pg/mL (F r 2 H (83 2
0.002~0.2 pg/mlL)2 2 5 7 itk
4o
AR TR
R +7 ¢ - CORTECS UPLC > C18 >
1.6 um > p j£2.1mmx 10cm o
%3 ¥ 4L CORTECS UPLC -
C18 16 um > p 521 mm x 5

2 75 pg/mLp FR4% 2% 7% 7% 10 pL »
LB BELBFT L2 E
Bk g Er Ao FE T
ezl ¥ B o B BAE B

PR B R ER TS
1000 rpmi& i 2 12 = 7] 5 F 1A
4516 > 3v15°C > 4000 xgdg . 1e
48 o —/FIISmL’ﬁguEKJ

éi , _E"’/‘iqu*%ﬁ'_'u? RV 3
ST B 7 2 4% 21000 rpm

%Ef A R R T 1 48
15°C » 4000 x gt =54 4 o B~ ¢ iF
mlmbL> Mg FeXIklic AT
2 ?EEl mLAfE > REB]S
SEREE IR EiTHRR]
LCIMS/MS 4 47 = ¥ B~ Fix 1
mL> ™ F § sR 3 blgg - AT P
pope s e (L, viv)iz ikl mL
BfE R EHEY S SRR
il o 12 GCIMSIMS A 45 -
29. AT Fet s HiF:
2.9.1. LC/IMS/MS :

Borv fe Al 2288 WA
PRI 2 R iR A
WEEL ML U F F RIS
BBt~ dE £ T AR > 1 pg/mLiRF
% %5~200 uL% 7.5 pg/mLp R
i 910 uL > R R 51
mL: iR &35 o T
AT R E R BN IR 2
HER o BHRBEZER W
£0.005~0.2 pg/mLz A F ™ fe
e E Ao

(if‘é )ifﬁ R 7 8 BT 4 TR LR B
x4) .

Ib"‘

'J l'+ l—— 15— f‘l‘

%3 ¥ 4 ¢ Acquity UPLC® HSS
T3>18 um> p j£2.1 mmx 5mm e
% 45 # @ Acquity UPLC® HSS
13> 1.8 ym > p 221 mm x 10
cm e

K15 % B R 1 30°C o

FBARB IR L AR EBIR LT A iE
G Al S il

[pmmin) | A%) [ B(%) |




mm e
R 478 B A& 2 30°C -
Hdpa R P AREBR T 2iE
AR F R A AT
BF R (min) | A (%) B (%)
0.0-2.0 99—50 1—-50
2.0—8.0 50—30 | 50—-70
8.0—10.0 30—1 70—99
10.0—13.0 1—1 99—99
13.0—13.5| 1-99 99—1
13.5—15.0 | 99599 1—1
##4pinig 0.3 mL/min o
A% t5ul-e

* g 7 & (Capillary voltage) :
S T4 i (ESI )4k
3.5kV
AT TR i (ESI )
16kV o

B + &k E A (lon

temperature) : 150°C -

% ¥ 4 47 2 A& (Desolvation

temperature) : 500°C -

wmoplHo © 5 £ K 8 el (multiple

reaction monitoring, MRM) - &g+

¥~ 1245 44 7 /B (cone voltage) ¥ i

source

$ 7t £ (collision energy)4r# - %
%= e
R L A A G ol

FoikArig 2 ®E > K
R E 2 -
2.9.2. GC-MS/MS :
v el 228 ?F;’% ‘%H& 7’]‘4\:
[ ’l{%i——g' de 2 L fe
LEBL mL> 1§ F RIKIEC
ARSI iﬁf&_ﬁ i S Y= (1.1,
VIV)i% % ~ 1 ug/mLi% &3 %5~
200 pL% 5 pg/mLp 8452 7% 7% 10
pL ZHfF Z1ImL R ESS 5
A S U N o vEid | T
PLIE T A4T 0 e b R E S
PRI L gL G g
z kR 0 %170.005~0.2 pg/mL2_
f&%‘”‘ etk € 4 -

F AR R AT B TR RS 4 AT iRl AR

(3)

i £ 2

/p RN

M

0.0—-2.0 99—50 1-50
2.0—8.0 50—30 | 50—70
8.0—10.0 30—1 70—99
10.0—13.0 1—1 99—99
13.0—13.5| 1-99 99—1
13.5—15.0 | 99—99 1-1

