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LLIT“a%JTé racha XpoMaTorpanMja (rx)r)

Bpcta xpomartorpaduje y kojoj je enyeHT rac (Hajuyewhe He, Aru N,
yuctohe 6ap 99,995% 6e3 npucycrtea BOAE U KNCEOHMKA) a y30paK je
UIN rac UNM TEYHOCT HUCKE TaudKe Kibydaha Koja ce 3arpeBat-eMm
MOXXE NPEBECTU Yy rac, Nod yCrnoBom aa He gohe Ao TepMnyKor
pasnarawa HeHMUX KOMMOHEHTH.

[ X aHann3aom mory butn obyxsaheHe n TepMnYkn HecTabunHe
KOMIMOHEHTE CMeLLe ako Ce NPeTX04HO NOABPrHy XeMUjCcKoj peakumjm
y TOKY KOje ce npeBofe Yy CTabunHe gepmBaTte HUXKE Tavke Kibydara.
OBaj nocTtynak 30Be ce AgepuBaTtmnsauuja.

[epuBaTtnsauymja Tpeda ga je KBaHTUTaTMBHA, Op3a U ceNnekTUBHa.
Hajuyewwhe nogpasymeBa cynctutyumjy doyHKUMOHANHUX rpyna, a
MOXe ce 0baBuUTK 1 y unrby borbe getekuyuje ogpefheHoM BpCToOM
OeTekTopa.



BpcTe nHTepakumja y MX

AOCOPIUNJA, AOCOPIUMNOHA (TACHO - UBPCTA)
XPOMATOIPAGNJIA

HenokpeTHa pasa je 4BpcTa, KOMMOHEHTE Y30pKa pasaBajajy ce
npemMa pasnnuunuToj TeXHMN aa ce aacopOyjy Ha NOBPLUMHY YBPCTE
HernokpeTHe dpase (KOHCTaHTa aacopnuUMOHO-A4eCOopPUNOHE
paBHOTEXE).

PACTBAPAKE, NMAPTULNOHA (TACHO - TEYHA)
XPOMATOIPAGNJIA

HenokpeTHa pasa je Te4Ha, KOMMNOHEHTe y30pKa pa3aBajajy ce npema
PasNNYnNTOj TEXHM a ce pacTBapajy Y TeHHO] HEMOKPETHO] hasun
(koedununjeHT pacrnogene). HenokpeTHa dhasa je TelKo ncnapronea
TEYHOCT HaHeTa Ha YHYTPAaLUHOCT KONOHE (Ko KanunapHUX KOoHa)
UMK je HaHeTa Ha rpanyne yBpcTe dpase (Koa nakoBaHUX KONoHa). Te
rpaHysie 30By ce Hocau.



WHjEKTOop [eTeKTop

KornoHa je npoctop y
KOME KOMMOHEHTE
y30pKa UHTeparyjy ca
HEMNOKPETHOM (pa3om
N pasgBajajy ce.

[leh cnyxn ga ogpkaBa KOJIOHY Ha XXerbeHoj TemnepaTypu (4o
400 °C). NHjeKkTOop U OeTEKTOP MOry OUTK 3arpejaHun Kako He ou
OOLUIIO OO0 KOHAEH3auUnje Ha huma.
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PagHu pexumn y [' X

temperature

1. I3oTepmcKkn pexnm

2. TemnepaTypCKu rpagnjeHTHU peXnm .

[Mpu HWXuUM T enyupajy ce i
temperature

ncrnaprbmBmje KOMMOHEHTE, NPY BULLINM
Texe ncnaprompe. Yect HeXer-eHu
edekaT: nognsawe 6asHe nuHuje 36or ml
“crnapasaHa HernokpeTHe dase. Ll

D CHROMEDIA




Ha nanetu ocum y3opaka, Hanase ce u
BounLe ca pacTBopuma 3a UCnMpaHe
LUNpULIa Of NPETXOAHOT Y30pKa.



“‘Headspace” cemnnoBaH€

CTaH,EI,apHI/I Ha4nH cemMrsioBata

SA3A npun aHalin3nm arnkoxosia N TOKCUHa y
KPBW, agMTMBa Yy XpaHu 1 nuhuma,
ncnapbsnBmx KOMMNOHEHTA

> Y30PAK oTnagHUX BoAa.




["[acHe chaBuHe

OppeheHa 3anpemunHa racHor y3opka nogmehe ce Ha
nyT CTPYju HOceher raca.

