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fewpywka Qappaka ll
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EMIXEIPHYIAKO MNPC

EKMAIAEYZH KAI AIA BIOY MAGHZH Ez nA
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YNOYPTEIO FIA]AEIAX KAI BPHZKEYMATON Y
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Xpnupatodotnon

To ap oV ekTALOEVUTIKO UALKO €XEL avarmtuxBOel ota mAaiola
Tou ekmatdevtikol £pyou tou didbaokovta.

To €pyo «Avolkta Akadnuaika Mabnuata oto
AplototeAetlo Mavemotipuo Osoocalovikne» €Xel

XpnHatodotnoeL povo tn avadlapopdwaon Tou
EKTIOLOEUTLKOU UALKOU.

To €pyo vAoToleital oto nAaiolo Tou Emiyelpnotokou
Mpoypappotog «Eknaidevon kot Ata Biou MaBnon» kal
ocuyxpnuotodoteital ano tnv Evpwrnaikn Evwon
(EvpwTalikd Kowvwviko Tapeilo) kat oo €Bvikouc TOpouC.

EMNXEIPHXIAKO NPOIrPAMMA
e EKTAIAEYEH KAl AIA BIOY MAGHEH ~EXIA

*
* *
* *

'((

* 4 Kk

[

[ Joimomorowomis

YTIOYPTEID MAIAEIAE & BPHEKEYMATON, OAITIEMOY & ABAHTIEMOY
EvpwmdikiEvwon E!AIKH YMHPEZIA AIAXEIPITHE

Evpwmaikoé Kovwvikoé Tapeio

Me tn ouyxpnpatrodotnon tng EAAadag kai tng Evpwnaikric Evwong

rewpywa Oapuaxa ll
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APILTOTEAEIO

W5 MANEMIZTHMIO AKAAHMAIKA — %aeiy
@‘?’"‘ OEXXAAONIKHX MAGHMATA

MEBobdotL avaAluong YEWPYLKWV
bopuaKkwv

EMIXEIPHEIAKO TPC
EKHAIAEYZH KAl AIA BIOY MAGHZH

EZI'IA

YﬂOYPrE[O ﬂA]AEIAZ KAI GPHZKEYMATQN EYPO
io

OIVWVIKO T

Me ™ ouyxpnuarodoétnon tng EAAGdag kat tng Evpwnaikrg Evwong




Meprexopeva evotntac (1)

1. 2tadla mpoodloplopol YEWPYIKWY GOPUAKWV.
2. AvoAutikec peBodol yia tov mpoodloplopo I.O.

3. Multirresidue Methods- MoAUUTTOAELUUOATIKEC
nebodol.

4. E¢omAlopoc epyaoctnpiov avalvoswc I.O.
5. Moootikoc mpoacdloplopoc I.O.
6. Kataokeun KopumuAnc avadopac.
i. KopmuAn Avadopac-MeBodocg ZtaBepnc Mpoobnknc.

i. KopmuAn Avadopac-MeBodoc EcwtepikoU MNpotumov.

rewpywa Oapuaxa ll
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Meprlexopeva evotntac (2)

7. Evwoelc mou mapepnodilouv Kata TNV avaiuon
r.O.

8. Extipnon Aélomiotioc twv Mebodwv avaluvonc.
9. Opla aviyvevonc.

10. l'evikn neBodoloyia yia oAU UTTOAELUUOTLKEC
uebodouc avalvonc y.¢.

11. Multirresidue Analysis (veec taoelc: MeBodoc¢
QUEChERS).

rewpywa Oapuaxa ll
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2TAOLOL MPOGOLOPLGUOU VEWPYLKWV

bopUAKWVY

AEIFTMATOAHWIA e JUAAOyYN QVTIIMTPOOWITEUTIKWY OEIYUATWV.

e Ouoyevoroinon.
e Kade avaAutiko dsiyua avTtimpoowteUTIKO
TOU ap)LKOU.

MPOKATEPTAZIA

EKXYAIZH — KAOAPIZMOzZ-NMPO2YITKENTPQ2zH

e[lapaAaBn y.p. ano to deiyua.
e Artouakpuvon npoouiéewyv nmou rapeunodifouv.
* [IDOCUYKEVTPWON TWV Y.(. OE ULKPO OYKO.

ANAAYZH [MoloTIKOC Kot TOCOTIKOG MPOCOLOPLOUOC

A \ , ,
GEooaROVKNG TurApo Fewmnoviog

rewpywa Oapuaxa ll



AvoAvoeig I.@. (WOrattepotntec)

1. AvaAvo n / 'EAEVXOQ T[OlKlAi.aq SELVH.('ITO)V: OKEUAOUATA, YEWPYIK

npoiovta, neptBaAdovrika deiyuarta.

2. Mpoodloplopoc tavtoxpova peyalou aptOpou
Stapopetikwv 6.0. KOt TOELKOAOYLKOL G HOVTILKWYV
HeTaBoALtwy TOouC oto idLo Seiypa.

3. MIKPEG CUYKEVTPWOELG, ppm, ppb.

4. AyvwoTo LoTopLKO deiypartoc.

5. Ek600N AnMOTEAECUATWV GE TTOAU GUVTIOMO XPOVO.

rewpywa Oapuaxa ll
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AVOAUTIKEC nEBOSOL yLa TOV

npocdropopo I.P. (1)

. XHMIKE2
Xpwpatoypadikec GC, HPLC, TLC.
DacpatopwrtopeTpia.
XNUIKOC TPOCSLOPLOUOC OTOLXELWV.

