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Xpomartorpadumja: Mmuxaun Leet, 1903. rognHe pasgBojuo
cMeLly BUrbHUX nMrmeHaTa ucnmpajyhu nx netpon eTpom Hu3
LieB (KonoHy) rycto nyweHy ca CaCoOs,.

1940-1960: Nepwuog garser 3HayajHor pa3soja TexHuke (MapTuH u

CwuHl, HobenoBa Harpaga 3a xemujy 1952.) y TOKy Kora ce pa3sBuja
racHa xpomartorpadwmja.
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llTa je racHa xpomaTtorpadguja

Bpcta xpomartorpadumje y kojoj je enyeHT rac (Hajyewhe He, Aru N,
yuctohe 6ap 99,995% 6e3 npucycrtea BOAE U KNCEOHMKA) a Y30paK je
UIN rac UNn TEYHOCT HUCKE TauKe Kibydaha Koja ce 3arpeBaH-em
MOXXE NPEBECTU Yy rac, Nod yCnoBoMm aa He gohe Ao TepMuYKor
pasnaraka HeHUX KOMMOHEHTH.

['X aHanu3om mory 6utn obyxsaheHe n TepMmnYKn HectabunHe
KOMMOHEHTE CMeLLe ako Ce NPeTXo4HO NOABPrHy XeMUjCKoj peakumjm
y TOKY KOje ce NpeBofe y cTaburnHe gepuBaTe HUXe Tadke Kibydamsa.
OBaj nocTtynak 30Be ce gepuBaTtmsauuja.

[epuBaTtusaunja Tpeba ga je kBaHTUTATUBHA, Op3a U CENeEKTMBHA.
Hajuyelwwhe nogpasymeBa cynctutyuujy oyHKLMOHaANHMUX rpyna, a
MOXe ce 0baBUTK 1 y unrby 6orbe aetekuyuje ogpeheHom BpCTOM
OeTekTopa.
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_ Bpcre uHTepakumia y X

AOCOPIMUNJA, ADCOPIUMNOHA (TACHO - YBPCTA)
XPOMATOI'PAGNJIA

HenokpeTHa pasa je uBpcTa, KOMMOHEHTE Y30pKa pa3aBajajy ce
npemMa pasnnuunuToj TEXHMN aa ce aacopOdyjy Ha NOBPLUMHY YBPCTE
HernokpeTHe drase (KOHCTaHTa a4copruUMOHO-A4eCOopPnUNOHe
paBHOTEXeE).

PACTBAPAHE, NMAPTUUNOHA (TACHO - TEYHA)
XPOMATOI'PAGNJIA

HenokpeTHa pasa je Te4yHa, KOMMNOHEHTE Y30pKa pasaBajajy ce npema
PasnnMynToj TEXHU a Ce pacTBapajy Y TeYHO] HENOKPEeTHO] dhasu
(koedpuuujeHT pacnogene). HenokpeTHa (pasa je TeLKo ncnapsromea
TEYHOCT HaHeTa Ha YHYTPaLUHOCT KOJSTOHe (Ko4 KanunapHMX KoroHa)
NUNK je HaHeTa Ha rpanyrne YyBpcTe dpase (Kog nakoBaHUX KOMoHa). Te
rpaHyrie 30By ce Hocau.



WH|EeKTOD OETEKTOp

pauyHap KonoHa je npoctop y
KOME KOMMOHEHTE
y30pKa uHTeparyjy ca
HENOKpeTHOM (pa3om
n pasgBajajy ce.

BEHTKI

[eh cnyxu ga ogpxaBa KOMOHY Ha XeJbeHoj Temnepartypu (4o
400 °C). NHjeKkTop 1 aeTekTop Mory buTu 3arpejaHu Kako He ou
OOLUO A0 KOHAEH3auuje Ha huma.




[MpuTnCak ce nogeluasa Tako ga
B6p3unHa Kpo3 KofIoHy 06e3beaun ycke
NMKOBE (MakKCMMYM TEOPUjCKNX
noaosa) y cknagy ca BaH
[emMmTepoBOM jeaHauYNHOM.
[MpoTouun: ~ ml / min

PagHu pexumn y I'X

1. I3oTepmcku pexmm
2. TemnepaTypCKu rpagnjeHTHU PeXNM

[Mpn HXuUm T enyupajy ce
ncnapsbuBmje KOMMNOHEHTE, NPU BULLNM
Texe ucnaprome. HecCT HeXerbeHun
edoekat: nognsarwe 6asHe nuHnje 3oor
ncnapaBaHa HernokpeTHe pase.

