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5. UNANED

N13ANYINITAIANINYDY ANTUINTFIU Fuduansdestuiidndesn 24 vila lHud
azoxystrobin, benalaxyl, cymoxanil, cyproconazole, difenoconazole, dimethomorph,
epoxiconazole, fenamedone, flusilazole, imazalil, kresoxim-methyl, metalaxyl, oxycarboxin,
penconazole, prochloraz, propamocarb, pyrazophos, pyrimethanil, tebuconazole, tolclofos-
methyl, triadimefon, triadimenol, tricyclazole Wag trifloxystrobin lngns1331AS18AY LC-

MS/MS @nw1 working standard solution Juiusnuilgamaiivies 60 u giiu 90 u uazdue 12

a

U nudfgumvgiivies a1siauamuia 60 U 8nliy cymoxanil dauamuie 7 U a1s
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oxycarboxin dAuAmY 1 20 W dunsinusnuigamniigiiu arsiauamu 1 90 7 uag ¢
Wt @sfiauaamu 1 12 Wew n1sAnwunsgiu intermediate standard solution eiiusne
ludud 12 ow wudndauamnuauds 12 ey wanandduinisAnwiaisuinggiu (pure
reference standard) Aivune18udd Wiguisuduaisuinsgiu Ndaldvuneiy  wudn
azoxystrobin @unsaldlandmunegual 6 U d3u tebuconazole liauisauruildamulangs
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Abstract

Study on the Storage stability of 24 fungicide standards : azoxystrobin, benalaxyl,
cymoxanil, cyproconazole, difenoconazole, dimethomorph, epoxiconazole, fenamedone,
flusilazole, imazalil, kresoxim-methyl, metalaxyl, oxycarboxin, penconazole, prochloraz,
propamocarb, pyrazophos, pyrimethanil, tebuconazole, tolclofos-methyl, triadimefon,
triadimenol, tricyclazole and trifloxystrobin had been conducted. The analysis technique of
this study were conducted by using LC-MS / MS instruments. Working standard solutions
were stored until 60 days at ambient temperature, 90 days in refrigerated and 12 months in
freezer conditions. The results of storage stability of working standard solutions showed that,
at ambient temperature : standard solutions were stable until 60 days except cymoxanil
(was stable until 7 days) and oxycarboxin (was stable until 7 days), in refrigerated : all
compounds were stable until 60 days and freezer : all compounds were stable until 12
months. The storage stability of intermediate standard solutions in the freezer showed that,
all compounds were stable up until 12 months. The study of the expired pure reference
standard compared with unexpired standard showed that azoxystrobin was stable for six

years expired and tebuconazole was unusable after expiration date.
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17351uF0u working standard solution Wag intermediate standard solution eAvaln1Tigal
1 Asgoznaifvuaasasgudsdanuamu Lifimsaanefaudmansenudenanismaaou 3
TunsAnwAuAmMuYesETINTE I Azinsimuninast nssensy Wwullleliaisuinsgiud
w3sulvddiaududu 100 % arseesdinnudutuliiiu +10 % dedlulianuwanasaiunsald
ansumsgutuld (SANCO/12571/2013) aendlsfinuazdoafimanuaudadeiivhliinnsaaies
u 1wy Mvanden ileannsaansdadouas nsdabmdnamnasguiiensndeumsssneves
svazanedivinli arsfianududugedu mansaingangininfuine dWeliulaidigungill
ponanNmeifiimue Gananisdnwaziluldlunsivunergansuiesgiuluviesufiinng uay
iluuszneunisdndula wasiileausiulalunisldaisuinsgiu (pure reference standard)
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7.1.1 #1541A551U 24 via leun azoxystrobin, benalaxyl, cymoxanil, cyproconazole,
difenoconazole, dimethomorph, epoxiconazole, fenamedone, flusilazole, imazalil, kresoxim-
methyl, metalaxyl, oxycarboxin, penconazole, prochloraz, propamocarb, pyrazophos,
pyrimethanil, tebuconazole, tolclofos-methyl, triadimefon, triadimenol, tricyclazole I & ¢
trifloxystrobin

7.1.2 w3osanedon 5 fumi

7.1.3 aswadl loun actonitrile, water

7.1.4 w30suf Toud Snines volumetric flask way vanwAvwIA 15 ml

7.1.5 Auto pipette wu1a 10-100ML, 200-1000ML and 1-10 mL

7.1.6 VINAY

7.1.7 g’fLﬁu freezer

7.1.8 woslufwesiiiunisaeusisuwd

7.1.9 Lﬂ%'admw‘imswﬁi’mqﬁﬁwm‘%m Liquid Chromatograph / Mass Spectrometer/
Mass Spectrometer (LC/MS/MS) : Agilent 1200 HPLC wag Agilent 6410 Triple Quadrupole