Il. BIOXHMIKE2
Ev{UMKEG.
AVOCOXNHMLKEC.

I1l. BIOAOTIKE2
BlodOKLMEG.

rewpywa Oapuaxa ll
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AVOAUTIKEC nEBOSOL yLa TOV

npocdropopo I.Q. (2)

I. XHMIKE2
Xpwpatoypadikec GC, HPLC, TLC.
PDaocpatopwropeTpia.

Il. BIOXHMIKE2
AVOOCOXNMLKEC.

Evopyavec uedodot

& Evatodnoio.

& Meiwon xpdvou avaduonc.
& Autouartormoinon.

& Aomtiotic.

rewpywa Oapuaxa ll
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AvaAuTtikec pEBodoL yia Tov

npoobdlopouo I.AP. (3)

Multirresidue Methods / Determination Step

XpwpotoypodLkeg
Gas Chromatography (GC) Aéploc xpwpatoypadia

GC-ECD Organohalogen
Pyrethroides
Dithiocarbamates (S,C)
Chlorofenoxy acids (after derivatization)
Fenyl-ureas (after derivatization)

GC-NPD Organophosphorus
OrganoNitrogen
GC-FPD Organophosphorus (modo P)

Organosulfur (modo S)
GC-MS Most of the GC-amenable

rewpywa Oapuaxa ll
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AvaAuTtikec pEBodoL yia Tov

npoobdiopouo .. (4)

Multirresidue Methods / Determination Step

XpwpoatoypopLkec
Liquid Chromatography (LC) Yypn xpwpatoypodia

LC-FL/UV N-Methylcarbamates (RPC-OPA/FL)
Phenylureas (RPC-OPA/FL)
Benzoylphenylureas (UV)
Chlorofenoxy Acids (UV)
Benzymidazols (UV/FL)

LC-MS OAa?

Non-Chromatographic Methods
Colorimetric @acpatodpwrtopetpia Dithiocarbamates (CS,)

rewpywa Oapuaxa ll
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Evopyavn xnuikn avaivon

‘ Mpénel: \

§] H dpuoikn katdotaon tou Seiypatog va
glval KotaAAnAn.

§) Na pnv umdpyxouv ouoieg rou
nopepmodilouvv tn peETpnon tnc 4.o.

§) H ouykévtpwon tng 8.0. oto Seilypa va
LNV €lval LLKPOTEPN ATIO TO OPLO
avixyvevonc tnc nebodouv.

Mo olUTO aUroLLTELTOLL © KATEPFAZIA
AIAXQPIZMOX

rewpywa Oapuaxa ll
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Kuplo kpttnpto emAoyng tng pebodovu
EvawoOnoia - E¢eldikevon

Kota mpotipnon pia amo tig emtonuec pebodouc.

H ug9odbéoc¢ rrov 9a erttAeyei eéapratal ano:
® To eldog tou N TWV NEWPYLKWV DAPUAKWV
(roAlkoTNTO, UTtOPEN otolxeiou N, P, S, X).
® To eldo¢g Tov Selypatod.
e Tic Suvatotnteg tov Epyaotnpiov.

Mpotipunon otig
“ MTOAU-UTMOAELMMUATIKEG MEOOSOUC
(Multiresidue Methods)

rewpywa Oapuaxa ll

Tunpa Mrewmnoviag
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Multirresidue Methods-
MoAvUTOAELUMATIKEG HEOOOOL

Aivouv tn duvatotnta avaluong peyaiou aplBuol 8.0. f§ kat AAAwV puTtavtwy o€ Eva delypa
TauToXpova He pia avaAuon. Emthoyn enionung peBodou mou nmpoteivetal amno Slebvr opyaviopo
niotonoinong m.X. European Committee for Standardisation (CEN) r) to AOAC International.

Sample Preparation (npokatepyaocia deiypotoc)

Extraction ekyUAlwon

Clean-up ka@apLopog

GC LC

NPD - FPD - PFPD - ECD MS UV/DAD/Fluorescence

rewpywa Oapuaxa ll
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Single residue Methods- povoduvapec
MEBoSOL avaAluonc

Atvouv tn duvatotnta avalvonc piag 6.0. og eva delypa pe
uila ouykekplpuevn pEBodo avaiuvuonc otav n 6.0. dev
npocdloplleTol e KATOLA ATtO TLC TTOAU UTIOAE LU UOTLKEC
nebodouc.

Emttloyn emionung pebodou nou mpoteivetol amo debvn
OpYyaVLOUO TiLotonoinong m.x. European Committee for

Standardisation (CEN) 1 toAOAC International.

rewpywa Oapuaxa ll

Tunpa Mrewmnoviag
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EvaiwoOnoia mpocdiopiopov I.P. pe
dradopeg nebodoug

) Bapo )
I'Ioo?tnta via Bapoc (g) pos Aplelp.oq MéEBobdo¢g avaluaong
avixveuvon r.o/g popiwv
milligram (mg) 103 1 ppth 1018 OYKOUETPNON
microgram (g) 10 1 ppm 10> dwTopeTpla
nanogram (ng) 107 1 ppb 1012 GC & HPLC
picogram (pg) o 1 ppt 10° GC/MS & LC/MS
femtogram (fg) 10-1° 1 ppqua 106 MS
attogram (at) 10-18 1 ppqui 103 dev umapyel

Frewpywad Odappoka Il
17
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Katnyopiec detypatwv

1.YYnAn mepLeKTIKOTNTO OE Lypaoia.
, , , ®pouta, Aaxavikd
MuwpR mepLEKTIKATNTA OE ALNOG.