Hoceher raca

s=A+B/v+Cv

He

1
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Ha naneTtu ocum y3opaka, Hanase ce u
bouunLie ca pacTBOpUMa 3a UCnupame
LLINpULA o, NPEeTXOAHOT Y30pKa.
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“‘Headspace” cemnnoBaxe

\%

3a YHOC nCnapsbnBmnx KOMMNOHEHTU TEYHUX UITN YBPCTUX -

y30paKka ca HeNnoXerbHUM MaTPUKCOM: HE MHjeKTyje ce L.;“'-

y30paK Hero napa Koja je ca HuM y paBHOTEXMN. |

Y3o0pak ce cTaBrba y amnyny 1 TepmocTtaTupa ce Ao
ycrocTaBrbaka PpaBHOTEXE rac-Te4yHo, a 3aTuUM ce
anuKBOT raca y3uma LUNpuLemM U YHOCU Y UHjEeKTOop.

CTaHﬂ,apHI/I Ha4YnH CeMIMIIOBaHa

VG 'lf,ﬂf MPn aHarnM3n ankoxosna " TOKCUHa Yy
KpBW, agunTtnBa y XpaHu 1 nnhunma,
N ncnaprbnBmnx KOMMNOHEHTU
® ... V: Y30OPAK oTnagHunx soaa.




3anpemMnHe TEYHMX y30paKka Cy peaa MUKPONUTpa, a raCHUX MUNUNUTpPa.
NHjekuuja Hnje TpmBujanHa: noTpebHo je YHETM ONTUMariHy KONUYNHY
y30pKa 3a gaTy xpomaTtorpadocKy KonoHy n getekrtop. [pesuwle y3opka
MOXE Yy CTapTy NPOU3BECTU NPELLNPOKE NUKOBE (Maka pesonyuunja)
n/mnn goBecTn Ao 3acuhera geTekTopa.

Y30pak ce MoXe YHEeTU Ha NyT HoceheMm racy nomony racHMx cnasBunHa
NN WNpUUEM (ONPEKTHO Y KOMOHY UM MHOUPEKTHO Ha pasnnynte
Ha4ynHe).

[TacHe cnaBsuHe | Oapehena 3anpemnHa racHor y3opka nogmehe ce Ha

NyT CTPYju Hoceher raca.

NneTiba neT/ea

Hocehw rac y3opak Hocehw rac y3opak
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“Split/splitless” nHjekTop (S/SL)

y30pakK ce U3 MmumkpolLunpuua
(~100ul) yHOCK Yy 3arpejaH
NPOCTOP KPO3 KOju CTPYju HOocehn
rac. CnnimT BEHTUIIOM perynuiie
ce KOJnKu geo y3opka he npohu
Y KOJOHY.

“‘Cnnutnec” moa paga je kaga ce
CNSINT BEHTWN 3aTBOPU N Tada
LlenoKynaH y3opak n3 Lwnpuua
nae y KonoHy (aHanuse Tparosa).

“Cnnut” Mmof paga norodaH je 3a
KOHUEHTPOBaHE Y30pKe.

Hocehu

O ——
rac

rpejaHu
MeTanHu __
bnok

"najHep” —

7

|— mukpownpuyy

cenTtym

oTnag
centyma

é "cnnut”

BEHTUN

KOMOpa 3a
ncnapasambe

KOIIOHa

—

MaHa: QUCKpMMUHUMLLIE KOMIMOHEHTE Yy30pKa NpemMa Taykama Krby4vama,
rybe ce nako ncnapsemse, AUCKpUMmUHaLmja og 3arpejaHe urne: oHo WTo
yrasu y KorioHy Hmje nobap penpeseHT y30opka
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“‘PTV” nujekrop:

Programmed Temperature
Vaporising

CnnyHe KOHCTpYKUMje kao S/SL,
Anu my je 6NoOK Hajnpe xnagaH,
urna je xnagHa n ysopak ocraje
TeyaH Kaf ce YHece Yy najHep.
OHpa ce nporpamMmmpaHo rpeje ga
6u cBe KOMMOHEHTE Ucnapune ca

MHOI0 MaH-0M JUCKPUMMUHALINjOM.