7.2 A ndung
7.2.1 @1519815019557U (pure reference standard) n&y fungicide ﬁﬁagﬂuﬁaﬂﬂﬁﬁ}ami
diorinuaiBnisfinu nudrdiaslungy fungicide 40 wiinfidfuvuneny fauddl am. 2003-2017
LAY ﬁmmu’%iqwémaﬂmﬂuﬁm 94.5-99.9 % warilansfingradinszisaeAies LC-MS/MS s1uau
33 wiln Wag GC-MS $1uau 7 ¥ila F9insAnu a1sunmsgiu 24 viia fanunsn mixed wagnsa
Anziten3as LC-MS/MS Tneld aedutl wag mobile phase siaienfulé
7.2.2 ﬂ’]iLﬂ’%ElﬁJﬁ’ﬁ&ﬂﬁiﬁ’m
7.2.1.1 Stock standard solution 1,000 pg/ml
Farhwiin ansuinsgiu Yseanas 10 me fe inTestnatien 5 fums Tdlu
volumetric flask vu1a 10 ml aganeuazUsuUsuInsaay actonitrile (HPLC grade)
7.2.1.2 Intermediate standard solution 10 pg/ml
pipette @15117337U stock standard solution 1,000 pg/ml uRazUla
Usums 250 pl Talu volumetric flask e 25 ml UsuuSuasaae actonitrile (HPLC grade)
7.2.1.3 Intermediate standard solution 1.0 pg/ml
pipette #13U1%1957U Intermediate standard solution 10 pg/ml
Usums 2.5 ml ldlu volumetric flask auna 25 ml USudsunnsaae actonitrile (HPLC grade)
WILUAITUINTFIU 25 mL T 3 99
7.2.1.4 Working standard solution 0.1 pg/ml

pipette #13U1%1957U Intermediate standard solution 10 pg/ml



Usums 250 pl Tdlu volumetric flask vun 25 ml UsuU3unsae actonitrile (HPLC grade) T
WIEUAITUINTFIUY 25 ML TIUIU 3 99
7.2.3 msAnwauasialunsiiudnuniigumgiinng 1

ANYIAINUAIAIVDIANTUINTFIU intermediate standard solution 1.0 pg/ml way
working standard solution 0.1 pg/ml ﬁLm%‘BM%Wﬂﬁ%mmgW (pure reference standard) figrall
vuneny lneifuinuansazaieannsgiu feamainneg Iiun gumgiivies  §ifu uazdus nseaey
AssEmeveiiinaratelnensdaiindn Fesliuandefuiiu =1 % (EURL,2014) Yiansane
wmsglunsnienesideiaies LCMS/MS Taaifleufuarsunsgu fedeuln s1uam 2 6 3
NN3ATIIATII intermediate standard solution 1.0 pg/ml fiveiun dilute 1y 0.1 pg/ml Ay
iludadaios LC-MS/MS

7.2.3.1 gauungivies Wusnwansuinsgiuaududy 0.1 pg/ml (8 7.2.1.4) 9103
L@?&M:B%%LﬁU%hwqﬁqanmgﬁﬁaﬁ(2515‘%:)ﬁ3583ma1 3, 7,10, 15, 20, 30, 45 wag 60 Ju

7.2.3.2 §iu iusnwansuasgiuanududu 0.1 ug/ml (fo 7.2.1.4) 91nnsiase
3 4 ushwlugiliu (55 °C) fiszovinan 3, 7, 10, 15, 20, 30, 45, 60 way 90 Ju

7.2.3.3 fud ushwasuinsgiuanududy 0.1 ug/ml (T 7.2.1.3) uay 1.0 pg/ml
(0 7.2.1.0) 2nmssey 3 91 iuSnuly freezer (Haandn -18 °C) arndudy 0.1 pg/ml finw
fiszasian 1, 2,3, 4,5, 6,7, 8, 10 way 12 \fou wa mnududu 1.0 pg/ml @nwifisseziian 3,
4,5,6,7,8, 10 wag 12 oy

7.2.4 Anw1ANAIRIYEIENINIATFILTINAD AN

TnytmTeuans working standard solution 0.1 pg/ml I1NF1TUINITFIU (pure
reference standard) finunegidn way anaisunsgu Addlinuneny dlunsiatinzsise
P399 LC-MS/MS thanmensdiuduvesans wieuiuansiéluivumneny dosoglutag = 10 %