2.YYnAR MEPLEKTIKOTNTA OE LypaoiaL. , ,
Kp€ag, FTaAOKTOKOLKA

YYnAn neplektikotnta o€ Ainog.

=npa npoiovta,

3.MKpN MEPLEKTLKOTNTA OE Lypaoia.
dSnuntpLakd, aAsvptl

MuKpr TLEPLEKTIKATNTA OE ALOC.

4. MKpN TIEPLEKTLKOTNTA OE Lypaoia. ) )
) ) ) Kakdo, kapuoia
YUY nAn neplektikotnta o€ Aimoc.

5. Asiypata ano to neptBaiiov. ‘Edadog, vepo, aépac

rewpywa Oapuaxa ll
18
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E¢omALonOC epyacTnpiov avaAUOEWC
r.@. (1)

1. Baolkocg e€onAlopog Xnuikou Epyactnpiov.
2. Eldko¢ e€omAlopoc:
» KOmtec tpodpwyv, AVOULKTAPEC K.ATTL.
»2uoTnuato eKXUAloswc.

»2UOTHALLOTO. CUMTTUKVWOEWCS SLAAUTWV.

»2uoTnuato xpwuatoypadioc.

rewpywa Oapuaxa ll

Tunpa Mrewmnoviag
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E¢omALonOC epyacTnpiov avaAUOEWC
r.@. (2)

HPLC

rewpywa Oapuaxa ll
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E¢omALonOC epyacTnpiov avaAUOEWC
r.@. (3)

- e—
o : '-‘.'_.
| - ]
v
|

ChemStore Database
(MS Access)

= i i g
: 3

35900 A/D

LAN \

rewpywa Oapuaxa ll
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MNoocotikoc npoodiopiopoc I.O.

OKEUQOUOTO, YEWPYLIKO TtpoiovTa, meptBaAAlovtika deiyuara ! 1 !

Jtadla —ocipa epyaoiac:

1. NapaoKeLN MPOTUNWV SLAAUVUATWV.
2. Kataokeu mpOTUTNG KAUUANG (KartUAn avapopdac).
3. Ektipnon tng pebodov (aétoAoynon n & ermkvpwon):

‘EAeyxo¢ paptupa Kat avidpaotnpiwv (moapaAAnAa avaiuvon
deiypartoc — paptupa).

‘EAgyxo¢ avaAUTIKAC pe@odou / Siadkaoiac

(mepapata avoKINoewv).

rewpywa Oapuaxa ll
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MNoocotikoc npoodiopiopoc I.O.

OKEUQOUOTO, YEWPYLIKO TtpoiovTa, meptBaAAlovtika deiyuara ! 2 !

Jtadla —ocipa epyaoiac:

4. AvaAlvon deiypartoc (optougvo Bapoc/oykoc) & HETPNON TNE MOCOTNTAC
tou I.D. mov mepLEXeTOLL.

5. YIWOAOYLOMOC OO TNV TR HETPNONG KAL TNV TTPOTUTIN KAMITUAN TNG

NEPLEKTIKOTNTAC TOV Oeiypatoc os I.D.

6. AltoteAEopaTaL: YLl UTTOAELLpaTa ppm, ppb
ylo okevaopota % neptektikotnta 8/6 n 6/o

rewpywa Oapuaxa ll
Tunpa Mrewmnoviag 23




Kataokeun KoopmuAng avadopog

logR ‘ \

. e . C
(i) : : (ii)
KauruAeg avapopac

R = amoKkpLon Tou opyavou yla tnv dlotnta mov petpeitat  (m.y.
armoppownaon, EUBadov KopuENc XpWUXTOYPAPNUATOC K.ATT.)
To peyeBocg tne dlotntoc R e€aptatal amo tn cuykevipwon C.
JuvnOwc oxvel R=aC+ B (oxAMa i, YpORLULKA).
a = KAlon tng euBeioag kat kaBopilel TNV evalodOnoia.
B = otaBepad mou €apTAToL ATTO TO XNULKO cUOTNUA

KOlL aTTO TO OpYyaLvVO.

rewpywa Oapuaxa ll
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fpappikotnta (Linearity)

peak area
(mass 182.003)

250 1

Phosalone, m/z 182.003

200

150

100

50

R? = 0.9963

0,5 1
ug/ml

1,5

rewpywa Oapuaxa ll
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KapumuAn avadopac- arnokAion amno

’
ThV eVOeLaL

5,E+05 quadrupole, El

4,E+05 . ilnﬂ iiil”ili

3,E+05 /

i e R2=0.9626
1,E+05

0,E+00 «-—-4"./-/.

(0] 0,2 0,4 0,6 0,8 1

peak area

concentration (ug/ml)

.\ ron 0 LC/MS

ol SOt 1 ion trap, ESI+
o 3.E+08 ———— .
5 3E+08 MS/MS analysis
% 2,E+08 _—
= 2,E+08 //

LEw0s I~ R2=0.9659

0,E+00 IV , ,

o 0,2 0,4 0,6 0,8 1
concentration (ug/ml)

rewpywa Oapuaxa ll
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Enidpaon umootpwpuatoc-
Matrix effect

e Juyva n mapoucio Stadpopwv CUCTATIKWV TOU
deiypartoc (umootpwpa) mopepunodileL tnv
METPNON OTO XpwHaToypAdo HE ANMOTEAEGUA TN
METPNON TLLWV SLAPOPETIKWV OTTO TLC
TPOYHATIKEC (cuvNOWC peyaAUTEPEC).

