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XpomaTtorpadums

Xpomartorpadma — meToa pasaeneHuA
CMecen BewectB, OCHOBAHHbLIM Ha UX
MHOFOKpaTHOM nepepacnpeaeeHnmn mexay
ABYMA KOHTaKTUpPYHOLWMMMN pa3amn, oaHa m3
KOTOpPbIX HenoaBWXHa, a JApyrasa wumeert
NOCTOAHHOE HamnpaB/JeHUe ABUXKEHUS.
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XpomaTtorpamma
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[loaTBep*KaeHune pasaenmTebHoOW
CnocobHoCcTU

®poHT pacTeopuTens
B KOHUE PA3ASTICHNA ot mmmmmmmmmmmmmmmm et [ [DOBOAAT XpomaTorpadpumpoBaHume
CTAaHAQPTHOrO pPacTBOpa, CoAeprKallero
' . [OBa uan bonee BeLWECTB C M3BECTHbIM
3HaAYEeHUEeM Rf. MNocne
FIRCRRIORIIN. e = L, | XpomaTtorpadupoBaHMA 3STU BewecTBa
® 7\ JOMKHbI  pa3genntbca, obpasya 30HbI
agcopbummn, 3HavyeHma Rf  KoTopbIx
® t2 COOTBETCTBYIOT 3a4aHHbIM.
!
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[loaTesepXaeHme YyBCTBUTE/IbHOCTU

OnpeaeneHHoe KOAMYECTBO CTaHAAPTHOrNO BeLlecTBa
HaHOCAT Ha XpomaTorpadpuyeckyto MNAACTUHKY,
XpomaTtorpadupytor. 30Ha CTaHAQPTHOrNO  BeLLEeCTBa
NONYKHA YeTKo 0bHapyKMBaTbCA




XpomaTtorpadua Ha bymare
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XpomaTorpapua Ha bymare

XpomaTorpadpuyeckmnm npouecc,
NpoTeKalwmnm Ha nnucte GunbTPoBaIbHOMU
bymarm npu nepemelieHMM no - ee
Kanunnapam M MNOBEPXHOCTU NOABUKHOM
dasbl.

HenogBuxXHaa ¢asa — Oymara wau
BELLEeCTBa, HAHECEHHbIe Ha ee BOJIOKHA.

MexaHusm — pacnpeaenmtenbHblii Uan
aAcopbLUMOHHDbIN




[TpmeHeHne B GapMaKonemHom
aHanuse

= 1. OnpeaeneHne NnoAJIMHHOCTU

*OaHOBPEMEHHO XpomaTtorpapupytot PacTBOpbLI
aHaM3UPYEeMOoro 1 CTaHAaPTHOrO BeLLLeCTB.

"Ecnn BewectBa MAEHTUYHbI, TO 30HbI aacopobunm MmeroT
OMNHAKOBbIN BUA U paBHble Rf

“MoHO XpomaTorpadmpoBaTb CMeCb pPaBHbIX KOANYECTB
aHaNN3UPYEMOro M CTaHAAPTHOroO BELWEeCTB — OAHO MATHO
30Hbl agcopoumnm

*Rf non»kHo 6bITb 0 - 1



[TpmeHeHne B GapMaKonemHom
aHanuse

=2. AcnbiTaHUE HA YUCTOTY

'npl/lMeCl/l M OCHOBHOE BeWweCTBO AO0J/IXKHbl UMETb Pd3HbIE Rf

=0 yucrote dHaAn3npyemoro sewectsa CyaAat no seiM4ynHe
U NHTEHCUNBHOCTU OKPACKU 30H ap,cop6u,vw| npmmeceﬁ

=3. KoanyecteBeHHOe onpeaeneHue:

" [IpoBOAAT NOCNE IKCTPAKLUU XPOMATOrPammMbl. 30HbI
aacopbunm Bbipe3atoT N IKCTPArnpyroT NoaXoAALLLNM
pacTBOpUTENEM.