# b dp ek 0 0.3 mL/min o

A~ 110pL

£ g T % (Capillary voltage) :
TR oS (BESI )
3.5kV
TR i+ (ESI )
1.6 kV -
o+ kh E A (lon
temperature) : 150°C -
% ¥ 4 $¢ . A& (Desolvation
temperature) : 450°C -
WORIHCE L % £ & o RI(multiple
reactlon monltorlng, MRM) - 3+
¥~ i 48 T /R (cone voltage) £ Fi-
4 #c £ (collision energy)4-# — 2
Z\'— °
2.9.2. GC/MS/MS :
ze ety 228 %FF% ﬁl#\/‘]\%c
PR 2 /p i
BBl mLo 4 F F X1 K5z
> ude B PR -2 (L0,
VIV) ~ 1 ng/mLA& %% % 5~200 L
2 7.5 pg/mLp 3843855 5% 52 10
uL > & 84 51 mL o ;&’@1@3 o
FTIEREFLAIT O RE B E
S0 SR £ G o
k2 kAR > @ 1¥0.005~0.2
pg/mLz 2K 7 fete £ &
(i)ifM] T8 ST A TR iR

source

»
%
At

R 17 ¢ HP-BMS UL* fmg - 9
B & 025 pm > p f£0.25 mm x 30
m o

BT R R
7 8 60°C 1 min;
= /.x‘f". : 40°C/min ;
LA 170 C;
= u‘fi'. : 10°C/min ;

P 310°C 2.25 min o




R 78 “HP-BMS UIL fm g » p 30
5 & 0.25 pm > p 420.25 mm x 30
m o

RA78 B AR -

4% 1 60°C > 1 min ;

R i ¥ 1 40°C/min ;

¢ 8 1 170°C ;

g i 5 1 10°C/min ;

%8 1 310°C » 2.25min -
#HEAp % F nid 01 mL/min .
PEAPNE I BT O
o~ B OR R
temperature) : 280°C -

A~ #1258 (Inject mode) @ 7 & i
(splitless) -

(Injector

BT LHS5Y D El 70V e
M+ RE R - 280°C -
MoplHEs C 2 E R R MR 1R

PR AR RAed =
2.10. #FW|E%KE 7 BRI T
2.10.1. LC-MS/MS

HIEE B RIZ ét Eq“ fetk £ 50
BRlE 5ML’/’°\ /IQ#E%’H
PEEHFRY x;<2.9.1.€r1',+. [EJRTA
Fﬁﬁ°%%ﬁﬁé@“@%i
MR @ AL FTETE S
) MU LR Sk S A

oo ¥ iRTAFEN R
%%%Laammv
e L RE2Z 7 E(ppm) =
CxV

M

D AT TRBRERRLTRR?
é B %2 k& (ug/mL)
Vi EPfatz 7 1%mpk e
7% i A8 A% (10 mL)

M @ B2 47 42 £ £ (0)
A AR R TR B
IS INYIT IV

7 (< 100%) » % 3 Fl4eT
A % (%) | 3 3 4 B(%)
> 50 +20
> 20~50 + 25
> 10~20 £30

#F#p g F oniE D1 mbL/min e
Arg il uL
Ao~ B ® & (Injector

temperature) : 280°C -

2~ #58 (Inject mode) @ 7 & ix
(splitless) -

LR L A & s A (=)
70eV -

SRR R - 280°C o

W S E R BB R
B R RN BACE = o

3P R S fed B R

TR Rt -

R i K A i A

TRt 2 RE o K R L2

B T o

210, EuEkE 5B
2.10.1. LC/MS/MS

HEEPRIZ2 R85 10
L > A S A AR 17 6 5
&RY 0 291 HFIEZEEGFTAI
%ﬁ%ﬁ/liﬁﬁzpu LR & A

Bl

TR LR iR Ha
ﬂ;)i(?é)iga J—L , T' f}(_f )77]];‘1--;%:;\
*ﬁ%ﬁ“ éﬁ§7 _a(ppm).
g &R #F2 72 (ppm) =
CxV
M
dé? foth B 4 A i o

C:
£ B %2 kR (ug/mL)
ViErfetliz 3 1%k o %
7% iR AE A% (10 mL)

M: B A %42 £ £(0)
2.10.2. GC/MS/MS

Hre stz £ R 41
uL > & wliE o~ F Ap K 47 8 B T o
KoY o k2928 F R T AT
Y%ﬂ*ﬂﬁ,ﬂ%%ﬁ%;ﬁ
THERE 3 EF RGPS
ma”@ﬁ PR FES
Fo4 ﬁ%” %7A (ppm) :
R

2. 7 £ (ppm) =
CxV
M

&R
REZ




=10 |
2.10.2. GC-MS/MS
F RSl ATt B
a3 | S W T) DRIPARI PE AP ff«f*ﬁﬁi
78 %Fﬂ%liﬁ‘ v 122.9.2. 87 0% &
EEAY  RBIREAT T R

