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Xpomarorpadwuja:

4 N

AHanutnyka / [TpenaparvBHa Kononcka / HekonoHcka

lacHa / Teyna
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«Xpomatorpad

14

7 9
4
] 3 3 8
J “ I
=5 L b
o 2 4 6 8 10 12
Time (min)



= S -

liiTa je racha xpomatorpadpuja (FX)?

Bpcta xpomartorpadwuje y Kojoj je enyeHT rac (Hajyewhe He, Ar n N,
yuctohe 6ap 99,995% 6e3 npucycrtea BOAE U KNCEOHMKA) a Y30paK je
UIN Fac UNn TEYHOCT HUCKE TauKe Kiby4aha Koja ce 3arpeBarem
MOXXE MNPEBECTN Yy rac, nod yCrnoBom aa He gohe Ao TepMunyKor
pasnarakwa HeHUX KOMMOHEHTH.

[ X aHanm3om mory 6utn obyxsaheHe n TEpMUYKMN HECTADUITHE
KOMIMOHEHTE CMeLLEe ako Ce NMPeTXo4HO NoABPrHy XeMujCcKoj peakumjm
y TOKY KOje ce npeBofe Yy CTabunHe gepmBaTe HUXKE Tavke Kibydarsa.
OBaj nocTynak 30Be ce gepuBaTtmnsauuja.

[epueaTtusaunja Tpeba Oa je KBaHTUTATUBHA, Op3a U CeneKkTMBHa.
Hajuyewwhe nogpasymeBa cynctutyuujy dyHKLMOHaNHMX rpyna, a
MOXXe ce 06aBnTM N y UnIby borbe geTtekuunje ogpeheHom BpCTOM
aeTekTopa.



BpcTe nHTepakumja y X

AOCOPIUNJA, ADOCOPIUMNOHA (TACHO - UBPCTA)
XPOMATOIPAGNJIA

HenokpeTHa (pasa je 4BpCcTa, KOMMOHEHTE Y30pKa pasaBajajy ce
npemMa pasfnuunuToj TeXHN aa ce aacopOyjy Ha NOBPLUMHY YBPCTE
HernokpeTHe drase (KOHCTaHTa aacopruUMOHO-4eCOPNUNOHE
paBHOTEXeE).

PACTBAPAKE, NMAPTULMNOHA (TACHO - TEYHA)
XPOMATOIPAGNJIA

HenokpeTHa asa je Te4Ha, KOMMNOHEHTe y30pKa pa3aBajajy ce npema
Pas3NMYnUTOj TEXHU Aa ce pacTBapajy Yy Te4YHO|] HEMOKPETHO] dbasu
(koedbununjeHT pacrnogene). HenokpeTHa dhasa je TelKo ncnapronea
TEYHOCT HaHeTa Ha YHYTPaLLHOCT KOJTIOHE (Ko KanurapHUX KoroHa)
NI je HaHeTa Ha rpaHyne 4BpcTe ase (ko nakoBaHMX KoroHa). Te
rpaHysie 30By ce Hocau.



Hocehu HEKTOp

AETEKTOD

KosnoHa je npoctop y
KOME KOMMOHEHTE
y30pKa uHTeparyjy ca
HernoKpeTHOM pa3om
N pasgBajajy ce.

[leh cnyxn ga ogprkaBa KOJSIOHY Ha XXerbeHoj Temnepartypu (4o
400 °C). NHjeKkTOop 1 AeTeKTop MOory OuTn 3arpejaHun Kako He ou
OOLUSIO OO KOHAEH3alnje Ha huma.
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Ha nanetn ocum y3opaka, Hanase ce u
BounLe ca pacTBopuma 3a Ucnmpate
LUNpULIa O NPEeTXOAHOT y3opKa.



“‘Headspace” cemnnoBax€

Y30PAK

CTaHOapHU Ha4yMH ceMnnoBama
NPy aHanu3u ankoxoria y TOKCUHa Y
KpBUW, aanTMBa y XpaHu u nuhmva,
ncnaprbMBUX KOMMOHEHTU
oTnagHuX BoAa.



