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Peszticid szermaradék screening modszer

MSZ EN 15662:2018 7

Quick Easy Cheap Effective Rugged Safe “ £ H NEMZETI AKKREDITALO HATOSAG Aiata i 503

QUEChERS-mddszer AVDITSIGN et
, RPN RESZLETEZO OKIRAT (2)

(Kikc): I?/ISSO/ :/Ia; :z:f:/ s igk'af0|ya matosan boviilo modszer a NAH-1-1009/2019 nyilvantartasi szamu akkreditalt statuszhoz

LC-M S/ MS technika 1. Az akkreditalt s;ewezer neve és cime: )

AlSé mérésh ata’r: 2-50 ug /kg (m étrlxtél fuggé’en) :Xiif:é?; Iél;gigg:;};gﬁlg}zezetvédelmi, Elelmiszerbiztonsagi Egészségvédelmi és

Elelmiszerbiztonsagi Uzletag Elelmiszervizsgalé Laboratérium.,
1045 Budapest. Anonymus utca 6.

Er6sen polaris komponensek meghatarozasa (QuPPe-mddszer)

Quick Method for the Analysis of Highly Polar Pesticides in Food Involving Extraction with
Acidified Methanol and LC- or IC-MS/MS Measurement

Egyedi mddszerek: glifozat, klorat/perklorat, klormekvat/mepikvat,
flonikamid, amitraz stb.

Forras:
https://www.eurl-pesticides.eu/userfiles/file/EurlSRM/EurlSrm_meth_QuPPe_PO_V12.pdf
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Peanut 1 2500 X X x* Obligation: for each 3rd sample
Other nuts (shelled or unshelled) 3 340 X X
iii) Pome fruit
Apple (EL except Germany and Poland) 1 2500 x x x
Apple ({Germany, third countries) 2 1600 x x x
Apple (Poland) 3 875 X X X
Pear 3 875 X x*| x x % .
Paar (Garmany, Ausria) T 500 ” T x " Obligation: for each 10th sample
Quince B 340 x x X
Loquat 1 2500 X X X
Medlar 1 2500 X X X
Mashi pear ] 340 .4 x| ® X *Obligation: for each 10th sample
Other porne fruits & 340 X X X
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1. FRUITS FRESH OR FROZEN; NUTS
i) Citrus fruit
| oz,
Grap_efrunt (Shaddocks, pomelos, sweeties, tangelo, ugli and other 3 875 x 4 x olalo
hybrids)
D)
Grapefruit (Shaddocks, pomelos, sweeties, tangela, ugll and other - 170 x ﬂiﬂ, x ololo
hybrids) (China, Souwth Africa, Turkey) D}
o(2,
Oranges 1 2500 x x* | 4= x ojlOo|0O
)]
oz,
Lemons 2 1600 o o* | 4- o ojlOo|0O
D)
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B 1,4-Dimethylnaphthalene B Isopyrazam
B 1-Naphthylacetamide and 1- B Isoxaflutole, sum Savas komponensek:

Maphthylacetic acid (sum, ex- "

pressed as 1-Naphthylacetic

acid) Naphthylacetic acid
B Ametoctradin B MCPA and MCPB (MCPA, MCPB Clopyralid

including their salts, esters + Isoxaflutole metabolitok
conjugates expressed as MCPA)
/ \
B Clopyralid B Metamitron MCPA és MCPB
B Cyantraniliprole B Metobromuron .
Quizalofop
B Dichlorprop B Metribuzin Hanxyfop
B Fenpyrazamine B Milbemectin, sum \ 2 4-D
7

B Flufenacet (fluthiamide) B Nicotine FIuazifop
B Flufenacet, total- B Oxathiapiprolin ——— /
B Flumioxazin B Penthiopyrad
B Flupyradifurone B Pyrethrins sum
B Flutolanil B Quizalofop, sum QUPPE komponensek°
B Fluxapyroxad B Spinetoram Matrine
B rorchlorfenuron B sulfoxaflor sum Nicotine
B Icaridine (Picaridin) B Vvalifenalate
B Isofetamid
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* Novényi detoxifikacios folyamatok — Peszticid konjugatumok

Fluazifop

e Ugyanazon peszticid esetében a konjugatum képzdédeés fligg pl. Status under Reg. (EC) No 1107/2009 2
* andvény fajtajatol, e "
* peszticid alkalmazas modjatol és idejétdl e E= E,
* kornyezeti hatasoktdl. o
* A novény fogyasztaskor majd emésztésekor a konjugatumok
hidrolizalnak, a szervezet szamara hozzaférhetévé valnak £U - Maximurm Residue Levels

Legislation

Reg. (EC) No 149/2008 2

* Toxikologiailag relevansak = ot

Reg. (EU) 2016/1015 &
| Reg. (EU) 2017/171 8

Szermaradék definicidk tartalmazzak

Annexes
¥
? Fluazifop-P (sum of all the constituent isomers of
A’ 2 e = ; . ; o fluazifop, its esters and its conjugates, expressed
2 Szermaradék vizsgalata a laboratoriumban e