* [ oTO OL MPOTUTIEG KOMTTUAEC
kataokevalovtol pe StoAUpata Twv MPOoTUTIWVY
OUOLWV OE EKXUALOHOL SELYHOTOC KOl OXL OE
StaAUteC R pe th nEB0dO tNC ZTabspnc
MpooOnknc.

rewpywa Oapuaxa ll
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Evwoelc mou mopeunodilouv Katd
tnv avaiuvon I.

Taén Eldoc

Autida Knpot, Airn, EAoua

XPWOTLKEC XAwpoPpUAAec,EavOodUAAEC

AIWTOUXEC NPWTEIVEC, AAKOAOELON

YdatavOpakec QLUAO, cakyopo

ALYVIVEG PdawoAec, pawvoAika

Tepmevia

Purnavtéc opwHOTIKOL & TTOAUKUKALKOL
vdpoyovavOpaKeg

rewpywa Oapuaxa ll
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KapmuAn Avagopac-
MeEBobo¢ 2tabepnc MpocOnkng

Epappoletal yia va e€ovdetepwoel mapepnodioelg mouv odpeilovtal o
KOTIOLO CUCTATLKO TOou SElypaToc.

_—

C, 0 C

x+1

C C

KaumnuAn avapopac ue t uedodo tnc¢ otadepnc npoodnknc yla mpocdLopLtouo
ayvwoTnG oUYKeVTIPWOewS C,.

X+2 x+3

Otav dev elval yvwoT N XNULKA cvuotaon Twv SEypaTwy Ta tpoturia StaAlpata
nopaokevalovtal PE TPOOONKN YVWOTWV CUYKEVTPWOEWYV TOUC 0TO 1d1o To
_Seiypa n to paptupa (deiypa mou dev neplexel 6.0. YEwPYLIKOU GapUAKOU TOU
{(®rpoodiopitetay).

e Fewpyd Odappaka ll
ApIOTOTEAEIO 29
MNavemoTi NUIo
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KapmuAn Avagopac-
MeEBodoc EowtepikoU Mpotumou

Edappoletan yia va eéovdetepwoel opaApata ntov opeilovran o

SLOKUMAVOELC TAPAMETPWV AELTOVPYLOC TOU OPYAVOU KATA TN SLapKeLa
METPAOEWV.

¢ [1pocBnkn yvwotn¢ ota®epnc moooTnTaC
LLLOLC ouoilac A TTou YOopaKTnpileTal E0WTEPLKO TTPOTUTIO

¢ Metpnon tou Ry, Kot Tou Ry yla To dyvwoTo Kat Tou Ry, yla ta
MPOTUTIA

¢ Kataokeun kapmuAngR /Rywg npog Cy,

¢ SUykpontou Ry/R, katelpeon tou Cy

KaumnuAn avapopoc ue tn
UET060 TOU ECWTEPLKOU
TTPOTUTTOV yla TPOCGSLOPLOUO
AYVwWOTNG CUYKEVTIPWOEWS C,.

=
~
>:u S Rx/ RA

C

mp

rewpywa Oapuaxa ll
30
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Ektipnon Alomiotiog twv MeBodwv avalvong
EmikOpwon pedodou- Method validation

H aélomotia (reliability) twv pne®odwv avaivonc e€optaton:

o Eéclbikevon, specificity /
ExAektikotnta, selectivity

* Akp(Bela, accuracy ,
Avaktnon, recovery

e EtavaAnyiuotnta, precision

* Fvatodnoio uedodou, sensitivity

I5taitepn onpaocia otnv aéloAoynon (evaluation) & emikupwon

(validation) twv pe@odwv avaivonc.

rewpywa Oapuaxa ll
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Ektipnon Aélomiotiac twv MeBodwv
ovAaAuo

B Eésibikevon, specificity / EkAektikotnta, selectivity

Eésibikevon ikavotnta tou aviyveutn (o€ cuvbuaouo He tnv
BN skAekTIKOTNTA TNG AVAAUTIKGC HEFOE0U ) va Stakpivel Tn
OUYKEKPLUEVN b.0.
1t.x. GC-MS -El: el81KOC, OXL EKAEKTLKOC
GC-MS -MS £l81KOC KAl EKAEKTLKOG

EkAeKTIKOTNTO!: IKAVOTNTA TNG AVAAUTIKNG ueFOO0U (eKyYUALON,
KaSapLoUOG, Kat ELOLKA 0 aVIXVEUTHC) va Sltakpivel tn
OUYKeKPLUEVN 6.0. mou ntpoodiopilstal uetaéU Twv umoAoinwy
EVWOEWV TOoU deiyparoc.

Jri.X.GC-ECD: eKAEKTLKOG, OXL ELBLKOG

rewpywa Oapuaxa ll
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Ektipnon Aélomiotiac twv MeBodwv

avaivong (2)

AKkpiBeia :
H amokAlon tng HETPNONG QO TNV TTPOLYLOTIKA TLUA.
Meplypadel TNV opOoTNTA TOU MELPAUATIKOU AITOTEAECLOTOC

Exppalstal pe to opaiua, error
e ASuvapia kat SuckoAia ektipnong emnpealetal ano
eTuxaia opaApata (random errors) kot
eJuotnpatika opaApata (bias)

MNpoodilopiletar pe MEIPAMATA ANAKTHZHZ!!!