I
I+

0

Cid A fF ™ ficth & SR oo o
LR E2 Ok fi(ug/mL)

Vo EB
/% Mt %gff (10 mL)
M: P42tz £ ()

7 1%mpez ¢ 5

ERARATE LG 2 FTPER 2
$EF Rt s Vg
wi’ﬁifﬂ%ﬁﬁﬁmﬁ@

bz

BERLETRR
/k}?.(ug/mL)
V.+%%@igmﬁ&ibﬁ
7 7% A4 (10 mL)
M:Pfkstrteiiz £ 2(9)

E L R LR
ok - ~ A2 A=
; ’}’ﬁ‘%}ﬁ—}:%f //] Sr 2 E}A:ﬁ”;.:_ ‘iﬁq

(triphenylphosphate, TPP) p 3R 4%
W, d 3wz Liry PG
it R EREEER
Bﬂ - TR R %;%% o R
2 E.\:.u/rl A% 0 0% 7 P r’r'%ﬁ‘? #'J 3;&
A,; 0
3. AEFH T A ERET RE R
= w2 GC-MS/MS g LC-MS/MS
A5 o
4 BB G oA p g bR
PR TREERL SRR
BB T EHIL T ELES
‘“1‘?%—} BP 2t b E4E Dl o
5 %Y F R EHRHKS LT
Fﬁ & B F%’”%- °
Al A
1. Lehotay, S. J., Mastovska, K.
and Yun, S. J. 2005. Evaluation of
two fast and easy methods for
pesticide residue analysis in fatty
food matrixes. J. AOAC Int. 88:
630-638.
2. European
Standardization.

Committee  for
2017. Food of

5 AT R TPAT Y
LB A G fEApg A

1 (<100%) > % 3F 4 Flho T
104 a+ 5 & (%) | % 3 8 B (%)
> 50 +20
> 20~50 25
> 10~20 +30
< 10 + 50
ﬁ;'l*%%*%iiiﬁ@

ok - ~FZ 2 A= o

2. MEEHR D FATHEEY R F R
3= & 11 GC/MS/MS & LC/MS/MS
AR T

3 HAY F R RRE LS
P e f TR o

2 gk

1. Lehotay, S. J., Mastovska, K.
and Yun, S. J. 2005. Evaluation of
two fast and easy methods for
pesticide residue analysis in fatty
food matrixes. J. AOAC Int. 88:
630-638.

2. European Committee for
Standardization. 2009. Food of
plant orign— determination of
pesticide residues using GC-MS
and/or LC-MS/MS  following
acetonitrile extraction/partitioning
and clean-up by dispersive SPE-
QUEChERS-method. DIN EN
15662: 2009-02 (English version).




plant origin- determination of
pesticide residues using GC-MS
and/or LC-MS/MS  following
acetonitrile extraction/partitioning
and clean-up by dispersive SPE-
QUEChERS-method. DIN EN
15662: 2017 (English version).




P -4

Fo CFBBPEOSE R EZ MM EL2 FEF RGP S 82 T E EYLC-MS/MSE 3T #50)
T TERTH R A o) T £ 1= (ppm)
T R e A e A A AT
A 1 H+ (mlz) V) V) A 1 H+ (mfz) V) | (V)

1 |Acephate B 184 > 143 11 8 184 > 125 11 18 0.01 0.01 0.01
Acetamiprid IR 223> 126 26 21 223>90 26 35 0.01 0.01 0.01

3 |Aldicarb R 208 > 89 10 20 208 > 116 10 8 0.01 0.01 0.01
4 |Amisulbrom X £k 468 > 229 20 16 468 > 148 20 50 0.01 0.01 0.01
5 |Azoxystrobin I = A% 404 > 372 22 15 404 > 329 22 30 0.01 0.01 0.01
6 |Bendiocarb T 224 > 167 20 8 224 > 109 20 18 0.01 0.05 0.01
7 |Boscalid v 37 343 > 307 35 20 343 > 140 35 20 0.01 0.01 0.01
8 |Buprofezin N E 306 > 201 20 12 306 > 116 20 16 0.01 0.01 0.01
9 |Carbaryl Sv i) 202 > 145 22 22 202 > 117 22 28 0.01 0.01 0.01
10 |Carbendazim A 192 > 160 27 18 192 > 132 27 28 0.01 0.01 0.01
11 |Carbofuran b g% 222 > 165 34 16 222 >123 34 16 0.01 0.05 0.01
12 |Chlorantraniliprole |#] % 3* 484 > 453 24 22 484 > 286 24 14 0.01 0.01 0.01
13 |Chlorfluazuron v A A 540 > 383 42 20 540 > 158 42 20 0.05 0.01 0.01
14 |Clofentezine A E 303> 138 22 22 303>102 22 35 0.05 0.05 0.01
15 |Clothianidin ¥R 250 > 169 18 12 250 > 132 18 18 0.01 0.01 0.01
16 |Cyazofamid FAER 325> 108 20 20 325 > 261 20 10 0.01 0.01 0.01
17 |Dimethoate Il o 230>125 14 20 230 > 199 14 11 0.01 0.01 0.01
18 |Dimethomorph e 388 > 301 35 20 388 > 165 35 30 0.01 0.01 0.01
19 |Dinotefuran d¥s 203 > 157 20 8 203 > 129 20 14 0.01 0.01 0.01
20 |Etoxazole IR AR 360 > 141 35 35 360 > 304 35 17 0.01 0.01 0.01




