


& o &
' —
. ?l
2T >

” & o s & 0“>

& 320 oyl el (4Ll

Q] “""Jﬁ"l"'“ R o8 9 “:’L‘")ﬁﬁ)#:"‘" u“s")-w-’ )"JL’—‘ b/ C‘Pd‘”‘ 2O e (M) “:")‘
Winy ) b Sbol 5 g s
0wy
N ol
ol wilul
J5e¥ s aabls S oils

S3e 03e>g S5O W

Y (ot



UQ., 5 WV
c\\// \Y/‘“

o lash . @
. e 0
‘ ’J/ftg}",zb
(koSS Ll Sy

A (ulid 57 0393 dab Oblh i £Bs g duloisge (1) oolad p b

S s e Dl BT/ | 8 w0 byt 3t edes sl sl 4

Lg% b by AR el oglud

OT b e oy g 5 el 53l 2570 pom SIGT 5 3 53 i Doy ) Do o
(e LS 53 Olygls g oms Dl el b AV G653 oS s 53 e ol 5 5 el

5,51 oo b3 s S sy s

Clssen D(“‘)”G&U’ o;ab)J}a
e Oes  caeses]

Srdldeae acbls oSy

! glol yoliad 23

Lt ety e ,
S 9 0% f5 ; Cagh (el ol

Y PRV SRNIEN R

Sl e ol Ak asnd 250

sl (yetes szt -

. e ’ :
djr);)‘ )‘Sé £y W“oml_—f

o SR SR EVINGNE RIER P

/

. e
\§> - ..\S;uul ).Q.n g sl g é)u

o) ayled glis 295 4l Ll IRl o (Jramd slome e 1) K00 LSy 25 305 09050 (oS &5 90 40 0 pad

(995 135 ola T 3l g3 wuled Svome



4y 135 g0 T Ll JWoS b 1y aalbs aisgol Juaslo

Pl r3 9 3 edlgls

W0 (o (ool g (ylaily ddod a5



ZGS\A_).\B_,M
B oxS) o dan Jd ghad o ) S 2 gbs cszes Jiade &S wlin s L gl G
Dl 4 or 00 S 088 el L 5 s D) o) 1 O L plaz phaieadl 2,58
GES o5l ol sl B2 ol sie 4 5 3,5 Uae S5 03 8 g o) ) (SosS oo
SesS wiz & a3l S\ (s b dle ool Lo @l 4S Cd a5 ol L sl olez )
b S5 o ebin @b Colans b Sawls w5 (S cbske Koo 5 Slep @ 4
& Bl b s 0b B ol 2 EsET o Bls b gandido oa & 4S ) oo\l

.T)Lu)\}n.b \J @yj\ﬂuwblﬁai)a

CLA’)ASG_}A.@AoA?j()SJPbJLSVu}JyY\JWAA,EU;SAPBJSWTJAXJ\;A?L;\J\
LQGT L.?Lu’ 6)\_5)% .;\.:SL‘\J\ .TJ\J \J GJ\J)ABJ»JLAS EVvIAR) c.).é;—x\) Mbolib U‘.’.\ L;LAJA\)
Jaita 1 Aubobl o) gl Cams &S i b, 3L Janid S5 (BT Gl 5 50 sS 0l S

.T)\J \) wl:.u.u JLAS oud

29, AL giaio oK 5 )5 S g olS Sl A sap, a2 9 ol s Al S Al Lo
Bl @b LIS 1B\ S S)oae 5 ol ss ) gizmad 5 2m2h G3bw) b 1 oK gLS &S
A5 JlaS 953 95 g b Arbpbb ool plad) o) dS o s 3 sminn BT Ol go0255 Ol ¢ aMe
G515 5 e S by (b 5gads gloase o) Bles plasb ) g &S el s 1l L Sl b

T8 foas sES O\ ) 5 SLLT Gl 2iy



3g,0Ls o olBails (o 0aSiils Ay x5 comei Ay Ol )| ol 1S 0,90 (ggmisls (LoME ylos y Cilx]

of Salslie (nyiage 5 Slol gyl (150t SIUT g liinl jo yime (chg) @l abplly oninyys

s se NG90 o> g SO 5 sge¥juas debld piSs Jlecal; co dten ;s gl lel g el

el 10593 1 Cllal g Coro gl suls alxil ol dawgy 4ol Ll cpl jo Sladss

ol 00l slitwl oolaiwl 890 a2 5o 4 Koo i o irgh il 5l eolaiul jo

T2 0 Siliel b S o g9 gn S8L,0 ln 6500 93 L 0g Lawg 5SB ael (Ll o gy Gl
RO PRV

riwo ol ol L S SV g abl oo 09,0l Sis oSiils 4 Blaie Sl ol seire §oi> alS
Sy Jlg> Ol 4 «Shahrood University of Technology» L g «sg,als

3 7P SV o Wilosgs NS 56 asbbl Lol puls el cows 4y 40 a5 ol 8l ples (soine 358>
28 5 oo Cole, 4l

Llgs el oot osli (o] slacdl ) 00 S92 a0 5145 (63,l5e 45 sl Ll ol bl S e 4lS™ o
el ous Zule, (SIS Jgol

oslial by 428l (oo s ol et Sl 059 4 45 (53 lg0 53 aalipbl nl plowl Jolpo 4S5
el 0a aley Slusl U Jgol g Lalss s ,185], Lol ol oo

&b

goxiild gLl

o 32 g i cadbe

;o ibyf‘soiﬁu‘uy)b‘sam?;bmbdlaﬁu;‘ Mb@bjjbb o&u‘émkjlx.uo(w‘ ooy disle

Sgl

Al god jlme gz pe )53 ey ael Ll ;0 dez g0 bl g Dledbl l colail @




odSs

S oo ol ,9iS (S8 e Dol 0l (oot A (SOl g e Jpaze Sy Glyie 4 dty
WS oo S o 1) Jgame (ol oo i damme 5 Ll Codls g1 (9392 5L o> 2 0g)e
L g bl g el (o] Codgilin et 5 Slal g gl 2581 ouilogdly 4l ol 5o
oz Sl sl plaebl BB 5 ol (5 plol g 59y &5 5,25 b, Sl eolil
b mle (85 5leg,S 5 Sl ol 6ySoilail 5 slulazr gl 285 518 b)) 0550
Jsb el 31,5 55lag S olfims Ll jl (3 00,5 ol UVIVIS lu 55T b YU o Shec
95 Jol 5,35 gy Wl ange Gl sla Pl L ol slaJsle satd 5 o Sle 50
00l L a5 (3LaSTy al o - 0,25 o plowl L tigins] bags o5 IS gl il =) 2ol al> o
2 pe0 s sl €5 el s SIS oh (S Sy (e 09 e plnil lanilz 5 Lo
S Bl gy el o wiad ange gl Al se o Ol ke (izes 5 (g5l al> sy
IR Sl osse 3l s il olnl o GBSl oailanBly ke iSTas 4y azgi b ansts
gosgazme ;o Slol g ol (6l (8L il laen a4z s S i balpd 028 S
Omzmar Ol las | el s L8, /YA Koo oo Lo/ T mo/l skale
ot ol pogdle ol s AV Y Sbsb auo 0 g oo, Vel S s o lailiwl Bl ol
g [0V MO/l s oS b Jgholel g el sli (SBL il plaer a4z
O oS 0> g abb oo VIV HOKG (g, (p) panseis > el Cavsdy +/AAYE  SKiwspd oo
il se Josb LB (B POKG) mus ) MRL 45 a5 Ly o el - /- OY mg/L

sogy (MRL) 258l oailesdl Jlade STas wudgplie (1Sl gonsledl 1 guuds 551g

Vb oSdes b mle (S5 55keg S ¢ s lol 15 g sl (el 159 sl 5,25



(d0udo) Jgl Juad

Y ettt bR R AR RS R b dodde V- )
st R AR R R Rt EVOWER B
et Qo A5 ,5 1 -Y-)
OO OO DO oD PP TP TP Ay Copod| Y-V-)
0 ettt R R Ay OluS 5 Y-Y-)
B eeeeeee e iR eSS dng S18T F-Y-)
Y et s s s e s s s s s e e W Sl pgus o sl 2S5 ed] O-Y-)
OO O OO OO OO O OO TS O R TR TR RO TSR TR RRRRRTRTRRTRRRRROOO aing Olyolo 5 Sl ades #-Y-)
) ) ettt ket R R R0 b iScsl Y-)
Y ettt lo =S e8] 5l oolawl &l e g bl V-Y-)
N0 e eeteas et R R lo 258 sailesdl Y-Y-)
LAY Lo 25 8T sailosdl (6 uSojlasl sl b, 2 (59,0 T-Y-)
) ettt et 328 g, T
¥ 5555 gy el Jlye V-8
T ettt 3528 kol sl Josdl gy Y-F-)
| EC gy plo b 5,2 by, duslae Y-F-)
Y ol slacdglio g Sl 559yl 0-)
T0 ettt e adlao pl 5l Ban #-)



(2355 ) pgd Juad

| I S ouds oolaiwl olge V-V
| 1 POV e 1 oo Y-V
K e YU o,Slee b ol 81,5 g5keg,S Loyl s Y-V
K et 3 laitiwl slo Joloe (ganys T-Y
) (o Jailiwl) puiivs (gaind> 0 Sove pwoy Sl B Jolxe (gags V-F-Y
| JFSOOOOR 8l ile Gluer guis a0 Sotie pey Sl o Jelone 4y Y-F-Y
| TSSOSO bk ale gl b Jolo (gangs Y-F-V
Y s D9 S g S8 cwyp (§lp B Jelore ags T-F-V
Y s dins Slodiges sagS g (g 5lw oolel g, O-Y
B s CUT b g ool 8 sladiges gans V-0-Y
| [OOSR 8l soud (gilw Hluen slodiga (gans Y-O-Y
Y e eneas Qi 8l (59, p A, S sogec 5,25 slo g, #-V
T s essbaa e R s ol S V=Y
| 1 1O OO OOP TP E OO P OO SURSTOROON 2L =S Y-#-Y
A TSSOSO OSSO O TSSOSO odls ol =S Y-F-Y
s eeseas s b Al V-V



(S y5azs g Coxy) pguw Juad

s HPLC oSws Loyl (o jlwdigs V-Y
£A oSl 5o Jolo et V)Y
O % e S yois 3B oo, g £oi s V)Y
OY comrseeeeeseeesnssssesesssesnssaans S slige 2ol gl sl Seo )8 g ol Sl (65 o958l Y)Y
OF ottt sssssss s sessssss s ssssssasses Solate gl Pl b o laibis] sla Joloxo (gags F-)-Y
TAYA YN S b odds (8 dlwy (59, 2 48, I 4 cages 5,2 sla by, ol V-Y
OV s kol 3,28zl by gslwags Y-V
OM . ol Hlade g jlwaigs V\-Y-Y
B e s aaa s GolSL al> o sladl> (g 5lwaigs Y-Y-Y
Y b9y e el $-Y
2 OO i (GO0 4,0 Jotie oy V=TT
FF v 8L ile leer guinax o Jovis e, Y-T-Y
PN s @ligee glacdale o obsL loges Y-F-Y
F QA s <8l I F-f-v
Y s Golgidin gy (o0S d> g ateid d> s O-F-Y
Vot st sssseeenns Golgiion (95 59y O 9 39) 09D Core 9 LB (g, p F-F-Y
A P By sladiges BT O-Y
Sl o pSolul Glp ead 43S 4 slaghy, e b solerin by amlie #-Y
VY iR Slol 125 g s
Y iR G S ams V-Y
Y s 6555 x| A-Y
V0 e el



Y AR R Xy Jguazrs g ds Sleb V- (ISCS
Y et s s s s Olnl 5o dtes Sl pgm o T s Jumo Y-V S
Qs st esenne Y 2 B VAAF Jl 5l ol jo aag Sk adg Jloged Y1 S
| [ YOAAGY ¥ Jlo 5l 5,8 Sy 655,54 0 oads e Yl olaws F-V SCS
YV..... S gy plool Ul ye B-) IS
T Qeeereeesesmnsees e 325 Lhey shol sl fesdlygiws -V S

Y'Y s ol slecdplie 5 olol g sl oliard sl Vo) S

Y s Qs 30,5 Sk g ke oolal Jol 0 V- IS
A ol 254yl gy 00 Cod UVIVS gl V=Y IS0
tol Cas LY mMUMIN Gl > G 5 YONM 250 Job 40 00l & pl Sgileg,S Y-V JSi

f‘\ ....................................................................................... }LmaX:Ya’ nm (C

S YO-NM zso Jsb ;0 8- MY/L Cile b Sl 25 o] oot oo (slop] Syilag,S Y-¥ IS
(o Fe 80 () b ysgil s ol Oglite Glacans b S,z 5B 50 Y mL/Min ;L ,> ceyw
D) et Foi¥e (dO:YO (b 00 (z FO:00

[N P Y mML/MIN oL, S s g YO NM z50 Jsb ;0 00 : F0 s b s yisginl 10 S it

OV Y ML/MIN (L > e s g YO MM zg0 Jobo 0 0+ 20+ Connd b b pidgionl : 0] S ke
sy 50 Slal g ol O ME/L cdale L YO NM 70 Job 10 oads &l ol Fgileg S #-F IS
550 sl Seoyd o o /Y el (I 00 20 b sgial s ol cas LY mU/min oL >
OF e . Sl o3 238 (& S yoxie

s 3 Slol 125 g sl B+ MQIL Sl L YO NM zg0 Jsb 1 o0l o al Foilag s V=Y IS
Il 6 a0V els Sy 3B (Wl 00 10 b yisgal ol e LY mU/min oL~
[N) J wi&y‘éﬁ&ﬁb&ﬁm)b(u u./uo]




L0+ bgle 1 ond aggs O MEIL bl by &lol g sl (s 00 o ol Sgilog,S AT S
O 20+ Cows b b pisgiwl : ol Symie 56,0 Y mLMIN oL, cep b b isginl = ol 0+
celo VY cilds 5l e (o celo YT clnds 5l e (@ 59y gled 0 &y5 (&

L Al ol 4o oo ags O+ Mg/l cdale L bl yi3g el (gl 00l cod pl T gileg S A-Y SO
}bdmjo‘_g%)}:(dl INRIERARS Mb&ﬁwluhj);m)b)o\mL/mln ul.’)};&).‘w
TN OO el YY )‘uw(tg,&tavf)|uw(u

b gl )3 o gy O+ MOIL il b olel 15yl (sl 0 Eud ol Sgilog S VoY S
30 GLP (@0 10y cas b b isgiul s ol Sy 56,0 Y mLMIN b > e b alls
K st el VY )‘w (Cg,'.cl.mv‘f )‘w(u)s) L)LQ’Q

[AYATS GWSL al> o 5l o (0 gl Bl 5l e (A 5528 (g, y0 ead las slale VY- IS

chle b Joholed 55yl 5 Slel g el bolie slp ol Cud pl Seileg S AV-T IS4 e
uT kS).?La.A )L‘B 9 Y\ mL/min OL’)} s g 5O GLa‘ )).76 l; ol C‘)‘z"“" Agod )‘ \/- mg/L

Slol 55 sl (55 558k 5,25 lp (Al 020+ gl s O S e 56 L Y mML/MIN o,
b Jghobel 59yl 9l 5,58 ol g, slp (@ Ve mOIL clale b Jgil-Olol 55 sl
OV ettt ssiss s V/« mg/L clale

() iy 903 515,25 ol g,y b ol 5 ] 30l 4 gy sl Sisleg,s VP17 U
O ettt sssssssssns C‘W‘wﬁ)OUTM&a/’ o Y/b (C\/a (u)_ba

Clale bond 8 ey il 5 ond gl yseial Slol g el S 2 ol e 36 VAT S

Qg 8L 5l ouds gl ol Slal 5 g ponl UK l5e 50 PSA L3> ol 306 V9T S
PY et Ve mo/L cdale b oo 8

i iy 8l 5l 0 gl sl Slol 1254 el LS im0 59 GCB il e il VYT IS
BV e Ve ML cdale b onds

) [P bl 23 g sl s (gauax o Jzeie VAT IS



0 ettt ettt s s e e aenes Jy‘—uLob.usw‘Wde&)é ;a.’>L~o " \Q—Y‘JS»;

g Slol 125 g ol 6l (280 (5l laer (g Az 0 e VoY G
g Jeialel g ponl (6l S8L (o5l Gl g azy0  Sovie Y- (IS
P e s Gl glacdale o bl Hloges YY-Y S

ML/MIN oL > Sy LYD: MM z90 Job jo ik sladiged 5| Jol> ol Sgileg S VYT IS




Jgla w8

At Wy SBT S (5l g po o 2S5 8T V=) Jga
Y et VeV s Jlo o a0y lime (wlal oo jeiS g ad, Y- Jouo
N s oSS gl ool cugal e MRL 51 5 Y- oo
YY lodigos (g 3lw oolel (gl 5,2 b, 5l eolizw! - Jgax
Y et 32 99y Gl h als e 0 colaiwl 050 s> B-) Jgu
LI JF SRR Slol yi3 gyl s SS9 5l S P Jgo

2l pSedl S oL s b allox &jo a4 Slol g pmnl (6 u5e5l0l 5 ol V-1 oo

e eeees e R R bz sladiss
Y ettt ouls oolaiwl gleands Slge V-V Jgo
OF et sssasecssias S 8b 5 Lol 5,28 avslin gl oanl Cusoas polie V=Y oo
L2 O GlSL al> o 1o (gilwaigy cg> GCB 5 PSA Cil> g0 calize polas Y-V Jgux

ebale oogaze ;o Olelyiig ] pulins (GO A0 Jovie owyp l ol @L_, Y-V Jgo=
2 OO «/+¥-\/- mg/L

Godgama 4o Jeilclal g o] prlis (Giy A2 )0 ot (o) 3 ol C.»LJ -V Jgo
0 iR <[+0-V-mg/lL  slale

o3gate ;0 Slel yig ol (BL (53l placed (gan 4z )0 oo gy 3l ol s O-Y o
B iR [+ ¥V mg/lL lale

5 Jghobel g sl (3L (Gile laned il 4z )3 (g (o) 2 3l Jol> S T Sy

PV eeeeeeemsmssssssssse s seessessssssss s «[+0-V- mg/L ke oogumxe
FM s O ey (S 4z )0 slo dorie  (Ssod o po g Lo dolee V-V Jgu
A Ay ;0 0l Lol § xS gy Como 9 80 (gl oo dclee yolae AT Jgux
R PR b g, plo b golpainn by, duslin =Y Jou>



A0 A0

Jol Juas



doddio -
O & lize gla)siS po 0,0l a5 Ceol (G015 5 e aloesly 5l 2l T el 5 Tl
aaS yee plod o S Glie 4 asol> o Bl gden cwpws 4 olde Cosal Logd g0 ASl
e o5ly pl LaisS o oolaiul arel> 8010 a5 Slie Cldle I liiwedl S oldE sl 09l o
5 olasl Cadls (gl |y o s a5 ol IS @ wls OYgame Sogll Jlake a5 Cl ixe
5 olle 513 0y slp o 2T sl Bras gjludis (218 sl Gub oS byl s jlae
2 Sy Sl i Lo 15 ST Sl 9 b on Cerodl b jlm (Jarme a3 rals
S ol ol () o 055 iy Jpmone i i 55 5 s ot 5t JS 1T e
la 25T lgil 51 (5,5laS ST L o)l (sl doyoiS alos 5o ol )l aiS o ol 8 |,
@ 4L aslbe oo (Bl DY game mhaw (69, Ll & pgam (plaS canl b jo ol iaisS oo oolai]
8] Congane 5 (So5lT el 5 08,8 5585 st 5 sloen i b 5 Sl dnagen 3L J51s
Ll yoile (8L g o 2S5l 5100, soliiwl o) 0l L 5jlasl oo ylas |y Sle el g Qg oo
el 00,91 D939 4 oL 095 > g Dllgu dalusl Cdle gl o @l et lalS csb e
Oley e I Ll il oo o5 Hlows ol 8L 0 onilendl oleord (135S g paoms Hlode ail
58 o Gl Gl Cdls 1) (gl e SIS SRS 8 paas ul (o yme po (o35
Coenl b wloge Bl QU1 Skl bpme 5 (ol j0 a5 ogans e 4 50y (o oalnly