Hocehu rac

KOJOHa
-«

netrba netroa

y3opak Hocehu rac y3opak
—>
O
otnag KonoHa otnag
—> <+ —>
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pIit/spIitIess” nHjektop (S/SL)

y30pakK ce U3 MukpoLunpuua
(~100ul) yHOCHK Yy 3arpejaH
NPOCTOP KPO3 KOju CTPYju Hocehu
rac. CnnnT BEHTUIIOM perynuiie
ce KOJnKM eo y3opka he npohu
Y KOJOHY.

“‘Cnnutnec” mof paga je kaga ce
CONNT BEHTWUN 3aTBOPU 1 Taaa
LenioKynaH y3opak n3 wnpuua
nae y KonoHy (aHanuse Tparosa).

“‘Cnnnt” Mo paga norogaH je 3a
KOHLIeHTpOBaHE Y30pKe.

Hocehwu

rac ~*

rpejaHu
MeTanHu __|
o6nok

"najHep” —

|— Mukpownpuyy

cenTtym

, oTnag
centyma

/4. "cnnut"
BEHTUN

KOMOpa 3a
ncnapasame

KOJNMOHa

MaHa: QUCKpMMnHULLIE KOMMOHEHTE Y30pKa npemMa Tadkama Kiby4vama,
rybe ce nako ncnapsremse, QUCKpUMUHaLMja o4 3arpejaHe urne: oHo WTo
ynasu y KOrioHy Huje nobap penpeseHT y3opka
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“‘PTV” nujekrop:

Programmed Temperature
Vaporising

CrinyHe KoHCTpyKumje kao S/SL,
Anun my je G110K Hajnpe xnagaH,
urna je xfiagHa n ysopak ocrtaje
TeYaH Kaj ce YHece Yy najHep.
OHpa ce nporpamupaHo rpeje ga
Obn cBe KOMMOHEHTE ncnapune ca

MHOro MaOM ANCKPUMUHALLMjOM.

-
‘\
. -
Carriergas ™
inlet

Capillary
column

[NPEKTHO NHjeKTOBaH-€
On-column inlet

Y30pak ce y TEYHOM CcTamny, 6e3
3arpeBama 1 Npu npeknay crTpyje
Hoceher raca yHOCU ONPEKTHO Y
KONMoHY. Tek HakoH yHoca rpeje
Ce KOroHa N KOMIMOHEHTEe
ncnapanajy. [lorogaH 3a
TEPMUYKN HECTAOUIMNHE
KOMMOHEHTE Yy30pKa, Koje ou
S/SL pasrpaguo.
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[TyeHe (nakoBaHe) KanunapHe

narneq
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[TyeHe (nakoBaHe)

KanunapHe

Behu kanauuteT, BuLLE y30pKa.

Mare Teopujcknx nogoBa,
HUXa ePUKaCHOCT.

Hamer-eHe yrnaBHom 3a
npenapatueHy [ X.

Manu kanauuTteT, Make y30pKa.

Buwe Teopunjcknx nogosa, BuLla
ecpmkacHocT, N=16(t 5/ W)2.

HamereHe 3a aHanuTtuuky [ X.
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KonoHe e T

[TyH-eHe (NnakoBaHe)

[TyH-eHe XeMWjCKU MHEPTHUM CPepHMUM rpaHynamMma 4Bpcre dpase LWTo
paBHoMepHujer npeyHuka (100-200 um) Ha koje ce moxe
NMMNpPErHnpaTur (UM ce XeMujcku Besatun) HENOKPETHa TeYHa doasa.

LLITO cy yecTuue marwe, eomkacHOCT pasaBajara je Beha n notpebaH
je Behu nputncak ga ou ce ogp:xao 3agatu npotok. Hajuewhe ce
npaee o4 avjatomejcke 3emrbe (no cactaBsy 90 % SiO,) nnu
CUHTETUYKNX NONMMeEpPa ca pasHM Mmoandukaunjama nnm
MOJIEKYJICKMM CUTUMa, aKTUBHOT yriba. [JocTynHu cy noa
KoMmepuujanHum nmenuva Chromosorb, Porapak, Spherosii...

