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Xpomarorpaduja

 Xpomarorpaduja je IOCTynmak Koju  omoryharpa
pas3JiBajambe, HM30J10Balkbe, UACHTU(UKALM]Y U OIpehuBame
cacTojaka CMECE€ Ha OCHOBY IIpoIleca KOju ce€ JAcIlIaBajy Ha
rpaHuLM JIBe (ha3e KOj€ C€ HE MEIIajy.

* Hpentudukanuyja ce BpIIM HA OCHOBY R; BpemHOCTH WiIu
PETEHIIMOHOT BpEMEHa.




- crauuonapHa (asza ( Moxke OUTH IIOPO3HO MIIM TPAHYIMCAHO YBPCTO TEJIO,
TEYHOCT, TAHAK CJI0] TCYHOCTH aricOpOOBaH Ha YBPCTOM TEITY )

- MoOuJHa ¢a3a (Moxke OMTH Tac UIH TCUHOCT)
[Tonena npema puznykoMm cramwy (aza:

a) Teuna xpomarorpaduja
- Ancoprmony (TLC, HPLC)
- JoHon3MemrBauka (JOHCKA)

- EKcknm3nona

- Iloacony (IMapTULHITHOHY)
0) I'acua xpomarorpaduja
['ac/Teuno

["ac/uBpcTO

B) CynepkputrnuHa (ayujHa XpoMarorpaduja



Enyent
(MoOuIIHA (paza)

¥Y3o0pak (cmera)

AncopbeHc
(cTaruoHapHa (aza)

—<x— Euyar

Ilooeona (napmuyuona)
xpomamozpaguja

- HOACOHa XpoMarorpaduja y
KOJIOHU

oJicoHa Xpomarorpaduja Ha
XapTUJU W TAaHKOM CJIO]Y.



* XPOMATOI' PAOUNJA
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XpoMmarorpaduja Ha XapTUju
Xpomatorpaduja Ha TaakoM ciiojy (TLC)
Hensutomerpujcka TLC xpomarorpaduja

Xpomarorpaduja Ha koioau (CC)

["'acaa xpomarorpaduja (GH)

Teuna xpomatorpaduja (HPLC)



Xpomarorpaduja Ha TAaHKOM CJI0]Y

e Cmoj axgcopOeHca (HOp. CHIIMKArell) c€ HAHOCH Ha INIOYY
(cTakjieHy WM INIACTUYHY) WiIK Ha (Goianjy (aIyMHHH]YMCKY
nin mractuuny). Cioj mopa OmTH oapeheHe W yjeaHaueHE
neosprHe. Camo y TOM ciay4ajy A00ujajy ce pelnponyKTuBHE R
BPEJIHOCTH 3a KBaJIMTAaTUBHY aHAJIU3Y.

o))

pacrnpLmnBay

annankaTop



Kanunapa 3a
HaHoOWeHe Yy30pKa

«— OpoHT pacTBapaya

— CrapTHa JIMHH]a

Mocyna (kaga 3a xpomaTtorpadujy)

Hanouiewme y3opka
1. Tect pacTBOp CTaHIAAPAHUX CYIICTAHIIH
2. Y3opak



Xpomarorpaduja Ha 1

Cucrem

pacTBapayda
ce CMIIa y Kajay 3a
xpomarorpadujy

Hanocu ce craptHa m
Ha TLC mimouy-roemo
KanuJjape




Ilogeona xpomarorpaguja Ha XapTUju

XapTHja ca HAHETOM 30HOM y30pKa MOKE C€ OCTAaBUTH Y CY]I
TaKo Ja pacTBapad IIpojia3d XOPU30HTAIHO, HAAO0JIE WU
Harope.

IIpeMa ToMe pas3iMKyjy ce:
© XOpU30HTaJIHA (Kpy>KHA)

© CWJIa3HA U
© yJla3Ha TEXHHUKA.



KpyxHa TexHHUKa



Cuina3Ha TeXHHUKaA VY31a3Ha TEXHUKA
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XpomaTtorpadouja Ha XxapTuju
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XpoMaTorpaM HaKoOH eJIyupama

Xpomarorpam usjaoxken UV 3padeny

I I ‘ ‘ .