Ao B EEOR R EE P IERE R SR BRI 2 TE 1RPYLC-MS/IMS T H 5 550 )(F)

3
45 g T E T TGS ZE &' (ppm)

A 1 H+ (mlz) V) | V) A 1 H+ (mlz) V) | eV
21 |Famoxadone U R 392 > 331 20 11 392 > 238 20 20 0.01 0.01 0.01
22 |Fenazaquin st 307 > 57 30 25 307 > 161 30 19 0.01 0.05 0.01
23 |Fenobucarb T AR 208 > 95 20 10 208 > 152 20 10 0.01 0.01 0.01
24 |Fenpyroximate B 422 > 366 26 15 422 > 138 26 32 0.01 0.01 0.01
25 |Fenthion PSS 279 > 247 30 12 279> 169 30 18 0.01 0.01 0.01
26 |Flonicamid & R 230 > 203 32 18 230> 174 32 18 0.01 0.01 0.01
27 |Fludioxonil ELR® 266 > 158 14 32 266 > 185 14 24 0.01 0.01 0.01
28 |Flufenoxuron EN 7 3 489 > 158 40 22 489 > 141 40 46 0.01 0.01 0.01
29 |Fluopicolide ENRAI 385> 175 29 23 385 > 147 29 49 0.01 0.01 0.01
30 |Flusilazole =P E 316 > 165 32 26 316 > 247 32 16 0.01 0.01 0.01
31 |Flutriafol Fne 302 >70 26 18 302 >123 26 29 0.01 0.01 0.01
32 |Hexaconazole EE 314>70 26 22 314 > 159 26 40 0.01 0.01 0.01
33 |Hexythiazox EF S 353 > 228 24 14 353 > 168 24 26 0.01 0.01 0.01
34 |Ilmidacloprid &id = 256 > 175 28 20 256 > 209 28 15 0.01 0.01 0.01
35 |lsoprocarb 7 il 194 > 95 18 14 194 > 137 18 8 0.01 0.01 0.01
36 |Mecarbam A O 330 > 227 21 8 330>97 21 35 0.01 0.01 0.01
37 |Metalaxyl a3 280 > 220 20 13 280 >192 20 17 0.01 0.01 0.01
38 |Methiocarb el 226 > 169 22 10 226> 121 22 22 0.01 0.01 0.01
39 |Methoprene iy T 279> 81 24 24 279 > 95 24 22 0.01 0.01 0.05
40 |Metrafenone R 409 > 209 20 17 409 > 227 20 29 0.01 0.01 0.01
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TR A H

T4~ ¥ & #%I(ppm)
PR e O v ricrd Bl el eS0T ol - PR (PO B
A 1 H+ (mlz) V) V) A 1 H+ (mfz) V) (eV)
41 |Monocrotophos T %% 224 > 127 20 16 224 > 98 20 12 0.01 0.01 0.01
42 |Nitenpyram - 271>126 30 15 271 > 237 30 15 0.01 0.01 0.01
43 |Omethoate B 214 >183 20 10 214 > 155 20 15 0.01 0.01 0.01
44 |Oxycarboxin ENar 268 > 175 20 16 268 > 147 20 25 0.01 0.01 0.01
45 |Pencycuron Fri 329>125 40 22 329 > 218 40 20 0.01 0.01 0.01
46 |Phoxim TR 299 > 129 20 11 299 > 153 20 7 0.01 0.01 0.01
47 |Pirimicarb Voo 239>72 28 18 239 > 182 28 15 0.01 0.01 0.01
48 |Prochloraz #irf 376 > 308 17 11 376 > 266 17 14 0.01 0.01 0.01
49 |Profenophos A 373>303 36 20 373>128 36 40 0.01 0.05 0.01
50 |Propargite s g 368 > 231 15 11 368 > 175 15 17 0.01 0.01 0.01
51 |Propoxur £ 2L 210> 111 15 16 210 > 168 15 10 0.01 0.01 0.01
52 |Pyraclostrobin R AT 388 > 163 25 25 388 > 194 25 12 0.01 0.01 0.01
53 |Pyridaben 2 365 > 147 22 24 365 > 309 22 12 0.01 0.01 0.01
54 Sp?nosad A ] f‘;{%;&A 733> 142 50 31 733 >98 50 59 0.01 0.01 0.01
55 |Spinosad D B = #D 747 > 142 51 31 747 > 98 51 53
56 |Spirodiclofen B 411>313 25 11 411>71 25 14 0.01 0.01 0.01
57 |Tebufenozide 5% 353>133 13 20 353 > 297 13 8 0.01 0.01 0.01
58 |Tebufenpyrad s 334> 117 52 34 334> 145 52 28 0.01 0.01 0.01
59 |Thiabendazole i 202 > 175 45 25 202 > 131 45 30 0.05 0.01 0.01
60 |Thiacloprid F 58 253 > 126 35 20 253 >90 35 40 0.01 0.01 0.01