AKO Ccy camMn Hocauum cTaumoHapHa dasa, NoXXerbLHOo je Aa nmajy
BMCOKY cneundunyHy nospLunnHy > 100 m2/g.
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[TyreHe (nakoBaHe)

reoMeTpunjCKNX n3omepa, BOAEeHUX pacTBopa MNofapHUX jeantetrsa...
MaHe agcopnunoHe ' X:

-HenokpeTHa dpaza moxe KaTtanucatu HexerbeHe peakumje
-Jaka peTeHLunja nonapHUxX jeantera BUCOKE Tayke Kibyvyana
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\Wachoaz‘ed Porous layer Support -coaz‘ea’
KonoHe IO

— @ @ @
[TocToje Tpu BpCTE:

HenokpeTHe pase: nma nx Buwle CTOTUHA BPCTa, Hajyewhe cy TO
CTPYKTYPHO MOAUMPUKOBAHW MOSINCUITOKCAH N NONTUETUNEH IMNKOJI.
HaHeTe cy Ha 3mng unn Hocad y TaHkom cnojy (0,2 — 1 um).

[Tpn BEhm pagHuUm TemnepaTypama HENOKpeTHe pase (NocebHo
NonapHe) ce TepMUYKM pasrpahyjy LUTO Ce MOXe BUOETU Ha
XpomMaTorpamy Kao nogusawe 6asHe nmHuje a moxe butn npaheHo
NnojaBoM OOMYHCKMUX NUKOBA.

\ / \ / \ / N/
wvO—Si—0_| / T wwo—si—0_|/ sit
SLJ 0O° O Si O O
~ | _- N | | _~
H—O—Si__ _Si H—0O Si___Si
/07N /707N

[loumep TepmuyKor pasnarama MnosimCcHuioOKCaHa
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HenokpeTHe pase

CN
|
o Q ¢Hs
o-si O-Si O-si o-9i
CHs @ X CHa, Y T CHa "
100% Diphenyl Cyanopropylphenyl
Dimethylpolysiloxane dimethylpolysiloxane dimethylpolysiloxane
OV-1, SE-30 OV-3, SE-52, OV-17 OV-275
HenonapHu y3opuu: Cnabo nonapHu y3opuu: [MonapHun y3opuu:
ctrepovan, “‘PCE’, “PAH’, ankanovam, ankoxonwu, nonu-
HenonapHu necTmyman ctrepovan, “‘FAME’ He3acuheHe macHe

nonapHu nectTuuuamn kncennHe, OX nectmunan g



HenokpeTHe ase

ors
G
i i Ho}Cc—C—0+4H
> =g er H2 i
CHs | x CHa Y n
Trifluoropropyl Polyethylene glycol (PEG) or
dimethylpolysiloxane wax
OV-210 Carbowax 20M
Jako nonapHwu y3opuu: Jako nonapHu y3sopuu:
XnopoBaHa u Kucenune, etpu,
HUTpoBaHa eTapcka yrba

apomMaTuyHa jeaut-era
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HenokpeTHe ase

+ -
a-Alanine
Alanine Butyric Acid  Valine

oo k .

L
D
1. D L D D
68 7398 104 115 120 235 345

[loumep. pa3zgBajar-e eHaHTnomepa cMmeLLe ecrapa amMmHOKUCETMHA
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OEeTEKTOop, a pa3gBojeHe

Cy MoAynaTopom ) b .‘ t ’lk “ I ,‘ ] ‘Ml“‘

(KpnoreHu Tpan ca TEYHUM
as30oToM) KOju crnyxu ga
LUMKINYHO caKkyrsba
nopuujy edpnyeHrta ca
npBe KonoHe, pokycupa je
N UCropy4n y apyry
KONnoHy. MomeHar
MCNOpPYKe je noyeTtak -
Meperba PETEHLMOHOT ‘ BP21, 'ty (min)
BPEMEHA Yy APYroj KOSIOHU
KOje je 3HaTHO Kpahe Hero

y NpBOj.

!

BPX-35, *tg (5)

[lonmep. pazaBajar-e yribOBO4OHUKA 4BOANMEHINOHOM
racHoMm xpomarorpaguiom. aricymca je peTeHLMoHO Bpeme
VY rIpBOJ, @ opanHara y 4apyrof kosonu. boja~curHari.
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[TnameHo joHM3yjyhu Yrmb0BOAOHMLM

TonnoTtHe NnpoBOAJbMBOCTH YHUBEP3aNHn

3axsaTa enekTpoHa XanoreHoBaHa jefubema
MaceHu cnekTpometap YHVBEP3asHu

TepMOjOHCKM Jeoumera asoTa u dhocopa
OT-NHdpa LpseHn OrpaHcka jeduterba

[lpenapatuBHa xpomaTorpaduja 3axreBa
HeOeCTPYKTUBHE OETEKTOPE KOju ce MOry u peaHo
Be3aTu ca Apyrum geTektopuma pagm huxoBor
nopenema.