7.2.5 N19A9294ATIENAY LC-MS/MS

Lf-ﬁ'aqmaﬁlmwﬁi'mqﬁﬁwl,ﬂ%a Liquid Chromatograph / Mass Spectrometer/

Mass Spectrometer (LC/MS/MS) : Agilent 1200 HPLC way Agilent 6410 Triple Quadrupole
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A15199 1 NISFAIANIIZVDIATINTIVIATIZI LC/MS/MS

Instrument parameters ‘ Conditions
LC conditions
Column/temperature Agilent ZORBAX, 3.0x100 mm, 3.5 um /30 °C
P Agilent ZORBAX RRHD Eclipse Plus C18,
Eluent A Ammomium formate+ 0.1% formic acid
Eluent B acetonitrile
Gradient %A %B Time (min)
94 6 0.0
94 6 0.5
2 98 15.0
2 98 16.0
94 6 17.2
Flow rate 0.5 mL/min
Injection volume 10 pl
MS source parameter
lonization mode ESI +
Gas temperature: 300 °C
Gas flow 12 L/min
Nebulizer 60 psi
Capillary 4,000 V

Acquired mass transitions
Mass Transitions (m/z)
Compound Precursor ion Product ion 1 Product ion 2
azoxystrobin 404 372 344
benalaxy 326 294 148
cymoxanil 199 128 111
cyproconazole 292 125 70
difenoconazole 406 337 251
dimethomorph 388 301 165
epoxiconazole 330 141 121
fenamedone 312 236 92
flusilazole 316 247 165
imazalil 297 201 159
kresoxim-methy 314 267 206
metalaxy 280 220 192
oxycarboxin 268 175 147
penconazole 284 159 70
prochloraz 376 308 266
propamocarb 189 102 74
pyrazophos 374 222 194
Pyrimethanil 200 183 107
tebuconazole 308 151 70
tolclofos-methy 301 269 125
triadimefon 294 197 69
triadimenol 298, 296.1 70 70
tricyclazole 190 163 136
trifloxystrobin 409 206 186
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10. Wan1sNAaLILazIANTA

d152981511m3§14 (pure reference standard) ngu fungicide #flegluviosufdAnisiiio
munismsiny wuhifianslungy fungicide 40 wiiafiiifununey fausd a.a. 2003-2017 was
ﬁmmu%qw‘émamwﬂw&m 94.5-99.9 % AnwasunsgIu 24 wia lauA azoxystrobin, benalaxyl,
cymoxanil, cyproconazole, difenoconazole, dimethomorph, epoxiconazole, fenamedone,
flusilazole, imazalil, kresoxim-methyl, metalaxyl, oxycarboxin, penconazole, prochloraz,
propamocarb, pyrazophos, pyrimethanil, tebuconazole, tolclofos-methyl, triadimefon,

triadimenol, tricyclazole way trifloxystrobin 1#8991n&111501U1 mixed LALATIAINATILRALA

MeLAsas LC-MS/MS Tun1s run ilgensaied Bl % Purity wagIununengfansned 2

A3 2 % Purity kagiunune1e YeeaNsuInggIungy fungicide 24 wiln

No. name Purity (%) expired date
1 azoxystrobin 99 01/2014
2 benalaxy 99.5 11/2003
3 cymoxanil 98.5 11/2011
4 cyproconazole 99 05/2010
5 difenoconazole 99 01/2011
6 dimethomorph 99 11/2012
7 epoxiconazole 99 10/2008
8 fenamedone 98.6 02/2014
9 flusilazole 99.5 03/2009
10 imazalil 99 11/2015
11 kresoxim-methy 99 01/2008
12 metalaxy 99.5 08/2010
13 oxycarboxin 99 03/2013
14 penconazole 98.5 03/2013
15 prochloraz 98.5 04/2011
16 propamocarb 99 07/2015
17 pyrazophos 97 02/2011
18 Pyrimethanil 96 09/2012
19 tebuconazole 98.8 04/2012
20 tolclofos-methy 99 04/2010
21 triadimefon 99.5 07/2012
22 triadimenol 98 12/2012
23 tricyclazole 98 02/2012