2UYKPLON TOU QMOTEAECUOTOC TNG AVAAUONC TOU SEiypotog HE YVWOTO
£L6LKA MOPACKEVOLOUEVO Seiypa

Avaktnon (R %) tTnc moootntag nov

npootednke oto deiyua.

rewpywa Oapuaxa ll
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Ektipnon A¢lomiotiac twv Mefodwv

avaivong (3)

ErtavaAnyuotnta:  NA60 KOVTLVEG TLHEC LETPHOEWV
Aappavovrol ano noAAEC avaAUoELG Tov ibLov deiypartoc.
Sdlaomopa-

Tuxaia ocaiuata — avaAutig, opyava

Turikn amokAton SD —> ekppaleL tnv enavaAnPrpotnta

JuvteAeotnc napekkAiong, CV
SD
CV = RSD = —— x 100 &lwaomopd HETPOEWV
X

Evéoepyaotnplakn emavaAnipotnta, repeatability
Aepyaotnplakn eravainppotnta, reproducibility

rewpywa Oapuaxa ll
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Mpaypotikn TLn

® | ¢toxn emavahnywéTye
®
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Ektipnon Aélomiotiac twv MeBodwv

avalvonc (4)

Evaitodnoia psdodou S = dR
dC

To HETPO TNG LkavoTNTaC TNC HEBOdoL 1 Tou opyavou va dtakpivouv
LULKPEC SladopEC O0TN CLUYKEVTPWON TNGS ouoiac (v.d) mou petpelital.

E¢aptartatl oo to 6pyavo Kat ano to deiypa.

>tn MNpappikn epLloxn kaBopiletal n KALON KAUTTUANC ovadopac
Kol N emavoAnypotnra.

rewpywa Oapuaxa ll
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Opa aviyvevonc (1)

L OewpNTLKA APXLKN CUYKEVTPWON OLTLWAELEC TPLV ATO TO
I (eoopudodnke) oTOXO0

e OLPXLKN CUYKEVTIPWON

S (uetpnnke)

g -

S - - arnolkodounon/peiwon

"W

<

E

E LoQ

TLOLPEUTIOBLOELC
LOD

Mépsq ustd TNV £¢Olpl-10Vﬁ KATANAAQSZH

Yrio9etikn kaunuAn arotkodbounonc/vroBaduionc @.r.
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Opla aviyvevonc (2)

g OLPXLKA 3 Moootnta nou npoodlopiletal pLe avaAuon.
F..; o GUVKsYTPNUH Moootnta mou dev mpoodLlopiletal e
3 ETPNONKE) avAaAuon oAd uTtdpXeL oTo Selypa.
5 & &
@
<
o ﬁ\\
E = LOQ
TLOLPEUTIOBLOELC
- LOD

MéEpec peta tnv edpoppoyn

Yriodetikn kounuAn anowodounonc/vroBaduionc @.r.
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Oplo aviyvevoewc, Limit of

Detection (LOD)

H uitkpotepn CUYKEVTPWON ULaC oUuoliac o€ Eva Seiyua

TTOU UTTOPEL Vo aviYVeEUTEL mOLOTIKA atAAa Oyt va

TPOoOLOPLOVEL KOl TTOCOTIKO UE OKPIBEL UTTO TIC

OPLOUEVEC AVAAUTIKEC CUVINKEC TNG HEGOOOU.

E¢aptaratl oo To cuoTNHO oViXVEVLONG

rewpywa Oapuaxa ll
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Oplo moootikou mpoodLoploou
LOQ N LOD

Limit of Determination (LOD j LDM),

Limit of Quantitation (LOQ)
H eAaytotn CUYKEVTPWON N TOCOTNTA ULOC OUCIOC OE EVa
deiyua rov umopei va mpoodiopitodei moooTIKa HE ArodEKTN

akpiBela kot BeBalotTnta UMO TIC OPLOUEVEC AVAAUTIKEC
ouv3nKe¢ tn¢ pedodouv.

e Kabopiletal yia kade avaAutikn pedodo.
*Oplo moootikou ntpoodloptouou > OpLo aVIXVEUCEWC.
*>1n vouoUeoia otav to MRL opiletai oto oplo mtpoadloplouou

rewpywa Oapuaxa ll
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Ektipnon tou LOD & LOQ amo tn oxéon:
onuatoc S /6opuBou N (S/N ) (1)

3'x SD of estimated LOD n S/N = 3/1

6-10 x SD of estimated LOD 1} S/N = 10/1)

(en|

.

=

(@)

o

(7]

rx|

(o .