D] ssb

! Food Security
2 Food Safety



CUOWER B
To ol 6 ST My wiile plaazes s 5l aisS Y bawg ead oy hrl Sy ay
ol 5 T s L a0 £33 0l 6 o a3l gn e 32 05 e 0 Sl
sl sl o iblie jo 5 aily oo alonygls (cog Jpame i 1g iy s oo oy 095 it
WS Al Wlgi e yie Ve 0ga U1y Gy S s Al Sy 4 Gl SS9 05 (Sle
oozle DYLI il jgl5 3ble )0 1)y (s )0 0)ls 5 1) 50l S 5wl ys5 )98 Jood (rizren
@ 50l Blgl b g olaasl S lgl 1o atns sgas 05,00 0939 (gl olaws 4 &l o slo, 925 o 1SS ol
Ol 005 BLSL (izren 598 o0 H9d g 0310 gy edeg (e Dlgre 4 Sl Ay e g WS oo oS
o DYgame (nl 4 @A pab o g 5 U oVlo lages (i aile 13 DY gams 4 ]

. [’f—\'] A2

Ly Jgazms g diy Slb V- SUS

1 Vera

2 Atlantica

3 Terebinthus
4 Khinjuk

5 Lentiscus



Aoy, a5y 5l V=YY
S Wy S50 9 Sl 039y 4255 350 Lapludl (28 @3 5l (iSu Dlgre 4 diy 8 (L
O Jlo Voo e 0 ol cwad Sl Blaw gub all oo dils g5 dadlaie cogy L5 )0
aleo g5 5 pgatte o S lgie 4 dtas (sMo VAA L Jlos 10 00,5 o 5L aS 5 50 Ol
g ailie g5 10 dtus (g, ctS ode VAT VAV oo Jlo o 5o s 1S5 el ols,allS sl

LY] cdboly Slea 5l 4 sdka g s T G lgie 4 9 28l 1S Lo oIS

Ay, Cod] TV -
Jyame ool Slpolo 5 adgi )0 gpiey sloyeiS 5l (S waslue lsn g T Ll 4 4z b )l
Oloie a ly 59, 50 diy 0,5 FY 8 pas (FDA)‘lS.;.)J 2ol g lde oyl YooV Jlo jo ol oo
oz 3l g Lo 5l 6l Hloyd 9 (65 Kiy )0 Ay 05 drwgl 0z o5 (218 w3, 5l LS
Ol 00,5 8Ll b g sl ge Fge " Sglio pgyoim g pgo 95 Sl o Bl ( 9,0 (8 slags Lo
iy ooy 5L [0] cesl oals Jol> (55 (oyz 20lS 550 40 oxla g o el 2l w3, 4
5 Jdo S SloailsSs; il Jpame ol o5 g e esliul )T p5ly) 5 M3 plis o
e S lsie a fogi G S aw gly aiey Sluls Gl [F] wil e Tasess S
Olgie 4 privs 2l g i O)g0 4 009 Sy 39d o0 o3liinl S (SS9 g pdynand
2 Oygo a9 (olend dlge g S g Glgie A prdiluse D)o 40,5 0 |8 eolaiul 550 (65,

IV] o5 oo oolatul 85,00 9 S 0m (Joiblom ( J3o0m GoCS g 41 1o b e

! Food and Drug Administration
2 Metabolic Syndrome

3 Chlorophyl

4 Carotenoid

5 Biomass



Ay LS 5 Y-V
s e (B 069y hand oS o ke el Atile (65l (Sane wlis (ol atn o]
oS IS o S8 ST Joo Az 0 g (55luygS A At p3 8] 929 bl ge peibs
b oS o0 SaS 5 50 090 o0 (omal plas S o 5 Slgzinl (S 5l oS sl> el

I¥] a2 co 2l 1, YU (g5 JLid o e g Sgud 4585 ol gice] a0 K0 Sla iy p g CbsS

0595 Gy ol B ogd go el 58 a5 conl Joloa 12 g Jslone (slaynd 5l Lo aiy
395 30 A 0,5 YooAs Brae Olallas i g ks ;0 .05 0 S5 (459 Lol 4 g 09 ol
~OoeSgnged 5 o,V N Gl 4 (HDL) WL (JB b g adS= g g (talS el
5l sob polie gl iy (uizred 39l o0 2oy AP (5 4 (LDL) vr\; Sz b Jyyls
oS abbge S Syl sl 5 T Sedgd sl TaStgnd sl aiile wonis glesl Gy slaal

TAYT oy5To0 ol 1y G 035 5 093 HLad ame jo 5 Wb 2als 055

Oeling (BLS Sty n dads S5 @ Olgiee Jezl (nl 50 d57se mis 5 s Slge S0 |
WJPlygmy e ¢ Jg ymlgind raiile (alS) (oleordigind dlge 9 (Jod DluS 5 Be (uelig K
ol 5 Oelwsil d(lamasT 81 Sdgd ool doa3si5g,lS daaSeisdig sl ¢ Jg ympels

[3] 5,5 ol b

! High Density Lipoprotein-Cholesterol
2 Low Density Lipoprotein-Cholesterol
3 Linoleic acid

4 Linolenic acid

5 Oleic acid



Ay T F-Y )
558 oo 5,8 Ol i ogatn (BT (£ 00 5 i) 6ol dlaws alas 5,50 0)lged Ay LS 0
039 y,lagl OMSLaw (0 35 5 5 (Ko o,lgen LT J S g 6055l 5l BT pas g BT @l Lus

Oyl Olg e A g Wgh o 0 Ay L o Wl den a5 STt gl 4z Bl (I

25105 Slagm 5wy Jlsusz 0py iy Sy wilie (el a0 Loyl it ol

il oo Jgl a0 At Oy dloz 3l iy

sl 5l i 5o Jy wil oo golasl )b o 55 o] Cunez Ygons 1090 4340 BT (o
ogun dilgy epgd 4z )0 BT oy g el m3Y LT Loj,le g oal o il ¢ Slab > 4

3l oo Ay g gy iy g Al (SlaSnh ciny o>

BT pl ales 1ol o b Hlows s Sl jo ST (ol Curen 1pgm 4y ST (Z
s 9 g_)y):> o).sw Evewe) )‘P)M LgLQ:)}u) Ve )|9_’>-439.'a g_i.wﬁ.w Vo) d.».l.s Sl g_i..uj.w

MLGQ Gid 0y

2 edez T Gl 0aisS oy Bblis yuoljus ;0 aay ST (5 age My Sy (BT (alad s o
e il Ja Jo sl 5o g Sl b 5ol Sl G le Bl 5l aty Jonn Bl oo 0
R 198 (om0 ;0 S (ul (B9 &5 WS oo Ll (Gl g 0l (pl e o plnil e o)
OISl ey Ay ey R0 QBS0 2) 5 LS 2 59, 2 9 d9bee S aAlolBdl oS
oy 3l ol Sooligr 5 WS oo eSS 4 £9,5 ole Cuigumd)l bilsl ;0 5 SB 5 e b

D] sl o s S

! Pistachio Psylla



5 ol O Sa do)s (ials Joame jhe ()9 iy e brwg (LS 0l (0.5 5l
50 0350 ogan sladilg> g S 5 o5, cl pl Koo slacs lus logh oo o op Slois yl5ee

3l o 0yl i3 S )0 alsm sladije ) (D Ay (pizren g o Sl

Wy SLEL pgu yo s U EST B-Y-)
oolail ailoas 03 5,15 4 dtas o ade "0l oS aenl 5 0ol coliwl Juod 5l 2SSl i
Lo mS w8l cpl ply 50 Dot cnl G pglie cel Jlw iz Jsb 50 laaSesl ool 5l gl
50 T lel 155 g ol 0l Soel,lS g Savas sla 2SSl awl 899 4 e yal faed 45 0gr 0
B ay Jom e ez 0 ouxte sla Sl loy S b el o iy ey 2l
gl oo ooliiul Glnl 13 005lE Gygo 4 b S8l ul 5l S pol by g ab ans S

w00 OJJQT Lvewe) J.s.w) uoya} A Ay uLCLa Pgw o L;L(bbwsg.,é“’ )‘ ‘sw \-Y) Jsag)o

! Acetamiprid
2 Imidacloprid

3 Spirotetramat



S )bl Jgo 8 wlboed Jgod | ilipl | ASesl el
HN/NOZ
R N/QN CoH10CINsO2 Confidor RPN IRVONY
| P K/
(of N
CH
SN
AN A CioH1CIN Mospil
| ITI N 10M11C1IN4 osprian aly ol
P CH;
Cl N
C21H27NOs Movento Slol 425 g yusns!
C10HoCIN4S CaLypso Xl olSLs
Cl
ci
C21H24Cl1204 Envidor 95lSG10 g !
Ci
CioH23N3 Mitac el
O _NH cl
O _NH \@o
. . & Fzé\CHF C16HsCl2FsN203 Consult Oygesldl S
2




i 5300 3 Slor Sl F-Y-)
2 Bliee Gl )0 Ay 0alS 0dg sl 9lST (1T 5 A g eaoile SYLT ol H9lS a
3ok 53 a3y (FAO) Taste Jlo (55,5L88 5 138 lojlo (g3 5l oud piie Lol 3o
28, 0V,087 a4 3 YFATY . 51y wl axlee o plp ¥l s al, LY-VP B VAAY L

D] edl el gl

VY oo bl 1 YVF B VARE Lo 5l ol 5o aiey Sl odsi loges To) S

55 YIONOY 0 b ol iy wlg cosi ) 50 (5 T8, PFP 0 LIS YN P L )
2 slelle s sisls et g3 a1y pow 5 p9d Sloolla i iy (5 VYoo e b aS S
5955 5 35Sy iy LS g cess 4, o |y ol Gl Cendlys ousie YL giS
L Jgame (ol oaisS 0ddsi slo)olS (9 (295 ol atuy a5 0 ol ¥ ob) b culys

el 00 08,91 (Y=1) Jgaz ;0 jlais as dies 00isS 0dgs sla,9iS (gomas ) 0,9 Cawdds o3

! Food and Agriculture Organization of the United Nations



VN7 Jlo )0 atg adgs (e oolol 2 oy9lS g 45, V=) Jgor

(&) 0539 29eS A
f-7,7%F odstie YL \
¥10,10) ol v
VW, oon aS v
AY, Y)Y - O ¥
O%,AYY 44 30 5
£YYA obs 5
Fan Lt \
Y,f-- Y A
Y,AF olwilal q
Y,E\A Lol \-

laplivmeed) Glo)S Gl ojls din Slislo g g )0 1) e (i Glo)S GBl Gl 5o
(OS5 el g Ao (Glaliw 540) (5905 Hlly> Ll 5 S 4l ) (Ul g ol s i3 (Gl
5 oo <0l il (sl ) 33z il 3,15 5 o3 a3, 53 (o1 Ll 5 SULS (o>
@ 1y Olpl yo ay BasSady paw 4, Cudly @ pSedar o b 3 sble o (e
Aliwlio ol so il dw opl a4y Blaie diag oS 0y 3blie duo o A 5l i aS 5,6 Cews
atlos Slilogs oz SIS (T plie CoiS 5 CoaS Ltals wile SBs| 51 glaJlo 4o
0 Il ol 5, iy a5 31 5 5, Yl 5 e e 18 g 3 oslic
Jyaze (ol g (g0 ,0 AD ol L el jspeiin aty ddgi B 4y a5 (Lo )57 il &5 (555004
sl b jo a8 oy (ials as o A0 b aiag Ol ol ool o ol (o a5 Gl 00l ax g0
45, Canly g Was caml Glpl o atas SlL plo 5l S 635 e bl jo atey Sl 5

DY) sens  plais! ogs a1, ool ds Wdg Cso
? P 2oy Sy



Lo as s ¥y
Nigs go ooliil ST 505y e 5l gl aSansT Sian b osle wiz bglse b ool Sy 4y a5l
S 0iled o iSale da 257 8 o iSe i Lol Sl 5 5l ms 0yinS Ole ol [VF]

B o U“"""?’ ‘) o).:.{:sol.;} Py 0dig> u\)yb oS

rnmlinst 39 sl s pogms ey Jlos FO+ ¢ g0 a5 wily o 3,555 o 4l LSSl sl
Sl Gy Gt Ol & (alord Gl S 8T ipss Slozr S 5l ey 00,8 (o0 03l (T
e VAP Lo 5l LB 4y Jus gl 105,10 099 la 28T 5l s g9 ol B yme ST i
ST VL Sl S o a5 05y s g 092 S| aile LS 5 ol o5 005 e L
)8 oolaul 0,90 oo j9x g didgr oo JuSiS gyt (JI SLuS 5l s (pego Lol alilds
3,5 S NAYA Jloyo |, T DDT g ' Jgo o aSST 5l amr pgo Juss (slo Sl G puas .05 o5 o
S5l s 5l 4 (OC) o IS T (slo i i do iS5l ol oo o [10] 5 lus
SlaiSoyio o e wiad @y e bVl 5 ughed ale lags ey ) sl S8 o
PlaaSg 5 s (6o 1AV +) Placslols S (59N 145 +) (OP) Yo jand JT LS 5 asile e giao
6oL Ol 4 (VAAL B YAV la Jlo o 0) b 257 )6 5 o iScale 8,20 g (60w VAAS)
GBI a4 Wb Sl Jlows) el jo auils (i (65,0laS OV guame oLl g ST S o

V8] ails pae pladl dhes 5l Bua 1 GladisS (6l g 05 alo o

! Paul Muller

2 Dichlorodiphenyltrichloroethane
3 Organo Chlorine

4 Organo Phosphate

® Carbamate

& Pyrethroid

AR



o i el 5 oo liiw! &l o g b0 V=Y

S ezge (65,9laS sl Lialidl el adl ioldl wo o Ve proaS Loy i oldé olge
435 plowil Slidiod Gubo 09 oo loai 30 (ial33l g T 09ueS g Sl sloolScunn § (38 oy
Oles wilgs o u.SusT O A I gy ooy ] bug cuilop jl 8 O game ws,0 YO
oels wle (ool Gl yide C¥same oy wes bl ) C¥saxe CoaS 5 oy
olyor 4 1) 2525 (golaidl &g, (iul38l g lad slacus b olml ¥ game Lol alS (Ko 5
9 gs’L"-’)-’*T oS pulai ael o 05 loysiS ;o ohg LA O] P U9 ] S
05,5 ogee oS 039l o a4 fhas | Slse cnl ( B )Ua ez lez SS9z g pae (rrisren
Sl gy g ailai ], odlpn sl lastinl SI5L ;o 59> 50 6&&5&51 BURVESUR IR PR
V4% B VAY. slaans ,o DDT JSUBT Jte sl "‘*"'.’.Tgs‘ Hlads 4 G § daisre g Ll Cdlws
Sl p pae SIS g oL glul Jodo a9 28,5 )18 ool o)90 Lusid 9 L)Yl JS sl
ol g ok 00y 5 4 lbaz 50 5 ladilyge J5uS sl p Tgsil> lagl 0 b gyiee iy
S Slp T 99 560 izmen Wighga 0 p3d 0S50 g Mz oo 008 JoulS 4 e aS il
95 9 oo Jobw Jlg g olad el 1SSl cpl Ll s 00 )5 @ oS 5 oy S5 j0 S5
doludl (55, p aslllas 4 ‘s‘bl-i*f'-.’.lﬁﬂ sleosls 5l o)l (S5 jsbay 0,135 oo 256 55 DNA
g 2l pie Sl sl adilg go oS T I (6l 45 ams go LS ) laze 5 Sl
oolaiwl p ojlai g o adgo 5l (6 lans aiiind St 0aeld ol 5l 5 Gﬂ 5 iy Dllg>
QLS e |y s daone g Ll Ceodlo B oo oo (g0 e | LQU'LS;’;‘éT Jade g g4 3

YA Y]

ICyclodienes

2Dichlorvos

'Y



i el ouilondl Y-¥-)

oailarBly wiile oo (Bl 5l 4y a0 5l Wil 950 b Y game (59 2 45 Lo Sl 5 (g laie 4y
g8 oo A

O v aVle Gl 03 (ueds ,5i5 VA g kel Sledbl saly 1 (WHO) 'cuslags Sl olejles
locogomne (28ly Jlods 45 35 0 005 (e Add g0 &) AT EET b Cosgonne Fl 5 510 000
e olass cpl sl e e Jezr sgam aS wll Lo )0 585 gelee 90 azgi LB liee 4 Slex 50
Sl sae Lo a4 aS canl ol o &Ll la Lol pgas o LIl A5 X o S e

V4] A oo &, drwgl by sle yeiS o laliwgome (pl dojo Ve

5 Sud Sy 5 e bl ((Bras j90 aile eyl a4 b S edl ailendl Gl
Ll s o Lm&SQéT Cooglin e 4 30 o slp ol S v;u.‘{‘ sl JsSse ol
5o lulpd S ez @ axg b jes dedd (nl 5 WS e o3l |y O yes de (e il
S r S Job ol by ol dajy, Cunl (Son 0e 5 S PH ((Bpas 590 «2lse
45 s gz 55 el yS o mades S T b Sl s 5 090 s Jlio (510) 00s 8l gla 15T,
P 5 S g a8l 0l pgem o0ileBl Jlade (o o5 b g Bl el (JSUIL
o Bl DY game Cugy (55,5 W) (0T 355 L ju8 oS el e Sl 0 (s 3l sl e
Sy 528l g5 5 ols Sl oy 4 azgi b ailisz b Ol iy anlb eizean aiile
9y Olge sl 0,5 DIk (s atsS atile b bl (S sl (00,8 S 090 00 8l g
dazeie (50,5 0 bl g Lo ST onilondly (10 G 5l sl e slad>ol, 5 sy wile
Slr Soo so)el, alaz 5l 5 0,5 Sll 5 6 pSosme ol (spSojlas (0,5 ast (oS

.[Y\,Y’] o [_Q,uju_e] o35louSls u-9~>~>L’u*~‘°L§

! World Health Organization

VY



g Bymn 5 (MRL) Yool ke 55T 355 (slacaslio 5 clasoms Lyl 3:b 5,25 2
S Ml slo MRL 31 Lo,58 51 (50 S oy (25231 1o (ol 1, (ADD " J
g e MRL (ol oS oo oolitwl laoailondl ogam iy pa5 (gl 09 oo (Bymo | WSS lawgs
Slp VAPY Jls ;0 WHO) ke cuslag olbsle 5 (FAO) axie Jlo (55,5laS 5 13 Lol
Slile gac Vg (6,585 gac VAL WSuS ol b o al jaiie olie sleolailinl aswgs

Ll 00w 00 wogal sla MRL 51 & 5 5l ceacd (Y-)) Jgaz 00400

5 Lawsgs s g sl MRL 51 5 Y- Jgor

MRL (mg/kg) ouds islo3T Jamazo pU oL

¥ oS

v () o5t 6l) orsis (Imidacloprid) !, glSTae!
O (oo i 9 olew ¢ o) 6l>

-/ Jo

¥ L (Acetamiprid) a1 coliwl
-/ S g ol Jald
A s 3950
R £y o35 (Acetochlor) IS gl
A SR e

¥ Sk _ _

" JRd (Bifenthrin) !5 b
-0 ESJoes

“IA e

" pais (Ethephon) g3

VIO ey

\- ‘BL)LJ

10 Jo] Slol 5 gy

“IA (e (Spirotetramat)

1 Maximum Residue Limits
2 Acceptable Daily Intake
3 CODEX

V¥



b s il snilondly (5 yuSo Il sasbsy 2 (53950 ¥-Y-)
abise 65970 9 pe sl Ceny Lazme 5 Gludl Codl (sl oSS snilesdl (5 pSo sl
5 oa] gly sl o QBT SBlLbI Laoms clags g 095 plosye Cudls 4 az g b alises mals
4O Lz‘_)iSqéT Godile8l (5 uSoslail (L8 Jlo £r sgam 5l oS g ,ael p ldyelS C8 iy
By oo ol Gl pwliw )3 (pogaz g (93 ST bang Il 5 ae Cuny sladiges
&l o9 Silegil 5 5 IUT (09 uilej da Pl By L 5l (s 5eS Sldg oy o] o s
5 2Biolojl Sl cdpiog a4 az g b pol> Jlo o cuils 9525 sl 120 sladiges 5 S0l
oilodl 3 JUT (6l (65855 5 i 5 Foe sl Sl by, oy e slooliiws (yal IS (g9,
G (oS 3 (51525 GloolKinle;] S, 5 CuiS Sgupe el 4T 09l oo oolitul o S e8]