24 trifloxystrobin 99 09/2011

7.2.6 msAnwiAuasialunsiuinuniigumgiiing q
7.2.3.4 gumgiivies iAusnwasasgIun I 0.1 pg/ml Tlgamgiivies (2545
°C) fiszegiaan 3, 7, 10, 15, 20, 30, 45 uag 60 Tu wuhansnasgudeuamuiszezoan 3 G
60 Ju Tnefarududuliiiu = 10 % (SANCO, 2013) WiaiFeuiieutvansiiwdeulnl Tagliany
duduvesansiedoalvel 1y 100% snviu cymoxanil Sanuaamud 7 3u 1fleaain arsunsg
fiaududuanasdu 0.07 ug/ml (30 %) 7 10 Ju uaz 0.010 pg/ml (-90 %) 7 60 Fu uaz
oxycarboxin #ANuAINUY § 20 U LﬁaamnmimmgmﬁmmLﬁﬁ’u%’uamaa 0.08 pg/ml (-20 %) 7

30 Ju wag 0.052 pg/ml (-52 %) 7 60 Fu (A5197 3)

- [ =i = Y 2 o =i
ANTNN 3 ANUVNVUVDIAITUINTFIU 0.1 pg/ml MTzeeIan 3 03 60 1U ANNITNUINYIN

QuNNiIvies (2545 °C)

Concentration (ug/ml)

No. name
D3 D7 D10 D15 D20 D30 D45 D60

1 azoxystrobin 0.100 | 0.102 | o.101 0.091 0.100 | 0.098 | 0.099 | 0.095
2 | benalaxy 0.104 | 0.098 | 0.098 | 0.104 | 0.104 | 0.100 | 0.104 | 0.098
3 | cymoxanil 0.101 0.097 | 0.066 | 0.070 | 0.067 | 0.048 | 0.047 | 0.010
4 | cyproconazole 0.103 | 0.093 | 0.099 | 0.098 | 0.110 | 0.101 0.107 | 0.102
5 | difenoconazole 0.109 | 0.096 | 0.097 | 0.101 0.104 | 0.104 | 0.106 | 0.095
6 | dimethomorph 0.108 | 0.102 | 0.096 | 0.108 | 0.093 | 0.108 | 0.093 | 0.102
7 | epoxiconazole 0.101 0.098 | 0.098 | 0.096 | 0.100 | 0.099 | 0.096 | 0.099
8 | fenamedone 0.101 0.098 | 0.100 | 0.103 | 0.104 | 0.097 | 0.097 | 0.094
9 | flusilazole 0.102 | 0.102 | 0.098 | 0.105 | 0.104 | 0.098 | 0.102 | 0.098
10 | imazalil 0.099 | 0.104 | 0.101 0.099 | 0.104 | 0.100 | 0.095 | 0.105

11 | kresoxim-methy 0.099 0.095 0.103 0.101 0.100 0.101 0.098 0.108

12 | metalaxy 0.105 | 0.095 | 0.098 | 0.102 | 0.099 | 0.099 | 0.098 | 0.098
13 | oxycarboxin 0.100 | 0.095 | 0.100 | 0.091 | 0.096 | 0.080 | 0.063 | 0.052
14 | penconazole 0.103 | 0.099 0.100 0.095 0.097 0.098 | 0.107 | 0.104
15 | prochloraz 0.102 | 0.097 | 0.096 | 0.101 | 0.101 | 0.102 | 0.106 | 0.097
16 | propamocarb 0.097 0.091 0.103 0.098 0.101 0.103 0.101 0.099
17 | pyrazophos 0.098 | 0.098 | 0.095 | 0.097 | 0.094 | 0.101 | 0.101 | 0.094

18 | pyrimethanil 0.102 0.096 0.102 0.098 0.098 0.101 0.100 0.098




19 | tebuconazole | 0096 | 0.101 | 0.096 | 0.098 | 0098 | 0.101 | 0.09 | 0.101
20 | tolclofos-methy | 0.099 | 0.105 | 0.097 | 0.105 | 0.101 | 0.105 | 0.087 | 0.100
21 | triadimefon 0.094 | 0101 | 0.104 | 0.101 | 0.098 | 0.099 | 0.101 | 0.102
22 | triadimenol 0.105 | 0.101 | 0.099 | 0.102 | 0.100 | 0.100 | 0.095 | 0.099
23 | tricyclazole 0.094 | 0.097 | 0.104 | 0098 | 0.101 | 0.103 | 0.103 | 0.096
24 | trifloxystrobin | 0.106 | 0.104 | 0.097 | 0.098 | 0.103 | 0.101 | 0.100 | 0.099
7.23.1 §¥u fivnwansinasgrumnududu 0.1 ug/ml @e 7.2.1.4) ieamgligifu

(525 °C) flsgoyiaan 3, 7, 10, 15, 20, 30, 45, 60 uag 90 Ju  wuiasuIAsydmLAmUR

seEIan 3 09 90 Ju leefiauutuliiiu + 10 % Wawisudvansiwseulml (915199 4)