Ao CBHATEOH R FE PR E R 5 E R ORI S TR AR YLC-MS/MSE 5 #54)(H)

K
45 g (R ) LS T2 1% *(ppm)

wx| L T o ol e TS ekl s R R R
T T L arasmn) | S5 | o | apaag | GE | | TR PR ER
V) (eV) V) | (eV)

61 |Thiamethoxam ?_* i# % 292 > 211 22 12 292 > 132 22 22 0.01 0.01 0.01
62 |Thiophanate-methyl |7 & % &% 343> 151 40 27 343 > 268 40 17 0.01 0.01 0.01
63 |Trichlorfon ZEF P 257 > 109 22 18 257> 79 22 30 0.01 0.01 0.01
64 |Tricyclazole = % rk 190 > 163 38 20 190 > 136 38 26 0.01 0.01 0.01
65 |Trifloxystrobin = & " 409 > 186 28 16 409 > 145 28 40 0.01 0.01 0.01

1.S. [Triphenylphosphate  |#ift = ¥ fin 327> 77 40 35 - - - - - -




- ~ AR ESE R E2 S EF BRI S 8E T 4B YLC-MS/MS § #F #55%)

PR TR Y AT W LE 12 "(ppm)
o # s min)> | BB s > | SRR R i
=X B L v R TR i e - LS wE | R R
1 |Diflubenzuron |= 4% 309 > 289 -20 -10 309 > 156 -20 -10 0.01 0.01 0.01
2 |Fipronil R 435 > 330 -25 -20 435 > 250 -25 -25 0.005 | 0.005 | 0.005
3 |Fipronil-sulfone |54 & 4 451 > 415 -29 -16 451 > 282 -29 -28 ' ) '




Lz PHGECLTLFE N SEE R 5 EF GRS 2% T F $8U(GC-MS/MS)
PR (aA T4 4 2 &3 (ppm)
A& e soy  |[PREI@D> | T lRmas me)> | e ]
AFaT ) |y | AFETOL)
1 | Aldrin P& 263 > 193 35 263 > 228 20 0.01 0.01 0.05
2 Bifenthrin 25 181 > 166 15 165 > 115 30 0.01 0.01 0.01
3 Bitertanol iR 170 > 141 20 170 > 115 30 0.01 0.01 0.01
4 Bromopropylate FT A% 341 > 183 15 341 > 155 25 0.01 0.01 0.01
5 Bupirimate LB 273> 193 10 208 > 165 10 0.01 0.01 0.01
6 Chlorfenvinphos RIS o8 267 > 159 20 323 > 267 15 0.01 0.01 0.01
7 | cis-Chlordane cis-¥ & =+ 373 > 266 20 373> 301 10 0.01 0.01 0.01
8 | Chlorpyrifos g #r > 314 > 258 15 314 > 286 10 0.01 0.01 0.01
9 | Chlorpyrifos-methyl | ¥ g 274> 286 > 93 20 286 > 271 15 0.01 0.01 0.01
10 | Cyfluthrin A 163 > 127 5 206 > 151 20 0.01 0.05 0.01
11 | A-Cyhalothrin it 181 > 152 20 197 > 141 15 0.01 0.01 0.01
12 | Cypermethrin Fw 163 > 127 5 181 > 152 20 0.01 0.01 0.01
13 | o,p-DDD 0,0 —iFIFIF 235 > 165 25 235> 199 15 0.01 0.01 0.01
14 | o,p-DDE 0,p —iFiF % 246 > 176 30 318 > 246 25 0.01 0.01 0.01
15 | o,p'-DDT o,p'-ifF iF i 235 > 165 15 235> 199 15 0.01 0.01 0.01
16 | Deltamethrin AP 253 >93 20 253> 172 10 0.01 0.01 0.01
17 Diazinon = il 304 > 179 10 179 > 137 15 0.01 0.01 0.01
18 | Difenoconazole A 323 > 265 15 323 > 202 30 0.01 0.01 0.01
19 | Dimethipin e 118 > 58 5 124> 76 5 0.01 0.01 0.01
20 | Edifenphos ok 173> 109 10 310> 173 15 0.01 0.01 0.01