% 50% FSD

g 1.5 ng Chlorpyrifos |

O =

2

ot “

% LOQ _ - ‘

e 30 mm % 4

= : e ;

jTT}

=

| Sk

o LOD - :

u’? 9 mm

= NOISE 10% FSD
3 mm L :

TIME ———
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Ektipnon tov LOD & LOQ ano tn oxéon:
onuatoc S /6opuBou N (S/N ) (2)

1 pg/ul

0 pg/ul

10 pg/ul

LOD

50 pg/pl

LOQ

42
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‘Ekdppaon anoteAseopatwyv: ekppalovrol
o€ mg/kg og ovuoxEtion pe to MRL (1)

<LOD

LOD < mg/kg (ppm)/ ug/kg (ppb)< LOQ
LOQ <ppm /ppb

H tiypn LOD tng neodou mou xpnotpomnotOnke yio tnv
avaAvon avadEpetol mavto Lol LE Ta OIOTEAECHATA TWV
ovaAUCGEWV.

rewpywa Oapuaxa ll
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‘Ekdppaon anoteAseopatwyv: ekppalovrol
oe mg/kg oe cuoyxEtion pe to MRL (2)
Opto avawopdac -reporting limit, RL- To KATWTEPO OPLO TTOU TO
OIMTOTEAECUQ ULOC AVXAUONC LUE TN CUYKEKPLUEVN HET0OO

QVOPEPETAL UE aKpiBela (CULPWVA LE TNV KAUTTUAN QvVapopac
rtov dnuioupynoe to Epyaotniptlo avaiuvong).

S/N = variable !!

Response

{

RL '
- @ lo.05 0.2 0.8 = Conc. (~ug/ml)

0.025

rewpywa Oapuaxa ll
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levikn peBodoloyia yio TOAUUTTOAELMMOTIKEC
nebodouc avalvong v.¢. (1)

EkxUAwon

—

Katavoun
Liquid-Liquid Partition

KAGAPIZMOz

OLKETOV

n (Luke)

aketovitpiAio (Mills)

Ethyl Acetate (Andersson)

Nepo

Opyavikn ¢paon

'Opvavmr’l daon

Nepo

—>

NMPOzAIOPIZMO2

Xpwportoypadikéc pEBodol

GPC
SPE

—

ENIBEBAIQZH

GC-ECD/NPD/FPD/MS
HPLC-UV/FL/MS

—

GC-MS
HPLC-MS

AvaAuvon pe 2n péBodo

rewpywa Oapuaxa ll
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levikn peBodoloyia yio TOAUUTTOAELMMOTIKEC
nebodouc availvong v.¢. (2)

Frewpywa Oappaxa ll
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levikn peBodoloyia yio TOAUUTTOAELMMOTIKEC
nedodouc avaivonc y.¢. (3)

rewpywa Oapuaxa ll
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Fevikn peodoAoyia yra mMOAUVUTTOAELULHUOTLIKEG
nedodouc avaivonc y.¢. (4)

* QUEChERS is a time-saving, sample preparation
method that prepares fruits and vegetables for
multi-class, multi-residue pesticide analysis.

* Itis gaining popularity because of its ability to
increase lab productivity, reduce solvent usage,

and to provide "just-enough" sample clean-up for
LC-MS/MS and GC-MS.

rewpywa Oapuaxa ll
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AvaAuTtikEc pEBodoL yia Tov

T[QOUGI.OQ[UEé F.Q. ‘1! (edbappoyr othv avéiucn)

Multirresidue Methods / Determination Step

XpwpotoypodLkeg
Gas Chromatography (GC) Aéploc xpwpatoypadio —epappoyn otnv
ovaAuvon
GC-ECD Organohalogen

Pyrethroides
Dithiocarbamates (S,C)
Chlorofenoxy acids (after derivatization)
Fenyl-ureas (after derivatization)

GC-NPD Organophosphorus
OrganoNitrogen
GC-FPD Organophosphorus (modo P)

Organosulfur (modo S)
GC-MS Most of the GC-amenable

rewpywa Oapuaxa ll
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AvaAuTtikEc pEBodoL yia Tov

T[QOUGI.OQ[UEé F.Q. ‘2! (edbappoyr othv avéiucn)

Multirresidue Methods / Determination Step

XpwpoatoypopLkec
Liquid Chromatography (LC) Yypn xpwpatoypadio —€@apuOYH OTNV
avaAuon
LC-FL/UV N-Methylcarbamates (RPC-OPA/FL)
Phenylureas (RPC-OPA/FL)
Benzoylphenylureas (UV)
Chlorofenoxy Acids (UV)
Benzymidazols (UV/FL)
LC-MS OAa?

Non-Chromatographic Methods
Colorimetric @acpatodpwrtopetpia Dithiocarbamates (CS,)

rewpywa Oapuaxa ll
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Multirresidue Analysis

(véeg taoelg: MEBobog QUEChERS)

Muwkpéc moootnte ———  Sample Preparation

dewypatog (15 g)
Acetonitrile —— Extraction
Solid Phases —— Cleaniin
GC LC
_ NPD-FPD - PFPD - ECD MS UV/DAD Fluorescencia

rewpywa Oapuaxa ll
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QuEChERS M&£60od6oc¢
(Lehotay & Anastassiades)

15 g Sdelypa (oe owAnva Teflon, 50 mL -

npooBnkn 15 mL Aketovitpilo (1% o€kd o)

npocOnkn 6 g MgS04 + 1,5 g Na Ac

MpooBnkn SLAAUATOE EOWTEPLKO TIPOTUTIO IS

napahoaBn 1 mL+ 150 mg MgS0O4 + 50 mg PSA

[ p |

Metadopa os pLaAidto GC kat LC + TPP

—1

(LVI)GC/MS kot LC/MS-MS

rewpywa Oapuaxa ll
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QUEChERS Step 1

X g sample + x mL MeCN (x = 10),
then vortex/shake 1 min

Daigger Vortex
ggGonie 2

|A., DAIGONR & CO., INC.

rewpywa Oapuaxa ll
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QUEChERS Step 2

Add 0.4x g MgS04 + 0.1x g PSA (x = 10),

then vorte

v\
i sy |

x/shake 1 min

PSA ntpoopodnTLKO yLa
KaBaplopo tou
delypatoc amo Tig
TPOCUILELC.

rewpywa Oapuaxa ll
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Meploplopoi Twv avaAuTtikwv HEOGSwWV Tou
XPNOLLOTTOLOUVTOL OTOL EpyacTPLOL EAEYXOU

UTTOAELUUATWV

—>0 OUVOALKOC aplBUOC TwV 6.0. YEWPYLKWY GOPUAKWY
Mou €Xel w¢ otoxo/duvatotnta KABe oVAAUTLKO
epyaotnplo (40 — 300), dtadepel kal e€aptatal amo to
avOpwTtvo SUVALLLKO KOl TNV TEXVIKA UTtodoun Tou.