1 pg/s
500 pg/ml

5 fgls

0.25-100 pg/s

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

ppm~mg/l~mg/kg
ppb~ug/lI~pg/kg
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[JetexTop TonnoTHe nposoarbmusoctu (7CD) = F D
ce—— \_/} 7

NN KaTapomMeTap: ABa MAeHTUYHa ONTOPHUKA
(W, Pt xuue) BesaHa cy y aBe rpaHe R
ButctoHoBor mocTta. [lpeko jegHor cTpyju \1
enyeHT, Npeko apyror epnyeHT. Hannasak
KOMMOHeHTU Ha R; nsbauyje moct n3
paBHOTEXE jep MeH-a HEroB pexmnm xrnahera un "
BpeadHocT oTnopa. CTpyja y MOCTY je MepHU
cuUrHarn oBor geTekTopa.

R3 Ra

Hajseha oceTrbMBOCT NOCTUXKE Ce Kaf je
Hocehu rac BOAOHUK (UK Xennjym) jep OHU
nmajy Hajgehe Tonn. nposoa/bLMBOCTU. Tana je
CMep CTpyje Y aMnepMeTpy yBeK UCTU (HeEMa
WHBEP3HUX CUrHana).

HepecTpykTuBaH, jeagHOCTaBHE KOHCTPYKUMje,
HecrneyuduyaH, cpegHe UM HUCKe
OCEeTI/bUBOCTM.
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T

[TnameHo joHnsyjyhu getektop (F/D) | L ;ﬁ-:

EdnyeHT ce yBoan y nnameH (cmewla
BOLOHMK-Ba3adyX) KOju je NnocTaBIbeH Aa ’_'\ ‘—|_ KONOHe
6yp,e 0€e0 eJIEKTPUYHOrI KOoJla. KomnoHeHTa BOAOHWK
Koja ce y NnaMeHy joHM3yje AonpUHOCH el
nopacTy CTpyje y Kony.

J oo

YrrsoBo4OHUUM Oajy CTpYjy cpa3dmepHy 6pojy C aToma y jeantensy. [1eTekTop je
MacCeHO OCeT/bUB, a He KoHueHTpaumoHo. H,O, CO un CO, ce He BuAae.

[Moy3gaH je, jedpTuH, nma LLINMPOK NMHEeapHU oncer, 4eCTPYKTUBaH 1 crneymdpuydaH
(HWje 3a HeopraHcke KOMIMOHEHTE).

CurHan ce uspaxasa Kao yKyrnHa KofnnmymHa yri.oBogoHuka (4ecTo npema
MEeTaHy).
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[eTekTopn | | i ——
[leTekTop 3axsaTa enekTpoHa (ECD) o ”TO”O”G
EdonyeHT ce npeBoan npeko pagno-akTuBHOr 3 + -
emutepa (53Ni). Kaga cTpyju camo Hocehu rac y
KOny Cce ycrnocTaBSba CTpyja YMju HOCMoLUN Cy @

enekTpoHu n jouu Hoceher raca (N,).

Hawnnackom KOMMOHEHTWN U3 KONOHE Koje nmajy l

N3paxkeH apuHNTET NpemMa enekTPoHy Aonasu |
00 3axBaTta enekTpoHa 1 naga cTpyje WwTo je

AEeTeKUMOHU curHarn.

[leTeKkTop je cenektuBaH 1 BPJiIO OCETI/bLUB 3a XanoreHa n HUTPo-jeanH-eHsa.
KopucTtn ce npn aHanusm nectuuaa u nonmxnoposaHux ougeHuna (PCH).

[epuBaTnsaunjom ce HEKE KOMMOHEHTE MOTrY YYUHUTU BUAbMBUM 3a ECD .
Hajyewhe ce BpLWUX CyncTuUTyumja xanoreHmma. Buwecrtpyke cynctutyuuje
nokasyjy KymynartmBaH epekaT Ha OCETIbMBOCT.