Additional spots become visible when inspecting the TLC plates with UV.




— CpenuHa MpJbe

CrapTHa J1uHH]ja
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pacTojame OJ CTapTHE JIUHH]E JI0 CPEIUHE MPJbE

OpoHT pacTBapaya

Bpmu ce ogpehuBame R,
BPEIHOCTH ¥ HbUXOBO
nopeheme ca
TAOJTMYIHUM.

Rf BpeaHocT 3aBucH 01
MoOuJIHE (haze.

pacTojame OJl CTapTHE JUHM]e 10 (PpoHTa pacTBapaya



«— DpoHT pacTBapaya
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MenToH
(R=0,88)

MenTo
(Rf:O,38)

EU St1  St2

M3rien xpomaTorpama eTapckor yjba HaHe
(Stl u St2 — craggapam)



PaznBajame nmurMeHara
W3 3eJIeHOor Juinha u crragaha
TLC xpomarorpadujom




N3AZUBAIBE XPOMATOI'PAMA

e @dnyopecClLeHTHE CYIICTaHIIM]€ OTKpUBa]y ce momohy UV
JIJaMIIe, 110J1033] 30Ha paguOaKTUBHMX CyICTaHIU]a oapehyje
ce ypehajeM 3a Mepewme paJu0aKTUBHOCTH.

* V¥V apyrum ciiydyajeBuMa ce, 3a JeTEKIM]y 30Ha, Hajuelrhe
KOPHUCTH XEMHMjCKA METO/IA KOJa CE€ CaCTOJU Y TOME J1a C€
OCYILIEHU XpoMaTorpaM IIpcKa ojroapajyhum pactsopom
KOJU XEMHUJCKHU pearyje ca 30Hama, Jajyhu o00jeHa jeIumbembha.




Unentundukanuja jeiumemnha (KBAJUTATHBHA aHAJINA3A)

Bpiu ce onpehuBameM R, BpenHocTu u ;UX0OBUM HopeheHuM
ca TaOJTMYHUM.

R; BpeIHOCT 3aBUCH 011 MOOMIIHE (pa3e.
KBanTuraruBHa aHajim3a

Bpmu ce nupekTHUM oJipehuBameM KOJIMYKMHE CYNCTAHIIEC Y
30HU WJIM €KCTPAKIUJOM jeAuHbeHa U3 30HE ITOTOJHUM
pacTBapayeM.

Jenumema ce oxpehyjy y u3nBojeHnM 30HaMa JMPEKTHO Ha
xaptuju (In Situ) cnekTpodoTOMETPHjCKHM MeToAaMa,
yITIaBHOM Ha OCHOBY pe(PIIeKTOBaHE CBETIOCTH.

JIpyru HaUMH C€ OAHOCH Ha XEMH]JCKO U (PU3MIKOXEMHM]CKO
oJipehuBame KOMUUUHE CYIICTAHIIA]€ Y PacTBOPY J100H]E€HOT
CKCTpAKTA.



HPTLC - Taukocnojua xpomamozpaguja noo eucoxum
NPUMUCKOM

HPTLC wmeroma ce KOpUCTHM 3a pas3lBajalbeé MU 3a KBAJIUTATUBHY WM
KBAaHTUTATUBHY aHAJIN3Yy CMeIIIE CYNCTaHIIN.

Tankocnojna xpomamoepaguja noo BUCOKUM NPUMUCKOM
3a paznmuky oa TLC mobunHa ¢aza ce kpehe moa mMpUTHCKOM HEKOI raca,
Hajuyenthe azora. I'ac ce yBoau moa oapeheHuM MNPUTHCKOM y KOMOPY 3a
xpomarorpaducame ycie 4yera J1oja3u 0 3HATHO Op)Ker KpeTamka MOOHWIIHE
(daze IIPEKO cioja azcopOeHca.