Annex [
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PAGE CONTENTS Status under Reg. (EC)_No 1107/2009 %

(repealing Directive 91/414/EEC [% )

Status under Reg

Authorisation

x 01/103/EC
Maximum Residue Levels Legislation ﬁgj%%—%%g” : f‘:lgdis'ation R_Sﬁg 1| 55 18851
CIas'smcat'lon' ' :’;;‘:ofal 01/01/2016 ::';irf:i:“ of 311272030
Toxicological information
o o T o Table 5: Examples of possibly relevant 2,4-D esters
Related resources - ' methyl™ 2-ethylhexyl™ polypropoxybutyl~
Category HB - Herbicide | PG - Plant Risk EFSA - N . N
Search Active Substances growth regulator Assessment ethyl nonyl tripropylene glycol
Download MRLs Data T propyl™ ethoxyethoxyethyl™ polypropylene glycol™
isopropyl™ ethoxyethoxypropyl™ propylene glycol butyl ether~
B butyl~ butoxypropyl™ propylene glycol isobutyl ether~
EU = M a Xi m u m RE‘Si d u e Leve I S isobutyl™~ 2-butoxyisopropyl™ chlorocrotyl~
octyl™ butoxy ethoxy propyl~ tetrahydrofurfuryl~.
Legislation Annexes 2-octyl~ butoxy polyethoxypropyl™

Reg. (EC) No 149/2008 [ 2.4-.D (sum of 2,4-D, its salts, its esters and its
- conjugates, expressed as 2,4-D) MRLs >
Reg. (EU) 2019/1791 e Annex [l

Reg. (EU) No 1317/2013 B
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el'léréssal

Weigh 10 g of sample homogenate in 50 mL centrifuge tube s . T,
Fresh fruit and vegetables: 10 g+ 0,1 g, Magas VIZta rtalmu matrlx alma

Previously rehydrated dry fruit: 13.5 g +0,1 g (containing 5 g of original dry fruit), Magas VI'Z_ és Stharta|ml:I ma’trlx ma’lna

Cereals, pulses: 5g+0,05g
Spices, herbs: 2 g+ 0,02 g

\,
. . : Spike:
Stable 15s (that would not degrade during hydrolysis) may be added at this stage
e.g. MCPA-DG oder MCPP-D6 (e.g. 100 pL of a solution) 10 éS 100 Mg/kg
2,4-D metil-észter
Add water in the case of dry commodities . .
Cereal, pulses, spices, herbs: 8 g water FI uaz|fo p_but| I
Haloxyfop-butil
Add 10 mL acetonitril and 5N NaOH; shake vigurously .
Most fruits and vegetables: 1 mL Qu 1Za IOfO p‘ethYI
Citrus, currants, blackberries, raspberries: 2 mL
Pulses, cereals, potatoes: 2 mL
r ISTD: °
Place in a shaking water bath 60 perc 40°C
Most fruits and vegetables: for 30 min at 40°C 2,4-D-D3
Citrus fruit: for 80 min at 60°C; .
\ Cereals, pulses, potatoes: for 120 min at 40°C D| u ron_D6

Allow 60°C vials to cool down to e.g. 30 °C (e.g. cool water bath)

Add 5N H,50, to neutralize base (same volume as 5N NaOH added above);
Add 100 uL Formic acid (98%) (not essential for acidic commodities);
Shake vigorously

30 perc 40°C

Forras:
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2,4-D-metil-észter oldattal adalékolt mintak vizsgalata,

( \ visszanyerés
Allow 60°C vials to cool down to e.g. 30 °C (e.g. cool water bath)
Add 5N H,50, to neutralize base (same volume as 5N NaOH added above); Calculated Relative
Add 100 pL Formic acid (98%) (not essential for acidic commodities); Number Name concentration | RECOVery | Average St?nfiard standard
Shake vigorously (ppb) (%) (%) deviation (%) | yeviation (%)
- / 1 apple 1 spl0 | 10,7495 | 107,495
2 apple 2 sp10 9,6346 96,346
Unstable ISs (that would degrade during hydrolysis) may be added at this stage 3 apple 3 sp10 9,9879 99,879
e.g. BNPU (e.g. 100 pL of a solution) 4 apple_4 spl0 8,918 89,180 103,417 10,090 9,757
S apple 5 sp10 11,621 116,210
Add 4 g MgS0,, 1 g NaCl 6 apple_6_sp10 11,139 111,390
Shake for 1 min, allow vials to cool down and centrifuge
(e.g. at 3500 g for 5 min) Calculated Relative
. Recovery | Average Standard
Number Name concentration o o c o standard
- - (ppb) (%) (%) deviation (%) deviation (%)
OPTIONAL (but effective for some commeodities; e.g. of high lipid content)
1 apple 1 sp100 99,8834 99,883
a) dSPE (6 mL extract with 0.9 g MgS0, + 150 mg C,;-sorbent) 2 apple 2 sp100 95 8697 95 870
DR 7 7
b) freeze-out 3 | apple 3 spl00 | 980876 | 98,088 | g5 gmq 6,049 6,437
- 5 4 apple_4 sp100 82,7151 82,715
S apple 5 sp100 94,1532 94,153
LC-MS/MS analysis of free acids or phenols in ESI-Neg. mode 6 apple 6 _sp100 93,1319 93,132