ANS1990 4 AL

v v

gaunRaiiu (55 °C)

VUIUVDIATUINTF U 0.1 pg/ml

= =2 Ly [ =
N32821387 3 83 90 U 31NNITENUINWIN

Concentration (ug/ml)
No. Name
D3 D7 D10 D15 D20 D30 D45 D60 D90
1 azoxystrobin 0.095 | 0.102 | 0.107 | 0.096 | 0.093 | 0.098 | 0.097 | 0.098 | 0.100
2 benalaxy 0.105 | 0.100 | 0.102 | 0.099 | 0.102 | 0.100 | 0.101 0.100 | 0.108
3 cymoxanil 0.100 | 0.101 0.090 | 0.105 | 0.097 | 0.093 | 0.099 | 0.093 | 0.099
4 cyproconazole 0.098 | 0.095 | 0.104 | 0.099 | 0.100 | 0.101 0.105 | 0.097 | 0.109
5 difenoconazole | 0.109 | 0.099 | 0.100 | 0.093 | 0.097 | 0.106 | 0.099 | 0.109 | 0.107
6 dimethomorph 0.095 | 0.103 | 0.092 | 0.093 | 0.098 | 0.104 | 0.103 | 0.094 | 0.105
7 epoxiconazole 0.103 | 0.101 0.101 0.096 | 0.098 | 0.098 | 0.103 | 0.093 | 0.100
8 fenamedone 0.104 | 0.100 | 0.100 | 0.101 0.098 | 0.099 | 0.098 | 0.099 | 0.107
9 flusilazole 0.101 0.100 | 0.100 | 0.095 | 0.099 | 0.095 | 0.099 | 0.108 | 0.108
10 | imazalil 0.104 | 0.103 | 0.102 | 0.094 | 0.099 | 0.098 | 0.100 | 0.099 | 0.104
11 kresoxim-methy | 0.098 | 0.099 | 0.102 | 0.099 | 0.099 | 0.099 | 0.102 | 0.106 | 0.100
12 | metalaxy 0.099 | 0.099 | 0.106 | 0.103 | 0.102 | 0.099 | 0.103 | 0.098 | 0.103
13 | oxycarboxin 0.097 | 0.100 | 0.098 | 0.095 | 0.100 | 0.097 | 0.089 | 0.095 | 0.100
14 penconazole 0.099 0.101 0.101 0.102 0.095 0.100 0.104 0.099 0.105
15 | prochloraz 0.101 0.098 | 0.100 | 0.101 0.095 0.100 | 0.098 | 0.095 | 0.103
16 | propamocarb 0.094 | 0.103 | 0.109 | 0.101 0.101 0.105 | 0.106 | 0.101 0.109
17 | pyrazophos 0.097 | 0.104 | 0.101 0.096 | 0.102 | 0.099 | 0.102 | 0.094 | 0.107
18 | pyrimethanil 0.100 | 0.097 | 0.105 0.098 | 0.098 | 0.099 | 0.098 | 0.105 | 0.109
19 | tebuconazole 0.094 | 0.099 | 0.098 | 0.095 | 0.098 | 0.099 | 0.103 | 0.099 | 0.104
20 | tolclofos-methy | 0.104 | 0.099 | 0.096 | 0.099 | 0.097 | 0.102 | 0.101 0.108 | 0.099
21 | triadimefon 0.094 | 0.099 | 0.103 | 0.097 | 0.097 | 0.099 | 0.100 | 0.103 | 0.110