20,8 o0 gelsz

L ol 5 ool L a5 il oo (MRM) Yo jslare sz g, o iS5 el 52Ul 050 15 g0 Sy
248 55 Vil sy a5 HEMRM ol 5 (s Seslal 1, ol air ol 56T
arwgs (FDA) "I jol oo VLI (59,00 9138 lojle 10 pb e b caded lawgs VA8 L
(OCS) JJs IS J1 slo 55,25 55, 5 oS8l (s uFesladl ol 35,05 oloj ol o [17] 2l
oS slolis jo odad sla iSedl plo g o ls JT gl iS5l sl by, 50 05 (kb d
poedayy atile (orkad i Pl S Lansgi e & Ol 0 S Lol g gl b oz s oo
I sl S0 51 5y e ook Loy (sla Sl amets ;o 95 n 50l 35 L T

A, o0 Cawd 3l gy () 50 (s3> b (OPS) 0,008

! Multi Residual Method
2 Mills
3 U.S Food & Drug Administration

4 Petroleum ether

Yo



Sleliw (gyy9leS yo b imSedl sl g 5 ohd go,aud J1 slo 150,k (5 uSoslail 4 LS
VAPE Lo 3 0 Shen s, b oot 23] S 5 (65031l (sl 05l (sl b, sy
ol gy ool 50,8 &l 0yaud T sla iS5 el ni sl Ghsy o G 5en 5 Y a5l
> b LSy 5 ol Al o o 5 ool gl b adsl gl p5eial a5 09 jlee (g 00

.[\‘\“,Y\‘] 0,5 50yt 3 S o3l ol ¢ ol sl (6,550

5051l 0590 slo iS5 BT Cudad sogame (b S el il Sed 9 TS o) by, VAV e A jo
SUT S, 0 (ONS) ™ loiyge i T g OPS LOCS (sla iSo i 1 CuliS rgo by, ol g o
eyl sl s o]y g ails (o8 gl shoe gy b Gog) ol po b MRM Laigs ol e
Gl podda s b Gl S 69) (il pue sla Pl 5l pligen (Jg 0 ool gl el sl gl
Sl by, plod )0 mlemgle gliain] Job 5o 315 maodes Seod 039381 eizrad 0l oo o3l
LVF] 8,38 oo e 5 lodiges colad (55, Sai ol 15 050 00 lyoitnl (S 0 e
5B &yt (gl 05don el sl ran 45 9o (2T 5B s eledl el vl S
3o ogiee (orhad SLS 5 bk (Al cael g was oo Gl ) Codad azeis )3 09h o)
25 (AOAC) T cords 5 55,5LaS sy (ol 13 (o) (29, Ol & S5l sy (2 e
a sl oo Mol sla o 9 e MRM ) [Y0] 0 jicie com, Uiy, olsie 40 985.22 lgze
itz 08l Hlaz i o 2SSl oniladl o s (gloolSisle;] Lawsi 03 2uS ob
Cgua Sbylas Ll (04 com Judo o IS Gla D> 5l solatu] cms G sga cundS 5l

1 Storherr
2 Luck
% Organonitrogen

4 Association of Official Agricultural Chemists

A4



poeds i b Oleg S 68 sl 4 (V) VIV) il sl - 0l 3SolSms oslos 51 2 Sam 5 '
sobac I la mS sl = sl sl (SPE) ael> 51 517 e 048,95 ¢ sl [Y£] wis 8 solisal
IVV] as clesl mlegle zlymenl 5l cus i ool 4 g W0ges okl s 3.8, gl 2] el
peseie 5559, blie jleadsl (sl ojlas po gl 1ol 69,8 o (gl (1S 5 S'g)
LTews b [YA] was Bdo odad e sla Pl el 5 s 250,5 ool 0y IS aode 9 Slalgan
as olo J1 8 ol sleo jo 1) (ol mnl slvelac g ols plol 1) 2l iaeinl Sol g, Lo 5l oolaiul
bl JSSI S5 (il oy ol saes 055 o0 B> Jolowa 5l 5 demie ol 5B Jos L
95 3 kBt S Pl Bi (lyz 50 RoaSu b gl 5 T YL o ndy glimel o] 5wl
laSios 539380 L 5 o 00 )15 @ gl (sl @ o st Ioume JSie ol J> sl 092 59
e Gl P i Gl [Ye, Y] sgi e lax ST 5l seal, sl «(Salting out i)
WS ma aile olaSad 0939 b aS wis S solatul WS po I il Sen g 0 J ¢ udad
S ah piiie ji Koo MRM cpaiz [V] 0g (ioe ol Jlewr OF 5l o iisial gilula
la MRM 0 a5 5,550 Pl [YY,¥Y] o soliil gl 5l sl oSes ol jon 4 s yisginl
98 aS o)l 0T L Sy s gl sl ol pe Sl L5109 Sl L1 o0l eoliul
e WS o0 (5557058 1y Il golas | Ol ilular gl kb d sl Pl b
oS el o) Sliwl sl St 038 o ool 3 la 15T glil 5IUT 6l (6 5 g bl 089000

6ol Hlade S cpl > (sl a5 Wgu cos Sl 51 58 5,05 YU condad L la zScdl 5l S

! Specht

2 Casanova
3 Nordenmir
4 Parfitt

5Lee

ARY%



Joibl 5 Jgilio sl dad sla Pl .08 o 05958l gl y5eiwl al> o 4 (NA2S04) Sldlgas s |
S50 JSie SO bl sl Pl G pae [YF-YF] o solasnl JT 56 condad 1ol38l ol 5
pse Slse 5 ool wiile (ol LS ojlail ) G glad T 5 cudls olen a5
Iie ol &8, lp gl Bis Wb bolKiws lawgs (6,5 05lul 51 L8 a5 wil oo (epicuticular)
el oy (o 04l e soliiwl (GPC) Iyl J5 81,5 iles,S 158y 55luSL a0 S
Sty Brre e Jeloe (red 45 355l Soal Sws b5 5 b Pl Bras alS
Y] 129F1A3Y laJlo o TSFE) Sl 398 o b glymisl dhoz Sl a3Siler (250l
Sl 56 it w5l LFV,F-] 1495122V la Lo 4o "(PLE) jLid cov mle zl,5eial [TV
sl Jlo ;8 %SPME) asl> 36 5 ,Seo zly5eial « [FY-FF] 1290-Y-+ - o Lo ,o *(MSPD)
sla g, i [FA] V42V Jlo ;0 "(MAE) 549,50k zlgel b zl,5einl g [FO-FY] 1aQV-Y- -
ade Ll poled p anules b SLSS Gl Sl ST (9L (g wls ok ) sblse a4l
b9y Jie sl 0 e S el alad 5T sl ) 0j5kiie aiz wnie (g, S oy b oS
Qb oe oS aige g (Solw Vb glhmiul plesily GieS” Pl B pae aiile bl5e sl,ls MAE
A gyl B b ol Pl g b s Pl Gl glAed el @D sl pals sl Js

LFa] sl oo 999,500 YU (5551 51 ool 1 10 dges 56 b yguml o yog 0] wimad

1Gel Permeation Chromatography
2Supercritical Fluid Extraction
3Pressurized Liquid Extraction
“Matrix Solid-Phase Dispersion
5Solid-Phase Micro Extraction

6Microwave-Assisted Extraction

YA



s e jo bzl sl a5 s Ko sl p oSS (l)ls SFE s PLE g, 90
5 owd (59,5 jeed Sl (paas lse g noles (s oo (g Wgd oo plnil )093 an
o3y S sl 99l (59,58 SPME g MSPD (gla gy sl 5L oSt (5,045 (6Yb (g4 3

S (oo o] 9 (gl s
Foo g @ Sy g il oad Loy a5 0L Sl Gle MRM 0925 L o )57 lgie il LG 5o
o958 b il g ol LT (YL e s il p3Y (sl S5y olod ailgi o 5 Wl
S rdobil ¢ oleonds sl SussTy ®S Bras (69,8 Lo o oS (s Liuli8l o) Jl e
MRM (3 ,n0 g (3,58 g5 0ol 51t wal 9 oo 51 cnmg g0 5008 sl 15 603y 51,55 9 YL

[0 Josb o HUlsa 125 a5 5,50 2oz sla

3 o9y ¥
Sollisle;l g o ,eiS 5l ol olaas jo ( Jame 5 2l0¢ sladiges jo Lo 2S5l ouilesdl 5JLI
S 5 i slatd iy 5 N GBS LI 0 b oshie ol ez el 5 oobais]
09y >l Gladlu ;0 oy o0 B 4 6900 FRge 9 Fam Wi () Ko (Brre o) laS
Sy Sy pol o e 4 0l Bime sduzm <l b badiges (glwoslel sl YU Sl L s
Olojpa |y Solite (oleard 9 (S5 oly> b (SLuS 5 Sl oo gy (nl 09h 0 Cgmine (sagee
5T sl G2l Kem 5 oslwliaslil ooy Yoo Jlo ) b (oadsl sl (g, 0l 0357 55503l
SlelS aisee (QUECHERS) § 8 o Byme Slow o g ogas o (2S5C8] o sailesdls
(Safe) ;yea! g (Rugged) aseg o (Effective) jige «(Cheap) .l (Easy) lul (Quick) &y
a4 o Shg onl S o0 ol 1y G, ol GBS (955 4 45 09 o0 Lail 528 5 Wil

[0°] 558 0 00ls iy (9) b () slooss o

1 M.Anastassisdes

14



3,5 sslwoslel 1) digas £-VY g5 oo
el 165 3150 s3lwoslel Ul pe g 8,10 Maiges 6,50 4 (6 558 5L 1wl (o

BBl sazmy Sl 4 3ls wizren 9 018 5L (o5 Jlens G3 Slge 5 b P> 2155l (&
salides sladiges g3 co il 09250 Souts il g 53500 Sl GaLii.,{Lo)‘i S WRGA H LY B IO RY
.o)S J..JL:] 9 Lg)'l.wooLoT ‘)

@ Colyd g cadad 5l glos S (soogame b Lo S a5l gob; olows (gl ¢ ybg, ol idog g (o
gy 3l eolatwl b JT (goas¥T Yo 5l i a5 amo oo Hlis OVlEe (pw) -l 00 00,18
35 )18 Az i 090 03,08 j5b 4 5,8 by w0dd o Sy cnl 45 Wload (gilweslel S
ol 4285 18 al8tolo3T (sl g, S o 5500 (g, o plsie 4 45 (5y5b 4,

3 oolazul &S (g,9b 4w o rals Sal w |y SULlas Wl olas o Lo Pl 5l eolawl 1wl (g
Lol 55958 2 Sy ! o S slo Pl

Sl 5 Jold 0z ol gl ge 002 )8 4 1 (@) wey0 V-V 0) pr S8b L pladiged
1) Sglite Condad b placdUl (lojem 45T (g, Glgie 4 5,28 by, g aitws 3 S0 g Cawga]
ogs (e il 4 lei s EBL pl dlox 3l 090 so colaiwl Bl (pl 0 WS o s

[oV-51] 05 o lal cdlag g oiol)] polio g cudsS ( obyo Saldé o po f papss

! Sample treatment



Ao oo sl Sl gla Sl jo 1y 5 =S Sey 5l eolatwl jloged (F-V) S

ol piiie COYlaa 2laxd
1400

1200

1000
800
600
400
200
0 —f— = 50

Youf-You¥ YerdoYouv Yoy Y=Y Yo o-Y oY YOIAY Y F

.béﬁd‘)b‘ﬁ\ﬁg\dm .a.\ﬁd‘)bsﬂ.:}nd\.m .bdﬁdj\jsg\.@l'\\dhn

odds zhymeiwl ) Yo o ¥-Y VA sla Lo cpm 50 5,2 (g, (605,54 ;0 oad e OYe olows - JSs
(Science direct ;|

Dby ! e e lis Sglite sladisS (glp 1) 5,28 (ilweslel gy 0,08 5 (F-)) Jgo
Wg>go Dl g diges Gl Gl 0550 bl Dliogas a4 daxgi b g oyls oYL s Gl

2] el jois LG

3y 0d oo gl il SIS Sage el digad Jlade rals 4 wiles S Leol 5,8 g, ole yisee
Pl a4 505 G 00l pll sla tolos] 1o 02 o (2ol | o P> B pae g aje oo )b

AR



lodigos (g 3lwoolel (gl 5,8 g, 5l oolaxwl $-) Joo

95 LSy | e i
e T | Uik | LOQ . ONTH
gl (Hg/kg) I Jee A gos
LC- &3Sy sl )
[#Y] | MSIMS | V) -))A - 10 D-SPE L 5,25 el SScal g
LC Loy zl 5l e Y
- Yi-\ Y- YA Y &Y guae
ok oS 3 - LI
b ssleante 9 )
[#f] | GC-MS | yy-y. <\ oSk oy cdl 5l es YO
c O% 7S O9) . N
[7o] ELD/UY | VEITNT [ 1Y | S el | lwogee | oatiSierlais 50
AW ULQLf M)
kol 5,25 G,
[55] Mléj:l\_/ls AD-YNY $1\-515 L5 | eas S 9 Ogilgslaee]
HCI Loss pH Sl
UHPLC- Sz amlis O9l3 S5l olSs
[f‘\/] MS/MS AF--¥ 0 zl el o, CogS el
O3S 5255
[$A] LIJ\/IHSIjII\_/I% YY-1y Ve-Yo oy gy | iz salS e dglio s
AOCAC Lo ¢ Jue o
L 5,28 anslie
HPLC- | Yo/A-av/A » DLLE sl
[#4] s - TSRS s o o i
SPME L ;=5
LC- &1L o, -
[V-]| MSIMS | v--\v- |73+ <MRLs Sl o Jald Sl VY
L 5lasty
[V1] MCS;/CI\;IS YO-VYY | /)- <MRLs , MgSOx slasyd sl 2l
Ci 008 | WM | o

! Dispersive Liquid-Liquid Extraction




ediges (g 3lwoolel (gl 5,8 b, 5l eolixwl F-) Jaa aslsl

o9 s SHy | e _
gle| o | sk | EOQ - <olUf
b2l (Mo/kg) | 525 I 495
L kst Jhels s> -
[v] I\H/Ig_l\(/?s AY-\Y At ATAI ,Cis PSA " Sl
MgSQO,
LC- LSt | el | g
MS/MS | . <.y ] . Rl
[vy] A+=VAYIY Sy ool |5 oty SY 5 Jgancdls
Cia 5 ekl T BN
Lp-GC- PR _ -
Ve \Y. . L sScalVFe.
[VE] | Ms/ims /-0 L sl plas | ascd
» o>
poss n) 4l
ol s Oleyed Gt
ol ol ;5 el
UHPLC- | -\\vi5 G oL S
[va] | MS/MS - ARy L s g e | P
oS slady) o 5 ST b
2igbie 3z Lo S 5555
S8 b, Qb o Jals s 7y
o e e s LS
[vs] | GC-MS | v._yyy oY AN e Lo
GeShasls | gy Jusy | ST
ey
LC- Sebsslesty
[vv] | MSIMS | ve-1vo Y- S aim pls | Eee | Sellon
e bz el
ol oo
[VA] | MS/MS | va_avia EVY “ :S ‘N’: s &Sl
9= ™
ool
S5 mad
[ ] HPLC- J-')—».uw‘ § Sy | ‘_g)..So)L.\.:‘
va Qo) Y ‘ i : ethylenethiourea
MS/MS o boads oLIS k> (ETU)
Sligal ao,o

Yy




55 bay il g1 50 1-F-)

sl 00l JoSaS Al ye 90 5l 5528 e

5l 58 O S 0500 LS 5 b oS mies el 2 dl e al sl 1]yl Al o (A
Gl Pl g sl Jgene ple-gmle glmiinl 4 4 al> o (nl puaile 0.5 0 plodl JT 518
21l aile ola Sig Ll Wb b Do ol 55 o eolitnl 0aisS 2l Situl 56 olsie 4 JI
Cbls sglite ki U S5 3] mems ek (sl Y Sl stiges il e S
S5 b camlite a5 )30 SlacdUT b <UL YL 6 iy i 2l 36 5 lol s5lulas
aaz §1 bl e hama b S5l 5 (3T 5ileg,S (oSS 0 pgasar) oolitul 5,50 (55l

LVA-AY] 555 o,lsl s gl 3 Joill e Jgibin eclinl sl cyginsl 4 (g5 o D s

5 5los S s b 5 VL (6o 235 (sl Ly ablyom g Pl o 5 ot
o Sos (409381 51 s pimad 020 o gy |y Lo 25T 5l ag dield g laa Sgame o>
S8l Lk oy a3l e s ol e a5 Wil oo (il 51 i gl 5 56 aloe
o 5o odad Ol 5 31T a8 el ol biwl sl 5l ool JSiwe [O0] 858 oo 0L cnhad L Lo
g 03958 JT 56 a4 zl sl gl ool Sed Jlade Cambior g Bgd s gl ] Sl 4
1 Some slacsas 5l eslatwl JAY,AYV,00] 55 0 55 5 (sl sla il s Sbsb ials
S5 36 55 a5 5 bslso 5 JT Pl ol el oom b il 6 JT 56 5 o 36 Lshoso
laco Ul coldl> rals el j1 pl g oo 0ols cus Salting-Out sosay 4 56 Slos ol aS
Sl 5l g 05d o0 zlEewl (233l iol3dl ezl jo g JT 5B lagT Jasl zoli8l g o 5 e
&9 e (CH3COONa) liw! pyows «(MPSO04) Sldd g oo e al> 0 (o] 10 00l 005 )5 @

Aoy il oo (NACH) oy 15 o 9 (NANO3) @l yis pyaws (LICH o S v (MQCl2) oy LIS

Y¥



I 0,k (Ko Salting-Out al> 1o 0 00l 00,15 4 GlaSas Jlade 9 g5 4 bl Sbj5L
el 1) 1 Candad 9 0 0S5 530 o yissinl )0 d92 90 Ol ao )0 (59, Wlsi oo Sl g5 9 clale
Yatud  cwsbline uilig, g '(CD3CN) o590 Pl 5l oolawl b (2l Koo 5 (poolwliwb] .osS
o5 Sl (ol plon 5 o 5508 gy ]y o (ool oy 5 ke (slocSas 5 (NMR)
L8-T oo Jo gl (59, 1y (sl 5 (ord LS 5 (slp (ogpasa) 51 e 2l (g Sldgun
e 45 00l o1 51 e ielS Coge ol wds L Salting out s egdle Ol g0 Dli gas 03 ke
e WS Cdz 05 4 |y Of Gl (VL S onl Gl lp 0sde b5l S5 el
Cad,b a5 09l oo el S (5l a5l s oolatul 00,5 co adlol diges 4y gLl a1 5 o
b oo 5 Seliee o979 & Toad ad ooy 5 958 1S (ol laceS S qs sl s
o malS g Jslone Jgr @08 Gl o 31 o 09381 [AY] w8 o axlge JSCan b
S e B iolos] pls 0gd o JT 56 a4 cUT bled cogo pol (pl g00,5 oo ol yo el

[0-] el oads (3,155 VF (0 IS oo+ Slidgus oo juio)
JEST L olyen cnlply w2l gl 2ol ol e aSil @ a2 g8 L ig5lashy o o (@
al> o JSio oyl 28, (gl gl 0 k_sﬂ 38 0,ls digas il o gl (_gﬂ 56 @ Lsﬂ HERRON[H]

ol olhen 4 O fon Sl o yie 5l Ygane (65LSly el o 53 ol (65900 5515,

OIS 5 a5 Sglas cpl b 00,5 o ooliiw] g co a8 5 IS & (SPE) Tasl> 5B #l el o a5

2Ll 350 105 US04 5,28 sy 58 aoads » A5 Ky (9,0 bodle (ul o Jyane SPE

! Acetonitrile-d3
2 Nuclear Magnetic Resonance
3 Coagulation

4 Solid-Phase Extraction

Yo



34 oo 45 (D-SPE) ' Lisw sul> 5B L o3lSh als o cpl a Jgone job 40 .05 5 oo 1,3
Slalga 02wt 5 05 ke Wigd o oolil Al po opl jo Jglaie yebo 4 a5 Slacdl> [AF,AY]
4 0955 Nigey Jowsd LST 5 (PSA) Tpgo 5 Jsl £58 (el «(GCB ) T 2815 ol ()5 0l (yey