Septum
purge exit',

-

. \\
Carriergas ™
inlet

Capillary

column

[NpeKTHO NnHjekToBaHe
On-column inlet

Y30pak ce y TEYHOM cTamny, 6e3
3arpeBarba 1 Nnpu npekuay cTpyje
Hoceher raca yHOCu OUPEKTHO Y
KONoHY. TeKk HakKoH yHoca rpeje
Ce KOJIOHa U KOMIMOHEHTE
ncnapanajy. ['lorogaH 3a
TEPMUYKN HECTADUIHE
KOMMOHEHTE Yy30pKa, Koje ou
S/SL pasrpaauno.
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[TyrseHe (nakoBaHe) KanunapHe

narnepn
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[TyrweHe (nakoBaHe)

YHyTpalwHby NpeyHmK: > 2 mm.
[y>XnHa: HeKonnko meTapa.

MaTepwujan: Yenuk unu ctakro.

Behun kanaynTeT, BULLE y30pKa.

MaH-e Teopujcknx nogosa,
HUXXa edpMKaCHOCT.

HameneHe yrnasHom 3a
npenapatuneHy [ X.

KannnapHe

YHyTpawby npeyHmk: < 1 mm.
OyxnHa: 10-100 m.

MaTtepujan: CTakro ca ojayareM.
Manu kanauuTteT, Mar€e y30pKa.

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

HamereHe 3a aHanuTtuuky [ X.
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KofioHe

[TyrweHe (nakoBaHe)

[TyH-eHEe XEMU|CKMU MHEPTHUM CPePHMM rpaHynama 4Bpcre dpase WTo
paBHoMmepHujer npedHuka (100-200 um) Ha koje ce moxe
nMnperHnpaTn (MNu ce XeMunjckn BesaTti) HENOKpeTHa Te4Ha drasa.

LLITOo cy yecTtuue marwe, edomkacHOCT pasaBajarsa je Beha n notpebaH
je Behu nputucak ga 6m ce ogpkao 3agatu npoTok. Hajuewhe ce
npase of anjatomejcke 3emrbe (no cactasy 90 % SiO,) unu
CUHTETUYKNX NONMMEpa ca pasHMM Moaudukaumnjama nnm
MOJIEKYICKMM CUTUMA, aKTUBHOT yriba. JOCTynHM cy noAa
KomepunjanHum nmenuma Chromosorb, Porapak, Spherosl...

AKO cy camMn Hocauum cTaymoHapHa gasa, NoXerbHOo je aa umajy
BMCOKY crieumdunyHy nospLumHy > 100 m?/g.
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[TyrweHe (nakoBaHe)

AKTMBHM yrarb: nako je peTeHLumja Kog Hera y OCHOBU OUKTUPaHa
ONCNEP3NOHUM MHTEepakumjama, NorogHN akTUBHU LEHTPU
cneunduyHo Be3yjy NonapHe Monekyrne (HNp. amuHe).

ApncopnunoHa ['X je norogHa 3a aHann3y CMella racosa,
reoMeTpujCKUX N3oMepa, BOOAEHUX pacTBOpa MosflapHUX jean-erba...

MaHe agcopnumoHe [ X:

-HenokpeTHa dpaza moXxe kaTannucaTtu HeXXerbeHe peakuuje
-Jaka peTeHLuja NnonapHux jeammera BUCOKe TayKe Kibyvyana
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C
KanunapHe @ e
[TocToje Tpu BpCTE:

HenokpeTHe ase: nma nx smwle CToTUHa BpPCTa, Hajyewhe cy TO
CTPYKTYPHO MOANMUKOBAHU MOSIMCUNOKCAH N MOSIMETUIIEH MMUKOIT.
HaHeTe cy Ha 3ng nnu Hocad y TaHkom crnojy (0,2 — 1 pm).

[1pn BEhnm pagHuUm TemnepaTypama HENOKpeTHe pase (NocebHo
nonapHe) ce TepMUYKKM pasrpahyjy LITO ce MOXe BUAETU Ha
XpomaTorpamy Kao nogusawe 6asHe nmHuje a moxe 6utn npaheHo
NojaBOM OOMYHCKUX MUKOBA.