.
—

DOMEeTPUIoOM (au-Iv

AKO Cce Ha n3nas KOfIoHE NOBEXe MAaCEHU CrEeKTpoOMeTap Kao AeTEKTOP
nobunja ce xmbpngHu ypehaj nsyseTHnx aHannTnykmx cnocobHoctn. Oea
TEXHUKA je JaHac KopuwheHa y popeH3nun y aHanuam Tparosa (gpore,
€KCMMo3nBun) 1 3a ngeHTndunkaumnjy KOMNOHEHTU y30opaka Heno3Hartor
nopekna. Pa3Boj oBe xnbpugHe TexHuke noyeo je 1959.

KopucTe ce kanunapHe KomnoHe, a npe ynacka y MaceHu cnektpomeTtap edpnyeHT je
noTpebHo npeBecTn Ha Hucku nputmcak (10-° mbar , A~10 m). JoHnsaumja y3opka:
Hajyewhe ygapom enekTpoHa, pasgBajakbe No m/z: Hajudewwhe KBaapymnosoMm.

Filament - ) '
ST Extraction
lenses ,
- ,,
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X ca maceHom mempomerpmjam@@%MST

—_

[MpukasnBaweM jOHCKE CTpYje o4 peTeHUMOHOr BpeMeHa gobuja ce xpomaTtorpam
(total ion chromatogram - TIC), anu ce ocum TOra HenNnpPeKNgHO CHUMa MaceHu
crnekTap ediyeHTa Tako ga ce ocuM no tg KOMNOHEHTE MOry U jeAHO3HaYHO
naeHTUuKoBaT Npema narnegy MaceHor cnekrpa (kao npema OTUCKy npcTa).
NoeHTudukaumja ce spum nopehewem ca 6a3om MaceHux cnekrtapa. PasgBajame n
KBaHTU(PUKOBaHE je Ha Taj Ha4YnH Moryhe 4ak n ako cy KOMNOHEHTE Koenyuparne.

i MonooBu paga MaceHor criekTpoMeTpa:

Ckanupajyhu mopq: ckeHupa ce 3agatu
orncer m/z, Hajuyewhe og 30 oo 500,
HEeKomnMKo nyTta y cekyHan. KopucTu ce 3a
naeHTUUKaumrjy KOMNoHeHTH npema
narneny LenoKyrnHor MaceHor crnekrpa.

relative intensity

SIM (Selective lon Monitoring) npaTte ce
camo ogpeheHe mace, KapakTepUCTUYHE
3a ogpefheHe koMmnoHeHTe. OCeTILMBOCT ce
nosehasa 10 go 100 nyTa.

GC-MS TexHukom xpomaTorpam gobuja n
Tpehy OMMEH3Njy — MaceHU cnekTap y

nocmMaTpaHOM PETEHLMOHOM BPEMEHY.
27



ca MeTaHOM MPOTOHYje MOSEeKy U HacTaje
MH* y3 MuHUManHy doparmeHTauujy.

[Mpumep:

MaceHun cnekTtap kapnoduneHa (M=204,3),
jeHor cacTojka eTapcKkux yrba pysmapuHa
n KaHabuca, gobunjeH npn eHeprmjama
enektpoHa og 12 n 70 eB.

Caryophyllene

12 eV

41

55

69

80

79

148 161

120 133 189

94 109 175

148 161 70 eV
120

106

133

93
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['X ca maceHom cnekTpomeTpujom (GC-M S)/

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

Kag ce HakoH nanacka U3 aHanusaTtopa maca joHun garbe oparMmeHTumLy (y Komopu
cygapajyhu ce ca MHEPTHUM racom) a 3aTuM ce HacTanm Npomn3Boau ynyTe Ha joLu
jedaH aHanusaTtop mMaca.

Q1 set to filter - Q3 set to filter Tume ce 3Ha4yajHO peaykyje yTmuaj
only m/z 309 Q2 (collision cell) only m/z 281
. MaTpUKCa Ha WyM N MOXe ce noctuhu
® O
O = Ee—>g [ . N3y3eTHO BMCOKa oceTrbneocT. Mory ce
1 @, V... _— Q o | — O o
O m O ° mm KBaHTUMKOBATU BPIIO HUCKE

KOHLIEHTPAL|Wj€ KOMMOHEHTH.