= Mepika epyaotnpla dtabetouv povo GC.

—=AA\A, TTOAAA «veEa» popla 6.0. mpoaodlopilovtal HoOvo
ue LC.

rewpywa Oapuaxa ll
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Xpwpotoypodnuato ano oavaAUGELC



KaBaplopoc putikoU ekyuvAiopatoc (MeCN) pe
SPE (8tadopa uAkad) & avaivon pe GC/MS

1.5e7
Xwpic SPE

M
n

e PSA & -NH, anopakpuvouv
oakyopo & Ainn. Ta vntéAouna
Xwplc enidpaon o GC/MS

W
-
L=

- xpwportoypoadia (to GCB
0% oax l QTIOUOKPUVEL XPWOTIKEG &
L OTEPOAEC.
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FAST GC SET-UP with ON-COLUMN INJECTION

PA |
250 |
0
[
| ]
200 |
] © ©
- N
N
Q > o~ O
| 8 &)
150
] g S e g 0
i g & £
< s £ e 3 T =
q &N gl = ¥8 X ® <
« e g% g § 5§ ¢ N S
100 a 2 2 wm o ©% § @ 5
) & = & ¢ Q = E 2
R Q ® 3 = -~ i
£ [ [S] gy
g E
| o e
S, N
0 . T T AR e S —— — T .
18 2 22 24 76 28 a 32 34 i

Column: HP-1 MS (5 x 0.1mm x 0.4um) TPG: 80 °C, 65 °C/min to 300 °C

__Precolumn (non-polar) : 1 x 0.53 mm; H,; P,: 60 PSI
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ORGANOPHOSPHATES IN WHEAT
EXTRACT (0.01 mg/kg)

d CONVENTIONAL

GC analysis

Time of run: 45 min

N

~

EZ Flash -
RESISTIVE HEATING

Time of run: 3 min

74000 —

72000 —

70000 —

dichlorvos

mevinphos

diazinon

ehlorpyrifos-Me
e

parathion-

pyrifos-Et

malathioR
chlo
parathion-Et

methidathion

ethion

phosmet

phosalone

10

15

25

95000 é
90000 é
85000 é
80000 é
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70000 é

65000

dichlorvos

mevinphos

omethoate

dimethoate
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coelution 1

- pirimiphos-Me

malathion

coelution 2

methidathion

ethion

phosmet

phosalone

60000
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2nueiwpa Xpnonc Epywv Tpitwv (1/7)

To Epyo auto KAveL xpon Twv akoAouBwv Epywv:

ElkOVEC

Ewkova 1,2: E€omAlopocg yla uypn xpwpatoypadio upnAng
anodoonc. https://www.chem.agilent.com/cag/feature/12-
99/feature.html kot https://www.agilent.com/en-
us/products/mass-spectrometry/lc-ms-instruments

Ewkova 3: E€omALoMOC yia agpla xpwpatoypadla.
http://www.biocompare.com/Lab-Equipment/12536-Gas-
Chromatographs-Gas-Chromatography-Systems/

Ewkova 4: Anuovpyia diktvou ouvdeonc tou e€omAlopou

xpwpotoypadiac pe to PC.
http://www.slideshare.net/themose/greenberg-chemistry-of-phc-

salt-rem-tech-2012-15-oct-final

rewpywa Oapuaxa ll
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2nueiwpa Xpnonc Epywv Tpitwv (2/7)

* Ewova 5,6,7,8: AkpiBela tnc extipnonc. Emetepyaoia O.
MevkiooyAou-Zrtupouén.

* Ewova 9: Extipnon tou LOD & LOQ armo tn oxeon: ocnpotoc S
/BopUBou N (S/N ). Eneepyaoia O. Mevkiooyhou-Zmtupoudn.

* Ewova 10: MeBodoAoyia yia ToAUUTIOAELPPATIKEG LEOOSOUC
avaAvonc y.d. Eneéepyacia O. MevkicoyAou-Zrniupoudn.

e Ewova 11,12: MoAvUmoAetppoatikec pEBodol avaiuonc y.d.
http://quechers.cvua-
stuttgart.de/index.php?navlo=2&nav20=2&nav30=0

 Ewova 13,14: QUEChERS Step 1. http://quechers.cvua-
stuttgart.de/index.php?navlo=2&nav20=2&nav30=0

rewpywa Oapuaxa ll
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2nueiwpa Xpnonc Epywv Tpitwv (3/7)

e Ewova 15: QUEChERS Step 2. http://quechers.cvua-
stuttgart.de/index.php?navlo=2&nav20=2&nav30=0