\ / \ / \ / \_/
wo—si—DJ/ _Si_ T WD—Si—DJ/ S
g0y 1. 7.9y

H—o-Ssi. _si” H—0 Ssio si”

Z\00 N /707N

[lpumep TepmuyKor pasfiaramwa MosimcnuioKcaHa
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HenokpeTHe dase

100% Diphenyl Cyanopropylphenyl
Dimethylpolysiloxane dimethylpolysiloxane dimethylpolysiloxane
OV-1, SE-30 OV-3, SE-52, OV-17 OV-275
HenonapHw ysopuum: Cnabo nonapHu y3opuu: [MonapHu y3opuu:
crepouan, “‘PCE’, ankanovam, ankoxonu, rnonu-
“PAH’ crepouan, “FAME He3acuheHe macHe

nectnunan KnUcernHe 18



HenokpeTHe dase

HOTC—C—01H
Hz Hz 2

Trifluoropropyl Polyethylene glycol (PEG) or
dimethylpolysiloxane wax
OV-210 Carbowax 20M
Jako nonapHu y3opuu: Jako nonapHu y3opuu:
XropoBaHa u Kucenune, etpum,
HUTpOBaHa eTapcka yrba

apomMaTunyHa jeaut-ena
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HenokpeTHe dase

—+ ¥
a-Alanine
A | Alanine Butyric Acid  Valine L.eucine
L
B D L D D
. e - -
68 7398 104 115 120 238 348

[pumep. pasaBajar-e eHaHTUoOMEepPa CMeLLIe ecTapa aMUHOKUCETTUHE

20



OeTeKTop, a pa3gBojeHe
Cy MoaynaTtopom
(KpnoreHu Tpan ca Te4YHUM
a30TOM) KOju Crnyxu ga
LMKMNYHO CaKyniba
nopumnjy edorniyeHTa ca
npBe KOJIOHe, hokycupa je
N UCNopy4n y apyry
KosioHy. MomeHart
MCMNOpPYKe je noyeTtak

) Lo d ol

BPX-35, *tg (5)

0 10 20 0 40 50 &0 o

MepeHa PeTEHLUMOHOTr BP21, 'ty (min)
BPeMeHa y 4pyroj KONMOoHU
KOje je 3HaTHO Kpahe Hero

y NpBO|.

[lonmep. pa3gBajar-e yribOBO4OHUKa 4BOLAUMEHINOHOM
racHom xpomartorpagujom. aricymca je peTeHLNnoHo Bpeme
VY npBoJ, a opanHara y 4pyrof KosioHu. boja~curHari.
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1 pg/s
500 pg/ml

[TnameHo joHu3yjyhu Yrmb0BOLOHMLM

TonnoTHe NPOBOA/LUBOCTU  YHUBEP3ANHY

3axsaTa enekTpoHa XanoreHoBaHa jeautera
MaceHu cnektpomeTap YHVBeEp3arHu

TepMOojoHCKM Jeaurerba asora u gpocgopa
OT-NHppa LpeeHn OrpaHcka jeaunHerba

[MpenapaTtuBHa xpomartorpaduja 3axrTeBa
HeOEeCTPYKTUBHE OETEKTOPE KOjU ce MOry U peaHo
Be3aTu ca Apyrum geTektopuma pagm huxoBor
nopehema.

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~pg/l~pglkg
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[eTekTop TONMNOTHe nposoarbmneocTn (7CD)

NN KaTapoMeTap: ABa NOEHTUYHA ONTOPHUKA
(W, Pt xuue) BesaHa cy y aBe rpaHe
ButctoHoBor mocTta. ['lpeko jegHor cTpyju
enyeHT, Npeko gpyror ecpnyeHT. Hannasak
KOMMOHEHTU Ha R; n3bauyje moct 13
PaBHOTEXE jep MeHa HEroB pexnm xnanexwa u
BpeaHocT oTnopa. CTpyja y MOCTY je MEPHM
CUrHamn oBor getekropa.

Hajseha oceTrbMBOCT NOCTUXKE Ce Kaf je Hocehu rac BOAOHMUK (Mnu
Xenujym) jep oHn nmajy Hajgehe Tonn. npoBoasbMBOCTU. Taga je cmep

rac U3 Konoxe \Y p

©

/
N VN

S
'\ Hocehu
rac

CTpyje y aMmnepmeTpy YBEK UCTUN (HEMA MHBEP3HNX cUrHana).

HepecTpykTuBaH, jeagHOCTaBHE KOHCTPYKUMje, HecneunduyaH, cpeawe

NN HNCKE OCETILUBOCTN.