*OnpeaensaioT cogeprkaHme BeLecTsa A0bbim
aHa/INTUYECKUM MEeTOZ0M



ObopynosaHue

"[epmeTn3MpoBaHHaA Kamepa
AN "PacTBOopuUTENb — NOABMXKHAA $a3a

=XpomaTorpadpuyeckana bymara
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TOHKOCNOMHAA XpomaTorpapma

sXpomaTtorpadpuyeckmn npouecc, npoTeKawwmm npu ABUKEHUU
noaBU*KHOM $a3bl B TOHKOM cnoe copbeHTa, HAaHECEeHHOM Ha
MHEPTHYIO TBEpAyl NOANOXKY M3 COOTBETCTBYIOLWLEro maTepuana
(cTekna, meTtanna nam nonmmepa).

“OCHOBHbI@ maTepuanbl:

“[MnacTUHKa € 3aKpenaeHHbIM cioem copbeHTa
sXpomaTtorpadunyeckasa Kamepa

*Kanunnapbl MM MUKPOLLINPULbI

"YCTPOMCTBA AN HaHeCeHUs 0OHapyXUBAKOLWMX PeareHToB
“CraHpapTHble 06pa3ubl

“Y®-namnbl



ObopynosaHue

'nOﬂyaBTOMaTI/I‘—IeCKOe UIn dBTOMaAaTHU4ECKOE
yCTpOIZCTBO and TOYHOro HaHecCeHWUA HEO6XO,£I,I/|MOI'O
KO/inyecrtsa aHA/IN3NPYEMOTIO BeELWECTBA

“PoTomeTp, cnocobHbiM nepemewaTb MNNACTUHKY, C
MCTOYHMKOM MOHOXPOMATUYECKOro W3yYeHUs ANA
N3MepPEeHUs OTPaXKEHUS UIN NPONYCKaHUA.
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[lpoumeHeHue B
dapmaKkonemHom aHanmse

"NpeHTUPUKauus

"OnpepeneHune npumeceu

*KonnyecrtseHHOe onpeaeneHue




KoandectBeHHOe onpeaeneHue

"“Echn BewecTtBa pearvpyror Ha wusnydyeHne YO u
BUAMMOMN 006NacCTU CneKkTpa, MOXKHO OnpeaenunTb
HENOCPeACTBEHHO HAa MJIACTUHKE MNpU  MOMOLLM
crneumanbHOro obopyaoBaHus.

"N3MepAldT WUHTEHCUBHOCTb OTPAXKEHHOro CBEeTa,
nepeasBmras  NAACTUHKY UAM  PerucTpupyroulee
YCTPOWUCTBO BAOJ/Ib OCU XPOMATOrPaMMbil.



Bbicoko3dpPeKTBHAA TOHKOCNOMHAA
xpomaTtorpadpua (BITCX)

[lo cpasHeHUto ¢ TCX OH MmeeT paa NpenmyLLecTB:

ebonee BbicOKana 3PpPeKTUBHOCTL (0AHOBPEMEHHO

MOXHO pa3aenntb Ao 40 sellecTs),

®*BbICOKAA YyBCTBUTE/IbHOCTb U 6b|CTpO,£I,€lZCTBM€.

BbicOKas 3P PEKTUBHOCTL 3TOro meToaa
AOCTUraeTcA 33 cyet MCNON1Ib30BaHUA

BbiCOKOAUCNEpPCHOro copbeHTta, a 6onee BbiCOKasn
4YyBCTBUTENBHOCTb W ObIiCTpoaencTBne - bonee
TOHKOro cnoa copbeHTta (10-15 Hm).



HeKoTopble XapaKTepUCTUKK
TCX n B2TCX nnactuH

Characteristic TLC HPTLC

average particle size, um 11-20 5-7

layer thickness, um 250 100

solvent front path length, 10-15 3-5

cm

amount of solvent, ml 50 5-10

detection limit, pg 1 0.1
spot diameter, mm 2-4 1




KonnyectseHHbIV aHaNu3

KonunyectseHHoe onpeaeneHue BelecTs Ha
XpomaTorpamme npoBoAAT MeToAOM  CKaHUpYyloLwen

AEHCUTOMETPUM, [alollen TOouHble pes3ynbTatbl U He
TpebyioLlen 3N10NPOBaHNA BeLWEecTBa C NNACTUHKM.