[ [acHe cnaBuHe

OpopeheHa 3anpemunHa racHor y3opka nogmehe ce Ha
nNyT CTPYju HOceher raca.

netrea neTiea

y3opak Hocehu rac y3opak
—>
O
oTnan KOnoHa oTnag
—> <+ —>
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|— mukpownpuyy

“Split/splitless” nHjektop (S/SL) — cenTym
y30pak ce 13 MuKpoLLnpuua Hoa— —";T;Tﬁa
(~100ul) yHOCHK Yy 3arpejaH EESI . o

NPOCTOP KPO3 KOju CTPYju HOocehn L

"cnnuTt"
BEHTWI

rac. Cnnut BEHTUNOM perynuiie o
ce Konuku aeo y3opka he npohu MIECHEN

Y KOJ1OHY. Gnok

"najHep" — '

KOMOpa 3a
Ucnapasambe
“‘Cnnutnec” mog paga je kaga ce
CONNT BEHTWN 3aTBOPU N Tada
LenoKynaH y3opak n3 wnpuua
nae y KonoHy (aHanuse Tparosa).

“‘Cnnut” Mo, paga norodaH je 3a
KOHLIEHTPOBaHE y30pKe.

MaHa: guckpmmMmmnHuLLIE KOMMNOHEHTE Y30pKa NpemMa Tadkama Krby4vama,
rybe ce nako ncnapsremse, QUCKpMMUHaLMja o4 3arpejaHe urne: oHo WTo
yrfasu y KOrnoHy Huje nobap penpeseHT y30opkKa n



“‘PTV” nujekrop:

Programmed Temperature
Vaporising

CrindHe KOHCTpyKuuje kao S/SL,
Anv my je BNOK Hajnpe xnagaH,
urna je xmagHa v ysopak ocraje
TeYaH Kaj ce YHece Yy najHep.
OHpa ce nporpamMmmpaHo rpeje ga
6n cBe KOMIMOHEHTE Ucnapune ca

MHOro MarOM ANCKPUMUHALLMjOM.

Septum

purge exit‘_,
-

e
-
. -
Carriergas ™
inlet

Capillary
column

[MNPEeKTHO NHjeKTOBaH-€
On-column inlet

Y30pak ce y Te4YHOM cTamny, 6e3
3arpesama 1 npu npeknugy cTpyje
Hoceher raca yHOCU ONPEKTHO Y
KONoHY. Tek HaKoH yHoca rpeje
Ce KOJIoHa 1 KOMIMOHEHTE

ncnapasajy. ['lorogaH 3a
TEPMUYKN HECTAOUIHE
KOMMNOHEHTE Yy30pKa, Koje ou
S/SL pasrpaguo.
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[TyrseHe (nakoBaHe) KanunapHe

narnen

3



[TyreHe (nakoBaHe)

KanunapHe

Behu kanaunTeT, BULLE y30pKa.

Mare Teopujcknx nogosa,
HUXXa edpMKaCHOCT.

Hamern-eHe yrnasHom 3a
npenapatuehy [ X.

Manu kanaunTeT, Mar€e y30pKa.

Buwe Teopujcknx nogosa, BuLLa
ecbmkacHocT, N=16(t 5/ W)>.

HamereHe 3a aHanuTtuuky [ X.
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KonoHe - e T——

[TyH-eHe (nakoBaHe)

[TyH-eHe XeMWjCKU MHEPTHUM CPepHMM rpaHynama 4spcre dpase WTo
paBHoMepHujer npeyHuka (100-200 um) Ha Koje ce moxe
NMMNpPEerHnpaTy (UNmM ce XeMujcku BesaTun) HENOKPETHa TeYHa doasa.

LLITOo cy yecTtuue marwe, edomkacHOCT pasaBajara je Beha n notpebaH
je Behu nputucak ga 6m ce ogpkao 3agatu npoTok. Hajuewhe ce
npase o4 avjatomejcke 3emrbe (no cactasy 90 % SiO,) unu
CUHTETUYKMX NONMMEpPa ca pasHUM Moaudukaunjama nnm
MOJIEKYNICKMM CUTUMa, aKTUBHOT yriba. [JocTynHu cy noa
KomepunjanHum nmenuma Chromosorb, Porapak, Spherosi...