23



[MnameHo joHusyjyhu getektop (F/D) | L

EdonyeHT ce yBoam y nnameH (cmelua
BOLOHMK-BA3ayX) KOjU je NnocTaBIbeH Aa
byne aeo enekTpuyHor Korna. KomnoHeHTa
KOja ce y nflaMeHy joHn3yje 4onpuHocK
nopacrTy CTpyje y Kony.

|
J e
'{ Tucmm-le
BOAOHHK

W Baagyx

YrrboBogoHUUM Oajy CTPYjy cpa3dmepHy bpojy C aToma y jeammbensy. [leTekTop je
MaceHO OCeTIibUB, a He KoHueHTpauyuoHo. H,0O, CO n CO, ce He Buae.

[Toy3gaH je, jeddTUH, MMa LUMPOK JIMHEAPHWU oncer, OeCTPYKTUBaH 1 cneundunyan

(HWje 3a HeOpraHcke KOMIMOHEHTE).

CurHan ce uspaxasa Kao yKynHa KOfnMdmnHa yriboBOAOHMKA (YecTo npema

MEeTaHy).
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[eTekTop 3axBaTa enektpoHa (ECD)

EdonyeHT ce npeBoan npeko pagno-akTMBHON 3
emutepa (93Ni). Kaga cTpyju camo Hocehu rac y
KOJTy Ce yCrnocTaBsba CTpyja YMju HocuoLum cy
erekTpoHu 1 joHn Hoceher raca (N,).

Haunnackom KOMMOHEHTU U3 KONOoHe Koje umajy
n3paxkeH apMHNTET NpemMa enekTPOoHY Oonasu
00 3axBaTta efiekTpoHa 1 naga cTpyje WTo je
OeTeKUMOHWN cuUrHanm.

[leTeKkTop je cenekTMBaH U BP0 OCETIbMB 3a XanoreHa v HUTpo-jeants-ersa.
Kopuctu ce npu aHanuMsu nectuuuaga v nonumxnoposaHnx 6ugeHuna (PCE).

[depvBaTusaynjom ce Heke KOMMOHEHTE MOrY YYUHUTU BUASbMBUM 3a ECD .
Hajuyellhe ce BpLUKX CYNCTUTYLUMja XanoreHmma. BuwlecTtpyke cynctutyuuje

nokasyjy KymynatueaH edpekaT Ha OCET/bUBOCT.

rac M3 KonoHe

!

®
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AKO ce Ha 13nas3s KOJIOHEe NoBeXe MaceHU CNeKTpoMeTap Kao AETEKTOP
nobuja ce xmbpuaHu ypehaj nsysetHmx aHanuTtndkux cnocobHoctun. OBa
TEXHUKA je gaHac kopuwheHa y popeH3nun y aHanuam Tparosa (gpore,
€eKCNMo3nBn) N 3a NOEHTUPUKaLUWjy KOMNOHEHTM y30paKa HernosHaTor
nopekna. Pa3Boj oBe xnbpugHe TexHuke noyeo je 1959.

KopucTe ce kanunapHe KOnoHe, a rnpe ynacka y MaceHu crektpometap edqryeHT je
noTpebHo npesecTn Ha H1cku nputucak (10-° mbar , A~10 m). JoHu3aumja y3opka:
Hajyewhe ygapoM enekTpoHa, pasgBajare no m/z: Hajyelwhe KBagpynosioMm.

Filament __
Extraction
lenses ,

26



€HOM C

VIETDUNIOM ((5(, -V

[MpukasmBareM jOHCKE CTpYje 04 peTeHUNOHOr BpemeHa gobuja ce xpomaTtorpam
(total ion chromatogram - TIC), anu ce ocum Tora HenNpPeKUaHO CHUMa MaceHu
crnektap edriyeHTa Tako ga ce OCUM Mo tgz KOMMNOHEHTE MOry U jeQHO3HaYHOo
noeHTUUKoBaTN Npema marneay MaceHor cnekrpa (kao npema oTUCKy npcTa).
NpeHTudurkaumja ce spumn nopeherwem ca 6asom maceHux cnekrapa. PasaBajarse v
KBaHTU(OMKOBaH-€ je Ha Taj Ha4yMH Moryhe Yyak 1 ako cy KOMMNOHEHTe Koenyupane.

relative intensity

GC-MS TexHukom xpomartorpam goduja u
Tpehy OUMMEH3N)y — MaceHn cnekrap y
nocMaTpaHOM PETEHLNOHOM BPEMEHY.