JAY-A$] ol oo 03,51 (V=) Jga jo las] 4 laodls 5l plaS o i a5 (Cis) TS Lo

7S 0y SieSh Al e o eoliiul 050 sladl> B-) o

ol I SPdg0 S5
Ol g 2 e ) o M=
(MgSOa4) sty S5 ol S oO—S8—0O"
(I)I
] sk T cloans] i
299 9 Jol 95 sl By onlad slociief, \S:i/\/\g/\/NHz
(PSA) o slodl 5 bouss
8l ol oy S ey 5 Jy il Sis 5
(GCB) Jeba fS wile s
S AN
(C1s) Lo wile \ CH;

LisS 5 b oo ol (s L3l Jlie (gl 103 )ls slodag sladl ooz slo i jlo 5l (S 5
Bl i |y b oy g alss; a5 (Z-SepPlus) Klew 4 00,95 Wign o LST 4 (Z-Sep)
b oot 2dlol 315« cublise S5 9l ¢ )8 slaaly) g ¢ Jms g6 disaglT . [AV,YF ] 0iS oo
L s3lge by 0,5 coliiad LT 5l al> o onl 10 plfiee &5 aied ool plo (S 5 el

JAN-AY] 0 p 5 4 Ko sl
) BN

! Dispersive-Solid Phase Extraction
2 Graphatized Carbon Black
% Primary Secondary Amine

4 Octadecylsilane

A4



odd (Ked digei 3| (pasine jlade (ne b3S hy) Sedse os (O-)) JSB j0 &S jebiles
el Slo Pl o] s 4 5 Jitie pnis 55l Al J51s 43 e w0258 5l g S35
Bl3S Gordy yiile (4950 1) gl (0508 (Fke 5l o igd oo 03938l 0uS 1558 (SlaSed g oS
Jaere job 4 Jg oo Sy 8l g98 @ ool S slalé olows 0,5 O a0 b3 Slax U
(o gyl SLsS 5 (g5 36 ol oy 0 VU ) i 85 wibon 36 oz Juld
s )0 09250 ;500 LS 5 g LA, do oy Jold Wil oo digad $o5 4y dlun 4S diged a8l

il e o0t o slocSas sarY 5 T 5B Y il aiges

Pl slayos sl 4T Kus Seed yils salsd o @ (295 ste) JT 56 5S> pe 0
 oleise 1y Jol> Jalows ety sl Jos 5 (0500 alBd diz 5l e 09l o cole Jlail el
T el 4y i P S 53 30me 0505 o b5 005 3555 15l P L b s b

D05 a5 oS

Wged (95 (Ko Slde (53,5 ()59 > o9l 0% oo

—

aSai 933l O o OO 59wyl @ JI 56 oyl
O o2 O35S e Y5l mnn b 5L
A0 )90

[AYT 525 s, plosil Sl e 0-) S

Yy



325 ol b fordlygiws Y-F-)

11, 5,28 o m ol slaby, eSSl puais ool b cyudiine 51 5 bl gy sl 5|
D (B yre dSud du )0 5,8 IS jeb 4 ais S

'8l g ol b, ()

"(CEN 15662) s 5,84 (g, (¥

"(AOAC official 2007.01) slew! (5,80 g, (¥
P9y Ol kol 4t las a5 Bl o0 5,25 (s, €88 (ALY 5 crSesle (6 8L pe (ol b,
s slp oYU Dbk Gogy opl g se oolaiwl ZlZaul da o 10 04 IS o S 5l g el

sl o PH & 4y 5 05,05 oS g5lul a5 b il ol Lol ol ool lis izl

Sl s 31 Sl gl ye po0 05 slml (ol 528 g, 50 1y (Sl G2l e g Tislisd
Oy i 80 Ll 5l 5 (Len g Guilialiwl] o solinl (6,31 Ll olml (ol
AOAC ol L g Jsus AOAC aieS ;o Lol by, S ar Sl 3 b s .ain S ooliciu
CEN 15662 b L Ls,| 5 bl diaS’ 10 55 oy 15l aseas .2l Licil Official 2007.01
55500 5SSl il 528 Wb o a5 90 onl b adlol [A0,3F,A0] we S el
b b b Sl 5l il gll gl onls B v ooV e v oS o ysb ay ams iy |, o iS5 sl
LC- s GC-MS .k _alise cloolSiws 3 ooliu] yuizran 5 Sglice diged by ccalizee 2l

el Cowsay MS/ MS

! Original Unbuffered Method
2 European Committee for Standardization (Comite Europeen de normalization)
3 Association of Official Analytical Chemists

4 Lehotay

YA



D o LS 1) 558 ases a1 gl A (P-)) S

Sl og Slidges e 0,5 F

SHAVPARWINC RIS

PSA ¢ 5 L YO

4 I N\ N\
oo Yoo ¥ JLu
_ “w s .o GQ)LH YooA ‘JL,“
3 GUsd st 3 $lisd Mo ooV Jlu e
NRCN Oy B%n g il sliwll
oo ob
. ) Y, )
| CEN 15662
kel o) AOAC official 2007.01
& Qg p,5 Ve
4;}@[;\‘ Sigad 2,510 wlmf
l . e ‘ . \.
gl il lea V- I sl 2l Ls 10 gl Sl s

Al Sl VIV

<l pgn Slagw o jte 0,5 F

T Oy Sl pros 0,5 110

Slilgas mrdes 055 Lo 10
PSA 5,5 s 0-
39t il g Q%'rv-“’l

5UT

Sl g Slidses e 05 ¥

Sl e 0,510

3B o as ols hled (s pyd g wlices® O Dyse 4 omly L YL Gl pH o laisedl 5l (5 5

5 ol geliiny Conl Y B VIO o 6l sladiges PH oSl pl 4 a2g5 b wiley L

63y 2 PH 36 o5k Gl iSedl (gl a8 ab ools plas 5 €85 13 o) 9)50 by 2S5l

Y4

-[V'] ol 72b (5,9l



@l o5d ol wl g, 5 el 4zl B Dl 9, PH 53U ol Slo 25281 5550 5
P9y 4 Sumad (PH=FIA ) Dbl (53 5,25 gy PH 4 ol DlaS 5 (sl sl 00l LS
el S bl 3l eizman [AY] o o (Las 1) 6 39 (3L (PH=0) Sl s (80 5,25
3 ewd¥lgS ladign ialS (glp a5 04l o S diged L yle b ciVlgS Qg olow! Jdo a
b Jole ile (G G 9 a9 )00 w5 ooliiul b g 058 oo colitul (oLl 55 0ee

3> b 2Ty 3150 (5laSTh 51 e (ol SLuS 5 asgs BB zalS laaww! 56T, Ko alluw
S oo @ gzl 5l g 1) pleojlac 9 05 5mp (5LaSL al> 5o sl b Gl plis sl oo PSA
B oS Jladeay i LS OlS 5 wed las jeol, o glacel b cullds 5,8 0

JAYT st 5JUT G 5,8 bs, b ases o Ng,ys0 Mol b g 25, 00 I

L pig) plw b 5,25 (hg) dulio ¥-F-)
SO a3y dalz 51 g, b 5,8 dslie jo adl e (25 delx 5B la by, wiiles S )
3Ly lade 4 (g5 o0 SPE (g, &S aloz I el 00l 5287 (59, (5552 e 45 3,15 S99
Dy sp Bpas diges (6L Hlade e )5 o)Ll (@ S5 o ;0 0,5 Lo YOV e v ) O3>
(o sadsl (3le oolel 5 galaazme 4y 5L 58 b awslie jo by, cnl e SIS Ko
PV Eds g oy b 4 LS s Sldes (Pl p5d ol ol ke 4 Pl pais
3B ha, obj ales 0929 b [AV] wilse gmalegil JInl 3g G5 Crizmen 5 Sliles 12 (>
nl g 0,0 0529 g, 50 (nl 8 (2leglds (55LuSy sal> o 50) 28 bg, b (i dal
(9 9 o0 03938l digei & 3l ity el 518 by, 50 el 0ad 528 (g (65 0 el glis
Slge YL ganie ((cidy dalz 51 50 0gd pe Wl] 2l gaiges 4 Q3 S ) o

S8 oolatl 0,90 a5 (slaiges jlade &jgo cpl 0 AT 09l co diged | cidu bl 4 i O3>



slp SFE)' o G398 Jlows aloasg 2 gl 5l [IA] wbls diges JS outslos Consl (5o 0,25 o
Ll (Soaly Yo a3 (Jg wiloo Vb iS5 cel Jge b iz slacdl

[aa] wsls addle 5,90 4

sl 1 a5 ol T lad o gule alwg 4 2l Sl iz tand Silegl 2l el g, SO
O+ o YU lood Loyl s ozl Sl by o aS 09 oo atiS 55 (ASE) Moo g0 yud > Lasgs
5 s 02l b el aiBs Ve D olsS Loy e po B+ -PSI B Yo e Lad g ¥--°C

9y o Mhse 2l Dl 4 (2ol ol Sl wo o b (pledised ;o 5 cel Jlpds ()T (g3luaig
[yee] closls olis 093 3lob; ol ao,o b oladises sl oYL 2550 5 ool Jlws 5,25
T el gilio 5 clol 45 g yns! B

u)yo L dju.‘ﬂ g_)"‘ (IUPAC) fsjlas;T 'al., W) )‘)l.» Q)‘s J...m.o uoya} CE) INCL O u‘).w.} ).)‘).:

Y-S [F10] g el 1512 = S e A= (ST 592, (oS 951) =¥ (kST O ¥ )Y s

oy |y Sl ol bS5l cblis &l be gub "l asbsl Y Jlo o .ail o 0oy

ol ol Slex b 4 cadlg wS el pl g o,

ol 00l uLo‘).».asJ.u.m‘ ul.uow )‘ ‘5‘>).: *-V) Jj-.\.‘> 5

! Supercritical Fluid Extraction

2 Pressurized Liquid Extraction

3 Accelerated Solvent Extraction

4 International Union of Pure and Applied Chemistry

5 cis-3-(2,5-Xylyl)-4-(ethoxycarbonyloxy)-8-methoxy-1-azaspiro[4.5]dec-3-en-2-one

& Union Europeenne

)



Vo gz e Bllae Slel g ol sl Shg 5l (S0 7Y Jgox

(Mg/L) o yo e (°C) Jogz alaits | (°C) wgd akais | (@/mML) J&=
(r°C)
\RIA /Y YYo \YY VIYY

pKa

ol 45 ogdee ho Sdplie (i 4 ESEST Gl St oy a4 Sl gl 055 L
Lol 59 el g ;002955 Dol 255 sl ¢ g 9IS Jgil Lol 25 sl 151 w3 o Lo il
Lo gplie ol 5l (S 5 lal gyl (ploand 3L (F-1) S8 [V oY, VoV ] TS p0mgige

D23 o ol I

Slge ay (lalS b Ol pis lawgy (iiSwe il j0 auly o Laau’LSc/éT P r Jid o JSis
395 3l i gom Sl ot glie 5l (S Ngd auSs 6 5 S5 S SladeSse 4 b g b 6508

IAY] s o s S 5 g0 S, 5 il o 25

Gu5iS 2 by Sk sleplole Jds (es 4 widlbioe yae Ll ol gy pyon (oolel
olge ;oS98 job 4y aS LcauiSc,éT 3lade cp 3L 4 AGS o et e 2 Sl (g laie JBlos
oailouBl xS Tas aiSG 0ly ] Dlogge Cadls a9 ol ALls 39z Wl o STye> L 2laé
(S S e Glasl 5ab) o 55hS 5 055,500 07 v 4l (sl MRL a5 (MRL)

AR (Rt

! Enol-glucoside
2 Ceto-hydroxy
3 Mono-hydroxy

Y



Spirotetramat
j a

H
-— O‘CH}
HO 1, 7

CH,

CH
3 , NH \bA
CH, Enol
CH; Enol-glc d

Cetohydroxy

CH,4
Monohydroxy

L S5 5ky,S slabgy olped 4 5,28 5 sy dul 5B cmle-molo zl5unl 4 ()l oo by,
S (V=1 Jgo ,0 [V -1 +#] 5,5 o,Lal MS/IMS § UVIVis asle calizee (slal 521

Yy



i gloaisS 1o b iSedl S b Glojen b alflas & jeo ay ol g sl (656503000 5 gl V- Jgo

_ o yo é)g.o 44;
obo | 30T ows | LOD ' o oy S )g0 diged
(ug/kg) | &bt | ol
il s ool
[\-¥] | UHPLC- Y )y ) - s il gl o
MS/IMS L ol yor Slol 155 o
sl
o g Slol g ]
[V-0] UPLC- 5 AY-34 — ]
MS/MS ol cedsbie
5 o9 9 Dol g
[V-5] HPLC v. AY-QY ’
Sl s Jgil o Sl golie
el 155y
[\’V] UHPLC- _ AY-\ Y - 9 090 9~ =
MS/MS Slo s ol sbedglie
Sl 155 gy
S o9 e
[V-A] HPLC- \ Y-y - ¥ e ,
MS/MS Jsi el 125 g e
Slal 25 |
S o9
[V-a] | LC-MSIMS | & v | veorys | asy, SL i
ol sleedgple
oSS
[Vy-] UHPLC- YA SR IRARRY 2 Jals
MS/MS Sz 5 ol 5 sl
ol cdglic
g el g ol
[VVy] HPLC - FO-1-0 | adly SB
MS/MS R JNC RV
g el g el
[V1Y] HPLC JD-YIA | VY- Y 2l ]
MS/MS ol e silos
9 Dol 159 e
[V1v] HPLC \# VY-AY | gals 5 ol . ’
Jgh ool g

Y¥




axdllan oy 51 B §-9
SN ORI slp Jpaze ol wlh g (b pd Slelo Jpame plpie 4 dta Sueal 4 azs L
b gl oo ize o 1S 8] 5l esliiwl b yel cpl g ol co Caonl Bl Jgame cpl obosl e 5ol
Sl (izeen g Conl ab) 5 4 (g090e Dlalllae ;0 da 15 il ilerdly qusy 2 (sl iy
Slaghy, 4 Cams CoiS JyuS GlaclKinlejl jo wyiws JB g )l slagts, b laases]
(Yge ‘QL.»T B gy Syl ool b La:u‘;'.Sc,é—l soxles8l l’,.:Jl.ﬂ Wil oo Cuglel jo ane
56T (gloollims ol (550 Gy j Janzms g Lol cedligy 5 (Do (6l Stog i § a3
axlllas ! 5 s ol o GC-MS L HPLC-MS (sais50 s (sloolSiws Ygans 5,25 by, 4
5 oolital b ey <l o Jgiolel 25y sl Cadgilin g el g sl (25 C3T uilogdly ous)
Slp o9y (il 0ads ool (slogusy 4 az g b bl o HPLC olSiws b ol 50T 5 5287 g,
UVIVis 5L (K51 b HPLC olS2ws 3l oolital b aiey @il 40 Sl 25 yeasl 56T (6l b sl

R PR 6d )lS a

Yo



Y¢



&

9S> Juas



Y oLi}Z.wo 9 é‘g.o

ol oo lawl .>|9.o \-Y

adllas ol 5o ouds oolaiwl ol slge V-V Jgux

083 3l &S i o boads g 58 st beouls 00lo U
Bayer Crop Science C21H27NOs ool a0 b Slel 15 g ol
ob]! /. q4/Y
Bayer Crop Science C24H33NOsg a0 b Joiklal i g yusnd!
ol 1A sls
Chem-Lab NV CH3COONa K PO
Sa5k
Carlo Erba Reagenti SPA MgSO4 Sl g Sladgas oo juie
Al
Merk NaCl 3,15 o
oLl
Agilent Technologies CsH22SiN; f93 5 sl €55 el
I !
Agilent Technologies il )T ol )5
(!
Agilent Technologies CigHa7Si @ 03,93 Ngw JuwoliS]
(! (el
Biochem Chemopharma CH3CN O g SO
il
HPLC _psls
Biochem Chemopharma H20 HPLC _pgls a>,0 L ol
Al
Merk CH3COOH JLendlE ol Sl
A
Merk HCOOH Sl S8
B
Merk CeHisN ol Sl
B

YA



olliws Y-Y
L Shimadzu (Kyoto, Japan ) <5 & el (HPLC) YL o Sloe b molo 31,5 g5leg )5 piass
L, 15T FCV-10AL VP Jow S bglsee DGU-14A Jus (sl 515 (LC-10AD VP Joe o
Fdg, Ko Vo oz b 33,5 e CTO-10AC VP Joo ygiws S 0,5 SPD-10A VP Jaw UV/Vis
Ol ol L §/8 U3l Jhad ¢ e il YO Jsb 4 Sl 56 (glp ouls 428 )5 IS 4 Cis 9 g
S 5 o5 3BT jslaie 4 Agilent Technologies(U.S.A) <5 i cilu «yiog,Sie B 005
s oolazal YL-Clarity 530 o5 5l Sy 5 o 51 6,65 J1,S5! sl 28,5 51,3 ool 5 90
(Schwabach, Germany) oS ,i cole WSS, 5l ad)le odd oo p B4 slolliwe plu
VS-4000N Jaw Vision Scientific CO.LTD (Korea) S & 5l 540t sl olSws « Heidolph
oSws VS-5000N  Jaw Vision Scientific CO.LTD (Korea) <8 .o 5l 5eus il oiws
Bosch 5,8« <l o,k Jlse CF2 1YY ( Cardiff, United Kingdom) gl
L sla s> 955 PHILIPS (Amsterdam, Netherlands) S Lelx. (Stuttgart,Germany)
Jow Tl Sp,5 olfiws Sartorius A2005 (Gottingen, Germany) o5 Lo /) s
ks Hamilton (U.S.A) ;s See YO+ o> b 5,009,500 EYELA CVE-2000 (Japan)
Teknokroma <5 ,5 5l ey, See +/F0 Slas ojlasl L TPTFE iz 5l (S5m0 o
W Geas cpl o dogye S ol L g xid e O 9 VD 9SIl 4 (Barcelona,Spain)

REHR W) o.)).g

! Sonicate
2 Vacuum Gauge

3 Polytetra fluoroethylene

Y4



YU 3,Shos b gale (G315 57log S Laylps -
S ey glAl Al pe po eolitul 5550 Sla Pl azgi b g i85 plonil lidllas ulul
Qo ,s [IVO NVF O e F] ws 3 GBSl HPLC olfiws sl S oo 5B olgie 4 b yisgiwl g o]
5 S sl oSy JS& «5l05L oy (1-F) dolae 4y azg5 b a5 as ools pis $+ B2 51O
slagee Job ad Sl ange S i 5l o )0 S e 51 Sy Sl b Sbel g el (5 Lulae
Lol bolubinl sloslone sad (pizpod s Aty 5 (s b el YO 5 YT+ 4P
il o 50 b S @bl g myp Pl g (nl w55 b g (HPLC (opls a2 )3 L) Jo s

soliiw] S oxie 51 50wl Ko )d b g (TEA) el JS! 55 5l oSy oy als sl p ,5]

Q0,5
417 (£ 2/ W)
N:B— (V-Y) doles
e +125

2k e 00F (TR I Wos)" 55 N g S 2,6 ciai Wos 5,050 b tr

5 il gl Jolxo gdnes F-Y
ShesS Ve (Sl g el 2 a8 e Verele sjlilinh) pole Jolowe g4
L e 0,8 Jaio gd Lo Volo soz b g 00,5 39 1y ool ol el ol
Silw 33, L oolaiul 050 slo Jalore 4y .ol ol ) pae> 4 (HPLC _posls a>,0 L) b il
o) 55 o ¥R+ AL ol 55l 8 i s g sobe Jploa (ol 5l ol
S o (St S ol el 0uSCidly 3l oa agd ) yole Jele olgie 4 b gl o
Staleg] ol 55 250 23 Jolone ol sl 53l 35, b 535, csla sl 5 o 0
55 ooliil o il (sla st 525 hs) ilosints 5 STl sslkings sla