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

CneundomnyHocT cnpesara ca MS je WTo ce y KBaHTUUKaunju HEKE KOMMNOHEHTE
MOXe Kao YHyTpallhy cTaHgap KOPUCTUTU HEeH M3OTOMOMON: UCTO XEMU|CKO
jeouHbere pasnnMunTor N30TorncKor cacTtaea. Mlako ce xpomaTtorpadcku nNMkoBum
aHanuTa n yHyTpawHer ctaHgapga CKopo noTrnyHo npeknanajy (bnucka cy v
peTeHUnoHa BpemeHa), y SIM moay he curHanm HuUxoBmUX jJOHCKUX CTpyja bntn
pernctposaHu ogsojeHo. NC cy Hajuewhe 3-10 nyTa geytepucaHn aHanmTu.
[MpegHocT: naeanaH NC, kakBor Hema y npmpoau.



(o]
I
R*—OH + F’C—ﬁ_OR — R*—OR + F,C—SO;H
0}

Cvnunauwja aHanuTa. aKTUBHMU BOLOHUK 3aMEHYje Ce TPUMETUIT —CUITNIT [DYITOM

Y:H + H,C—Si—X —» H,C—Si—Y +HX
CH, CH,

30



©) (S.5)

EHaHTHOMEDPU (S) Etun 2-ammHo Cmelua
Q-CyriCTUTYNCAaHUX rpornaHoar aujacrepeonomepa
OpraHckux KucesimHa 31



IO
Hzc_

F,C
p-bromobenzyl p-bromophenacyl 3,5-bis-(trifluoromethyl)-  p-chlorobenzyl
MW =169 MW=197 benzyl MW=277 MW=125
0,
0, 0,
2-chloroethyl- p-nitrobenzyl 2 4-dinitrophenyl 2,6-dinitrophenyl
MW=63 MW=136 MW =167 MW =167
K Nt
e Scu~  CLC—CH—
F \F :
pmlaﬂuorobmzyl pcntnﬂuorobmzylldme pentafluoropropyl trichloroethyl
MW =181 MW =180 MW =133 MW =131
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Existing EU

Commodity

MRL (mg/kg)
| Grapefruit 0.3
pasHUX XeEMWNjCKMNX Knaca, pasnminTtmx 110020  Oranges 0.3
PU3NYKO-XEMU|CKNX CBOjCTaBA, MPUCYTHU cy y 110030  Lemons 0.2
BU1ONOLLKOM Y30PKY (CNOXXeH MaTpukc) y manoj 110040 Limes 0.3
KOHLIEHTpaLWju. 110050  Mandarins 15
120010  Almonds 0.05*
MOK (makcmmanHa 0o3BOSbEHA KONUYMHA) 120040 | Chestnuts Ll
, 120060  Hazelnuts 0.05*
BPeHOCT NpornncaHa je 3aKOHCKUM 120080  Pecans 0.05*
perynatMBamMa 3a cBaku nectuumi y cBakoj 120110  Walnuts 0.05*
OUIbHO] BPCTW. 130010  Apples 0.01*
130020  Pears 0.01*
MRL (maximum residue level) [oumep: perynatvsa 3a Xnoppugoc

Y HeKuM risiogqoBuma Boha.
33



I'IpvlmeHa X _ =

AHanmsa nectvymnga

['X omoryhaBsa myntupesnayanHy aHanmady nectuuua: Moxe ce JeTEeKToBaTh U
npeko 100 octaTtaka nectuumnaa y y30pky. YKONMKO Ccy nectuumam Hemcnapsbmseum v
TEPMUYKM ce pasrpanyjy, oHaa ce KOpUCTU TeYHa XpomaTorpadouja.

[Mpunpema y3opka: Hajyewhe ekcTpakuuja uBpctom dpasom (SPE). Hajuewhe ce
KOPUCTW sSplitless nHjekunja, nHjektyje ce 1-3 ul exctpakra y3opka. 130op kosnoHe
3aBuCK oA nosiapHocTu nectmumpa. KsanutatueHa n kBaHtutatueHa [ X aHanmsa
obaBrba ce Hajuyelwhe ca OeTEKTOPOM 3axBaTta efieKTpoHa unu y KomonHauymjm ca
MacCeHUM CNEKTPOMETPOM.