22 | triadimenol 0.098 | 0101 | 0.104 | 0098 | 0.100 | 0.100 | 0.103 | 0.094 | 0.106
23 | tricyclazole 0.092 | 0099 | 0.107 | 0095 | 0.096 | 0.104 | 0.104 | 0.099 | 0.110
24 | trifloxystrobin | 0.101 | 0.100 | 0.102 | 0.102 | 0.101 | 0.099 | 0.104 | 0.098 | 0.101
7.2.3.2 §ud Nuinwansiasgiuanududy 0.1 pg/ml (Jo 7.2.1.4) nMswsen
3 1 1 freezer (toenin -18 °C) fisvwznan 1, 2, 3, 4. 5, 6, 7, 8, 10 way 12 Weu uwag as
ipsgiuaadudu 1.0 pg/ml (o 7.2.1.3) fiszeziaan 3,4, 5,6, 7, 8, 10 uag 12 ou wuitans
1ATFIUANITY 0.1 pg/ml fimmamuiiszezinat 1 89 12 Weuka 1.0 pg/ml danunwmy
fiszezian 3 89 12 Wou lnedmnududuliiiu + 10 % Weflsutvansiwiodlmd (199t 5
Ay 6)
3197 5 Anudaduresansinasg i 0.1 pg/ml fisgeziaan 1 89 12 ieu anmsfuinud
aunil freezer (tloanin -18 °C)
Concentration (ug/ml)
No. name
ML | M2 | M3 | M4 | M5 | M6 | M7 | M8 | M10 | M12
1 | azoxystrobin 0.100 | 1.013 | 0.952 | 0.106 | 0.104 | 0.101 | 0.097 | 0.102 | 0.109 | 0.111
2 | benalaxy 0.103 | 0.101 | 0.109 | 0.106 | 0.108 | 0.102 | 0.095 | 0.108 | 0.097 | 0.099
3 | cymoxanil 0.103 | 0.095 | 0.100 | 0.104 | 0.101 | 0.097 | 0.101 | 0.104 | 0.107 | 0.100
4 | cyproconazole | 0.103 | 0.096 | 0.109 | 0.108 | 0.101 | 0.103 | 0.093 | 0.104 | 0.099 | 0.102
5 | difenoconazole | 0.105 | 0.101 | 0.110 | 0.103 | 0.107 | 0.106 | 0.095 | 0.103 | 0.097 | 0.104
6 | dimethomorph | 0.104 | 0.096 | 0.104 | 0.107 | 0.098 | 0.102 | 0.094 | 0.099 | 0.096 | 0.100
7 | epoxiconazole | 0.103 | 0.100 | 0.099 | 0.102 | 0.103 | 0.099 | 0.096 | 0.096 | 0.101 | 0.109
8 | fenamedone 0.100 | 0.096 | 0.106 | 0.110 | 0.103 | 0.103 | 0.091 | 0.108 | 0.097 | 0.101
9 | flusilazole 0.099 | 0.100 | 0.107 | 0.108 | 0.107 | 0.102 | 0.095 | 0.100 | 0.100 | 0.102
10 | imazalil 0.103 | 0.107 | 0.105 | 0.109 | 0.109 | 0.100 | 0.109 | 0.102 | 0.099 | 0.104
11 | kresoxim-methy | 0.102 | 0.096 | 0.100 | 0.101 | 0.101 | 0.107 | 0.098 | 0.105 | 0.099 | 0.106
12 | metalaxy 0.099 | 0.098 | 0.102 | 0.106 | 0.103 | 0.103 | 0.104 | 0.101 | 0.104 | 0.106
13 | oxycarboxin 0.097 | 0.092 | 0.099 | 0.105 | 0.099 | 0.092 | 0.101 | 0.099 | 0.096 | 0.903
14 | penconazole 0.102 | 0.095 | 0.103 | 0.105 | 0.105 | 0.102 | 0.094 | 0.105 | 0.099 | 0.105
15 | prochloraz 0.101 | 0.108 | 0.106 | 0.110 | 0.102 | 0.095 | 0.100 | 0.102 | 0.102 | 0.099
16 | Propamocarb 0.103 | 0.097 | 0.104 | 0.105 | 0.091 | 0.109 | 0.102 | 0.104 | 0.106 | 0.095
17 | pyrazophos 0.097 | 0.103 | 0.106 | 0.106 | 0.104 | 0.108 | 0.092 | 0.109 | 0.108 | 0.110
18 | pyrimethanil 0.100 | 0.104 | 0.109 | 0.107 | 0.102 | 0.098 | 0.100 | 0.100 | 0.099 | 0.102
19 | tebuconazole 0.099 | 0.092 | 0.103 | 0.102 | 0.093 | 0.099 | 0.093 | 0.099 | 0.100 | 0.102




20 | tolclofos-methy 0.099 | 0.929 | 0.103 | 0.097 | 0.098 | 0.104 | 0.095 | 0.100 | 0.108 | 0.104
21 | triadimefon 0.101 | 0.093 | 0.106 | 0.107 | 0.101 | 0.100 | 0.099 | 0.104 | 0.102 | 0.101
22 | triadimenol 0.099 | 0.101 | 0.107 | 0.105 | 0.107 | 0.102 | 0.097 | 0.107 | 0.102 | 0.111
23 | tricyclazole 0.099 | 0.102 | 0.112 | 0.107 | 0.097 | 0.103 | 0.105 | 0.099 | 0.099 | 0.092
24 | trifloxystrobin 0.101 | 0.096 | 0.103 | 0.106 | 0.104 | 0.100 | 0.101 | 0.108 | 0.098 | 0.106