WAl (6 IS Sl s oad asle slaslre (alos



(o lasbiwl) paisws (o 4253 (oo ) 612 B glomo (Gant V-F-Y
MQ/L jole Jsle (55l 323, b olulin] slaslone quuiiinns (goty az )0 b smin oy 12
ol dgs s gl 4o YAe/e MO/ Joiblel g yunnl jole Jokoe g lol 25 g sl Voo v /e
SrSoslal BB jlade Jlax Consloo Slol gl sl (MRL) jlxe 2Slas jladie 4y a6 b
R eSS 1T ladsloe ol ile 53, L pshie res 4ol e pl SIL
ofwd 4 g s Joihlal g pnsl il o S (oo 1202V (slaglone g Slol g ol 22

S 3,5 HPLC

'l g3l lued gy 4z (Lo vy 5y B Jglone dngd V-
Giwde e b 5,58 Jolie (poled bl oads (g3l plues S8l gy 4z )0 (g o
Loy (505 VIO + diged Vo (59, 3LaSh g gl poinl (gal> 50 99 0 50 laSad 5 Pl (ool
Ve sdale eogase jo Slel g el o laslinl gle Jole 5l jidg e YO+ e 0l plox]
5 Goy5 HPLC olSius 4 ladigas 5 ab o3l ojlac 00 5l o o 4 yid o S o +/+ ¥
bl g el (L (3l Dlied (o 42 )3 (oo sy Sl g, (nl il ES Lapl Seileg S

Al LSS e 0=V pdale oogaze (o diged Vsl <ol

T2l a6l b elxo gantd Y-F-Y
s &g 4 5 Aiges (5l o0lal Slilae plowl 51 U o il (sla Jglowe ocs o oolal il o
5 alSlor oS8V & (ol Al slao Lo i 5l o s ok o938l Ay (sladigad
b bl gyl 5 Jslinl e 5| il e Vo kivgs Ao diga o5 VIO o5l A5 a

VK PRSI AR S TORRY (7 PR/ PRV | SRR | PRI PRV PY DIV EL S ISR

1 Matrix Matched

2 Ricovery

¥



@méjmggcl,m" 1QJ.>|)A.¢;S$5_&3M¢A§[¢4€JSQATUmooloou}uu& o
HPLC oK & g J=> b gl idg e YO - 3 Jol> sl lac g ol ploxl oals ZMal 5,8

Db Cod el Feileg S g 2o 5 B,

009y S0 g CBS (o g B glme angs F-F-Y
il S e YD e ID e VD lacile b aigas A« sy Como 5 EBS hmsbone gl
S0 a5 Vange llyd o lecdale 5l alaS e e 0l digd dey 28L 50 Slol g e
Garmloe Bayb 5l gy Ty me 9 ' 3ey ap0 B0 ainds gl el Jlsie 59y s jo e S g 59,
00538l e Ll (sdmlne b by, mo A (g e by UORSD) T a5, il 3l o
) Sl (o Az 0 dimie bawg odd s CBlE § (g5l ié Sladiges gzl Sl 40 0ais

diny, (5 LBA g3 (sant 3 g jlwodlel (g, O-Y
e VNV lade (o Kad 6l g o 00iS Cawgy 5 4t 551 £55 51 Lialejl 090 dluy
(-V-7C los 10) 38 310 5 Bran )b Sy G150 Aigad s 30,5 Dol iy diges

=

D ()X

SUSHIRNSR SRX JUSPPS IMPSN I B I UR I T &%

! Intra-Day Precision
2 Inter-Day Precision

8 Relative Standard Deviation

¥y



N HEP A 0 (€ sdAigod A V\-O-T
65L> @LQO}QUJ L UJJU )'| W )fou ‘U.JL:—‘ L: LV AW Ls,;c 6&4354.3 LN LS‘)-.’
Ul io elis Ky iS5l g 5 00,5 Ll (0 j5) o (pKad (ghiawy Aiged p,8 VI« < -

W ‘ab;ﬂ diges (S9, Lgj'l.ﬁ.; ool

b goul (g lwluod srdiges dugs Y-0-Y
45 oad ek iy (50,5 VIB+ v+ diged (59, Il o BL (g3le (luod sladiges (cangs jskaie 4
Jaie ST alo e o 5 0 pll elS 00 4 63S 5 gyl olye il ol Ul gol>

30 a8lol diges b s Joih ol 25 g ol b g Slal i3 ol SJBT o lailie Joloeo 51 caseie

Dy 8L 59y p a8 HI5 4 ogec xS o gy F-Y
oS obbdises winy Cdl s, 2 335 b oolel g,y oy p lp ot pll sla talesl o
age bl pd 5l b ialesl celed jo 28,5 1,8 oolatul 8,90 09 00 angs O-Y el ygiws 3l

oolawl 5 7 A 5,S gy 90 0,8 eolatul al ools muses Y-V isu jo a5 HPLC ous

ol 535 V-5-¥
WA OV-YPH VSIS I S A R WOURINR VR TR SVE P PR T (R I S ES PR B I HFON R KV
G5l gl ee Ve diged a G w8 it sl les 00 058U G500 a4y (s
S ST B o ools log el S5 0502 5l e g o G, Ve MOIL cdale b olel 15 g !
il Do 5 i a1 500) e il il sl TI0 s 25 3335 iy By S5 )
A 0810 IS5 s b o 43 4l Ve o 4 g o a8lol aiges 4 ([0¢] ablb oo V1) aS caisS
Lol bolss a5 0I5 mads 0,5 /Y0« ol on ar O 900 Dlalgus magate )5 V/Fe e e s

0 dsl Yo o do o0l 03938 (slacSes ol ot as aiges ([O0] ol oo V 1 F s yign) 2005

¥y



Gl Hohite 4 s 298 (6 S glr Dlgus magte b a29lS L AD esjee Cews b ad
5 D 000 4B 5 a0 Ve G b ST oo b AlB80 G Dok 4y dlgad ¢ wled
VIO 285 aloul addo ¥ o 4 adds p 490 YFO o b e il Jos i gal>yo
2l Gsd Dlilg magaie ) 1o Ve e (g5l a5 (5500 s8I 4 (D) (g, 5B 5l e
bglows al> 1o (] ;0 .050,5 Jdie 090 Cig )5 +/Ve v e gGCB )5 ¢/oYe e PSA S «/Ve-e
VO dy o 9 b 00502 4280 5 590 Vo e Copw b ST 9 oo L adds G Sow 4
o 31 S5 59 5 Semin il Ll p0) 85 plonil 50y sl Jos 4B 50 VFO oy b aiiBs
S 5l g Al o9,y 5B 5l i LV B (s,F Sl [AY] az el eolatul b oyl g 490
e ds M 58,5 49,0 Jolore .l 00l jaue yieg S < /TO Olyas o3lail b PTFA X5y s
L) bysgin] yide S YO« ( Pl JolS 155 51 s g o 00ls 1,3 YA C los b cels

.o 03lel HPLC ol&iws 0 32,5 slp 9 0,5 adlol )l & (HPLC ool ax o

2L 5, V-7-Y
9y Olgie g (Sl 6 8L g Gll (6,80 g) £ 90 0D plgre V¥V isu 0 o5 poblea
(Sl 6 AL Ghg) 4 Samd Sl (680 by eols (lad Sl ya ailends (Byae 528 6 8L
sobie (po nad (o) (Sl (6580 5,25 e,y kel s addllas (nl 5o 5 300 6 VL (2L e
s 2 Lo (glod 45 5 0 00l 05l 5 00551 (g 538 5y 0 (Ko Ay (siged ]
Vo diged 4l JUsl o) (s B0 58I (99,3 4 g (395 0 (Ko digas 5l p S VIO -
ool oy el V (0502 5l o 5 0 &, Ve MOIL cdale b ool 5 ol 2S5 c8T i Lo
So b ool (gouml s giwl Sl e YO © o 05 395 ditay 8L S 4 2SS b o
Lol @ adl Ve Soe a9 00,8 00938) digad 4y ¢ JLawdS ] Sl comxa/ cox> auo 0
a Sliwl g o5 /YO oled 4 Ol o Dlalgw aujuie o5 Ve 0h 00jpn Cawd

Y¥



38 ke Al el joal ploul B0 ¥ Do 4y dads 5 00 YT Sy b e il Jes
G345 (6,500 98l 4 g b arls p gl ) Jol> (a5 56 51 Rl (e VIO 9 905 ol
ol g Slidgus mosuie p,5 +/+Ver gGCB p,5 +/+ Yo+ Cigp,5 +/Vever PSA S +/Vern
49 050l 4B je0 Voot Ceep BB ) e dp S5 b balore s ol aBlol g,
S5 59 bsliee S Gantn yile 5l ey 0B ek yHle adBs p o0 TFO oy b adds ¥ e
o3Il L PTFA (S oy i85l joue 51 L g b alilo g 09, 58 5l i Lo VIO a5 050 )5 ol
Ceels S5 S 1o 5 YATC clos by D3 550,50y 5 il Jsil Jbg a4y yieg oo +/F0 &l i
HPLC osls 45 b o siaigil iy Son Y0+ (Dl s Jf g 20,5 s ] P plas

s o3lel HPLC olKiws a5 3,55 sl g 43L5) o las

o 3ol § 28 Y5 ¥
ke Vo gei o (s 0005 Jie (65 (oo B0 58I 5 00558 diged @8 VIO -l
B o ools loy celo V (0500 5l mo g 0 2,55 Ve MO/L cdale b ool 55 gyl 25231
B o ools fyloj aibs Vo g ablol jlate Of pd o MO+ e .S 3gi5 bl J30s a0 25l
5 03538 (HPLC ool a3 1) iyl il shoe VI 55 S35 Aigad 3L (8 4 o]
£S5 IV0 ol 4 Olalguws mojuie p,8 VFe e e 0l 000 Cewd b ol 4 a4l Ve Sos
by aB0) 5 Cuws L4l Ve Do ) aiged o 00938l diged (sol> SV a4 5 (g8 WIS mu
Jos a8 1 oo YFD Co L aaBo ¥ oo dy g 0l 0002 4880 5 90 Vo o0 Cep b ST g
B ol Lo analdS -V "C slos b jpy8 0 Celw VY Goe 4 diged .000,5 plouil Seuiy il
2 et g 0gad o 1) 5B plgs oo (o) g W00 iy L 0 09290 ol B 5 052
Sl g ol z, 55,8 5 Waed sl VY CldS 5l s 09d 0 9> 48,0 Cig O3> 8 pas
pS/+Yer gGCB p,5 /Y-« PSA 55 +/:0++ L1 p,5 +/+YO+ polae 5Lty al>

G138 51 o VIO (s s J&ie 655 oo V0 (05508 (9,0 4 O gy Slalgs 02520

Yo



Gae d (g yd o V0 g8IB s 5 aslol T & LS al> e 40 sals gl Seinl culbl g9l ¢ o,
59 YFO Cepu Lad B0 ¥ Sue dy g 00jod 480 1 j90 Voo Gy b S0 )9 Jawgy addo G
Blas g, B 5l e wl LSas 6506 90 Jolme Sy S yUle Gl ey D Send yUle adSs
Jbs @ g 0ols jaue o9, S +/FO Dl o oIl L PTRA S s jos il 3l g asiils o Lo V/O
5o o 00ls JIBYATC sles ;o celu V S a3 56,5 oK (9,0 Jbg s 5 Jae
GuF iy g ob Lol gl ay gl 5idg e YO+ 5 )5 olSiws 5l by (Pl JolS o505

259,5 03ll HPLC olXws 4

\@b)b wbu v-Y
) 0l C)La‘ S gy odud eolauwl sla P> a4 axgi b ‘545‘3 cdale acwlbrs sl y

20,5 dwlxe ) Jge,8 5l aScdl adly clale (Y-£-Y

mg \/aml \
\ L X s 4 cdale — X X _ 8l lale _ AN
m ol 00939 cdale L \C/aml ./m mL L;9$9 cdale (Y Y) S

g o oaly J18 8L gile pluwer govie dolas jo Jol> Sy g e 090 5 (50,55 HPLC &

A Ao ob5b Jlade ) dolee jo (6,135 sl b sl Cawsdy jlade

03 LS‘)"'?")“A" cdale

»R= XYoo (Y-Y) doles
oodly cals

! Recovery

Y7






HPLC o&iws k!l (g jlwdiass V-V
5 Aol gl Ul Sy sy 2l sl BT, Il it et ssbiie 4
Of- cdale b oo lastiwl Jolowe 5l e o Ve oSy 518 Soo 5l Jgiblal 25 sl (6 5lolos
0us aggd yolo Jlowo 51 a8 Jgihlol 55 sl Sl gilbin § Sl gyl BT 51 52 08 e
Y-V Gidn 50 oad ool Gloeesgs b .ol 5,55 HPLC oiws 4 puiie &Ojg0 4 Doy
ol 5T sl oSl 5B lsie 4 Cis (g 5 S e 5B lgie 4 gl 1Ol bgloe
250 Jsb oS e 3B caS 3 et oodle addllae ol ol bl o] cdgilie 5 a5 CS]
6l il T coled s syt 305 il il o s (6l oolitil 550 M 5 ooy ;5o

285 plowil 51,55 4 po a5l i b s (6,030,855l plasebol g (s

o2 35 bo Zgo Job (pai V)Y
LR M a3k o0 Job b i [l SO Olal 254yl UV/Vis i b (V-T) S

A (nm)

el 255 el (lyp 00 oo UVIVIS agls V=Y IS

YA



O mg/L s lateal Joloeo gl S gileg ;S ool 159yl Cdzr (5503l o Jsb Dbl sl
MiN ;5 oo sadlice S (Y-1) JSKb a0 a5 b .ol sty YO MM 230 Job 10 Slol 59
Gl peend 5o ToVY MIN 43 g9, b oorlie Sy o3 il o ol 5yl 4 bgyyo =1
O S YO M zoe Jobo ) p2lie Sy (nl 08 (o0 sbml Comlie ol g ) Sy 5 el
Jods ol Bl Slel gyl (s pSojll sl YONM zoe Jsb Jo (rod 2 5 89,0

35S oo Syzo hmax ) et albozss Jsb 55 Ygons 6 503l (ol o b locSiy polo Caame

sprotetramat | |

oo &0 4o o 200 @ 20 mn
(4830} oleg

50 o syl 1 ol Cand b Y MLMIN Gl 2> Cae s 9 YONM zg0 Job 10 oo <ol ol Sgilog,S Y-V IS

A max = YO+ MM (z A max =YY+ nM (o A max = V3% M (I Slel 255 ol 07+ MY/L cdale ;5 Y0

¥4



Sy 3B 0o )0 g £9 cyrd Y-V
LYV ONVE O e F] s bl S poie 5B lore 0 Ol g b yisgil oo plomil ladllas bl
il sl slbas,s paws by <85 13 oLyl oy ol 4 Sl g el cJUT lail e
oo oyl Slasin gllae o S5 0 s 9 b o 5YL (o0 FO 5 0+ DO F+) | yiginl

3550 05 S5k oloj o5 e 6 55y sisisid suoys il b b o (F-F) IS5 s
sl il g lel 55 el Sy e 4 50 2 8l asn il S Sad
g wad byl SouSe b (i p oS koo 01 cdale b 9o p0) Joiklel g pensl § Slal 159 o]
WD gy gl 5100 500 sl ,d b Sy 5B 5o 50 Dglate Cund L bapl Fileg S
Jsb el 159 sl Cedgilin S 00+ FO Ly i 0] G 5o a5 dms o olis (F-Y) St
aba>dlo (O-1) JSb 50 a5 yob lod w35l oo (Gilulaz JolS j5bo ar S oo 5 ) gy ye Sy
oyl 4y S pomie 56 1 gl Slol g sl (5lslaz gl IOT B0 00 S 50 95 0
VNSNS FCI ISP U ONR(E RCIU R B FECUCTCO A I R PR | ESRNCINE VN B
JoilOlel 209 ol 090 oo s yol (o a5 Conol g Olel g el 5l 58 Jail-lel 2 g il
M)Qw‘ﬁb.boisoﬂ&dwéﬁo.@dl.':j\)).;_ig)\)g)}‘s,.bé S e 38 00 cow i

A ol age S e B lgie 4 b gl Ol O 1 0



m

]

¥

=
=)

25 T so 7 s 7 77 mn

sz do) mley

Obyz Sy g YONM zgo Job 0 0/ MO/L cdale L Olel 25g ponl (gouss ool slapl S gleg S V-V s
00 :FO (b 10 (z FO:00 (e fr :F (W b sgnl ol Ggliie slacans b S > 56,0 ¥ mL/min

Spirotetramat

6000
M
E v T Ll T k_ T L v T T v
25 50

(i Ba) -l

| S000-
o
=2 4000
E
&

= K L
g 88

(=]

=]
L=]

75  min

ol S ymie 6,0 0/ mO/L cdale b Jgibclal i3 g puml 9 Slol i35yl (g0 &b ol Sgileg S F-Y JSi
Y mL/min oL, Ce s g YONM zg0 Jobo ;0 00 : O Coes b L gl

Spirotetramat

oo T T T T Y T T T T 5!0 T T T T - T T T Ir‘r‘in

(am.8a) le;

Y mL/min oL, Ce s g YO MM g0 Job ;0 00 100 o b b gl

o)



Sz bty Bl (g2 sl Soy g (ool Sl (655 29381 Y-
el el 655 g sl S bl eoliial (S sligy palS sl 0uds oy lalSal, I (S
56 4 dl e b duoye /) g8l (I (B-T)) S sl [YVONVE O - F ] wsb o (TEA)
3L 93 5 oy Slel g el o jlailinl Sy g plug Jlrs Dad 4wl b ud coge S e
GRS L g Sl g n (85 e oS 5 (nl (Ol g peel (JSge 5S4 azgi Lo S
Gl WS oo Joo Sy 90 U5 aiile (puilig; Sl 90 3529 g 0ud i) S50 Gen

A8 Bl S e Bl ol S8

oo 25 T s0 75 7 mn

{4 Bo) le;

Y mL/min b > ey 10 Slol yiig el O/« MO/L Clale LY NM zoo Job j0 0ol ool pl S gleg ST #-T i
Sl o8 08 (S oo 51 50 dml o )8 duoyo o) Jolis (I B 10 gl ol e b

009381 b amo o s 1) S e 5 4 el il 65 0381 5l Jol ol Sgilles ST (V-Y) S
Cgo ol ek a5 85 cogr0 cud ab bt (S ymie B a4 aw o) lade 4 el ST 65

Lngui;.’“l.oﬂ Cﬁ‘)’ft‘.’ ..&.’TSA Sg>g Ay (A= Mo ‘S‘SL: 6}L~° QL.M.Q.Q Lng_i:.& ,JLT I .59..»‘50

B8 alol S yorie 5B )0 0uls S 0lge jgax pac 0 gum

oy



o0 =25 " sp 75 i

(a2 do) leg

Ol ey j0 Dbl g el O/ ME/L cdale L YO -NM oo sl ;0 00l ol pl Seileg,S V-V IS
S e 3B (o w]&gld;wjo\ Jolis S e 3B (R B 20 L}ﬁwluiwt\mumm
Ol Ul (55 adle

Oolato s M b o jlasliew] b Jelxo gauys F-V-Y
e oylailial Joloo ol Sgilos,S (59, 2 M 1 o)z s P> Bpae 0 aze ol jolate 4
Jorgnl b 55 )b g 00 0 o yidgtul ol b as o S g L@l O )0 a0 o el 15 !
Jslone (sans 5l o cilise slagle) o ol Cawsts slapl Foilog S (om0 s ags Lalls
Qilgd oo 6 lubl pae plogd 0 o (5,luLL 5 olul> cels ol ygaz a8 ol lias o lastisl
4 bgrye (A-Y) IS5 j0 3l enl il (oF Jsloe 50 ()T 65l0bl 5 Slol 255 sl dg 008 S 4
Jsloe ags @ basye (1) JS5 50 ¢ sl [0l B0 00 and o o jfasbin] Jolows angs
& by slapl Slag,S (1ooF) USh ol oanlie b gs & Lals ol o ol
Goluly o 4y e oo lis 1) alis slajg, jo Lalle o idginl b ool ags Slel yi5g !
oo Lac 5 o0d (s il ié (slooylae o3ilinl (sl Jslne ales < siigid o lal g pmre

Al ol poe 4 b gl bl (gileluen

oy



p
o~ 6000
=
w 4000
&
2000
0
k L L o L -
3.0 35 40 45 50 55 6.0 65 min
(az.80) -ley

[ o100 100 bl 10 oad ags O MIL cdale b Slel g el (6l oy oo al Soileg S A-Y IS
595 oot 55 G (Al 0 10 coni b b ysgnal s O Symie 5 5 ) mMLMIN (L, ey b g
el VY cildS 5l e (7 celo YT CdS 5l e (@

150004
125003 i
10000 f-

7500 !