Az PHGEEUTLEE PRS2 5 EF BRI 82 R 18U(GC-MS/MS)(H)
3 4 ] ok LA 4 L 13 (ppm)
7= o P KL ,E;fpja%p”—rﬂ(m/z) > - w 'E?ng%i(mlz) > - o R | Rk
AFaT ) |y | AFETD )
21 | alpha-Endosulfan a-% HF 241 > 206 15 241> 170 25 0.01 0.01 0.01
22 | beta-Endosulfan B-% # 195 > 159 10 241 > 206 15 0.01 0.01 0.01
23 | Endosulfan-sulfate | & # § & 3+ 272 > 237 15 387 > 253 10 0.01 0.01 0.01
24 | Endrin T E% 263 > 193 25 263 > 228 20 0.01 0.01 0.01
25 | Ethion T B 231> 129 25 231> 175 15 0.01 0.01 0.01
26 | Etrimfos P O 292 > 181 10 292 > 153 20 0.01 0.01 0.01
27 | Fenitrothion HoB 277 > 109 20 277 > 260 10 0.01 0.01 0.01
28 | Fenpropathrin 4% 181 > 152 20 265 > 210 15 0.01 0.01 0.01
29 | Fensulfothion AR 156 > 141 10 292 > 109 15 0.01 0.01 0.01
30 | Fenvalerate il 167 > 125 10 125 >89 20 0.01 0.01 0.01
31 | Flucythrinate EER 199 > 157 10 451 > 199 10 0.01 0.01 0.01
32 | Flutolanil 6% 173 > 145 15 281> 173 15 0.01 0.01 0.01
33 | Heptachlor 0w aE 272 > 237 15 237 > 167 30 0.01 0.01 0.01
34 | Iprodione % d 314 > 245 15 314 > 271 10 0.05 0.05 0.01
35 | Isofenphos ERgea N 213>121 15 213 > 185 10 0.01 0.01 0.01
36 | Isoprothiolane ErgY) 290 > 118 15 290 > 204 10 0.01 0.01 0.01
37 | Kresoxim-methyl F T % 116 >89 10 206 > 116 10 0.01 0.01 0.01
38 | Lindane 72 181 > 145 15 219 > 183 10 0.01 0.01 0.01
39 | Methacrifos R 125> 79 5 208 > 93 15 0.01 0.01 0.01
40 | Methidathion B O 145 > 85 10 145 > 58 15 0.01 0.01 0.01




}Z " PHRIOLALFZ pAREER2 FEF RN
2 E

45 4 T T B L& 1% *2(ppm)

38 =X ey s L s w SR4E+ (m/z) > Mi’?‘ W SRAE S (m/z) > ME‘ N - e
s nrE AFgsmn | o | ARSI | RO RE | R

41 | Myclobutanil W R 179 > 125 15 179 > 152 10 0.01 0.01 0.01
42 | Oxadiazon B R 258 > 175 10 258 > 112 25 0.01 0.01 0.01
43 | Oxadixyl BT 163 > 132 10 163 > 117 25 0.01 0.01 0.01
44 | Penconazole T 248 > 157 25 248 > 192 15 0.01 0.01 0.01
45 | Pendimethalin 5 17 [ 252 > 162 10 252 >191 10 0.01 0.01 0.01
46 | Permethrin FRGE 2 183 > 153 15 163 > 127 5 0.01 0.05 0.01
47 | Phenthoate Fid 274 > 121 10 274 > 246 10 0.01 0.01 0.01
48 | Phorate A T > 121 > 93 5 260 > 75 10 0.01 0.01 0.01
49 | Phosalone H 182 > 111 15 182 > 138 10 0.01 0.01 0.01
50 | Phosmet R 160 > 133 10 160 > 105 15 0.01 0.01 0.01
51 | Pirimiphos-methyl | & 44~ 290 > 125 20 290 > 151 20 0.01 0.01 0.01
52 | Procymidone R 96 > 68 10 283 > 96 10 0.01 0.05 0.01
53 | Propiconazole I sl 173 > 145 15 259 > 69 10 0.01 0.01 0.01
54 | Prothiofos I me 267 > 239 10 309 > 239 15 0.01 0.01 0.01
55 | Pyriproxyfen B 5 136 > 96 15 136 > 78 25 0.01 0.01 0.01
56 | Tebuconazole = w1 250 > 125 20 250 > 153 10 0.01 0.01 0.01
57 | Terbufos F AR 231> 175 15 231> 157 20 0.01 0.01 0.01
58 | Tetraconazole 7 5.4 336 > 218 15 336 > 204 30 0.01 0.01 0.01
59 | trans-Chlordane trans-v # = 373 > 266 20 373> 301 10 0.01 0.01 0.01
60 | Triadimefon ER 208 > 181 10 208 > 111 20 0.01 0.01 0.01