131991 6 ANsLiuduresEsHInsgIu 1.0 pg/ml fiszezian 3 84 12 Weow 91nnistiudnuid

9aunil freezer (oanin -18 °C)

Concentration (ug/ml)

No. name
M3 M4 M5 M6 M7 M8 M10 M12
1 azoxystrobin 0.972 0.975 0.943 1.038 0.963 0.956 0.998 1.014
2 benalaxy 1.059 0.989 0.993 0.996 0.981 1.038 1.001 1.001
3 cymoxanil 1.038 0.981 0.938 0.998 1.016 1.114 1.070 0.923
a cyproconazole 1.029 1.013 1.008 1.026 0.965 1.058 0.980 0.945
5 difenoconazole 1.028 0.944 1.020 1.040 1.035 0.943 0.977 1.027
6 dimethomorph 0.961 1.024 1.025 1.014 | 0.945 0.983 0.991 0.983
7 epoxiconazole 1.086 0.996 0.931 1.019 0.955 0.957 0.963 1.017
8 fenamedone 1.023 1.024 0.957 0.984 | 0913 1.089 0.943 1.024
9 flusilazole 0.997 0.996 1.004 1.057 0.958 1.063 0.952 0.957
10 | imazalil 1.024 | 0.953 0.956 0.997 1.047 0.985 0.953 0.934
11 | kresoxim-methy 0.951 0.940 0.910 1.046 0.942 1.004 1.028 1.039
12 | metalaxy 0.953 0.952 0.966 1.016 0.933 1.033 0.966 0.906
13 | oxycarboxin 1.108 0.970 0.901 1.025 0.972 1.024 0.983 0.096
14 | penconazole 1.010 1.060 1.008 1.011 0.913 1.052 1.016 0.933
15 | prochloraz 1.034 0.990 0.979 0.984 0.923 1.002 1.001 0.902
16 | Propamocarb 0.982 1.028 1.040 1.020 0.950 1.086 1.060 0.108
17 | pyrazophos 1.024 0.921 1.012 1.030 0.920 0.975 0.991 0.996
18 | Pyrimethanil 1.030 0.997 1.026 1.021 1.087 1.087 0.972 0.994
19 | tebuconazole 0.929 0.989 0.969 0.101 0.919 1.024 0.983 1.095
20 | tolclofos-methy 1.012 1.007 0.998 1.040 0.985 1.034 | 0.987 1.047
21 | triadimefon 1.029 0.988 0.959 0.994 1.021 1.048 1.013 0.826
22 | triadimenol 1.040 0.967 0.970 0.994 | 0.953 1.065 0.990 0.997
23 | tricyclazole 1.051 0.992 0.984 0.999 1.088 1.003 0.995 0.972
24 | trifloxystrobin 1.003 0.980 0.967 0.977 0.933 1.038 0.993 0.905

7.2.7 ANWIAUAIAIYBNETUINTTIUTIVINABIYUED

W3BNA1T working standard solution 0.1 pg/ml NA1TNINTIU (pure reference

standard) ARy wag AnasUInsgIu Nddlivuneny ihlunsialaseisieaIes LC-

MS/MS 1H839N@1501055IUNATITTATIN 24 Fila Tans 2 vliandTununonewnneieiu laun

azoxystrobin §¥unuaeny Y 2008, 2011 uag 2014 Jahansfiviune1gd 2008, 2011 1WA

WnduUSeuiieuiu ansivianengty 2014 wulndanududulaiiiy + 10 % wae tebuconazole Hiu




A1y U 2011 uag 2012 wuddanududuuand1aiuiu = 10 % asuladansuinsgu
azoxystrobin @unsaldlandamunaiguan 6 U du tebuconazole Wanunsauunldaulangs

MUADILUAT 1 U (M1519% 7)



159 7 AIINTUYRIENSHINSEIU 0.1 pg/ml NiTUNvIAe ewANE1aiY

name expired year conc. ((ug/ml)

azoxystrobin 2014 0.010
2011 0.106
2008 0.112

tebuconazole 2012 0.010
2011 0.086

11. ayuwanisnaassuasdalauanus

NM15ANYINITAIANINYDY A1TUINTFIY Faduarstestufdades 24 vila loun
azoxystrobin, benalaxyl, cymoxanil, cyproconazole, difenoconazole, dimethomorph,
epoxiconazole, fenamedone, flusilazole, imazalil, kresoxim-methyl, metalaxyl, oxycarboxin,
penconazole, prochloraz, propamocarb, pyrazophos, pyrimethanil, tebuconazole, tolclofos-
methyl, triadimefon, triadimenol, tricyclazole wag trifloxystrobin Anwiianududuveans
1M 3514 0.1 pg/ml (working standard solution) ﬁqmmﬁmmﬁu%’nwwﬁm laun gunnivies