3a uszBohewme HPTLC mertome kopucrte ce mioue BeaumumHe 10 X 10 cm,
BEIMYMHE 4YeCTUIle aicopOeHca u3Hocu 2-7um, nedsbmHa cioja 0.15mm,
pa3majpbmHa oa crapTa jmo ¢ponHta 3-6 CM, 3anpemuHa y3opka oko 0.1lpul,
JavjamMeTap HaHETOr y3opka u3Hocu 1.5mm, Opoj HaHETHX y30paka MOXKE Jia
oyne mmehy 20 m 30, a pasBujambe XpomMarorpama Tpaje 5-15 min.




 3a mBohewe HPTLC wmeroge mnorpeOHM cy oxapeheHu
TEXHUYKM YCIOBM KOju OOyXBarajy CIElHjaIHE KOMOpE 3a
XxpomaTtorpaducame, ayTOMaTCKH aIlJIMKaTOp 3a HaHOIICHE
y30pKa, Kao 1 JICH3UTOMETap 3a KBAHTUTATUBHY aHAJIU3Y.




Tankocnojua xpoMarorpaduja Halia j€ IMUPOKY IPUMEHY Y
dbapmanmju. Y HCIIUTHBaKBY U KOHTPOJIH JICKOBA MPHUMEBY]E CE KAKO Y
aHaJIN3M MOJIa3HUX CUPOBHUHA, TaKO U Melyynpon3Boaa u GuHaIHUX
IPOM3BO/IA.

Takohe ce kopucTu 1 y npahemby cTA0MJIHOCTH JIEKOBA, 3aTHM
3a oiBajam-€ U opehuBame AKTHBHUX NMPHHIKMIIA JIEKOBA U HbUXOBHX
AerpajamMoHuX MPoOu3BO/aA .

OBa MeToJIa C€ MOXKE NPHMEHHUTH U Ha JIEK M Ha OUOJIOIIKH
Marepujall.

Y OuoxemMujckuM M (HapMaKoJOUMIKUM MCIIUTHUBAKBLUMA
IpuMeEBYyje ce 3a oapehuBame MeTaboIM3Ma JIEKOBA Y TEJIECHUM

TCHHOCTHUMA.



* ¥V aHAJM3M_KMBOTHHX _HAMHPHMIIA KOPDHMCTH C€ 3a
onpehuBame HIpP. oOcCTaTaka IECTUIMAA, 3a OJIBajakbe U
UJICHTU(UKALIN]Y aMUHOKHCEIMHA WM 3a ojpehuBame 00ja
KOJ€ C€ KOPHUCTE Kao aIMTUBH.

* VYV TOKCHKOJOMIKHMM aHAJM3aMa KOPHUCTH ce 3a oJipehuBame
TOKCUYHHUX CYNCTAHIY, HIpP. MHCEKTULIMAA Y PA3IMIYUTUM
MaTepHujaauma.




Ciy»u 3a ofBajarb¢ KOMIIOHEHATa U3 CMEIIIe

CIyAPamBEM KPO3 KOJIOHY

KosoHe ce nmyHe Hajuyelhe CHIMKareioMm,
ATyMHUHH]YMOKCHUJOM H IP.

Kao exyeHTH KOpHUCTE C€ pa3IMUUTH PACTBAPAYH WIIM CUCTEMU
pacTBapaya

KoMnoHeHnTe ce kpehy Kpo3 KOJIOHY pa3IudyuTUM Op3MHaMa

Hcnop KoJoHE ITOCTaBe ce eplICHMAajepH y KOJ€ CE€ CaKyIsbajy
0jeJMHAYHE KOMIIOHEHTE

AKO Cy KOMIOHEHTE 000jeHe Moryhe je mocMarpaTyi lbUXOBO
KpETaHkhE KPO3 KOJIOHY



JlonaBame JlonaBame
y30pKa pacTBapada

Konona koja Hﬁ / u H Illl IIII /
caJipxu
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CTalMoHapHy a3y

KOMIIOHCHTH
y30pKa
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Sl TUOETY



JOHOU3MemMBaYKa Xxpomarorpaduja

3acHHMBA C€ HA pa3jiMKaMa y aQUHUTETY JOHCKHUX BPCTa y pacTBOPY
IpeMa U3MEHM Ca JOHMMa aKTUBHUX I'PyIla KOJ€ MOCEAY]Y HEKU
aricopOeHcH. TakBU aICOPOCHCH MOT'Y OUTH HEOPTaHCKOT U
OpPraHCKOT MOPEKJIa, CHHTETUYKH U IIPUPOJIHM.