B3TCX obopynosaHue

O 4@ g

MS Interface




NneHTndMKauuma Tpasbl
TUMbAHA

YO 366 Hm Y® 366 Hm okpatueH NP + 31
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Std S T R (0) M Std S T R 0) M

OAuH 1 TOT XXe MeTod MOXKeT MOMOYb OTINYUTbL 5 pa3HbIX BUO,0B
Salvia, Thyme, Rosemary, Oregano, Melissa, Standards: PYTUH, TMNepo3na, po3mMapnHoOBana K-Ta



NccnenoBaHuA cTabunbHOCTH
pemaecusmpa B PasIMYHbIX YCNOBUAX

| HPTLC
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Eco-friendly stability-indicating HPTLC micro-determination of the first FDA approved SARS-CoV-2 antiviral
prodrug Remdesivir: Study of degradation kinetics and structural elucidation of the degradants using HPTLC-
MS, Amira H. Abo-Gharam, Dina S. El-Kafrawy Sustainable Chemistry and Pharmacy 29 (2022) 100744




TecT Ha HaIMYMe aCcTporeHa

Amount [pg/zone]
1250-25 Q¥

15x10°-0.3x10°

E2
1250 - 25
Eq3 62 5x10°~1.25x10’
l | 1250x10°~25x10° &
- 3
Epy  3125x10°-6.25x10

HPTLC-pYES fuorescence sgnal intensity [AU)

—

N . -
Migration distance [mm)

Klingelhofer & Morlock, J. Chromatogr. A (2014)
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[@30Baa xpomaTtorpapums

I3TO PpuM3nyecknm cnocob pasgeneHma NeTyumx CoeanHeHun,
OCHOBAHHbIN HA pacnpeaeneHnn BeLEeCTB MeXKAy ABYMS
daszamm, oOAHA U3 KOTOPbIX ABASAETCA HENOABUXKHOMU
(>kmpkaa wnu TBepaan), a BTOpaa — noaBuXHa (ras-
HOCUTENb). AHann3smpyemyo npoby BBOAAT B MOABUNKHYHO
da3y u OHa NnepemeLLaeTcs BA0Ib HENOABUMKHOM




4 <

Na3oapcopbumnoHHan la30XXnaKocTHaA
Xpomarorpadpusa Xpomartorpadwus

HenoaswxHaa da3za — copbeHT HenoaswykHaa dasa - csiom

(cunukarenb, rpaduTUpOBaHHas KMOKOCTW,  HAHECeHHbI  Ha

TepMuYecKas caxa, NOBEPXHOCTb TBEpAOro

a/tOMOCU/IMKATBI  HaTpUa U ST

Kanbuua, NoNMMEpHble

MOPUCTbIE COPBEHTDI

NoasuxkHaa dasa — ras (a3orT, renmit, aproH nau

BOAOpPOA)



Cxema razoBoro xpomartorpada

Pressure regulator

S

Injection port

Carrier
gas
supply

Computer Detector Gas chromatograph
controller and
data acquisition
Transfer line

* [a3-HocuTenb (a3oT, renuin) 3 6annoHa nocTynaer
B 610K NOArOTOBKM ra3os (M3MepPAIOTCA AaBNEHME U
CKOPOCTb MOTOKA ra3a-HOCUTeNs), NPOXOAUT Yepes
UCnapuTenb, Xp. KONOHKY, AETEKTOp (Haxogatca B
TepmocTaTe) U perucTpaTop

* B ucnaputenb ¢ TemnepaTtypon, AOCTaTOYHOM
ANA  UCnapeHus  CMecu, C  MNOMOLLBIO
MUKpOLUNpULA BBOAMUTCA npoba
aHaNU3npyemoro BeLLecTsa, KoTOpas
MUcnapseTca M NOTOKOM rasa YHOCUTCA B
XpomaTtorpapuyeckyro KONOHKY