22 FPEFEOIREEZ NREE T S EF R PG 28 E TE 1Y GC-MS/MS) ()
i TE BT a3 T2 % *2(ppm)
. e s FAE Ao | Lo e
T ey sop | TRREQES | TR T AR OIS BL ) | hw |
A 1 H =+ (mlz) V) A4 (mlz) | E(eV)
61 | Vinclozolin % ov B 212 > 145 25 285> 212 10 0.01 0.01 0.01
I.S. | Triphenylphosphate | #ifit = % fig 326 > 169 30 - - - - -
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Ao BB REFL PN IERE R SR ORI Sk LR AR YLC/IMS/MS E B 050 )

A5 g R4S T A+ T & 1&*(ppm)

5 % e L, | e (mi)> ‘Zﬁf B 5 st (mig)> @j”{}@ BE . o
s r r' A 4 a4 (mlz) IR AL E A % g5 (mlz) w R L # [

— \%9) (ev) | — V) (eV)

1 |Acephate P IR ON 184 > 143 11 8 184 > 125 11 18 0.01 0.01
2 |Aldicarb (H R R 208 > 89 10 20 208 > 116 10 8 0.01 0.01
3 |Bendiocarb % B s 224 > 167 20 8 224 > 109 20 18 0.01 0.05
4 |Carbaryl de %4 202 > 145 22 22 202 > 117 22 28 0.01 0.01
5 |Carbendazim N 192 > 160 27 18 192 > 132 27 28 0.01 0.01
6 |Carbofuran b i 222 > 165 34 16 222 > 123 34 16 0.01 0.05
7 |Clofentezine A F. 303>138 22 22 303>102 22 35 0.05 0.05
8 |Fenthion N 279 > 247 30 12 279 > 169 30 18 0.01 0.01
9 [Flusilazole B 316 > 165 32 26 316 > 247 32 16 0.01 0.01
10 |Mecarbam IR 330 > 227 21 8 330 > 97 21 35 0.01 0.01
11 |Methiocarb B 226 > 169 22 10 226 > 121 22 22 0.01 0.01
12 |Methoprene ip T 279 > 81 24 24 279 > 95 24 22 0.01 0.01
13 |Monocrotophos %% 224 > 127 20 16 224 > 98 20 12 0.01 0.01
14 |Phoxim i A 299 > 129 20 11 299 > 153 20 7 0.01 0.01
15 |Pirimicarb Vo4 3 239> 72 28 18 239> 182 28 15 0.01 0.01
16 |Prochloraz #Hip 376 > 308 17 11 376 > 266 17 14 0.01 0.01
17 |Propargite A% 7 368 > 231 15 11 368 > 175 15 17 0.01 0.01
18 |Propoxur z 2 210 > 111 15 16 210 > 168 15 10 0.01 0.01
19 |Spinosad A B 7 2A 733> 142 50 31 733>98 50 59 0.01 0.01
20 |Spinosad D B 72D 747 > 142 51 31 747 > 98 51 53 0.01 0.01




Ao CBMPNE23M R EL N IERE R S E R R S TR AR PY(LC/IMS/MS 3 1050 )(H)

A TR A+ T+ 5 T E & (ppm)
R4 i | L e i
I e . A SRHEF (M) > | ﬁ?& H‘% W SRHE S (M) > | ﬁ }ﬁ H‘iﬁ‘ -
~ V) (ev) | — V) (eV)
21 |Thiabendazole K3 202> 175 45 25 202 > 131 45 30 0.05 0.01
22 |[Trichlorfon Z i 257 > 109 22 18 257 > 79 22 30 0.01 0.01
23 |Thiophanate-methyl |? A& % &% 343 > 151 40 27 343 > 268 40 17 0.01 0.01
I.S. |Triphenylphosphate |Fift = % fia 327>77 40 35