MoaoBu paga MmaceHor crnekTpoMeTpa:

CkaHupajyhun Mmopg: ckeHupa ce 3agaTu
orncer m/z, Haj4yewhe og 30 go 500,
HEeKONnMKo nyTa y cekyHan. KopucTu ce 3a
noeHTudrKaymjy KOMNOHEHTU npemMa
narnegy LEenoKyrnHor MaceHor cnekTpa.

SIM (Selective lon Monitoring) npate ce
camo ogpeheHe mace, kKapakTepUCTUYHE
3a ogpeheHe komnoHeHTe. OCeTIbLMBOCT Ce
nosehasa 10 go 100 nyTa.
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ca MeTaHOM MPOTOHYje MOSeKysl N HacTaje
MH* y3 MuHumanHy pparmeHtauymjy.

Mpumep:

MaceHu cnektap kapuodguneHa (M=204,3),
jeQHor cacTojka eTapCcKkux yrba py3mapuHa
n kaHabuca, oodbujeH Npu eHeprmnjama
enektpoHa og 12 n 70 eB.

Caryophyllene

12 eV

41

b

69

80

s

148 161

120 133

9a 109

175

189

204

148 161
120

106

133

93

70 eV
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[ X - TaHgemcka maceHa cnektpomeTpuja (GC-MS/MS)

Kapg ce HakoH mM3nacka u3 aHanMsaTopa maca joHu garbe doparmeHTuLLy (y Komopwu
cyaapajyhu ce ca MHEPTHUM racoM) a 3aTUM Ce HacTanv Npou3BoaU YryTe Ha joLu

jeqaH aHanmsaTop maca.

Q1 set to filter
only m/z 309

Q3 set to filter

Q2 (collision cell) only m/z 281

© ©e®%

@ miz 309> @ miz 281 )~100% duty cycle)
e random chemical noise

Tume ce 3Ha4ajHO peaykyje yTuuaj
MaTpUKca Ha LLIYyM U MOXe ce nocTuhu
N3y3eTHO BUCOKa oceTrbmeocT. Mory ce
KBaHTU(OUMKOBATU BP0 HUCKE
KOHLUEHTpaLUNje KOMMOHEHTM.

CneundunyHocT cripesdarwa ca MS je WTo ce y KBaHTUUKaLUNjU HEKE KOMMNOHEHTE
MOXe Kao YHyTpallku cTaHgapa KOPUCTUTU HeH N30TOMOSOr: UCTO XEMM|CKO
jeavikbere pasnnyuTor U30TONCKOr cactasa. lako ce xpomaTtorpadyCcku NUKOBU
aHanuTa u yHyTpallker ctaHgapaa CKopo NoTnyHo npeknanajy (6nvcka cy um
peTeHuMoHa BpeMeHa), y SIM mogy he curHanu hruxoBuX jOHCKMX CTpyja butn
pernctpoBaHun oaBojeHo. NC cy Hajuewhe 3-10 nyTa geytepucaHn aHanuTtu.
[MpegHocT: ngeanaH VNIC, kakBor Hema y npupoau.
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0
I

R*—OH + Faﬂ—ﬁ—ﬂlt —> R*—OR + F,C—SO,H
Q

Cvnunauuwja aHanuTa. aKTUBHYW BOLOHUK 3aMEH Y€ Ce TPUMETUIT —CUITUIT FPYITOM

CH, CH,
Y:H + HyC—S8S1—X —» H,C—Si—Y +HX

CH,4 CH,4

30
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ErnaHTrOoOMepu (S) Etun 2-amumrHo Cwmelva
Qa-CyrcTUTynCaHnx rporiaHoar Aaujacrepeonsomepa
OpraHckux kmcesimHa 31



er O

-hmmobanzyl p-brumuphmacyl Eﬁuhm{mﬁumumethy]} p-chlorobenzy|

MW= 169 benzyl MW=277 MW=| 25
2-chloroethyl- p-nitrobenzyl E.Mmatophmyl 2 E-dmttmphmyl

MW =63 MW =136 MW =167 MW =167

F F E F

F \. a2
¥ —CHy— F CH= \ Sey” Che—CH—
i

F
pentafluorobenzyl pentafluorobenzylidene pentafluoropropyl trichloroethyl
MW =181 MW =180 Mi'=133 MW =131