Mocne pasgeneHns B KONOHKE KOMMOHEHTOB Ha
30Hbl, OHWU TNPOXOAAT [JETEeKTOP, B KOTOPOM
reHepupyeTca  3NEKTPUYECKUA  CurHan w
DEerucTPMPVeTCs B BUAE XDOMATOrpaMmmbl




YCTPOWCTBO BBO/a NPOOLI

Huakaa npoba — c NOMOLLbIO LWNPULA B KONOHKY
NN UCNAPUTE/IbHYIO KaMepy

la3oBas ¢asa — ¢ nomolLblo 0bopyaoBaHUA AnA

CTAaTUYECKOro UM AMHaMKU4YecKoro napodasHoro
aHann3a

Cratumyeckuii napodasHbld __aHaaAM3 _— B

TEPMOCTATUPYEMYIO Kamepy nomeLaroT
rePMETUYHO 3aKpPbITbIM  COCYA, COAEPXaALMMN
obpaseu, HarpesatoT Ao AOCTUMKEHMUS
paBHOBecMs mexay aABymsa ¢asamu, otbupaetcs
obbem rasoBon ¢asbl U BBOAUTCA B UCNAPUTENb
XpomaTorpada.

Q‘MHaMMHECKMﬁ napodasHbIM _aHaAU3 — yepes
obpasel, NPONyCKaloT WHEpPTHbIW ras, neTyyue
KOMMOHEHTbl KOHLUEHTPUPYIOTCA Ha copbeHTe B
JIOBYLLUKE, JIOBYWIKA  HarpeBaeTcsi, NeTyyue

KOMMOHEHTbI NePeHOCATCA C MOTOKOM UHEPTHOrO
rasa B Xxpomatorpadpmyeckyto KONOHKY




KOJTOHKW

HacagouHble | MukpoHacapo | KanuanapHeie | lNonukanunna

KO/IOHKU YHbl€ KOJIOHKU KOJIOHKMU PHbIE€ KOJIOHKHU
Marepuan MeTtann, ctekno,  MeTtann, CTEKNO, MnaeneHbIn MakeTbl
¢roponnacrt ¢roponnacrt KBapL, uau napannenbHo
(cnupanbHas (cnupanbHas meTann paboTatowmx
dopma) dopma) Kanunnapos
BHYTpEeHHUM 2-4 Mm 0,5-1 mm 0,1-0,53 mm 40 MKM
avnamertp
AnuHa 0,5-5m 0,5-2m 5-200 m Jo1lm
CKopocTb 10-60 mn/mMuH 10-60 mn/MuH 1-5 mn/muH 1-5 mn/muH
NOTOKa rasa-
HOCUTenA



JleTeKTopbl

BbibOop [AeTeKkTopa onpeaensaeTca  OCHOBHbIMU  XapaKTepUCTUKamMMU
(4yBCTBMUTENBHOCTD, npeaen [ETeKTUPOBAHUA, JIMHEHOCTb,
ObICTPOAENCTBME WU CENEeKTUBHOCTb), KOTOPble COOTBETCTBYHOT LEu
aHanM3a 1 yCAoBMUAM ero nposeaeHus.

Tunbl AETEKTOPOB:

1. MnameHHO-MOHU3AUMOHHbIN AETEKTOP
2. [leTeKTop No TennonpoBOAHOCTU

3. TepPMOMOHHbIN AETEKTOP

4. INeKTPOHHO-3aXBaTHbIN AETEKTOp

5. Macc-CneKTPOMETPUYECKNIA AETEKTOP



Hopmbl nNpu paboTe Ha ra30BoOMm
XxpomaTtorpade

"3KCcnnyatauuma xpomaTorpad)a OCyLLecTBNnAETCA B 3aKpbITbIX

na6opaTopr|x nomeweHnAax , B KOTOPbLIX Tropryne rasbl U

NerkosocnaameHamuwmneca XMAKoCtm MOryT 6bITb B KO/nM4ecTBax,
"]HWH'.H!W!W‘"WWWT HeAOCTaTO4YHbIX ANA CO34aHNA B3prBOI'IO)KapOOI'IaCHOl‘;I cmecu