AKO cy camu Hoca4u cTaumoHapHa dpasa, NoXerbHo je aa uvajy
BMCOKY cneundunyHy nospLunny > 100 m2/g.
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[TyreHe (nakoBaHe)

reoMeTpPUjCKNX N3omMepa, BOAEHUX pacTBopa NoflapHUX jeanH-eHba. ..
MaHe agcopnumoHe [ X:

-HenokpeTHa dpaza moxe KaTtanucaTtu HexxerbeHe peakumje
-Jaka peTeHUunja nonapHUX jeanHera BUCOKe Tayke Kibyvyana
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-~ Wall-coated Porous layer //,Q,Qon‘ -coaz‘eo’

KonoHe

- @ @ @
[TocToje Tpu BpCTE:

HenokpeTHe pase: nma nx suwle CToTUHaA BPCTa, Hajyewhe cy TO
CTPYKTYPHO MOAUMPUKOBAHN MOSINCUITOKCAH 1 NONUETUNEH TTNKOJI.
HaHeTe cy Ha 3mg nnm Hocad y TaHkom cnojy (0,2 — 1 uym).

[Tpn BEhmm pagHnum TemnepaTypama HENOKPeTHe pase (NocebHo
NnonapHe) ce TepMnYKM pasrpahyjy LUTO Ce MOXe BUOETU Ha
XpomaTorpamy Kao nognsawe 6asHe nmHuje a moxe 6utn npaheHo
NojaBoOM OMYHCKUX NUKOBA.

e —Si—0 |/ _Sie T wwO—Si—0_|/ st
gty TN 9%
. . ~

H—0- L H—0 -

Y 0N / @]

[lpumep TepmudKor pasriaramwa osimCcHuIoOKCaHa
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HenokpeTHe dase

100% Diphenyl Cyanopropylphenyl

Dimethylpolysiloxane dimethylpolysiloxane dimethylpolysiloxane
OV-1, SE-30 OV-3, SE-52, OV-17 OV-275
HenonapHu ysopum: Cnabo nonapHu y3opuu: [MonapHu y3opuu:
ctepovan, “PCE’, ankanougm, ankoxonwu, nonm-
“PAH’ ctrepovan, “FAME He3acuheHe macHe

necTtmunan KncesrinHe 18



HenokpeTHe dase

CFs
GH;
HO+C—C—0O+1H
Ha ® CHa ¥ n
Trifluoropropyl Polyethylene glycol (PEG) or
dimethylpolysiloxane wax
OV-210 Carbowax 20M
Jako nonapHu y3opuu: Jako nonapHu y3opuu:
XnopoBaHa u Kucenune, etpu,
HUTPOBaHa eTapcka yrba

apomMaTnyHa jeaut-ena

Lo



HenokpeTHe dase

-+ "
a-Alanine
Alanine Butyric Acid  Valine

] I

L
D L. D L D D
68 73798 104 115 120 235 345

[pumep. pasqBajar-e eHaHTHOMEPa CMELLIE eCcTapa aMUHOKUCEITUHA
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OEeTEeKTop, a pa3gBojeHe
Cy MoaynaTtopom
(KpnoreHu Tpan ca Te4YHUM
a30ToOM) KOju CrnyXu aa
LMKMNYHO CaKyniba
nopuujy edriyeHTa ca
npBe KonoHe, pokycupa je
N UCTIOPY4N y Opyry
KOJSIOHY. MomeHart
NCMNOpPYKe je noyeTtak |
MepeHa peTeHLNOHOr J BP21, 't (min)
BPEMEHA Yy OPYroj KONMOHU
KOje je 3HaTHO Kpahe Hero

y NpBOj.

[lonmep. pazaBajar-e yribOBO4OHUKA ABOAUMEHINOHOM
racHom xpomartorpagujom. aricymca fe peTeHLNoHo Bpeme
Y NPpBOJ, @ opguHarTa y 4pyrof KosioHu. boja~curHari.
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[TnameHO joHM3yjyhu Yrm0BO4OHMLM

TonnoTtHe NnpoBoAbUBOCTHU YHUBEP3allHn

3axsaTa enekTpoHa XanoreHoBaHa jeautena
MaceHu cnektpomeTap YHVBEP3asHM

TepMOjoHCKM Jeauwera asora u hocdopa
OT-NHppa LpeeHn OrpaHcka jeaunterba

[lpenapaTtuBHa xpomaTtorpaduja 3axreBa
HeeCTPYKTUBHE OETEKTOPE KOju ce MOry n peaHo
Be3aTu ca Apyrum geTekTopuma pagm huxoBor
nopehema.