S

S0004

(mvx10%) LS

25004 ! py.. |
=
A

4.00 4.25 450 475 5.00 5.25 5.50 min

[ -:l_-E___E.'_N};:Lc 5

by ey b 2B Ol jo oo ags 0/ MO/L cdale b Slal i3 g sl 51y 00l b ol Sgileg ST A-Y S
(z <ol YF 5l s (0 59, Oled 50 Goy3 (Al 00 100 s b o jiginl [ O S e 56,0 YmL/min

. -
] -
] -
V'il, 5000
= ]
ooy ]
x 2500
:E’ _ k
0
1 v v v 1 1 1 1
0.0 25 5.0 7.5 min
(az. 8n) L::'I_‘:J

Sy b alls s idginl (o ool ags O/ mO/L clale b Slol yiig sl (gly 00l ol pl Seileg,S Vo =Y S
el YF 51 s (0 595 olod 50 8o,y (A B¢ 10+ s b s pisginl | Ol S ymeie 56,0 Y mL/min L >

oF¥



DS EST b oy (S Ay (59 32 433 )5 4 (nges 55 sla gy g ls Y-Y
—Jsil 5 Dbl g sl (ETED 5o bl gl sepes 25 slagty, amlie jlate 4
b Sl 68k g, ey 2 5 5,25 (Shel iy e 0 ABLSN ey diged 4y Sl 15 g ]
e (VY S 2,5 ol a2l (g9, 52 V-5 515 sla i 1o b olgie oy
odel Cewsds 5,38 Lol iy, 5l eolaiwl b aS gzl seil ad e 5l ool LS5 56 e pgas
dalz 5By ol 51ty <l ( JI 5B ol b 4 YU 5l cas 5B ez cnl aesse lad
el 56 b 5l s3laSy salye ( JT 56 (lulaz 5l Gy akil e 00 035331 slaSad Jul
b bl ST gy Slilges maaie 5 C18 GCB PSA slacsile 5l soliad b T 36 (55, 52 o250
iy A 5B g0 cplams co lid |y g3luSh dl> o o ouls ol 51 g0 o e (VYY) SO
5 29, B ilwlaz 5l o aiil oo 0als colaiul gladl> 4 Blas ‘_s_ﬂ 38 Jels ol 4 YL
ML) o2 4 gl booalondly 5 yodud d92ge Mo (SSpm o 2lid 51506 Cnl ol j5ee
Siged S i st lapl Failag S 5 i3 HPLC ol 4y 5T (6 o e o0l (/YD
SR g kol 525 sy wile Jolie (oalod a5 i 5 (o D A (el ) sl e wals

A B3 aged 4 RS ES] Jg 0 el

S d
o e

LSl

GlaSL a0 51 o (@ gl pmain] 51 o (A 5,28 g, 50 eadilas slajle VY-F SCs

a0



9y (rl 58 e oo (LA 1) wald ol e 4y 5,2 ol by, 5l Jel> ol Sileg STAY-T) USCS )s
lac Ul Jg o plosl ol (g, Bllae Sy (solod 52 walis digad sl ol plonl 55l S

s Lol aty il 4y

J ) Spirotetramat

oo 2 " T s "7 7 T ds 77

{-\_:___E_‘p) ol

Wiges 3 V- MGIL e b ot ol 25 esnl 5 lol 59 sl boglino (glys o0 st ol Silog, S 1YY S
Sl (0. 0 Mb‘})ﬁdﬁw‘u] S yxie 58 g Y ML/MIN oL > Ce s jo kol 5,2 boads 5l
aald diges (o JoihOlel g ol 5 Slel (g ol (g9l igei

5 Sl 6,8 (g 5l ol slapl S giles,S (VY-T) S ol Sloedl Lol g, olgie 4 5,2
e S lsliwl Bl il g JUSaw polie 38 (V-F) Jaaz jo diad awslie S0 L Lol =5
s oo L |y g 99 5l Jol>

2L 5 ol 5,25 anslio (sl oaal Cesoay polia VY Jsox

%RSD & bge Sy pj mhaw wd) 5 a5 )
Y mg/L cdale b Slol 5 g yuunl

£/ar4 Y- IYAY el s

YISEA \Y/asy Sl 6586 g,

o7



30005 _
] Spirotetramat
1 2500- Enol
v
2 2000-
2 : -
AN
E ] b ~
1000 g ﬂ/\\w \
00 25 s 75 m

(4239 ol

Y mL/min oL, e g YO M oo Job j0 ool zl,5uinl diges sl ouls <ol slapl Sgileg SVY-T S
b Jghobel 59 el 5 Slol g el S5l (6,80 5,25 Shgy sln (10200 b sginl : %‘] S 5B L

hol 5,55 glyml Ghg) §ilwadaie Y-Y

5 oolitul 950 il 5 b Ses do P> B pae (ialS cel diges Jlade jials a5 ol
Sliage 9 SUBLl 4 azg b wgd oo aan e pals a0 5 3LSh 5 gl Jolh
HPLC L (¢ Sojlail 5 3y 5 ol Jorl o plowl (sl digas 5 YIB- + + jluie olStylos]
57 el Ghgy o s Lt Ll 5y5e sladlr 5 Sl (Pl (e o5 L
285 )18 Gileang 0y90 b g S

S8l 5l 9 Dk o 1) slodeg (A plaS 1o 4570l 092y (gouaie sla el 528 b 5
Sl SYle a5 azgi b b el )l plo g ol gy o alil pais dslllae ol j0 0isS oo Lyl digad
sl o el 555 el s 5 (ool ST Sl 4y dmgs b [AT, 00 ] Wi a3 5 s o 2l
ol 5o Joholel g sl Cdaibio (g9 2 (silwatan g 0 el (2SS 0l (5 2 s loaige

oy



ol jlado ¢ jlwaings \-Y-Y
Sl it gl el 5 diged <l 4 gliel BB JT Pl g 3585 g diy ZL 4 0T (0938
Aty Sgu |y (2l doyd g s o0 00938 Ol Jlaie 4 Aiged S (gilwdinge b 5 950 s
Vo) lacews b) Ol jod L 07+ 9 Y10 VO ho polie diges p,5 YO+ I3l & [AY]
& gy 28,5 plxl (55luSL g gl sl ol e g 8lo] ladiges 4 (Ol taiges VO :) g Vi) /O
e sl shon D0 5556 & 5 it Aiged o5 VDS + a5 o el 50 al @ 03 15
5l 0,5 aslol Ve mo/l cdale b olol g el (258l i Lo Ve diged 40 g 00,5
Ol 5l il polie e 0iS 395 At 8L 3o 4 25 ST B s sols oy el V (3500
S e VIO« aslsl jo i8S 3585 diges Cdl 9,0 4 O B o ools oy 4B Ve g aBlol lade
@ Oladguw o jmie 0,5 VFee v 0l 00jpp Cewd b ol 4 4l Ve Dol 4 g 009381 gl
L el Ve Doy diged ol 00938 diged (g9l (SIB 4 5 ()95 kS oo )57 < ITO -+ ol e
Sy b aBBo ¥ Do 4y g 0l 00500 dBBS p j90 Vv Sy b ST )9 hawgd adB0) g cws
oo b 55,8 p0 cell VY o 4 digad (o 1090, ploxl §auts il Joe a8 5,90 YTO-
2olie 3Lt al> o sl 0,5 2, 55,8 5l iged Sl VY CldS 51 e ol aildS Y- °C
ol Hg Slidga pajuie o5+ /+ Ve e gGCB o5 +/+Y++ PSA 55 /\+++ Li18p,5 +/- YO
2l ol gy 31 51 ol o VIO s 05 4550 5 5l s VD (35506 55,
4883 Sy Dy 5 hee V0 5B s 5 Al (6 (lee VO sSIB @y J3 4l 5o p0 00
48,85 15,90 VPO Ce o LaaBo ¥ Sob ay g 002 480 5 j90 Voo e Copu b (ST Jawys
Felhee VO Blad (o9 58 51 a8 0l S (518 99 oo G Gerks il 5l 5 S il
205 Jite Jbg 4 g 03ls joue yeg)Se +/FO Sljas oI L PTRA (S j s jild 5l g aiils
oS 5 5l e o 00l 1B YATC loo o 4o Voo Sae oM 56,5 olKws 1y9,0 JUg

) el S mls cod 3,5 HPLC oliws 4y 5 adlol o 4y gl s See YO+ o D>

oA



S5 el iy dal> diges 4 0 ial38l oS el 5ol oo Gl oS ol ol Seileg,S 5o
Slagiles] wiS oo (Rod Lazme S5 slnl 5 3900 diged 3L @ (Jyisial) JI Pl i

85 plowl O sl oo VB jgi> 50 (gam

17507 -
] N
_ 15004 ! N -
L ] [ ]
‘—Ei'_] 12 E’D_; . Spirotetramat
& 10007
# ]
£ 750
5003
250
00 10 20

(a2 Be) ol

VO (o yio (Gl Ay digas 31 5,2 shol gy b ol yi5g sl ]yl a5 Do po (slopl Sgilag,S VE-Y S

Gl b g

0 1 2 3 4 5 6
Ml p ol laia

cdale L;o..ub_..cwu_eb)\ IR C‘,:v.w ‘uLc‘)...n5)...~w‘ n_iu).')a.la.wulﬂ).’ui)‘m ).ul.' VO-Y sz:
V/+ mg/L

09



Gl al> o Sl (g5lwadne Y-Y-Y
5 Sgzg iy Bl g5y 5 g LaS dl e i Sl 45 ols Lt 2l Sl (gla ile;]
ol a5 320 gn (5305 oSG 515 5 Glit il 5 o g el e 5 ol 1 3 15
ez yelaie uay abl andlai ) HPLC olfiws 45 5,55 Cobils wosds Jool> o )lae 058 o0 i go
ol 50 Ol oo juie il ol a8 5 IS @ al> e pl ;0 MQSOs 4 Cis GCB PSA il
&lp PSA aib oo b3l iali8l 5 (JT5) (L yisginl aY [0 04250 Lol Ol Cis al> 1
243l ) bis (sl GCB .54, o 1S & loass 5 T glavnl cos > (glovanl aiile SLoS 5 i
5 o S daJgyinl doveed Jio (a8 8 OLS 5 Bdo coge 55 Cip 098 o0 ool
S99l zlhgel 5 glaus SIMESOs e s o 8 Olallas a5 azgi b 0gd o laa3e IS
VAL o g e L 5350 5 355550 €305 (3 45508 g 1 4> | s 505 L
35 9590 C18 Bliae 9 Wigd gl (g2ly ooy =Y+ "C (slos ;0 aigas (pols 13 Ll epdle
575 G5y x5 4 55 sk Slallhs @ i b cnlpln [AY] b (205 6T etn 0 b
5 anlllas ol o i Bl o/ ¥B+ 5 o/ Voo o 4 Crg g ol e Slidgus aajie e
oS Yo v ool S sl Oyg0 cpl @ 0dls 00 Ay g, .ol ags GCB 4 PSA L3>
el 5 el 5T il e VI iz oy 5 0035 e 5l shoe B0 5556 5 055 iged
b 3o 4 1SS b o eols loy cel V (0500 5l o g 20,5 adlsl Ve mo/L clale b
b 9,0 4 ol B ob ools o aiBo Yo g adlal ylaie O pud de VO o S 3945 Aty
O Caws b aday a4l Ve Oow 4y g 009381 s dgiwl i oo Y0 aalol jo .0uS 3945 digad
S3l> OB g (g5 SIS o 0,5 Y00+ ol e 4 Slilg e 0,5 /Tl ool
A8 5 490 Ve e ey b S0 )9 Jawgi adBo) g Cawo L adl Ve S 4 diged .ol 00933l digas
A e Bged 00,5 plowl Goal il Joe aBBs  j90 YFO: oy b adBo ¥ e 4 5 03500

T 58 5 Wged el VY CidS 5l e s 43S -V TC oo b 8 0 el VY G



VO GloyssIB a4 (V-Y) Jgoo sille GCB I aliwe polas 55 9 PSA 5l iz jolie
Voor Caopun b oS0 yg dawgd 4 do G o ay (65 (Lo VO (sloy9SdB Lau0 T adlsl b yqSIL
gy il 51 o 0l ety 2Ol 4280 1 a0 YTD Y Cie s L aB B0 ¥ e 4y g 0000 480 0 j90
Fagee 5l g adlo p SSyu b i loa VB BLd () 51 5l ad JuSis (5 g0 Joloe SO
55 ol (5, Jlis 30,5 Jitie Jlb 4 sios,Sen /PO Sl o5l b PTFA (S5 o il
Fdg S YO (Pl JolS pu5ed 5l o o 00ld I IYAC loo jo aido Ve v B 4 M o)
AV-Y) 5 OF-Y) Gl JSo @lhas .o )5 &, HPLC ofiws 4 g adlal ol & | ysginl

20,5 bl gow sl iole;l sl GCB 51 +/+Y++ mg o PSA 5l +/-0++ Mg ,lade

3975 Ghgy (slSh Al e y0 (gilwdigy S GCB 5 PSA Ll g0 calies polae Y-V Jou

ool oylos PSA GCB MgSOs Cis
(mg) (mg) (mg) (mg)

‘ f. Y. vo YO
Y I 'R Y- Yo
v z Y- Ve YO
¥ v v z YO
IA) \ 'R Y- Yo
5 B ). Ve YO
s NS Y & Yo
A O Y. Y. Yo
q o f. Y- Yo

7



PSA (s )b 4ug

20000
18000
16000
14000
'i) 12000
';Q 10000
+ 8000
“% 6000
4000
2000

0
0 20 40 60 80 100 120

mg s 3 PSA Gila Hlada

b b i a2l 5l oad gl il Slal 255 el S ) i (e 52 PSA Q3lo el 15Y IS

Ve mg/ll clale
GCB (5 )l 4

25000

'5) 15000
‘2
5'\

\g$ 10000

5000

0

0 5 10 15 20 25 30 35 40 45

mg s 3 GCB 3l Hlaia

Lo (6 dng <l 3l oo gl pmeinl Dbl g poel Sy 0 b l3ee 59 GCB Gl (l5ue 136 VY=Y Sl
V- mg/L clale

7Y



0?9 Ll F-Y
3L oo o (sl I8) (G 4255 (Somie s e stme Aiged )3 paan Hlade 4 3 (g Sl
STl oo ey bl golows Ll Sy ) gbaws 50,51 Cawody g calizes slacdale 5l eolatal b
L sulior 2y (o 4250 (o 08 Joog 0080 4 Sl ye JBla g, b ) osel sty blis
& Jstme 00le Cle 4y gasy 4z o izmie 1o ol ol 1 5 Jspzme diged JUiSws (951 Cusoy

AP

oiomnd (GAIAS 3O S ey V-F-Y
oy GARAZ D (Soie €95 99 ¢ g0S @bl (Al ojlas )5 sszge 8L ST L)l Hslaie 4
oz b sginl b aS Olel 15 gyl 2S5l o asbin] slo Jolxe lo comie ol (aled 5o .0
S gleg,S Ll bg ud o8 Lo Ve b o/o ¥ shale aialo b g alais 00,0 Widg oo,
Gz )0 (Fotie ey - (80,3 HPLC olfiws a4y 4l po a9 agd )L SO V-V s j0 00l S8
el od w8 de Ve b e/e 0 sl aals b adadi ey Jeihlel 1 g sl (gl puiine
St 2 525 o s 3 il sl Jlons 31,5 3l o 5 V3T 5 OAT) U5 llas
Jolo Sy 5 s 5 Sl 51 Jools (sloools b sy i ¢ i Sl eSSl g, b 5 2
ol 6l oo dule  Siod o pd g s (pizmad ol 00l 00,91 (F-Y) g (F-Y) Jgo jo

sl 00 03,51 (Y-V) Jgu o lo sioie

ar



[+ ¥V mo/L slale engaze (0 Slol yig ] pallies (GO 4> )0 gxine oy 3l Jolo ol YT Joas

(MV/s) Sy 5 zelaws (mg/L) cdale
I8y /e
/A9 N
VAN ofeF
VIYY /-
Y/ay AT
YAy NE
£IF) N
/A N
YV/AQ IV
YYIVE Voo

25

.
Yy =24.199 X-0.5934 .
20 R2=0.9985
.
'i) 15
.%
' 10 )
.
5
K
o’
0 '
0 0/2 0/4 0/6 0/8 1 1/2

ol 59 ol roins (a3 (s VAT IS

¥



Ve mg/L clale oogaze [ Jehlal g ol pullivns (g 4250 pxie o)y 5l Jeol> ol $-F Jgan

RN
(MV/s) S 5 zelaws (mg/L) cdale
-IYY o+ 0
-5 ¥ AR
VY -JY-
Y/04 -/
Y/as i
O/ - N
£100 Voo

7
Y = 6.5141 X - 0.0268 -
6 R2=0.9994
5 ..
34 ‘
2
:'S
3
‘g .0
2 e
o
1 et
I-’-
0 [ )
0 0/2 0/4 0/6 0/8 1 1/2

ppm s p d)&\-&h\)ﬁ})ﬁﬁ.\u\ calale

JphOlel g ol pubitins (gouaz )0 o VAT IS0

70




b (53w pluod (gussaz ;> (S ) T-F-F
03 (59, odd ol 528 () Jolre (saled il (8L (o Glunes (Ganaz 50 (omie o) 12
S8l >l Sl o las ol Cawsds 5l o plosil (ST fyg00) (alls diag (o0,5 VIO diges
D e Y VD Ve[S B o) F il slacalé b o aitiol Slol g g
e i 52,5 HPLC olSims 4 e d plaS o 5 il 1)y oS idia Ve v 5 VO
oo”'l (B-Y) Jguz )0 00l puwy oz (s s Olaseine g ol ool )Lid (V--T) S0y (gais a0
Slocdile | 5 alflar oS cin o gl olel g el Eodglio sl dig, cpmad a0
G5 HPLC ol8tus 4 g 4l iy a8l Vew 5 /A cofFe o fe f¥e /) co/od
1) Jsuz 9 (N-F) U8 5o Jgihlel 159 el (6l (8L (3l Glaod g0y a0 Jiovie 0

e 00 03,51 (V-¥) Jgaz ;o o] Lo o 2 Slaseiis 5 o ools oLt (8

M/L lalé osgamme ;5 Slal gyl (8L (5le laed (o 42,5 (oxie (o 5| ol @l O-Y Jgor

NRRYE
(MV/S) Sy »; o mg/L) clale
<10 .- F
-IA¥ T
-y o
\/BY N
YIVA o
YIvo 0
¥i55 Y
AISY s
VAR No
VAITA .