" NOMeELWEHNA ~ NONKHbI 6bITb O60pyp,OBaHbI I'IpVITO‘-IHO-BbITFI)-KHOﬁ
BEHTUNAUUEN, CpeactBammn MNnoxKaportyweHuna, u“nuHansmayaibHbIMU
cpeacreamm 3aWlnTbl

-gnﬂ pa3meLLeHnsa 0gHOro KoMnaekca rmybuHa paboyero ctona Ao0MXKHa
bITb He meHee 80 cm, WwnpuHa He meHee 180 cm

" Komnpeccop, Bo u3berkaHue BAUAHMA ero BMbpauuit Ha paboty
Xxpomatorpada, pekomeHayeTca pasmeLatb BHe paboyero ctona




[ToMmeHeHre B apMakonemHoOM
aHanm3e

) onpeaeneHmne ocTaToUYHbIX OPraHNYeCcKMUX pacTeopuTenei
) KonnuecTBeHHoOE onpeaeneHue
) nocTopoHHMe npumecu

d OoAHOPOAHOCTb A03NPOBAHUA

) pacTBOpeHme







BbICOKOAQDEKTUBHAA HKNUAKOCTHASA
xpomaTtorpadumsa (BIXKX)
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BoMX

MeToa  KONOHOYHOM  XpomaTtorpadum, B  KOTOPOM
NOABUXKHOU PA30N CAYHKUT KMUAKOCTb, ABUMKYLLAACA yepes
XpomaTtorpadpuyeckyto KOJIOHKY, 3aMNO/IHEHHYIO
HenoABUKHOWN Pa30oM.

Cnocob pa3sgeneHns, npenapaTtMBHOrO BblAENEHUA U
npoBeAeHUA KavyeCTBEHHOrO M KOJIMYECTBEHHOro aHa/n3a
HEeNneTy4Ynx TepmMonabunabHbIX COEAUHEHMIM KaK C Manon, TaK
1 ¢ 60/1bLLION MONEKY/IAPHOM MaCCOMN.



B 3aBUCMMOCTU OT MexaHn3ma pasaeneHunA

PaszpgeneHne npoucxogut  3a
CYeT pas/INYHOM CcnocobHocTU
BeLlecTB agcopbuposatbea u
necopbmpoBaTbeA C
NoBepXHOCTM copbeHTa

PaspeneHne npoucxogut 3a
CYeT pasnuua KoapPuumeHToB
pacnpeaenenmns mexay
HENnoABUXHON U MOABUKHOM
dazammu

PazpeneHne npoucxogut 3a
cyet pPa3IN4HOM CUNbI
B3aMMOAEeNCTBMA
onpeaensaembiXx  MOHOB C

MOHHbIMW rpynnamm copbeHTa

PasgeneHve npomMcxoguT 3a CYeT pPas/INyHOM

CNOCOBOHOCTU MONEKYN BELLECTB MNPOHUKaTb B
(pa3peneHue no

nopbl HenoABWXHOM ¢a3bl
pasmepy)

PasgeneHne onTUYECKM aKTUBHDIX COG,EI,MHEHMI\&
Ha OoTAe/IbHbl€ SHAHTUOMEPDLI




B 3aBMCMMOCTU OT TMMNA NOABUKHOWN U
HenoABUKHOW a3bl

( ) ( )
HopmanbHO-}pa3oBas ObpalleHHo-Ppa3oBas

(O o (O o

HenogguxHaa ¢as3a — HenonApHaa
HenogsuxHas ¢asa — nonsapHas (rapodobHbie cUNnKarenm c
(cunuKarenb WAM  CUAMKarenb C npusntbiMu rpynnamu C4, C8, C138 wu
npueutbiMn NH,- 1 CN- rpynnamu), Ap.), noAMkHaA ¢asa — nonApHas
nogsMKHas asa — HenonApHas (Boga+nonapHbie pacTBOpUTENN:
(rekcaH, rekcaH+x710podopm, aueToRUTPUA, METaHo/,