1 pg/s

500 pg/mi

5 fg/s

0.25-100 pg/s

0,1 pg/s (P), 1 pg/s (N)
>1 ng/s

ppm~mg/I~mg/kg
ppb~ug/l~ug/kg
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[eTtexkTop TONNOTHE NpoBoAbLUBOCTU ( 7CD) =’

UM KaTapomMeTap: ABa MAeHTUYHa ONTOPHUKA
(W, Pt xuue) BesaHa cy y fise rpaHe Fac 13 KONOHE
ButctoHoBor mocTta. [lpeko jegHor cTpyju \-y
enyeHT, npeko gpyror ecpnyeHT. Hannasak

KOMMOHeHTU Ha R; nsbauyje moct n3

paBHOTEXE jep MeH-a HEroB peXxnm xnahera n

BpedHocT oTnopa. CTpyja y MOCTY je MEPHU

cuUrHarn oBor geTekTopa. [

Hajseha oceTrbMBOCT NOCTUXE Ce Kaf je

Hocehu rac BOOAOHUK (UNn Xennjym) jep OHu %‘i-\‘l

nMajy Hajgehe Tonn. nposoarbMBoCcTU. Taga je "-

CMeEp CTpyje Y aMnNepMeTpy YBEK UCTU (HEMA R,
VHBEP3HMX CUrHana). = R,

HepecTpyKkTuBaH, jeagHOCTaBHE KOHCTPYKUMje,
HecrneyudguyaH, cpegte UM HUCKe
OCETI/LUBOCTM.

=



[MnameHo joHnsyjyhu getektop (F/D)

EdonyeHT ce yBoam y nnameH (cmewla
BOJOHWK-Ba3adyX) KOju je NocTaBIbeH Aa
byne neo enekTpuyHor kona. KomnoHeHTa
KOja ce y nfiamMmeHy joHn3yje 4onpuHOCK
nopacTy CTpyje y Kony.

rac us
HonoHe

BOSOHWE
W Ba3gyx

YrreoBoooHUUM Aajy cTpyjy cpa3dmepHy 6pojy C aToma y jeanweny. [1eTekTop je
MacCeHOo OCeTIbUB, a He KoHueHTpaumoHo. H,O, CO n CO, ce He Buae.

[Toy3gaH je, jedpTUH, MMa LUMPOK JIMHEeapHWU oncer, 4eCTPYKTUBaH 1 cneundgunyaH
(HWje 3a HeopraHcke KOMIMOHEHTE).

CurHan ce uspaxaBa Kao yKynHa KonnyuHa yribOBoAOHMKa (4ecTo npema
MeTaHy).

24



[eTekTopu | ———
[leTekTop 3axsaTta enekTpoHa (ECD) o ”Tmﬂ“e
EdonyeHT ce npeBoan npeko pagno-akTMBHOrN 3 + -
emuTepa (°3Ni). Kaga ctpyju camo Hocehu rac y f
KoMy ce ycrnocTaBSba CTpyja YMju HOCMOLUN Cy @

enekTpoHu u joun Hoceher raca (N,).

Haunnackom KOMMOHEHTU U3 KONOHEe Koje umajy l

n3paxeH alUHNTET Mpema enekTPoHy 4osiasu |
00 3axBaTa erfiekTpoHa 1 naga CcTpyje LWTo je

OEeTEKUNOHU curHann.

[leTeKkTop je cenekTMBaH 1 BPJiI0 OCETI/LUB 3a XanoreHa n HUTpo-jeantemna.
KopucTtn ce npu aHanuam necrtuuuaa v nonuxnoposaHux 6udgpenuna (PCE).

[epuBaTnsaunjom ce HEKE KOMMOHEHTE MOry YYUHUTU BUAbMBUM 3a ECD .
Hajyewhe ce BpLUX CyncTUTyUmMja XxanoreHuma. Buwectpyke cynctutyumje
NnoKasyjy KymynartmBaH epekaT Ha OCET/bUBOCT.