32



Hz
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1. 24 4 Trichlorobiphenyl (Mo, 28)
2, 2.2;5 5 Tewrachlgrobiphenyl (o, 52)
1. 224,55 Pentachlorobiphenyd (Mo, 101)
4, 34 4'5-Tetrachlorobipheryl (MNo. 81)
5 3344 Tetrachlorobiphenyl (o, 77
6, 23.445-Pentachionobiphernyd (Mo, 123)

7. 2.3/44°5-Pernachlorobiphenyl (Mo. 118)
8. 2,344'5-Pentachlorobipheny (Mo, 114)
9. 2.2,44'5,5Hexachlcrobiphenyl (No. 153)

10, 1,3,3:4,4'1F¢ma¢1'h¢b5ﬁ1efqriﬂ'h 105)

11.2,2:344:5-Hexachlorcbiphenyl (Mo. 138)

12. 3,214 4'S-Pentachlorobiphery! (No. 126)

13. 23:4.4'55 - Hexachlorobipheny (Mo 167)
14, 2.3 344 5-Hexachiorobiphemd (Mo, 156)
15. 233485 Heachlorobiphenyl (No. 157)
16. 2.2,344'5,5-Heptachlorobiphenyl (No. 1580)
17. 3,34,475,5" - Hexachl orobipherd (Mo, 169)
18, 23 34,45 8 Heptachlorobiphenyd (Mo, 189)
19, Decachiorobiphenyd (Mo, 209

16 18

KosoHa: SLB-5ms, 20 m x 0.18 mm 1.D., 0.18 um; 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; uHjexumja: 1 uL, splitless (0.75 min); majuep: 4 mm 1.D
[pey3eto u3: Kathy Stenerson, Caitlin Brown, Reporter US Volume 33.4 (Food & Bev. Suppl.) 3



n3a nectmunga

[MecTnumaun: cee cyncraHue Koje cnyXe yHuULTaBaky

LUTETOYMHA Y Y3rojy burbaka 1 }XMBOTUHA
NHCEKTULMAN, pyHrmuman...).

KBanutaTMBHa U KBaHTUTATUBHA aHanmsa
obaBrba ce TexHukoMm [ X ca geTekTopom
3axBaTa efiekTpoHa unm y KombuHauyuju
ca MaceHUM CMeKTPOMETPOM.

['paHuLUe geTeKkuuje cy Hajdyewhe pega
~ppb, WTo je n pen sennunHe MK
BPeOHOCTM Koje Ccy nponucaHe
perynatmBama. Pa3BujeHe cy bpojHe
MeTOode aHanuse 3a pasnnyuTte Knace
nectuunaa (opraHOXnopHe,
opraHooCcdOpHE...) Kojuma ce Moxe
npaTUTK BULLE CTOTMHA nectuumaa y
jeaHoj aHanuan (nomohy GC/MSMS
TEXHUKE).

ClJW \—CH;
(xepbuuyunan, CHs
Chlorpyrifos
Code . Existing EU
number Commody MRL (mg/kg)
110010  Grapefruit 0.3
110020 Oranges 0.3
110030 Lemons 0.2
110040 Limes 0.3
110050 Mandarins 1.5
120010  Almonds 0.05*
120040  Chestnuts 0.05*
120060  Hazelnuts 0.05%*
120080  Pecans 0.05*
120110  Walnuts 0.05*
130010  Apples 0.01*
130020 Pears 0.01%*

[lonmep: peryraruBa 3a X/oprnipugpoc

V Hekum ririogoBuma Boha.
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Amapat: GC/MS Agilent 7890 A-5975C, komoHa: DB-17MS (30 m x 0.25 mm x 0.25 um), meh:
3min Ha 40 °C, ausamwe 15°C min™ go 280 °C, uHjeknmja: 1pl, crummt: 50:1, Hocehwm rac: He,
npoToK: 1.1 mL min~'. joHU3aMja: eeKTPOHCKUM yzapom 70 eB (250 °C), Temrr. KBagpymoa:

150 °, CKeH: m/z of 50 70 500, 0a3a 3a uagenTudukanujy: NISTo8 mass spectral library.
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GC System Agilent 7890B