Forras:
https://www.eurl-pesticides.eu/userfiles/file/EurlSRM/EURL-SRM_Anal_Observ_Report_hydrol_of Esters&Conj_of Pesticides_V2.pdf
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Sample 240 x. 240 x Results Qualifier (22| Qualifier (21..| _2.4-D-03 (I5T... | Qualifier (22..
MName Data File Type Level 7 bcg. Date-Time  [Exp. Conc.| RT | Resp. |Mi|Cale. Conc. |Final Conc.| RRT |S/N|Accuracy| Ratio [MI| Ratie |MI| RT | Resp. Ratio | M
neg_PMB83_1_1ppb_211029 neg_PMB83_1_1ppb_211029.d Cal i 2021.10. 30412 1,0000| 6.435( 115319 ([ ] 11722 11722( 1.002| 3. 1172 283.8([] 00 6,485| 4316048 1639 |[]
neg_PMBE3_2_Zppb 211029 neg_PMBE3_2_Zppb 211029 d Cal 2 2021.10. 30, 4:24 20000 6487 213818 18845 1.8845( 1.002| 6. M2 12441 00 6.476| 847987 1535\
neg_PMB23_3 bppb_ 211029 neg_PMB23_3 bppb_211029.d Cal 3 2021.10. 300 5:50 5.0000| 6487 607763 ([ ] 47585 47525| 1,002 1. 952 101,5|[ ] 00 6476 3651437 1475|[]
neg_PMBE3_4 10ppb_211025 | neg_PMBB3_4 10ppb_211025d | Cal 4 202110300 7-359 10,0000| 6.487| 12475.[[] 94000 9.4000( 1.002| 5. 94,0 7310 00 6.476| 3486108 1585 |
neg_PMB83_5 BOppb_211029 | neg_PMB283 5 B0ppb_ 2110294 | Cal 5 2021.10. 30. 752 BO,0000| B487| BE8R1.|[]| 48.3163| 483169| 1,000 5. 96,6 551([] 0.1|]| 6.486| 25955705 1745(]
neg_PMB83_6_100ppb_21102%9 | neg_PMB2B3_6_100ppb_211029d | Cal g 2021.10.30. 8:04 100,0000| £487| 88558.|[]| 1025325 102.9325| 1.000| 3. 1025 67210 0.1|[]| &.486| 2149159 'I'.-"?.SQ
neg_PMBE3_7_250ppb_ 211029 | neg_PMBB3_7_250ppb_211029d | Cal 7 2021.10. 30. 4:36 250,0000| 6.487| 16696..([ ]| 2495353 2485353| 1.000| 2. 398 633([] 0.1|[]| 6.486| 1666570 ]
Calibration Curve -~ X
% ("o = = ;,"»_3(*% [4a] [=] Type Linear * Origin: Ignore ~ Weight: 1/x * | ISTD | QC | CC
24-0_x-7T Levels, 7 Levels Used, 7 Paints, 7 Points Used, 0 QCs
o 1ot |y =02804585*x - 0,020300 W
o 4 R"2=0,99941391
E_ nod Type:Linear, Ongin:Ignore, Weight: 1/x
oo 084
1E]
2 074
08
054
044
0,34
0.2
0,14
04
I I
-1 11 12 13
Relative Concentration
Curve Fit
Type T Origin Y| \weight W| # of Disabled Points Y| R2Z v 57| Standard Error 7| Max % Residual 7 Equation
|Linear lgnare 1 0| 059541851 0.0 29| v=0,8045859 " x - 0020300
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QS tanusitvanyrendszer: QUEChERS, modositott QUEChERS,
QUPPE moddszerek

pro of..".acs
Method ring test

.. . ;2 Acidic herbicides in orange
Peszticid konjugatumok és észterek (with hydrolysis)

P1906-MRT

e Savas peszticidek, konjugatumai és észterei

QUECHhERS alapu mintael6készités + hidrolizis

Report — Part 1:
. . Hozzarendelt | Elfogadasi tartomany Summary and results
Paraméter (ngci:;:dn;:gﬁ) ertek Accepted range o
(Parameter) [m /2/ ] (Assigned (frueness) et s et
99 value) [mg/kg] PROOF ACS G

3297952 [mg/kg] Minimum | Maximum oo

2,4-D (sum) 0,106 0,116 0,088 0,16 ;
2,4-Dichlorprop (sum) 0,092 0,0864 0,062 0,11 .,:gé,‘;‘i'f"
Haloxyfop (sum) 0,058 0,0581 0,041 0,071

MCPA (sum) 0,088 0,0766 0,059 0,11
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Koszonom a figyelmet!

https://hu.wessling-group.com/hu/

WESSLING Hungary Kft.

1045 Budapest, Anonymus u. 6.
Tel: 06 1 872 3600

Fax: 06-1-435-0100

E-mail: info@wessling.hu