AKO ce Ha n3nas KorloHE NOBEXe MAaCEHU CreKTpoMeTap Kao AeTEKTOP
nobunja ce xmbpuaHu ypehaj nayseTHnx aHannTnykux cnocobHoctn. Oea
TEXHUKA je JaHac KopuwheHa y popeH3uun y aHanuam Tparosa (gpore,
€KCMMo3neun) 1 3a nageHTndunkaunjy KOMNOHEHTU y3opaka HeNo3HaTor
nopekna. Pa3Boj oBe xnbpugHe TexHuke no4veo je 1959.

KopucTe ce kanunapHe KOroHe, a npe yrnacka y MaceHu cnektpomeTtap ediyeHT je
noTpebHO NpeBecTn Ha HMUckn nputmucak (10> mbar , A~10 m). JoHm3auuja y3opka:
Haj4yelhe yaapoMm enekTpoHa, pasgBajake No m/z: Hajuyewhe KBagpynonom.

Filament - Extraction
leme%

26
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X ca maceHom CTIEKTpOMeIIZplAjQMJ(G%-MS/)/

[MpukasnBareM jOHCKE CTPYje o4 peTeHUNOHOr BpeMeHa gobuja ce xpomaTtorpam
(total ion chromatogram - TIC), ann ce ocnm Tora HENPEKNQHO CHUMA MaCeHH
crnekTtap epnyeHTa Tako ga ce ocuM no tg KOMNOHEHTE MOry U jeAHO3Ha4YHO
naeHTduKoBaTh Nnpema narnegy MaceHor cnekrpa (kao npema OTUCKY nNpcTa).
NoeHTndukaunja ce spum nopeherwem ca 6asom maceHux cnektapa. PasgBajare n
KBaHTUOMKOBaHE je Ha Taj Ha4YMH Moryhe 4Yak n ako cy KOMNOHEHTe Koenyuparne.

relative intensity

GC-MS TexHukom xpomaTorpam gobuja n
Tpehy AMMeH3njy — MaceHu cnekTap y
NOCMaTpPaHOM PETEHLMOHOM BPEMEHY.

MoaoBu paga maceHor crnekTpoMmeTpa:

CkaHupajyhu mopa: ckeHupa ce 3agatu
oncer m/z, Hajuyewhe og 30 go 500,
HEKONMKO nyTa y cekyHan. KopucTu ce 3a
NOeHTUUKaLKnjy KOMMNOHEHTHU NpemMa
narneny UenokynHor MaceHor crnekrpa.

SIM (Selective lon Monitoring) npaTte ce
camo oapeheHe mace, kKapakTeEpPUCTUYHE
3a ogpeheHe komnoHeHTe. OCceTrLMBOCT ce
nosehasa 10 go 100 nyra.

27



ca MeTaHOM MPOTOHYje MONEKyN U HacTaje
MH* y3 MUHUManNHy oparmeHTauujy.

Mpumep:

MaceHun cnektap kapunodunena (M=204,3),
jeQHor cacTtojka eTapCcKkux yrba py3amapuHa
n KaHabuca, gobunjeH npun eHeprujama
enektpoHa og 12 n 70 eB.

Caryophyllene

12 eV

55

41

148 161

120 433 189

175

80

148 161 70 eV

Vi
69

93
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‘X ca maceHom criekTpomeTpujom (GC-M S/)/

[ X - TaHgemcka maceHa cnektpometpuja (GC-MS/MS)

Kag ce HakoH nanacka U3 aHanusaTtopa maca joHun garoe coparmeHTuy (y Komopu
cygapajyhu ce ca MIHEPTHUM racom) a 3aTUM Ce HacTanu Npoun3Boau ynyTe Ha joLu
jedaH aHanusaTop maca.

Q1 set to filter o Q3 set to filter = Tume ce 3Ha4ajHoO peaykyje yTmuaj
only m/z 309 Q2 (collision cell) only m/z 281
_ MaTpUKCa Ha LLyM N MOXe ce noctunhun
B e >3 = - N3y3eTHO BUCOKa oceTrbmBocT. Mory ce
= !""J'-.. — . 'L:J » —_— o @
H [ E O °mm KBaHTI/ICbI/IKOBaTI/I BPJ10 HNCKE

KOHLIEHTPALWj€ KOMMOHEHTH.