* Ewova 16: KaBaplopoc putikol ekxuliopatoc (MeCN) pe SPE
(6laddopa uAka) & avaiuvon pe GC/MS. Apxeio dedopgvwy O.
MevkiooyAou-2mtupoudn.

e Ewova 17: FAST GC SET-UP with ON-COLUMN INJECTION. Apyeio
dedopevwv O. Mevkiooylou-Zmupoudn.

e Ewova 18: ORGANOPHOSPHATES IN WHEAT EXTRACT:
CONVENTIONAL GC analysis. Apxeio dedopévwv O. MevkicoyAou-
2rtupouon.

e Ewova 19: ORGANOPHOSPHATES IN WHEAT EXTRACT: EZ Flash -
RESISTIVE HEATING. Apxeio dedopévwyv O. Mevkicoyhou-Zrtupoudn,.

rewpywa Oapuaxa ll
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2nueiwpa Xpnonc Epywv Tpitwv (4/7)

* To'Epyo auto KAVEL Xpon Twv atkOAouBwv Epywv:
e Jynuata

e 2xNnua 1: MoAvUmoAsilpupatikeg pebodol.
https://www.cen.eu/Pages/default.aspx

e 2xAua 2: MoAvUToAsppatikeC pEBodol (VEEC TAOELC:
MeBodoc QUEChERS). http://quechers.cvua-
stuttgart.de/index.php?navlo=2&nav20=2&nav30=0

rewpywa Oapuaxa ll
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2nueiwpa Xpnonc Epywv Tpitwv (5/7)

* To'Epyo auto KAVEL Xpon Twv atkOAouBwv Epywv:
e [livokec

* Mivakacg 1: EvatoOnoia npocdloplopov I.O. pe dtadopeg
nebodouc. Apxeto Sebopevwy O. Mekviocoylou-Zrupoudn.

rewpywa Oapuaxa ll
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2nueiwpa Xpnonc Epywv Tpitwv (6/7)

 ToEpyo aUTO KAVEL Xprion Twv akOAouBwv Epywv:
e Alaypappata

e Awaypappa 1: KopmuAeg avadopac. Apxeio dedouevwy O.
MekvicoyAou-Zmtupouoén,.

e Awdypappa 2: KopmuAn avagdopdc tng opyovopwodopLlkic ovuoiog
phosalone. Apxeio 6ebopevwv O. MekvicoyAou-2rtupoudn.

e Awaypappata 3,4: KapmuAeg avadopadg tng ovoiag thiabendazole.
Apxeio debopévwyv O. Mekviooylou-Zrupoudn.

e Awaypappa 5: KopruAn avadopadc pe th pEBodo tng otaBepnc
POCONKNC yla TPooSLOPLOUO AYVWOTNEG CUYKEVTPWOEWC CX.
Apxelo dedopevwyv O. Mekviooyhou-Zrtupoudn.

rewpywa Oapuaxa ll
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2nueiwpa Xpnonc Epywv Tpitwv (7/7)

e Aldypappa 6: KoprmuAn Avadopdc pe tn LEBodo eowTtepLKoU
npotumou. Apxeio dedopevwv O. Mekviooyhou-Zriupoudn.

e Awaypappota 7,8: YITOOETIKEC KAUTTUAEC

arnowkodounonc/uvnoPfaduonc @.M. Apxeio dedopévwy O.
MekviooyAou-2mtupoudn.

e Awaypoppa 9: Ekdpaon amoteAeopuatwy: ekppalovtal o€
mg/kg oe cuoxetion pe to MRL. Apxeto dedopgvwy O.
MekviooyAou-2mtupoudn.
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2nueiwpa Avadopag

Copyright Aplototéleto Mavenotnulo Oscocalovikng, Oupavia
MevkiooyAou-Zrtupoudn. «ewpywkd Oapuaka ll. MéBodotL avaluong
VEWPYLKWV dapuakwvy. Ekdoon: 1.0. ©scocalovikn 2014. AlaBeoipo amno
™ Swiktvakn dtevBuvon: https://opencourses.auth.gr/courses/OCRS515/.
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Znpeiwpa Adetodotnonc

To ap OV UALKO SlatiBetal pe toug opouc tne adelac xprnong Creative
Commons Avadopa - Mapopota Atavoun [1] R petayeveotepn, AleBvng
‘Ekdoon. E¢apouvtal Ta autoteAn £pya Tpitwyv T.X. pwtoypadieg,
Slaypappata K.A.T., T OTtola EUTIEPLEXOVTAL OE ALUTO KaL T OToL
avadEpovtal pall LE TOUC OPOUC XProNG TOUC 0To «2npeiwpa Xpnong Epywv

Tpitwv».
[ONolel

O dkalouyoc umopet va rapexeL otov adelodoyo Eexwplotn adela va

XPNOLUOTIOLEL TO €pPYO YyLOL EUTTOPLKA XpNon, Epocov auTto Tou {nTtnOEL.

[1] http://creativecommons.org/licenses/by-sa/4.0/
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AlratApNoN ZNHELWHATWV

Ornoladnmote avamapaywyn n SLaokeun Tou VALKOU Ba TtpETEL
va cupneplthapBavet:

" 10 Znuelwpa Avadopac

= 10 Znuelwpa Adelodotnong

= 1 6NAwon Alatpnong ZNUELWHATWY

" 10 2nueilwpa Xpriong Epywv Tpitwv (epooov utapyel)

ol pe Toug cuvodEVOUEVOUC UTIEPOUVOECHOUC.
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