-~ AR R #E2Z FEF GBI $82 T E1RYLC/IMS/IMS | 3+ #5%)
L TE YT H T £ %(ppm)
8 = o b s . | TERARS (Mi2)> ‘_j’@ ﬂf" ™ FRAES (M/z) > @j{g& ME"_ o 3
T Tl A (mlz * = A ¥ a3 (miz * BN '
A YY) R I Y
1 |Diflubenzuron |- #gtt 309 > 289 -20 10 309 > 156 -20 10 0.01 0.01
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7 =X — S SR (M) > | fdEs £ | WS (M2)> | A £ -
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A 1 #+ (mfz) (eV) A 1 #+ (mlz) (eV)

1 | Aldrin e & 263 > 193 35 263 > 228 20 0.01 0.01
2 | Chlorfenvinphos Fo A 267 > 159 20 323 > 267 15 0.01 0.01
3 | Chlorpyrifos ERARD 314 > 258 15 314 > 286 10 0.01 0.01
4 | cis-Chlordane cis-¥ % =+ 373 > 266 20 373 > 301 10 0.01 0.01
5 | Chlorpyrifos-methyl T ARETH 286 > 93 20 286 > 271 15 0.01 0.01
6 | Cypermethrin FRB 163 > 127 5 181 > 152 20 0.01 0.01
7 |o,p'-DDT o,p"-if i i#* 235 > 165 15 235> 199 15 0.01 0.01
8 | Deltamethrin 5% 253 >093 20 253> 172 10 0.01 0.01
9 Diazinon = > 304 > 179 10 179 > 137 15 0.01 0.01
10 | Dimethipin i 118 > 58 5 124 > 76 5 0.01 0.01
11 | Edifenphos ok 173> 109 10 310> 173 15 0.01 0.01
12 | alpha-Endosulfan a-% 241 > 206 15 241> 170 25 0.01 0.01
13 | beta-Endosulfan B-% # F 195 > 159 10 241 > 206 15 0.01 0.01
14 | Endosulfan-sulfate g I I 272 > 237 15 387 > 253 10 0.01 0.01
15 | Endrin T EE 263 > 193 25 263 > 228 20 0.01 0.01
16 | Ethion RPN 231>129 25 231> 175 15 0.01 0.01
17 | Etrimfos i 292 > 181 10 292 > 153 20 0.01 0.01
18 | Fenitrothion Fe T o8 277 > 109 20 277 > 260 10 0.01 0.01
19 | Fensulfothion LART 156 > 141 10 292 > 109 15 0.01 0.01
20 | Fenvalerate i A 167 > 125 10 125> 89 20 0.01 0.01




C PR E367 R EE P IHERE R §F R LRI Sk LR & Y(GCIMS/MS)(F)

2 {54 R4S R4S 4 £ 15 (ppm)
3 =X e, g s IR (M/Z)> | AdE s £ | W SRMF (MZ)> | AdEa -
Ea ¥ e L s = I ng{ F\E’ﬁ
A 1 #+ (mlz) (eV) A 1 #+ (mlz) (eV)

21 | Heptachlor & wiE 272 > 237 15 237 > 167 30 0.01 0.01
22 | Isofenphos I 213>121 15 213 > 185 10 0.01 0.01
23 | Lindane e 181 > 145 15 219 > 183 10 0.01 0.01
24 | Methacrifos MR O 125> 79 5 208 > 93 15 0.01 0.01
25 | Methidathion DI 28 145 > 85 10 145 > 58 15 0.01 0.01
26 | Permethrin BPRE 183 > 153 15 163 > 127 5 0.01 0.05
27 | Phenthoate FiEn 274 > 121 10 274 > 246 10 0.01 0.01
28 | Phorate AT 121 >93 5 260 > 75 10 0.01 0.01
29 | Phosalone Hs i 182 > 111 15 182 > 138 10 0.01 0.01
30 | Phosmet R 160 > 133 10 160 > 105 15 0.01 0.01
31 | Pirimiphos-methyl I 290 > 125 20 290 > 151 20 0.01 0.01
32 | Propiconazole LS 173 > 145 15 259 > 69 10 0.01 0.01
33 | Terbufos F AR 231> 175 15 231 > 157 20 0.01 0.01
34 | trans-Chlordane trans-v # =+ 373 > 266 20 373 > 301 10 0.01 0.01
35 | Triadimefon EEE 208 > 181 10 208 > 111 20 0.01 0.01
36 | Vinclozolin 7w B 212 > 145 25 285 > 212 10 0.01 0.01

I.S. | Triphenylphosphate BB = R Py 326 > 169 30 - - - -