[ Al

ALEU Lazgud Nszeziia 3-60 1, 3-90 Tu uag 1-12 o AUAIRU LagaITIRsEIuAUTNTY
1.0 pg/ml (intermediate standard solution) Anwngamaiidus fiszeznan 3-12 oy nsdaaeuns
sumevasihazaelnenistaimin tharsaeinesgiuluasainsesidenies LC-MS/MS Tag
Weufuansnasgu Meseslnl iansdnvmuin mavihwaisnesgumiadudu 0.1 ug/ml
flgaunaiivies ansfiauamuiiszeziaa 3 fa 60 Ju lnedmnududulsiiiu + 10 % WeAnaw
Wy 0.1 pg/ml 1du 100% 8ntiu cymoxanil dauAmude 7 T uag @15 oxycarboxin fmany
AU F9 20 Yu drunsinuiigumgididu uazdudans nuiasuinsgiudanunmu 9 90 fu
ey 12 WWeu muddumuszeznaiAng wazaisuinsgiuaudutu 1.0 pe/ml finnunmy
il 12 1oy @unsAnwIansuInggIu (pure reference standard) fivunengud wag iiguiy
ansunsgiu Adslinuney  wudn azoxystrobin a1unsaldldndamunegudd 6 U dau
tebuconazole lilanunsainanldnulanamuneteudd 1 1
HanTsAnwILandbiiuIasunsgulungy fungicide dulngifinnuamud awnse
thnansanuilivunegarsuasgiuluvies foanisasaiiesei lasarsuiasgiudiivly

9aunHAWYTIU working standard solution 1818A151491U 3 1Y wag intermediate standard

Y

a

solution #81gn1514¥91u 1 U wag stock standard solution fi1gn1sldaruuinndn 1Y &adl
NSANYITTIATILETHYANA1S 140 ¥ila Fallasunsgrurilangy fungicide sy Anwiludiogng
strawberry, wheat flour way leek Inglt35 QUECHERS uag 1A30IRTIIINATIEN GC-MS/MS Tnns

WIENAITUINTFIU standard stock solutions AIMLTNTUYTEUI 1,000 pe/ml Tudainazae



nzaunuYlna15i9u acetone, toluene %30 acetonitrile lavandyn tiuliluduy -20 °C finns
AMMUABIYVBIAITUINTTIU 6 LAoU Lag intermediate standard stock solutions AL TNTY
Uszanay 5.00 pg/ml inulilugua -20 °C uag Working standards iulilugilu 4 °C fmunene
Yo4a51M5FIUT0NE 3 1Hou (Hollosi, L wazaz, 2016) wandliliiudn n13ivunegasuinsgIu
Gﬁuﬁ’umi‘dizLﬁusuawﬁﬂﬁﬁ'amuim&Ja’umaﬁ'mummqslué'juﬂ’jwﬁﬁwmiﬁﬂwm’;mmmié’l,ﬁaammm
Aeeiagldansunespuiiaunduduanasmnnsameidgiinansenudoransnagey agaslsh

musesteyalsenaulunisdndula welvivunengansuinsgiulieggnieasangay

12. msiwanuldgluldusslond

12.1 wan1sneaesitlinsudeyanisesanimaesarsumsgiululdly nmsimunetgans
1U19937U pure standard, intermediate standard solution Wag working standard solution Tuns
UHURNUATIINATIER wagn153UToMINTIINTesU iRy

12.2 Foyaiildannismaass awnsarivannusiula Tunisléansunsgiuuigns Anuneny

wrihdandldnul annsdseansnisangs
13. 12N61581489

EURL. 2014. EU Reference Laboratories for Residues of Pesticides EURL for Residues of
Pesticides Requiring Single Residue Methods Stability of Pesticide Stock Solutions
Hubert Zipper 11.09.2014. www.eurl-pesticides.eu

Laszlo Hollosi, Katerina Bousova, Michal Godula. 2016. Validation of the Method for
Determination of Pesticide Residues by Gas Chromatography —Triple-Stage Quadrupole
Mass Spectrometry. Thermo Fisher Scientific, Food Safety Response Center, Dreieich,
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https://tools.thermofisher.com/content/sfs/brochures/TG63899 E 1113M FINAL.pdf
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