['paHunUe geTtekuuje cy Hajdewhe peaa ~ppb, wTo je u pen senndmHe MK
BPeOHOCTN KOoje Cy nponucaHe perynarnsamMa. 3a KBaHTUduUKauujy ce mory
KOPUCTUTN YHYTPpaLLHWN CTaHO4apAan Koju "nokpmeajy"” BuLle aHanuTa, a 'y
cnydajeBuma cnoxeHux matpukca u GC-MS aHanuse Hajborbe je ynotpedutn
N30TOMNCKN UBMEHEH aHanNMUT.

Cl
Cl Cl

DDT (auxriop-augeHuns-TpuxioperaH) O O Cl

34



-
o
o

0 12 14 16 18 20 22
Retention Time (min)
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(b) o (c) Ch~F! o ﬂ
120.0k I : = s 90.0k ZN\Q
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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, gusamwe 15°C min— go 280 °C, mHjekumja: 1ul, crumut: 50:1, HOocehwm rac: He,
npoToK: 1.1 mL min~. joHu3aMja: eeKTPOHCKUM yZapom 70 eB (250 °C), Temrr. KBagpymona:
150 °, CKeH: m/z 0, 50 10 500, 6a3a 3a ugeHrudpukanujy: NISTo8 mass spectral library. 35
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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

Amnapar: Agilent Technologies 6890, Ko/moHa: 30 m x 0.25 mml.D. HP-5, 5% dimethyl polysiloxane
capillary column, meh: 2 min Ha 70 °C, gusame 25 °C min~ 1o 150 °C, ausame 3 °C min g0 200 °C,
nu3ame 8 °C min™ o 280 °C mHjekunmja: 1pl, cuturiec, Hocehwm rac: He, mpotok: 1 mL min~.
joHU3aLuja: eeKTPOHCKUM yaapom 70 eB (280 °C), 6a3a 3a ugenTudukanujy: Chemstation
Agilent. 36
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FIGURE 1.1.1

14.00

GC-MS total ion chromatogram of 90 pesticides in tea samples (A group).




GC-MS (490)
Item Varieties %

Rec. range (%)  60-120 424 94.0
AHanumuyku <60 27 6.0
NPUHOC >120 0 0
Not added 39 /
RSD range (%) <20 348 77.2
20-30 86 19.0
>30 17 3.8
Not added 39 /
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1. 24 4 Trichlorobipheny! (No. 28) 7.2,3/445-Pentachlorobiphenyl (No. 118) 13.2,3/44'5,5-Hexachlorobipheny (No. 167)

2.2,2'5,5"Tetrachlorobiphenyl (No. 52) 8.2,344.5-Pentachlorobiphenyl (No. 114) 14. 2,3,3:44'5-Hexachlorobiphenyl (No. 156)
3.2,2'4,5,5-Pentachlorobipheny! (No. 101) 9.2,2/44.5,5-Hexachlorobiphenyl (No. 153) 15. 2,3,3.4,4'5"-Hexachlorobipheny! (No. 157)
4. 34 4'S-Tetrachlorobiphenyl (No. 81) 10. 2,3 ,3/4 4"-Pentachlorobiphenyl (No. 105) 16.2.2.34 45,5 -Heptachlorobiphenyl (No. 180)
5. 3,34,4"Tetrachlorobiphenyl (No. 77) 11.2.2,344.5-Hexachlorobiphenyl (No. 138) 17.3,34.4:5,5-Hexachiorobiphenyl (No. 169)
6. 2,34 .4.5-Pentachiorobiphenyl (No. 123) 12. 3,314.4'5-Pentachlorobipheny! (No. 126) 18.2,3,314.4'5,5"-Heptachlorobiphenyl (No. 189)

19. Decachlorobiphenyl (No. 209)

- 9
1 n 16
§ 1 14
g d 67 8 10 15 18
4
1 1
I g 1 3 ¢ 17
2 4 2 12 19
SN $
1 | ¥ L  § | i | | ]
12 14 16 18
Min

KomoHa: SLB-5ms, 20 m x 0.18 mm 1.D., 0.18 pm; meh: 75 °C (1 min), 12 °C/min go

340 °C (20 min); uHj. Tem.: 250 °C; gerexkTop: ECD, 340 °C; Hocehu

rac: BOZOHUK, 1.2 mL/min; uHjexuuja: 1 pL, splitless (0.75 min); majuep: 4 mm I.D
MpeyseTo u3: Kathy Stenerson, Caitlin Brown, Reporter US Volume 33.4 (Food & Bev. Suppl.) 39