© m/z 309> @ m/z 281 )~100% duty cycle)
e random chemical noise

CneundomnyHocT cnpesata ca MS je WwTto ce y KBaHTUdMKaLNjU HEKE KOMIMOHEHTE
MOXe Kao yHyTpallHu cTaHaapa KOPUCTUTU HEeH U3OTOMOMON: UCTO XEMMU|CKO
jeAvkerbe pasnnyuTor U30TOMNCKOr cacTtasa. lako ce xpomaTorpaddCcku NMKOBU
aHanuTa n yHyTpallker ctaHgapga CKopo NnoTnyHo npeknanajy (bnmcka cy um
peTeHUnoHa BpeMeHa), y SIM moay he curHanu HmUxoBmX JOHCKUX CTpyja bntu
pernctposaHu ogsojeHo. NC cy Hajuewhe 3-10 nyTa geytepucaHu aHanuTu.
[MpenoHocT: ngeanan VC, kakBor Hema y npupoan.



O

Il
R*—OH + Fgc—ﬁ—mt —» R*—OR + F;C—8S0O;H

0

Cwnunauwja aHanuTa. aKTuBHU BOLOHUK 3aMEHsYje Ce TPUMETUIT —CUITNIT TPYITOM

Y:H + HyC—S8i—X —» H,C—S8i—Y +HX

CH]. CH3

30



EHaHTHOMEDPU (S) ETun 2-amumrHo CwmeLia
Q-CyriCTUTYNCAHNX nporiaHoar aujacrepeonsomepa
OpraHckux KucesimHa 31



F,C
0
e Dol
H}C—
F,C

p-bromobenzyl p-bromophenacyl 3,5-bis-(trifluoromethyl)-  p-chlorobenzyl
MW= 169 MW=197 benzyl MW=277 MW=125
NO,
a-ara o Yo %NQ C%
0, NO,
2-chloroethyl- p-nitrobenzyl 2 4-dinitrophenyl 2, 6-dinitrophenyl
MW =63 MW=136 MW =167 MW = 167
F F F, F
F\ 5 CJF
F CH,—  F CH=— F,a-' ot \"CH;/’ CL,C—CH;—
F F
pentafluorobenzyl pentafluorobenzylidene pentafluoropropyl trichloroethyl
MI¥ =181 Mi¥ =180 MiW=133 MW=131

32



1. 24 & -Trichlarchipheryl (Mo, 28) 7. 234 4°5-Pernachlorobiphenyl (No. 118) 13. 234455 -Heachlorobipheny (Mo. 167)

2. 2255 Tetrachiorobipheryl (Mo, 52) 8. 2,344 5-Pentachlorobiphersd (Mo. 114) 14, 2,3.3:4 4} 5-Hexachlorobiphemyd (Mo, 156)
1. 224,55 Pentachlorobipheny] (No. 101) 9. 224455 -Hexachlorobipheryl (Mo, 153) 15. 233445 - Hemchioobipheny (Mo, 157)
4. 344 5-Tetrachlorobiphenyl (Mo, 81) 10. 2,334 4" Pentachlorobiphenyd (No. 105) 16. 2,2.34.4°5.5 -Heptachiorobiphery (Mo. 150)
5. 3.3 44" Tetrachiorobiphenyd (Mo, 77) 11, 22,3445 - Hesachlorobiphenyl (o, 138) 17. 334455 Hexachorobipheryd (Mo, 169)
6. 234.4.5-Pentachionobiphenyd (o, 123) 12. 3,3.4.4°5-Pentachlorchipheny (No. 126) 18, 2,3, 3.4.4'5.5 - Heptachlorobiphernyd (Mo, 189)

19, Decachlorobipheny (Mo, 209)

Hz
140 1601 B2 00220240

Iiilllliliill

] L] r 1 1 i ] |

12 14 14 16
Min
KooHa: SL.B-5ms, 20 m x 0.18 mm 1.D., 0.18 pm; meh: 75 °C (1 min), 12 °C/min 10