[IppMeHa JOHCKMX U3MEHBUBaYa Y aHATUTUYKE CBPXE J€ pa3IMUMTA.

* pa3aBajambe eIeMeHAaTa CIIMYHOT XEMHU]CKOT IOHAIIama (HIIp.
JTAHTaHUJA U aKTUHHIA)

* 07Bajamk€ JOHCKHX O]l HEJOHCKUX BpCTa

* pasjJBajame JOHA

* pasjJBajame KaTjOHa O] aHJOHA

* KOHIICHTpHCAHE JOHA MeTajla U3 BpJIo pa30Ja)keHUX pacTBOpa
* ojpehuBame KOHIICHTpAI]E



* Ancopnuuja Ancopiiyja




I'acua xpomarorpacduja

je TIIPBEHCTBEHO TEXHMKAa pas3/iBajalkba Koja PErucrpyje
KOJIMYMHY KOMIIOHEHTE KOja J€ eayHhpaja U3 Xpomarorpadckor
cucTeMma.

Mooéunna ¢haza: rac (Hocehnu rac), He, H,, Ar, N,

Cmauyuonapna ¢paza. 4BpCT HOCA4 WJIH TECYHOCT HAHETA HA
YBPCTY HMHEPTHY IOMIOIY JIMM TEYHH CJ0j PaBHOMEPHO
HAaHECCH Ha 3MJIOBC KOJIOHE (Haja3H ce y KOJIOHH).




OCHOBHM JI€JIOBM TACHOT XpoMarorpadga:

* VYpehaj 3a moBox raca (6oma ca HocehmM racoM, perysarop
npoToka Hoceher raca), ucmapusau (mHjekTop), GH komnona,
ACTEKTOp, MUCad.

* V3opak (y 00auKy pacTBOpa) ce Hajuelihe YHOCH y HHJEKTOP
noMohy mimpuiia.




Cxema racHor xpomarorpada

Pery;arop mpoToka  yyiekrop
Hoceher raca

e

N

KOJIOHAa

MCCTO 3a KOJIOHY

Hocehu rac

o

JETEKTOP

Inucayd




AyTocemruiep
3a TEYHE
y30pKe

WNHjeximone
oouuie

ayToceMIuiepa
FID uimm TCD

Monutop
napaMerapa

Pauynap 3a
yIpaBJbambe U
00paay moaaTraka

Tacrarypa 3a

KOHTPOJTY

Komopa GC Hujextop POTOKA U
ca KOJIOHOM TeMIeparype




VY wucnapuBauy ce y30pak IIpeTBapa y rac m momohy raca
Hocaya npeBogu y GH kojoHy, Ile ce BpIIM pa3Bajambe
KOMIIOHEHATA.

JleTekTOop TO JETEKTyjJe M IHucad O€lIeKu Kao TacHHU
XPOMAaToTpam.

Hocehu rac mopa Outn nHEpTaH (XCIHjyM, HEOH, a30T UT/.).

GH xonone cy oOM4YHO of cTakia WM Hephajyher uyemnuka.
Mory Owutm xKamwiapHe (gyradke W YCKe) U I1aKOBaHe
ananuTHIKe KooHe (kpahe n mmpe). TemmnepaTypa Moxke OUTH

KOHCTaHTHA WJIU POrpaMuUpaHa.




Xpomarorpadcku npouec

\

b+A yna3ze y KonoHy

MoOwuiHa ¢aza

Juctpudyunja
K=Cs/Cm

JleTekTop

Xpomarorpam



ITAKOBAHC

AHAJIUTUYKC
KOJIOHC

KarnuJIapHe
KOJIOHE

MaJi “‘komMaan’
cTalMoHapHe (asze
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KOJIOHE

d = 0.53 mm,

| =0.5

0.53 mm,

1=0.1

10 cm,

50 m,

| =10



ﬂ EEmET mr-r R = a2 &.F

vrete {min)

E

["acHu xpomarorpam TpokoMmnoHeHTHe cmeiie (A+B+C) |}



JleTeKTOpH MOT'y OUTH:

TepmonpoBox/LUBH
JOHM3ALIMOHU
miaMmeHo-joun3anuonu (Flame lonisation Detector FID)

IETEKTOpH ca 3axBaroM enekrpoHa (Electron capture detector
ECD)

AETEKTOP ca aJIKaJIHUM IJIaMeHOM MK (hOCPOPHHU JIETEKTOP
(3a mectunuae u 00jHE OTPOBE)

AHann3a XxpoMaTorpamMa BpIIH C€ Ha OCHOBY PETCHIIMOHUX
BPEMEHA M ITIOBPIIIMHE ITHKOBA.



IL1aMeHO0-jOHU3AIUOHH
nerextop (Flame ionization
detector — FID)

JOHH3Y]€ jeIubeHha Y IIIaMeHY
(MemIaBMHA BOJOHMKA U Ba3ayXa)

(]
T; Bononunk-
Konekropcka BaslyX
Vipehaj 3a CJICKTpoaa - '
MaJbEHE 3 +300V MJI'aSHI/IHa
[Tomapumyhu
HAIOH Komopa ypehaja
t
Basayx J —— *— BomoHuk
Kpaj
[ Kosona

KOJIOHEC

[ToxpeTHu
KOJIEKTOP

HWBuia
KOJICKTOpa

=" HN3omarop
__ Jeaununa

KOJICKTOpPa

IR

Ba3znyx

Bononuk




Electron Capture Detector (ECD)
JETEKTOP 3A 3AXBATOM EJIEKTPOHA

™ Usonarop
/

/

s
—
KOJIOHE

PagnoaxktuBuun
B emurep

Enexrpona Enexrpona



Teune ¢ase

YcoBH Koje Mopa Jia uMa.
TEpMHUYKA CTAOMITHOCT
XEMH]CKAa MHEPTHOCT Y OJJHOCY Ha UCIIMTHBAHA JCAUHCHA

HEUCIIapJbUBOCT HA PaJHO] TEMIIEPATYPHU

Kopucre ce mojiapHa jeaumbemha; IOJIUETHIICH-TIINKOJIH,
MOJIUCUIIOKCAHU



YUspcT HOCaY

* Ilo cBOJO] NOBPIIIMHMU BEXKE U PABHOMEPHO pacriopelyyje TaHak
(duiM TeuHe ¢ase

e JIMjaTOMUT WJIM J1jaTOME]CKa 3eMJba UIIH KU3EITYP
Komepuwmjamau Hasus Chromosorb (A, G, P, Wu T)

* YMpeKeHH KONOJIMMEpH CTHpPEHAa MW JUBHHWI OCH3EHa
(Chromosorb 101-108, a Takohe Porapak)



KBaauratuBua GH anaausa

 PETEHIIMOHO BPEME (1) je ny>xuna 6opaBka jenumema y GH
KOJIOHH

* Metona nopehema

[Topeheme (tz) Heo3HATHX jemnbema ca (l;) Mo3HATHX jeANmHCHA



Hemno3Hara

Ilo3Hara je
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Vi Standand



MeToga KOUH]EKTHpamba

* CHuMH ce XpoMaTorpaM HEIMO3HATE CMEIIIE, 3aTUM C€ J10]1a
CTaHJapd ¥ Ha OCHOBY yBehama Irka IOTBPAU IIPUCYCTBO
JeIubCHaA.






KBaututaruua GH amaiausa

e 3acHMBa ce Ha 3aBHCHOCTH IMOBPHIMHE AaIlCOPNIMOHHUX
MAaKCHMMYMAa 01 lbUXOB€ KOHIIEHTPaIHuje.