79



20

18 y = 18.491 X - 0.2875
16 R2=0.9978
14 T

12
%) 10
o)
%

o N b O

0 0/2 0/4 0/6 0/8 1 1/2

Slel 25 gyl (611 (8L (55l laad (g Az o i VY SS

MQ/L clalé oogams ;o JeibOlel g ol (8L lacad (gois ax )0 Joxin (o) 3l Jeol> G £-Y Jgoo

ool =\/e o
(MV/s) Sy 5 o (mg/L) clale
AR} RN
-[5- AR
V/YA AR
YIYO AR
YNE .[5-
FIOA e
AN /o
7
6 Yy =5.7565 X + 0.0084 (]
R2=09936 e
5 0TI e
..... o
T -
Foooo e o
1 ‘.-‘.. ------
e
0 @
0 0/2 0/4 0/6 0/8 1 1/2

ppmM s d)ﬁ\-&h\)ﬁ}‘)ﬂ;\a&‘ calale

JohSlel yiig yrnl sl (8L g5l Glaod g0 a0 g YT USSS

v




00wy (S 450 o sistie (Kwaad g o 5 L dolas V-V Jgu

R? bz aobes G 4> )0 (Sovie £o5
S[R3 Y = Y123 X - - [04Yf ol 259 ] e
£/394¥ Y = FI0VEN X - +[-YFA Jsb ool 13 sl e
<133VA Y SVAFR) X - +/YAYD KA WTIUNE BT FRPS I RS
.[3aYs Y = OIVOSO X+ +/+ AT Jsh el y5g sl 8L g5l Olevand

iz sBEBLE 45 b3l Hloge FoF- ¥
eSSk [ gl F N Y B VD lacdale Tanl  SbL polie 4y o0 o sl
2 &Sl 5 gl Jolpe Gupms 0l 00938 iy slaaised a4y Dbl g sl (2528 I 2
(1-F) asbes 1 ool b 0o o laol Soilag S 5 o5 olKius 4 g )5 plowl lodiges (55,

A ools yLas (YY-Y) S G ode] oy polie § ol dwlee ob3k s o

104 102/407
102 100/35
99/54
100 /
98
2 95/79
j‘ 9%
Z 9 92/17 92/31
';Q 92 91/17
90
88
86
84
R et A Y oY /o e
aA.fI: aA}_}é\ QH.G

iz lacdale )5 b3k Jloges VY-V S0

A



el S F-F-Y

ooy bog (8L g5l lued (go a0 Jovie ey b 2L 31(SANCO) oSSl o luibenl 3.b
s (GAA> 10 e 50 odal oty (slacad dunlio b 0gd co gy S laslil 2ol
& imen g (05 S ejlal g diges 8L 10,50 yo Sledlbl Gl e (8L il Glaen g
9 @‘W‘ o)La.c )& w uSLa )50 )d W 50 ugLD., .Q)si woéb 4;94.: L_s)l.onLcT J}‘)A
AR o olas 1y b il (ST 9O Ol el aolan

o zlminl polaal LS 5 g ] O a8y el Ylis! a5 s azslist | PR (FOWOR L 93
..\iTLSA Cawddy (V-F) dolas 3l oolainl b 51 ol jlade 0gd co Juol> digad il

% ME = Dk 100 O\ -Y) aoles
wile L sl Ghad simie o B oo il imie o A il 5l ouiiS L ME
oS 5T (g5, 2 igms bl 1 amd e olis ME gl 0oy VD polie o olsic alpe b
30 9 g oo Gleie Jawgio Cll 3l all ao,o EF UEVD o Jlade (pl STaS S50 0 .ol
FB Ojygo | cdl Sl wilg oo aid) 15 @ (g3l solal g, 45 005 o asuie Ojg0 (nl it
WS oS 2

il el il oal Mol 5528 g, 5l esliiwl b (goS @bl (55, 2 <l il adlas cnl )0

24.199-18.491

% ME = 24.199 x 100 =23.59 %

Sl axgi b Jg all oo il Jl g lade lyls golpiinn g, apo co ylid ool dwlxs das

IV VP ol JguB LB oo ol ol oo duoyo Fr 5 ol Cadds s

74



GOllions, P9 (05 9> 9 RS US> (peand B-F-Y
BBy e 0 U1y 8L g5l laad digas lol ¢ g, (LOD) Y auseid o> 148,51 oty Cg
e a5 5 335 i 4B 5 51 Sl 53 el Sl 51 ol iy o il b oS
T oS A Ghmle gl el Cawots p,5elS 1 5 e S VIV 1Sl ol lp olelis LB
pyaS Caml o (oS A laie gy cpl Gub 098 e oolaiwl gSSle o lastwl 5l ie, (LOQ)
Vool paS g o lastin] Gl ol glyls pioran g 2o )0 VY BV s (6,0l0, glylo a5 slale
e oo Lo sla S sl i g S e /0O Jlade adllae ol o [VVY] sl ooy

il e 5S3ls il

SOl 599 59 2 9 59 (993° o 9 8D (omy g F-F Y
9 (45 0 d4w) 3, SO 0 o] sy Ll (o 8 laslin] Gl ol il oolatwl b by, <do
VY e lEF N cdale an b age Lalid o ate sald dged 5l (a0 SO Jlge 59, aw
Gzl bausgi b5l dnslos g o T3l oolisal b (oo Como ol arlxe 1 5 05 e
G 4z 0 (gonie fawg ould o Cdale ¢ g3l s sladigel Zl Bl (o cul adlal clale
3939 O 9 39) 09> S g Somo w3l edel Cewsay polie b b3l (L sile laos

Saie 720 Glsebl mlaw j0) aib oo B9, (nl Glp L8> G 5 88 caims (Lis (A-Y) Jgo

L Limit Of Detection

2 Limit Of Quantification



4........’)0 W) C)Lo‘))JJ u.uj)vohasuﬁb 6‘,) 0 AMlJLA)Jbl&AA—V JBD

o oy Soodl ke | ol 5yl clale
koo, |tk »RSD (Mg/L + SD *) (mg/L)
T YT Y Ve e ¥ \
QY/AQ YIAY VY +/#YQ £/ 88 Y44
av/Y) 1/04 Y/EY DFYE £l AR Y

* Standard deviation (8 pS 0305l a)

t ctitica = 4.30 (0.95 of confidence limit)

X3y s aiges JIGT H-Y
Slp s S8l gyl Jle 4o ((28lg ages) Slel g ol (2SS b ool cdliows diey diges
x oloyS iy SLL jlonds (651 mezr Aiged diz iy ilise sladiged 1o gy L (o)
oy (R tiymd 0l ) VIO 28,8 5 5T 850 0 3Ll 5,28 i b s5ler o5
4a33 Ve 5 adlol Jlaie O S oo MO+ s 005 Jiiie sy e 00 0556 @ 5 (58
4l Vo o 4 g 009380 s gl ;i Lo YO .0uS 3985 diged CL (yg,0 4 ol b o sols e
3258wl a5 /YD ¢ ol pad 4 Slalgus e p,5 Ve e e 0l 000 Cewo b ol @
Sty b oS5 59 Janogs a8 30) g Cwd b asl ¥e e 4 diged 0 00938l iged (g5l ST @
plnl Soeis yulo Joo adBs 5 )50 YFO: Copun b adBo ¥ ke 4 g 0l 00500 4l8S 51 jo0 Ve v
Bgos Caeloo VY CindS 51 L o al3S =Y+ "C sloo b 3,8 50 el VY o 4 diges 0,5
X PSA oS o[ 00 Lagp)S [2V0r polie g5luSly al>pe 6l 5 00 )5 58
g - Jie (6 55 oo 10 5558 (9,0 4 T gy Slges e 501+ Ve 5 GCB o )5

o5l s 5 aslsl ol 4 L3 al> e 40 oo zl el bl gl (29 (_sJT 5851 d e VIO

\A



b JeSa 65 99 oo S fent il 5l ey 0B Sk yile adS0 50 YFO e S b adiBs
loo jo cel V Sae 4y D 58,5 ol (9,0 Jbg .o ,5 Jaiie Jlg 4 g ool jeue yiog,Soe
@ gl e S YO« 5 7,5 olws 51 Jbg ( P> JolS s 51 e o 00ls I3 YA'C
Y S 4 ax g b g aiges pl T 10.050,5 0ol HPLC olfiws a0 52,55 (gl g o adlol ]
Obaebl (6l 0l oo adrid ax | SeS diged (pl 10 9250 Dlol yiig ol cale 0l polas YY
G5 50 LC-MS olfiws 4y 5,28 ooy Mol g, b (63LaSL g 2l meinl 5 s badiged ol ¢ i

s oadlive Slel yi5 gyl (1S 55 olKtws ol 5l ooy ol s b o

500
4004
300

2004

(mv x 10%) £

100

0
0'o 2's 5'n 75 min

{A_E___E.}:} ;-.I_A:J'

oS e 35 ) MLMIN Gl > Cops L YO+ MM zgs Jsb 5o sadly sladiges 5| fol> ol Feiles,s YT s

B 10+ i b il s
Sl oud ais,S Ba oy, (Hp b ol 09y amlio F-Y
Lol 35 sl ST CST (g S0 31k
MS/MS 5550 L 5,28 s, 51 esliad b Yo VA Jlo o K0 sla il o yan 4 LiSesl ol
g Ay S by, 45 Cewl ouls oolaiul UV jiSGo L HPLC 3l golpiinn (hg, j0 .0 (6,5 o;ll
A g se Az gie o0 53 (s, 90 el b adlge (ceges sloellislesl gly wyiws LB
LIV F] gy 5 bol g sl (ST il o dlie BB solgiing Lbs, arieds

\Al



00 (& S0l Slomy e 5 4l 2l o HPLC (S5 L aaigas 50T 5 58 g, 5l ool

ool dslie BB SLsL as,0 s LOD polas (3-Y) Jgoo 4 axgi Lol

o bgy plo b (ooleiin by, duslie A-Y Joax

LOD(ug/kg)

& | hibse,e %) oyl < JGl

[V-¥] N-1) - Y S Koy RV I NI [CCIN
laceslis 5 il slSTaay]
[V-#] AY-QY Y S 5 0500 s Sadsilie g el g
e el 259 ek J ol
[Viv] VY-AY \$ S adl s 925 | —Usil cudsilie g Slel g

Slol 5y

O patee 9 Slol 25 g !
) ¥ YIY =S Ay I olel y5 gyl o1 Cdgolia

G S Az =Y
Caml ooy DY game (pl Coodl iy alox 5l S8 e OV game Ol jolo Coenl 4y a5
IS Olsie ar Slol g sl AN 58 g, ) eoliisl b asbpbly ool po isd (e
ol 5o el ogs oges g oliwd pl og oI, o a4 Jg a8 S oslosl MS ,g:SGo L HPLC
a0 0 O Jlade adllas pl 4o .08 ,5 & 00 UVIVIS 45iSGo b g HPLC olKiws L Lo pJUT asdlias
lan e jials ly g Wud agy g3l a> e 0 GCB g PSA Lil> g0 Jlade 5 5l
03 5,5 4 by, aS Cuwl g050 (pl 0lgS 0uls Jol> il oS o> Lol g, jo (Sl

3oe 5 013l sl 215 Ul (1 HPLC-UV olSiss (6,655 4 g aiby oo o0l 5 0f3 )1 Jlonns

Dobss ey crl oo

vy



55 easuT V-¥
ol losen BT ol o Coanl 3l 505 lo iS5l cpl BT dyaz sla iS5l 59,0 4 dxgi b
GC-MS L § LC-MS uilo (oiad ;8 (sloolSinss Lawssi casad slo iS5 il ol yas a4y lo S ]
sy oe S5 4 lsds (WS UV is5s Lol pes HPLC oliws b (Jg 95 (o0 )90 (21 &
@ axg b ogd ooyt b pSo3lail pl Caedl el 505, g 5 cegee b HPLC a5 sl
O3l 53,5 I ¢pgd g Jgl £95 el sl Lol 5l (B o ol g 5948 (golasdl MSLie

S SaS 528 ey St az e oo Sl 4 wilg o bl sl el

V¥






[1] Yildiztekin M, Kaya C, Tuna AL, Ashraf M. Oxidative stress and antioxidative mechanisms in tomato
(Solanum lycopersicum L.) plants sprayed with different pesticides. Pak J Bot. (2015); 47 (2):717-21.

[2] Dreher ML. Pistachio nuts: compaosition and potential health benefits. Nutrition reviews. (2012); 70
(4):234-40.

[3] GHASEMINASAB PM, AHMADI A, MAZLOOMI SM. A review on pistachio: Its composition and
benefits regarding the prevention or treatment of diseases. (2015).

[4] Rabadan A, Alvarez-Orti M, Gémez R, Pardo-Giménez A, Pardo JE. Characterization of pistachio oils
and defatted flours regarding cultivar and geographic origin. Journal of Food Composition and Analysis.
(2018).

[5] SALEM Z. Pistachio and metabolic syndrome: A review article. (2014).

[6] Bajwa U, Sandhu KS. Effect of handling and processing on pesticide residues in food-a review. Journal
of food science and technology. (2014); 51 (2):201-20.

[7] Taghizadeh-Alisaraei A, Assar HA, Ghobadian B, Motevali A. Potential of biofuel production from
pistachio waste in Iran. Renewable and Sustainable Energy Reviews. (2017); 72: 510-22.

[8] Aldemir M, Okulu E, Neselioglu S, Erel O, Kayigil O. Pistachio diet improves erectile function
parameters and serum lipid profiles in patients with erectile dysfunction. International journal of impotence
research. (2011); 23 (1):32.

[9] Kris-Etherton PM, Hu FB, Ros E, Sabaté J. The role of tree nuts and peanuts in the prevention of
coronary heart disease: multiple potential mechanisms. The Journal of nutrition. (2008); 138(9):1746S-51S.
[10] Mehrnejad MR, Copland MJ. Behavioral responses of the parasitoid Psyllaephagus pistaciae
(Hymenoptera:Encyrtidae) to host plant volatiles and honeydew. Entomological science. (2006);9(1):31-7.
[11] Salehi F, Samih M. Susceptibility of the common pistachio psyllid (Agonoscena pistaciae Burkhardt
and Lauterer) to several plant extracts in laboratory. Iranian Journal of Medicinal and Aromatic Plants.
(2016); 32 (2).

[12] Food and Agricultur Organization of the United Nations (FAO).

[13] Arzani K, Mansouri-Ardakan H, Vezvaei A, Roozban MR. Morphological variation among Persian
walnut (Juglans regia) genotypes from central Iran. New Zealand Journal of Crop and Horticultural Science.
(2008); 36 (3):159-68.

[14] IUPAC, Compendium of Chemical Terminology, 2nd ed. (the Gold Book) (1997). Online Corrected
Version: (2006) Pesticide residue.

[15] A history of pesticide use, Patricia Muir at Oregon State University. Last updated Oct. 22, (2012),
http://people.oregonstate.edu/~muirp/pesthist.htm

[16] Aktar W, Sengupta D, Chowdhury A. Impact of pesticides use in agriculture: their benefits and
hazards. Interdisciplinary toxicology. (2009); 2 (1):1-12.

[17] Popp J, Petd K, Nagy J. Pesticide productivity and food security. A review. Agronomy for sustainable
development. (2013); 33 (1):243-55.

[18] Blakley B, Brousseau P, Fournier M, Voccia |. Immunotoxicity of pesticides: a review. Toxicology
and industrial health. (1999); 15 (1-2):119-32.

[19] El-Saeid MH, AL-Dosari SA. Monitoring of pesticide residues in Riyadh dates by SFE, MSE, SFC,
and GC techniques. Arabian Journal of chemistry. (2010); 3 (3):179-86.

[20] Bajwa U, Sandhu KS. Effect of handling and processing on pesticide residues in food-a review. Journal
of food science and technology. (2014); 51 (2):201-20.

[21] Mazloomi S, Sefidkar R. A Review of the Effects of Different Types of Food Processing Methods on
the Amount of Pesticides Residues in Raw and Processed Plant-based Food. Scientific journal of
ilamuniversity of medical sciences. (2015); 22 (6):24-33.

[22] Mills PA, Onley J, Gaither R. Rapid method for chlorinated pesticide residues in nonfatty foods.
Journal of the Association of Official Agricultural Chemists. (1963); 46 (2):186-&.

[23] Storherr RW, Ott P, Watts RR. A general method for organophosphorus pesticide residues in nonfatty
foods. Journal-Assocaition of Official Analytical Chemists. (1971); 54: 513.

\&4



[24] Luke MA, Froberg JE, Masumoto HT. Extraction and cleanup of organochlorine, organophosphate,
organonitrogen, and hydrocarbon pesticides in produce for determination by gas-liquid chromatography.
Journal-Association of Official Analytical Chemists. (1975); 58 (5):1020-6.

[25] Official Methods of Analysis (2000) 17th Ed. AOAC International, Gaithersburg, MD.

[26] Specht W, Pelz S, Gilshach W. Gas-chromatographic determination of pesticide residues after clean-
up by gel-permeation chromatography and mini-silica gel-column chromatography. Fresenius' journal of
analytical chemistry. (1995); 353 (2):183-90.

[27] Casanova JA. Use of solid-phase extraction disks for analysis of moderately polar and nonpolar
pesticides in high-moisture foods. Journal of acac international. (1996); 79 (4):936-40.

[28] M. Luke, L. Cassias, S. Yee. Lab Inform Bull No 4178. Office of Regulatory Affairs, US Food and
Drug Administration, Rockville, MD. (1999).

[29] Jr Parfitt, (1991) Lab. Inform. Bull. No. 3616, Office of Regulatory Affairs, U.S. Food and Drug
Administration, Rockville, MD

[30] Schenck FJ, Callery P, Gannett PM, Daft JR, Lehotay SJ. Comparison of magnesium sulfate and
sodium sulfate for removal of water from pesticide extracts of foods. Journal of aoac international. (2002);
85 (5):1177-80.

[31] Lee SM, Papathakis ML, Feng H-MC, Hunter GF, Carr JE. Multipesticide residue method for fruits
and vegetables: California Department of Food and Agriculture. Fresenius' Journal of Analytical
Chemistry. (1991); 339 (6):376-83.

[32] Lehotay SJ, Lightfield AR, Harman-Fetcho JA, Donoghue DJ. Analysis of pesticide residues in eggs
by direct sample introduction/gas chromatography/tandem mass spectrometry. Journal of agricultural and
food chemistry. (2001); 49 (10):4589-96.

[33] Cook J, Beckett MP, Reliford B, Hammock W, Engel M. Multiresidue analysis of pesticides in fresh
fruits and vegetables using procedures developed by the Florida Department of Agriculture and Consumer
Services. Journal-aoac International. (1999); 82:1419-35.

[34] Hatje V, Magalhaes W, Barros Junior F, Riatto VB, Cirano M, Spand S, et al. Trace metals and benthic
macrofauna distributions in Camamu Bay, Brazil: sediment quality prior oil and gas exploration. (2008).
[35] Andersson A, Palsheden H. Comparison of the efficiency of different GLC multi-residue methods on
crops containing pesticide residues. Fresenius' Journal of Analytical Chemistry. (1991); 339 (6):365-7.
[36] Fernandez-Alba AR, Valverde A, Aglera A, Contreras M. Gas chromatographic determination of
organochlorine and pyrethroid pesticides of horticultural concern. Journal of Chromatography A. (1994);
686 (2):263-74.

[37] Valverde-Garcia A, Fernandez-Alba AR, Contreras M, Aglera A. Supercritical fluid extraction of
pesticides from vegetables using anhydrous magnesium sulfate for sample preparation. Journal of
agricultural and food chemistry. (1996); 44 (7):1780-4.

[38] Eller KI, Lehotay SJ. Evaluation of hydromatrix and magnesium sulfate drying agents for supercritical
fluid extraction of multiple pesticides in produce. Analyst. (1997); 122 (5):429-35.

[39] Lehotay SJ. Supercritical fluid extraction of pesticides in foods. Journal of chromatography A. (1997);
785 (1-2):289-312.

[40] Richter BE, Jones BA, Ezzell JL, Porter NL, Avdalovic N, Pohl C. Accelerated solvent extraction: a
technique for sample preparation. Analytical Chemistry. (1996); 68 (6):1033-9.

[41] Lehotay SJ, Lee C-H. Evaluation of a fibrous cellulose drying agent in supercritical fluid extraction
and pressurized liquid extraction of diverse pesticides. Journal of chromatography a.(1997);785(1):313-27.
[42] Schenck FJ, Wagner R. Screening procedure for organochlorine and organophosphorus pesticide
residues in milk using matrix solid phase dispersion (MSPD) extraction and gas chromatographic
determination. Food Additives & Contaminants. (1995); 12 (4):535-41.

[43] Barker SA. Matrix solid-phase dispersion. Journal of chromatography A. (2000); 885 (1-2):115-27.
[44] Barker SA. Applications of matrix solid-phase dispersion in food analysis. Journal of Chromatography
A. (2000); 880 (1-2):63-8.

[45] Pawliszyn J. Solid phase microextraction: theory and practice: John Wiley & Sons; (1997).

[46] Kataoka H, Lord HL, Pawliszyn J. Applications of solid-phase microextraction in food analysis.
Journal of chromatography A. (2000); 880 (1-2):35-62.

Yy



[47] Mills GA, Walker V. Headspace solid-phase microextraction procedures for gas chromatographic
analysis of biological fluids and materials. Journal of Chromatography A. (2000); 902 (1):267-87.

[48] Pylypiw HM, Arsenault TL, Thetford CM, Incorvia Mattina MJ. Suitability of microwave-assisted
extraction for multiresidue pesticide analysis of produce. Journal of agricultural and food chemistry. (1997);
45 (9):3522-8.

[49] Halim N, Kuntom A. Determination of glufosinate ammonium in crude palm oil: use of the modified
quechers method and LC-MS/MS detection. Journal of Oil Palm Research. (2013); 25 (1):84-91.