340 °C (20 min); uHj. Tem.: 250 °C; gerexkTop: ECD, 340 °C; Hocehu
rac: BOZOHUK, 1.2 mL/min; uHjekuwmja: 1 pL, splitless (0.75 min); majaep: 4 mm [.D
[peyseto u3: Kathy Stenerson, Caitlin Brown, Reporter US Volume 33.4 (Food & Bev. Suppl.) 33




Existing EU

MRL (mg/kg)
| -
ca MaceHWM CNeKTPOMETPOM. 110010  Grapefruit 0.3
110020  Oranges 0.3
[ paHuUe neTtekuuje cy Hajuyelwhe pega 120059 | Lemons 0.2
- . MK 110040 Limes 03
PP, LIO 2 71 [Pl Bl 110050  Mandarins 1.5
BPEAHOCTN KOJe Cy nponucaHe 120010  Almonds 0.05%
perynatmBama. Pa3BujeHe cy bpojHe 120040  Chestnuts 0.05*
METOAE aHanu3e 3a pasnuuute Knace 120060  Hazelnuts 0.05*%
nectuunaa (opraHoXsIOpHe, 120080  Pecans 0.05*
opraHodocdopHe...) KojuMa ce Moxe 120110  Walnuts 0.05*
NpaTWUTM BULLE CTOTMHA NecTuumaa y L0010 | Appecs Lol
: : 130020  Pears 0.01*
jeaHoj aHanusn (nomohy GC/MSMS
TEXHUKE). [Toumep. peryrnarvsa 3a X0pnupngoc

Y HeKuM risio4oBuma Boha.
34
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b Retention Time (min)
( ) o (C) cl I {d} ﬂ
120.0k I | mﬁco\f 90.0k/ OZN?CL
HyCO™ | “‘\c’%{ Ok - 3 - i\
s 4 c!' _ 160.0k 4 Neii B Doy
g 80.0k Dichlorvos § Chlorpyrifos Mg
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Amapar: GC/MS Agilent 7890 A-5975C, komoHa: DB-17MS (30 m x 0.25 mm x 0.25 um), meh:

3min Ha 40 °C, gu3ame 15°C min— go 280 °C, mHjeknwmja: 1ul, crumut: 50:1, Hocehwm rac: He,
IpOTOK: 1.1 ML min~. joHM3anMja: e1eKTPOHCKUM yzaapom 70 eB (250 °C), TemI. KBagpymona:

150 °, CKeH: M/Z 071 50 110 500, 0a3a 3a ugeHTUPUKauujy: NISTo8 mass spectral library.
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1: Methomyl, 2: Dichlorvos, 3: Heptenophos, 4: Gamma-HCH, 5: Heptachlor, 6: Chlorpyriphos, 7:
Penconazole, 8: Bifenthrin, 9: Tetradifon, 10: Amitraze, 11: Coumaphos, 12: Cyfluthrin, 13:
Cypermethrin

Amapar: Agilent Technologies 6890, KooHa: 30 m x 0.25 mml.D. HP-5, 5% dimethyl polysiloxane
capillary column, meh: 2 min Ha 70 °C, gusamwe 25 °C min™ go 150 °C, ausame 3 °C min~ g0 200 °C,
nu3ame 8 °C min™ o 280 °C mHjeknmja: 1jl, ciuturiec, Hocehwm rac: He, mpotok: 1 mL min~.
joHu3anuja: eeKTPOHCKUM yzaapom 70 eB (280 °C), 6a3a 3a ugenTudukanujy: Chemstation
Agilent. 36



GC System Agilent 7890B

Column DB-FATWAX Ul, 30m, 0.25mm i.d., 0.25um (G3903-63007)

Inlet 250°C, splltfsphtless mnde split ratio 50:1

Carrier Helium, constant flow, 4ﬂcmfs 50°C

Oven 50°C Ermn} 50°C/min to 1?4‘[: 14m|nal 2°C/min to 215°C(25min)