MeToaa HopManu3alyje HOBPIINHA

Pa

0HA = X 100
P, + Py + P+ P

[IppMeHa KOpEeKIIMOHUX (paKTopa




MEPEHE MOBPIIHHE
AMPOKCUMAYUJOM CO TRPOY2ROM

te /

T H o impm
5
i\ B ‘
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Detector signal

Time



MeTtoma HHTEpHOT cTaHaapaa

[Ipurnipemu ce BHUIIE pacTBOPA KOJU CAJPKE PATHUNTE
TEKUHCKE OQHOCE MPEMa CTaHaapay

Hrp. oqHOC KOMIIOHEHTE A mIpeMa CTaHIapay

Hakon Tora ypanu ce
xpomarorpaduja

TJ/T

C

Onpelyyjy ce moBpIIMHE UCIIOA MAKCUMyMa

l

KoHcTpynmie ce kamopanuoHa KpruBa
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MeToaa cTaHIapaHOI J04aTKA

 3a onpehuBame MaluxX KOHIEHTpanuja (HIIp. aIKoXoja y
KpBHM M HEUHCTONhA y IIpenaparuma)

(hl —h, ) =x:k, X & ~hx *ki_
B —h,
[ maBHa
KOMITOHEHTA
\ Pen curnana
X = caap:kaj HeKe nmpumece B =l ; .

X, = CpedH-a BPEIHOCT BUCHHE \ |
MaKCHYMyMa HCIIMTHB. MPHMece \A | h,
Ki = TauHO oIMepeHa KOJMYHHA \ lIx l

npuMece 2
h;= cpenma BpeqHOCT BUCHHE k
HAKOH JI0IaTKA CTaHAapAa | ~




GH-IIpumena

PapmalieyTCKa aHaJIn3a:

Yir4Ha ajKajlouIHa apora

i B 1. I-Butena/i-2-butana 1nrE
I e e §. cis-2-Butene vmin
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Timo |miny
Carrier Helium, 1 miimin
Column FON® {Crass-Linked Methy Silicona), 50 mx02 mm x
{HF Part Mo, 19081 5-0011
Injecson:  Sph 04000 L 2 e loop
Chegn: Temperature program ksbed above
Detectar: AR ZSIEC
Pub Mo £

aHanu3a:
Padunepujcku rac

Prooaing

=L
Methadore
Cocaing ___/:m_
Codeine 71T
. Miorphine
Heroin
Chusi i e

e

- Bmin —_—T

Carmior: Halium, M m .:_nll"l . i
B -1 |Crass=Linked W&y ilcanil,
e o x0.55 mm w2 85 = [HP Part No. | 90852121
Injection Direct bpection,1 @l 12 ng/comaanent,
|packed column injectien port]
Dnarc Temperalure program listed abova
Detactor: mPD

AHann3a KUBOTHE CPEJINHE:
XJIOpOBaHM MECTUILIAIN

1, alphs-8HC 11. Endrin

Z. heta-BHC 12, Endogulfan 11

3 gamme-BHC 13, 44000 .

4, tigtta-BHD 14, Endrinaidehreda WEEI min

& Haptachlor 15. Endosulfan sulfate
E_ ddrin 16. 4400
7. Mepmachlorapoxide )
K. Endasulfai 1 o 25°Cimin
4. Dialdrin ——" ' Civiin
10, £44-DDE 1.2 min
1 .
5 -]
B
3 13
[ 5
b
1
1
L |
Carrigr: Hediam, 30 psi ;
Colsmn Ulsra 2 I0rozs-Linked 5% Phangd Mt Siliconz

25 m ¢ 0.2 mm %017 pm (HP Fart No. 15091B-002|
Splicless, 05l

Temperature program listed above

ECD

Injgction:
Trvanm:
Derecror

Fub No.: 43-5552-0009




dapMmalieyTCKa aHaIn3a:

wo'c
Smn
YiIn4yHa ajKajougHa apora
|
1. Ilpoxaun D
2. Merazon e
3. Koxaun B
4. Komeun .
5. Mopdun B
6. XepouH
{. XuWHUH
x
—~—— B oan ——
K Carmriar: Halium, 200 emimm ol
N I : HP-1 |Crass-linked Methyt Siicona),
T— 10m x053 rm; x 2 65 s (HP Part No. 19086Z-121)
injection Oirsct pegtian, 1 yi, 12 ng/comaanent,
Ipacked column injection port)
Dwerc Tempersture program listed shove

Detector

NPD




The HP 6890 Gas Chromatograph

[[acHU xpomaTorpad



Cmuka GH-MS cniekrpomerpa