[50] Anastassiades M, Lehotay SJ, Stajnbaher D, Schenck FJ. Fast and easy multiresidue method employing
acetonitrile extraction/partitioning and “dispersive solid-phase extraction” for the determination of
pesticide residues in produce. Journal of AOAC international. (2003); 86 (2):412-31.

[51] Manav OG, Ding-Zor S, Alpdogan G. Optimization of a modified QUEChERS method by means of
experimental design for multiresidue determination of pesticides in milk and dairy products by GC-MS.
Microchemical Journal. (2019):144:124-129.

[52] Wang P-C, Lee R-J, Chen C-Y, Chou C-C, Lee M-R. Determination of cyromazine and melamine in
chicken eggs using quick, easy, cheap, effective, rugged and safe (QUEChERS) extraction coupled with
liquid chromatography—tandem mass spectrometry. Analytica chimica acta. (2012); 752:78-86.

[53] Oduntan AO, Tavengwa NT, Cukrowska E, Mhlanga SD, Chimuka L. QUEChERS Method
Development for Bio-monitoring of low molecular weight polycyclic aromatic hydrocarbons in South
African carp fish using hplc-fluorescence: an initial assessment. South African Journal of Chemistry.
(2016); 69:98-104.

[54] Carneiro RP, Oliveira FA, Madureira FD, Silva G, de Souza WR, Lopes RP. Development and method
validation for determination of 128 pesticides in bananas by modified QUEChERS and UHPLC-MS/MS
analysis. Food Control. (2013); 33(2):413-23.

[55] Zhou L, Liu X, Kang S, Zhang F, Pan C. A rapid determination method for ethylenethiourea in potato
and cucumber by modified QUEChERS-High performance liquid chromatography—tandem mass
spectrometry. Food chemistry. (2013); 138(2-3):1355-9.

[56] Garcia CV, Gotah A. Application of QUEChERS for Determining Xenobiotics in Foods of Animal
Origin. Journal of analytical methods in chemistry. (2017).

[57] Capriotti AL, Cavaliere C, Piovesana S, Samperi R, Lagana A. Multiclass screening method based on
solvent extraction and liquid chromatography—tandem mass spectrometry for the determination of
antimicrobials and mycotoxins in egg. Journal of Chromatography A. (2012); 1268:84-90.

[58] Lopes RP, Augusti DV, Santos FA, Vargas EA, Augusti R. Development and validation of an efficient
and innovative method for the quantification of multiclass veterinary drugs in milk by using LC-MS/MS
analysis. Analytical Methods. (2013); 5(19):5121-7.

[59] Lombardo-Agli M, Garcia-Campafia AM, Gamiz-Gracia L, Cruces-Blanco C. Determination of
quinolones of veterinary use in bee products by ultra-high performance liquid chromatography-tandem
mass spectrometry using a QUEChERS extraction procedure. Talanta. (2012); 93:193-9.

[60] Correia P, Cruz A, Santos L, Alves A. Human dermal exposure to galaxolide from personal care
products. International journal of cosmetic science. (2013); 35(3):299-3009.

[61] Rawn DF, Judge J, Roscoe V. Application of the QUEChERS method for the analysis of pyrethrins
and pyrethroids in fish tissues. Analytical and bioanalytical chemistry. (2010); 397(6):2525-31.

[62] Zhang Z, Dong M, Hao X, Han L, Song S, Yao W. Evaluation of cleanup procedures in pesticide
multi-residue analysis with QUEChERS in cinnamon bark. Food chemistry. (2019); 276:140-6.

[63] YinY, Zhao C, Zheng G, Li L, Liu S, Shan Q, et al. Development of styrene-divinylbenzene copolymer
beads using QUEChERS for simultaneous detection and quantification of 13 perfluorinated compounds in
aquatic samples. Microchemical Journal. (2019); 144:166-71.

[64] Manav OG, Ding-Zor S, Alpdogan G. Optimization of a modified QUEChERS method by means of
experimental design for multiresidue determination of pesticides in milk and dairy products by GC-MS.
Microchemical Journal. (2019); 144:124-9.

[65] Muhammad N, Subhani Q, Wang F, Lou C, Liu J, Zhu Y. Simultaneous determination of two plant
growth regulators in ten food samples using ion chromatography combined with QUEChERS extraction
method (IC-QUEChERS) and coupled with fluorescence detector. Food Chemistry. (2018); 241:308-16.

YA



[66] da Costa Marinho MI, Costa AlG, Vieira NM, Paiva MCG, de Freitas FCL, da Silva AA. Validation

and application of a QUEChERS based method for estimation of half-life of imidazolinone herbicides in

soils by LC-ESI-MS/MS. Ecotoxicology and environmental safety. (2019); 167:212-7.

[67] Peromingo B, Rodriguez M, Nufiez F, Silva A, Rodriguez A. Sensitive determination of cyclopiazonic

acid in dry-cured ham using a QUEChERS method and UHPLC-MS/MS. Food chemistry. (2018); 263:275-

82.

[68] Vargas-Pérez M, Marin-Saez J, Gonzalez FJE, Frenich AG. Optimization and establishment of

QUECHERS based method for determination of propoxycarbazone and its metabolite in food commaodities

by liquid chromatography coupled to tandem mass spectrometry. Food chemistry. (2019); 274:429-33.

[69] Xiong L, Yan P, Chu M, Gao Y-Q, Li W-H, Yang X-L. A rapid and simple HPLC—FLD screening

method with QUEChERS as the sample treatment for the simultaneous monitoring of nine bisphenols in

milk. Food chemistry. (2018); 244:371-7.

[70] da Costa Morais EH, Collins CH, Jardim ICSF. Pesticide determination in sweet peppers using

QUEChERS and LC-MS/MS. Food chemistry. (2018); 249:77-83.

[71] Ramos S, Homem V, Santos L. Development and optimization of a QUEChERS-GC-MS/MS

methodology to analyse ultraviolet-filters and synthetic musks in sewage sludge. Science of Total

Environment. (2019); 651:2606-14.

[72] Usui K, Hayashizaki Y, Minagawa T, Hashiyada M, Nakano A, Funayama M. Rapid determination of

disulfoton and its oxidative metabolites in human whole blood and urine using QUEChERS extraction and

liquid chromatography—tandem mass spectrometry. Legal Medicine. (2012); 14(6):309-16.

[73] Xu N, Dong J, Yang Y, Liu Y, Yang Q, Ai X. Development of a liquid chromatography—tandem mass

spectrometry method with modified QUEChERS extraction for the quantification of mebendazole and its

metabolites, albendazole and its metabolites, and levamisole in edible tissues of aquatic animals. Food

chemistry. (2018); 269:442-9.

[74] Sapozhnikova Y. Evaluation of low-pressure gas chromatography—tandem mass spectrometry method

for the analysis of> 140 pesticides in fish. Journal of agricultural and food chemistry. (2014); 62 (17):3684-

9.

[75] Xu X, Xu X, Han M, Qiu S, Hou X. Development of a modified QUEChERS method based on magnetic

multiwalled carbon nanotubes for the simultaneous determination of veterinary drugs, pesticides and

mycotoxins in eggs by UPLC-MS/MS. Food chemistry. (2019); 276:419-26.

[76] Romero-Gonzalez R, Plaza-Bolafios P, Limén-Garduza RI, Martinez-Vidal JL, Frenich AG.

QUEChERS approach for the determination of biopesticides in organic and nonorganic vegetables and fruits

by ultra-performance liquid chromatography/tandem mass spectrometry. Journal of AOAC International.

(2014); 97(4):1027-33.

[77] Zhang X, Song Y, Jia Q, Zhang L, Zhang W, Mu P, et al. Simultaneous determination of 58 pesticides

and relevant metabolites in eggs with a multi-functional filter by ultra-high performance liquid

chromatography-tandem mass spectrometry. Journal of Chromatography A. (2019).

[78] Kharandi N, Babri M, Azad J. A novel method for determination of patulin in apple juices by GC—

MS. Food chemistry. (2013); 141(3):1619-23.

[79] Zhou L, Liu X, Kang S, Zhang F, Pan C. A rapid determination method for ethylenethiourea in potato

and cucumber by modified QUEChERS-High performance liquid chromatography—tandem mass

spectrometry. Food chemistry. (2013); 138(2-3):1355-9.

[80] Pareja L, Cesio V, Heinzen H, Fernandez-Alba AR. Evaluation of various QUEChERS based methods

for the analysis of herbicides and other commonly used pesticides in polished rice by LC-MS/MS. Talanta.

(2011); 83(5):1613-22.

[81] Peysson W, Vulliet E. Determination of 136 pharmaceuticals and hormones in sewage sludge using

quick, easy, cheap, effective, rugged and safe extraction followed by analysis with liquid chromatography—

time-of-flight-mass spectrometry. Journal of Chromatography A. (2013); 1290:46-61.

[82] Gilbert-Lopez B, Garcia-Reyes JF, Molina-Diaz A. Sample treatment and determination of pesticide

residues in fatty vegetable matrices: A review. Talanta. (2009); 79(2):109-28.

il 53 e (g L 2 sl ol sed 4y iy (el (sl (ESCl (5 58 1) ¢ 3] Aaliglly «(VFAF) i Ko 8 5 [AT]
i Mg oS iy

vAa



[84] Cunha S, Fernandes J. Assessment of bisphenol A and bisphenol B in canned vegetables and fruits by

gas chromatography—mass spectrometry after QUEChERS and dispersive liquid—liquid microextraction.

Food Control. (2013); 33(2):549-55.

[85] Bruzzoniti MC, Checchini L, De Carlo RM, Orlandini S, Rivoira L, Del Bubba M. QUEChERS sample

preparation for the determination of pesticides and other organic residues in environmental matrices: a

critical review. Analytical and bioanalytical chemistry. (2014); 406(17):4089-116.

[86] Gonzalez-Curbelo M, Socas-Rodriguez B, Herrera-Herrera A, Gonzalez-Salamo J, Hernandez-Borges

J, Rodriguez-Delgado M. Evolution and applications of the QUEChERS method. TrAC Trends in Analytical

Chemistry. (2015); 71:169-85.

[87] Rajski L, Lozano A, Uclés A, Ferrer C, Fernandez-Alba AR. Determination of pesticide residues in

high oil vegetal commaodities by using various multi-residue methods and clean-ups followed by liquid

chromatography tandem mass spectrometry. Journal of Chromatography A. (2013); 1304:109-20.

[88] Hou X, Lei S, Qiu S, Guo L, Yi S, Liu W. A multi-residue method for the determination of pesticides

in tea using multi-walled carbon nanotubes as a dispersive solid phase extraction absorbent. Food

chemistry. (2014); 153:121-9.

[89] Li Y-F, Qiao L-Q, Li F-W, Ding Y, Yang Z-J, Wang M-L. Determination of multiple pesticides in

fruits and vegetables using a modified quick, easy, cheap, effective, rugged and safe method with magnetic

nanoparticles and gas chromatography tandem mass spectrometry. Journal of Chromatography A. (2014);

1361:77-87.

[90] Koesukwiwat U, Sanguankaew K, Leepipatpiboon N. Rapid determination of phenoxy acid residues

in rice by modified QUEChERS extraction and liquid chromatography—tandem mass spectrometry.

Analytica chimica acta. (2008); 626(1):10-20.

[91] Nguyen TD, Lee MH, Lee GH. Rapid determination of 95 pesticides in soybean oil using liquid-liquid

extraction followed by centrifugation, freezing and dispersive solid phase extraction as cleanup steps and

gas chromatography with mass spectrometric detection. Microchemical Journal. (2010); 95(1):113-9.

[92] Cerqueira MB, Caldas SS, Primel EG. New sorbent in the dispersive solid phase extraction step of

quick, easy, cheap, effective, rugged, and safe for the extraction of organic contaminants in drinking water

treatment sludge. Journal of Chromatography A. (2014); 1336:10-22.

[93] Guan W, Li Z, Zhang H, Hong H, Rebeyev N, Ye Y, et al. Amine modified graphene as reversed-

dispersive solid phase extraction materials combined with liquid chromatography—tandem mass

spectrometry for pesticide multi-residue analysis in oil crops. Journal of Chromatography A. (2013);

1286:1-8.

[94] Lehotay SJ, Son KA, Kwon H, Koesukwiwat U, Fu W, Mastovska K, et al. Comparison of QUEChERS

sample preparation methods for the analysis of pesticide residues in fruits and vegetables. Journal of

Chromatography A. (2010); 1217(16):2548-60.

[95] Tomasini D, Sampaio MR, Caldas SS, Buffon JG, Duarte FA, Primel EG. Simultaneous determination

of pesticides and 5-hydroxymethylfurfural in honey by the modified QUEChERS method and liquid

chromatography coupled to tandem mass spectrometry. Talanta. (2012); 99:380-6.

[96] Lehotay SJ, Mastovska K, Lightfield AR. Use of buffering and other means to improve results of

problematic pesticides in a fast and easy method for residue analysis of fruits and vegetables. Journal of

AOAC International. (2005); 88(2):615-29.

[97] Jeong I-S, Kwak B-M, Ahn J-H, Jeong S-H. Determination of pesticide residues in milk using a

QUEChERS-based method developed by response surface methodology. Food chemistry. (2012);

133(2):473-81.

[98] Berendsen BJ, Nielen MW. Selectivity in the sample preparation for the analysis of drug residues in

products of animal origin using LC-MS. TrAC Trends in Analytical Chemistry. (2013); 43:229-39.

o ma (38 s ) At il 8 i) o 59 ¢(VVA0) (liilimn ) 2si 5 SLel o i silaaeaiia fama 3 5 & 55 4]
Ol e (Aall a0 sal H2S () g5 (o (udiga 5 ol 50 (238 55y (st s sl Ll (s (e (il S (e s

[100] Hussen, A., Westbom, R., Megersa, N., Mathiasson, L. and Bjérklund, E. Development of a

pressurized liquid extraction and clean-up procedure for the determination of a-endosulfan, Bendosulfan

and endosulfan sulfate in aged contaminated Ethiopian soils. Journal of Chromatography A.

(2006):1103(2): 202-210.



[101] Ramon E. Cevallos C, Consuelo Agulld, Antonio Abad-Somovilla, Antonio Abad-Fuentes, Josep
V. Hapten Design and Antibody Generation for Immunoanalysis of Spirotetramat and Spirotetramat-enol.
ACS Omega, (2018), 3 (9), 11950-11957.

[102] Ting-Ting Yao, Jing-Li Cheng, Bing-Rong Xu, Min-Zhe Zhang, Yong-Zhou Hu, Jin-Hao Zhao,
Xiao-Wu Dong. Support vector machine (SVM) classification model based rational design of novel
tetronic acid derivatives as potent insecticidal and acaricidal agents. RSC Adavces. (2015):5: 49195-
49203

[103] Iranian National Standardization Organization. http://www.isiri.gov.org.

[104] Faraji M, Noorbakhsh R, Shafieyan H, Ramezani M. Determination of acetamiprid, imidacloprid,
and spirotetramat and their relevant metabolites in pistachio using modified QUEChERS combined with
liquid chromatography-tandem mass spectrometry. Food chemistry. (2018); 240:634-41.

[105] Hou X, Lei S, Qiu S, Guo L, Yi S, Liu W. A multi-residue method for the determination of pesticides
in tea using multi-walled carbon nanotubes as a dispersive solid phase extraction absorbent. Food
chemistry. (2014); 153:121-9.

[106] Singh B, Mandal K, Sahoo SK, Bhardwaj U, Battu RS. Development and validation of an HPLC
method for determination of spirotetramat and spirotetramat cis enol in various vegetables and soil. Journal
of AOAC International. (2013); 96(3):670-5.

[107] Zhu Y, Liu X, Xu J, Dong F, Liang X, Li M, et al. Simultaneous determination of spirotetramat and
its four metabolites in fruits and vegetables using a modified quick, easy, cheap, effective, rugged, and safe
method and liquid chromatography/tandem mass spectrometry. Journal of Chromatography A. (2013);
1299:71-7.

[108] Aldana-Madrid ML. Dissipation of Spirotetramat and Spirotetramat-Enol in Leaf and Fruit of Grape
Variety Red Globe (Vitis Vinifera L.). Journal of Progressive Research in Biology. (2015); 2(1):60-5.
[109] Lozowicka B, Mojsak P, Kaczynski P, Konecki R, Borusiewicz A. The fate of spirotetramat and
dissipation metabolites in Apiaceae and Brassicaceae leaf-root and soil system under greenhouse conditions
estimated by modified QUEChERS/LC-MS/MS. Science of The Total Environment. (2017); 603:178-84.
[110] Li S, Liu X, Dong F, Xu J, Xu H, Hu M, et al. Chemometric-assisted QUEChERS extraction method
for the residual analysis of thiacloprid, spirotetramat and spirotetramat’s four metabolites in pepper:
application of their dissipation patterns. Food chemistry. (2016); 192:893-9.

[111] Mohapatra S, Deepa M, Lekha S, Nethravathi B, Radhika B, Gourishanker S. Residue dynamics of
spirotetramat and imidacloprid infon mango and soil. Bulletin of environmental contamination and
toxicology. (2012); 89(4):862-7.

[112] Chen X, Meng Z, Zhang Y, Gu H, Ren Y, Lu C. Degradation kinetics and pathways of spirotetramat
in different parts of spinach plant and in the soil. Environmental Science and Pollution Research. (2016);
23(15):15053-62.

[113] Mohapatra S, Deepa M, Jagadish G. An efficient analytical method for analysis of spirotetramat and
its metabolite spirotetramat-enol by HPLC. Bulletin of environmental contamination and toxicology.
(2012); 88(2):124-8.

[114] Yulong Zhu, Xingang Liu, Jun Xu, Fengshou Dong, Xuyang Liang, Minmin Li, Lifang Duan,
Yongquan Zheng. Simultaneous determination of spirotetramat and its four metabolites in fruits and
vegetables using a modified quick, easy, cheap, effective, rugged, and safe method and liquid
chromatography/tandem mass spectrometry. Journal of Chromatography A, 1299 (2013) 71-77.

[115] R. Schéning. J. Willmes. Analytical method 01084 for the determination of residues of spirotetramat
(BY1 08330), BY108330-enol, BY108330-ketohydroxy, BY108330-mono-hydroxy and BY108330-enol-
glucoside metabolites in/on plant material by HPLC-MS/MS. Bayer CropScience AG. (2008):1-140.
[116] W Zhou, S Yang, PG Wang. Matrix effects and application of matrix effect factor. Future Science.
(2017): 9 (23): 0214.

[117] Guidance document on analytical quality control and method validation procedures for pesticide
residues and analysis in food and feed. European commission directorate general for health and food safety.
(2017); sante 11813.

AN



Abstract

Pistachio as an important and strategic product plays an important role in non-oil export
of the country. Hence, increasing the amount and quality of this product is important.
Pestiside residues in pistachio treat human and environment health and also cause serious
problems in exporting of this product. In this dissertation, the spirotetramat pesticide
residue and its most important metabolite, spirotetramat-enol, were evaluated using the
QuChERS method, which is a fast, easy, inexpensive, safe and reliable method for
complex tissues. To isolate and measure this pesticide, high perfomance liquid
chromatography with UV/Vis detector was used. HPLC instrumental such as wavelength
of analysis and solvent for preparation of standards were evaluad and optimized. The
QuChERS method consists of two steps: 1) extraction by acetonitrile. 2) a cleaning step
using salts and sorbents. The amount of graphene carbon black and the primary and
secondry amines at the purification step as well as the amount of water at the extraction
stage were optimized. Finally, the method was evaluated for linearty range, detection
limit according to the maximum residual value of pesticidein Iran, and also recovery and
repeatability. The matrix-match calibration curve for spirotetramat showed a linear
relation in the range 0.040-1.0 mg/ L with correlation coefficient of 0.9978. The RSD was
less than 10% and the recovery range was 91-103%. In addition, the matrix-match
calibration curve for spirotetramate-enol exhibited a dynamic range of 0.050-1.0 mg/L
with correlation coefficient of 0.9936. The LOD and LOQ for spirotetramate was 2.2
pg/kg and 0.053 mg /L, respectively which is acceptable according to the MRL of this
pesticide (50 pg/kg).

Key words: Pesticide residue, Metabolite, MRL, QUChERS method, Spirotetramat,
Spirotetramat-enol, HPLC
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