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

Inlet 2o0°C, sphtfsplltless mnde split ratio 501

Carrier Hellum constant flow, 4ﬂcmfs@5ﬂ’{3

Oven 50°C Ermn} 50°C/min to 174°C(14min), 2°C/min to 215°C(25min)

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

njection 1ulL

koenyuuja n pasaajawe cis v trans nsomepa

Co-elution .
C18:1/CAB 1t pasgBajake He3acuheHux
nzomepa no nonoxajy C=C Besa

S
=
o C18:2c/C18:2t ” :
g separation Critic separation
55 : : 8 ——
o ¢ HED e elo|8L)1E 5 B o .
= E 3y 3 3 5 SISRSEE[8 (8 § 8 3 E -
o e ¥
5 20 "2 " 40 is " min |



difenil difenilmetan
naftalen antracen fenantren

AHannsa ce MOXe paguTu ca HenonapHMM KonoHama, ca niamMmeHo joHn3yjyhum
aetektopom unm GC-MS TexHunkom.
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1. Maphthalene 10. Chrysene
2. Acenapthene
3. Acenaphthalene 12. Benzo[blfluoranthene
4. Fluorene 13. Benzol[klflucranthene
g 10 5. Phenanthrene 14. Benzoljlflucranthene
6. Anthracene T3, gonzoapyrene
7. Fluoranthene 16. Dibenzlahlanthracene
— 8. Pyrene 17. Indeno(1,2,3-cd]pyrene
4 9. Benzolalanthracene 18. Benzolghilperylene
12, 1314 19. Dibenzofallpyrene
23 20. Dibenzolaelpyrens @‘@
i T 21. Dibenzofa,ilpyrene @
4 "0 22. Dibenzolahlpyrene @
5 \ 16 17
\ Benzo[b]fluoranthene
\
| I_I—l_n_l_l_l_l_l
.| 4 QO
E 1O
i |13 |
g \[ e : 2 O
124 as ; 47 3 2 33
l r 6“ Iﬂ 19 2?\_ i Benzo[j]fluoranthene
: —r—r—r—r : ,||||||||||3|||||Pa3ﬂBaja|_be
10 20 30
Min n3omepa

KonoHa: SLB-ILPAH, 20 m x 0.18 mm I.D., 0.05 pm, neh: 150 C, 15 T/min to 225 C, 5
C/min to 300 € (15 min), Hocehwu rac: H,, 1.3 mL/min, y3opak: cmewia 22 PAH-a, cBaku
100 pg/mL y metun xnopugy, udjekumja: 1 pL, 300:1 split, 300 °C, aetekTop: FID, 310
C. N3Bop: www.sigmaaldrich.com
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i

1. a-Thujene 13. (E}-p-Ocimene
2. a-Pinene 14 y=Terpingng
3. Camphene 15, Cctanol
4. Sabinene 16. Terpinolene
5. B-Pinene 17. Linaleol
6. Myrcene 18. Mananal
4. Dcranal 19. cis-Limonene oxide
8. o-Phellandreng 20, trans-Limonene oxide
9. 8-3-Carene 21, Citronelial
1 a-Terpineneg 22, Terpinen-4-ol
. p-Cymene 23, a-Terpineol
12. Limgonene 24, Decanal
25. Neral
26, 2-(E}-Dacenal
17 27. Geranial

28. Perilla aldehyde

NHjekunja
WHj. Temn.

OETEKTOP

SLB-5ms, 10 m x 0.10 mm I.D., 0.10
pum (28465-U)

40 C, 50 €/min to 320 C
hydrogen, 81.5 cm/sec constant

0.4 uL, 300:1 split
320 C
FID, 320 C

29, Perilla alcohol

30. Undecanal

31. Meryl acetate

32. o-Copaene

33, Geranyl acetate
34, B-Cubebene + B-Elemene
35. Dodecanal

36. (E)-Caryophyllene
37, f-Copasne

38. cis--Farnesene
39, a-Humulene

40. Germacrane D

41. Valencene

42, Bicyclogermacrene

-43, &-Cadinene

44, Unknown

Bpewme!

150 1.75 200 2.25

250 275
N3Bop: www.sigmaaldrich.com 39



*Bucoka oceTtremnocT (ppm, ppb) HecTabunHe KOMIMOHEHTE
[1peumnsHocCT (y KBaHTUDUKaALUU

1-5% RSD)

*Cnpesane ca MC
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