GC System
Column

Inlet

Carrier

Oven

FID
gas:25mL/min
Injection 1uL

Koenyuuja n pasgBajarwe cis 1 trans naomepa

Co-elution
C18:1c/C/8:1t

Agilent 7890B

DB-FATWAX Ul, 30m, 0.25mm i.d., 0.25um (G3903-63007)
250°C, split/splitless mode, split ratio 50:1
Helium, constant flow, 40cm/s@50°C

50°C(2min), 50°C/min to 174°C(14min), 2°C/min to 215°C(25min)
280°C, Hydrogen:40mL/min, Air:400mL/min, make-up

pasfBajake He3acnheHnx

nsomepa no nonoxajy C=C Besa

&

c

& C18:2c/C18:2t N |

Q@ separation Critic separation

3

= o

s : . 8. 1

o = o §§'8 = - 8‘?’. g by g g =
= 3 2 3 & 3ISESR|8 (8 § 8 8-
5 5 55 5 5 M . v Bnﬂé
5 20 2 3% Y s mn



OO

difenil difenilmetan
naftalen antracen fenantren

AHanusa ce MoXe pagnTu ca HenoslapHMM KosioHama, ca niamMmeHo joHu3yjyhum
petektopom nnn GC-MS TexHUKoM.
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5,16 F

Naphthalene
2. Acenapthene
3. Acenaphthalene

| S. Phenanthrene

10. Chrysene

12. Benzolblfluoranthene
13. Benzolklfluoranthene

9. |10
7. Fluoranthene
Y e 8. Pyrene
9. Benzo[alanthracene
1 12, 13 14
23
/ s
4 10
5 | 6 16 17
) /4
71,8 14
10 \
13 [
9 n 20
2

14. Benzoljlfluoranthene
15, senzotapyrenc
Dibenz[a,hlanthracene
Indeno(1,2,3-cd]pyrene
Benzolg,h,ilperylene

16.
17.
18.
19.
20.
213
22.

Dibenzola,llpyrene
Dibenzola,e]pyrene
Dibenzola,ilpyrene
Dibenzola,h]pyrene

@80@
Benzo|b]fluoranthene

©‘©©

©

Benzo[j]fluoranthene

' PasgBajane
n3omepa

KonoHna: SLB-ILPAH, 20 m x 0.18 mm I.D., 0.05 um, 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 ulL, 300:1 split, 300 °C, petekrtop: FID, 310

°C. N3Bop: www.sigmaaldrich.com
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KonoHa SLB-5ms, 10 m x 0.10 mm 1.D., 0.10
pum (28465-U)

Meh 40 °C, 50 °C/min to 320 °C

Hocehu hydrogen, 81.5 cm/sec constant
rac

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

OEeTeKkTop FID, 320 °C

1. a-Thujene 13. (E)-B-Ocimene 29, Perilla alcohol

2. a-Pinene 14. y-Terpinene 30. Undecanal

3. Camphene 15. Octanol 31. Neryl acetate D -

4. Sabinene 16. Terpinolene 32. a-Copaene

5. B-Pinene 17. Linalool 33. Geranyl acetate
70 6. Myrcene 18. Nonanal 34. 3-Cubebene + B-Elemene

7. Octanal 19. cis-Limonene oxide 35. Dodecanal

8. a-Phellandrene 20. trans-Limonene oxide 36. (E)-Caryophyllene ]
6.0 4 I° 9. §-3-Carene 21. Citronellal 37. B-Copaene /

> 12 10. a-Terpinene 22. Terpinen-4-ol 38. cis-B-Farnesene

5.0 1. p-Cymene 23. a-Terpineol 39. a-Humulene

12. Limonene 24, Decanal 40. Germacrene D
4.0 25. Neral 41. Valencene

26. 2-(E)-Decenal 42. Bicyclogermacrene
30 7 17 27. Geranial 43, §-Cadinene
28. Perilla aldehyde 44. Unknown
20 24 Bpeme
14

o 5 o 42 aHarnuse oKo
Lils BINiE AT § apfl e sl 3 MuHYTa

100 1.25 1.50 1.75 2.00 2.25 2.50 2.75
Min M3Bop: www.sigmaaldrich.com 3



*Bucoka ocetremocT (ppm, pp
*[1peyunsHocCT (y KBaHTUdUKaLMjn
1-5% RSD)

*Cnpesare ca MC

HECTAOUITHE KOMINOHEHTE
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