FID 280°C, Hydrogen:40mL/min, Air:400mL/min, make-up
as:25mbL/min

njection 1ulL

Koenyuuvja u pasgBajake cis U trans nsomepa

Co-elution .
C18:1c/CAR1t pasfBajake He3acuheHunx
nsomepa no nonoxajy C=C Besa

3
=
& C18:2c/C18:2t 24 .
g separation Critic separation
= =
s : § iy
o 'Eﬁ : 3 §

C204nb

C20:3 né

-
= oo
A
=
=
-
-

C18:3 né
TZTo

C17:0
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difenil difenilmetan

naftalen antracen fenantren

AHanusa ce MoXxe paguTu ca HernoslapHMM KOJSIoHama, ca niamMeHo joHn3yjyhum
aetektopom nnn GC-MS TexHUKOM.
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1. Maphthalena 10. Chrysene
2. Acenapthene 1 __S-Methylchrycone
3. Acenaphthalene 12. Benzol[blflucranthene
13. Benzolklflucranthene
g 10 |5. Phenanthrene 14, Benzoljifluoranthens
15, BeNZolEIpyrene
7. Fluoranthene 16. Dibenzla,hlanthracene
B. Pyrene 17. Indeno(1,2,3-cd]lpyrene
9. Benzolalanthracene 18. Benzolghilperylens
I 12, 1314 19. Dibenzofa,llpyrene
23 | : . 20. Dibenzofa,elpyrene @)‘O
/| rrrrrry il 21. Dibenzola,ilpyrene O
4 | 10 22. Dibenzofa,h]pyrene @
|I 6 \ 16 17
5
b /A \ , Benzo[b]fluoranthene

!

|

! | T

7.8 \ 14 ©
! -
o O
@ O
15 7 ) 21 22
16 18 : .
l ifl “ | 19 q{.lj’ Benzo[j]fluoranthene
1 -
é T T &8 T T 7T 1 ™1 T § 1 T I 33} T} et ] ea ] e | Pa3ﬂBaja|'be

Min N3omMepa
Konona: SLB-ILPAH, 20 m x 0.18 mm |.D., 0.05 pm, neh: 150 °C, 15 °C/min to 225 °C, 5
°C/min to 300 °C (15 min), Hocehu rac: H,, 1.3 mL/min, y3opak: cmewa 22 PAH-a, cBaku
100 ug/mL y metun xnopuay, uHjekuymja: 1 ylb, 300:1 split, 300 °C, petekTtop: FID, 310
°C. Ns3Bop: www.sigmaaldrich.com
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KonoHa SLB-5ms, 10 m x 0.10 mm I.D., 0.10
pum (28465-U)

MNeh 40 °C, 50 °C/min to 320 °C

Hocehu hydrogen, 81.5 cm/sec constant
rac

WMHjekumja 0.4 pL, 300:1 split
WHj. Temn. 320 °C

OETEeKTop FID, 320 °C

a-Thujene 13. (E}-p-Cicimene 29, Perilla alcohaol
a=-Pinene 14, y=Terpineng 30. Undecanal

il b Bl

Camphene 15, Octanol 31. MNeryl acetate
Sabinene 16. Terpinolene 32. o-Copaene
. B-Pinene 17. Linalool 33, Geranyl acetate
70 6. Myrcene 18. Mananal 34. f-Cubebene + [-Elemene
7. Octanal 19, cis-Limonene oxide 35, Dodecanal
8. a-Phellandrene 20. trans-Limonene oxide 36. (E)-Caryophyllens
9. &-3-Carene 21, Citronellal 37, p-Copasne
1. a-Terpineneg 22, Terpinen-4-ol 38. cis-fi-Farneseng
1. p-Cymeng 23, a-Terpineol 39, a-Humulene
12. Limonene 24, Decanal 4. Germacrene D
25, Neral 41. Valencene
26, 2-(E)-Decenal 42, Bicyclogermacrene
17 27, Geranial 43, &-Cadinene
28. Perilla aldehyde 44, Unknown
24 Bpeme
7 o pw @ aHanuse oko
25 1 |
A s s g3 mnnyTa

150 175 2,00 225 250 275
Min MN3Bop: www.sigmaaldrich.com 40



*Bucoka ocetromBocT (ppm, pp HecTaburiHe KOMMOHEHTE
*[lpeymsHocCT (y KBaHTUJMKaLNjK

1-5% RSD)

*Cnpesane ca MC
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