TeTparnapodypaH u ap.).
YoeprKMBaHMe  BELWECTB  pacTeT C
YBENNYEHNEM ux  ruapopobHoCcTM

rekcaH+cnupTbl 1 4p.)
YoepuBaHMe BeLwecTB pacteT C

yBe/IMYEHNEM UX MONAPHOCTM. (HenonApHoCTH)

3ntonpyrowas CnocobHOCTb StoMpytoLLas CnocoBbHOCTb MOABUNKHOM

NoABMKHON (pasbl YBEMUYMBAETCA C dasbl yBeAMUMBAETCA C YBEAMYEHUEM

YBENNHEHUEM NONAPHOCTW. coaeprKaHun OpraHMYyecKoro
pacTBopuTens.




ObopyanosaHume

* Y3en noAarotoBkM NOABUMKHOMU
da3bl (eMKOCTM C NOABUMKHOWM
das3on n cuctema gerasauum);

* HacocHasa cucrtema;

* Cmecutenb noasuxKHoun ¢pasbl;

* Cucrema BBOAA npoo6bl
(MH>KeKTOP);

e XpomaTorpaduyeckas
KOJIOHKa;

* TepmocrTar;

* [leTeKTOp;

* Cuctema ynpaBaeHus
Xpomatorpadom, cbopa u
06paboTKM AaHHbIX




Pexxmmbl XxpomaTorpadpmpoBaHmMA

IM30KpaTUYeCKnii  pexrmm — Ha nNPOTAXKEHUM BCEro
XpomaTtorpadpumyeckoro npouecca cocraB noaBuKHou ¢asbl
7 napameTpbl XpomaTtorpadpunpoBaHms OCTaloTCA
NOCTOAHHbIMMU

) lpaAMEHTHbIN pPEXUM — COCTaB MNOABUMKHOMN ¢a3bl WU
napameTpbl XpoOMaTorpadpupoBaHUA MeHAITCA B XoAe
aHaNKn3a



XpomaTorpapmyeckasa KONOHKA

W Tpybka U3 HeprkaBelowen cTanu,
CEld CiEd ciad CTeKNa WAW NNACTMKA, 3aNOJHEeHHaA

copbeHTOM UM 3aKpbiTad € obewux
o= CTOPOH pUAbTPaMM.

#_-a_=m AnnHa — 5-60 cm
I l I BHyTpeHHMIK gnameTp — 2-10 mm

well [Feseses
RO a O




Henoasu»kHasa @a3a

" CWAMKarenb, OKcuMAa,  antomMuHuAa  (HopmanbHO-da30BasA
XxpomaTtorpadus, mexaHmsm - aacopbuua);

" CUIMKAresb, CMOJbl, MOAMMEPbLI C MPUBUTBIMWN KUCNIOTHBIMU U
OCHOBHbIMW  rpynnamu  (MOHoOOMeHHass M MOHHaA
XpomaTtorpadus);

" CUINKarenb UAN NOAMMEPbLI C 3aJaHHbIM pacrnpeaeneHuem
pa3mepoB Nop (3KCKAO3NOHHAA XxpomaTorpadusa);

"XUMUYECKN  MOANDULMPOBAHHBLIE cOpbeHTbl (MexaHusm -—
agcopbuma wmnam  pacnpegeneHne mexay noABUMKHOU W
HenoABUXHOM pa3zamm);

" XUMUYECKN MOAUPULUMPOBAHHbIE XMPasibHble CcOpbeHTbI
XMpanbHasa xpomaTtorpadusa




JleTeKTopbl
'CHEKTQOQOTOMETQW-IECKME (OI'ITMHECKaH NMAOTHOCTb 2/110aTa

N3MepseTca B cneumnmanbHON MUKPOKIOBETE NMpU BblOPaHHOM ANMHE
BOJIHbI);

" dnyopumertpuueckne (ana onpeaeneHna  Gayopecumpyowmx
COeAUHEHUN, NPUHUMN  OENCTBUA OCHOBAH Ha M3MeEpeHuwu
bNyopecuUeHTHOro N3Ny4eHmnsa NOorIoWEHHOro CBETA);

= PedpakTromerpuueckume (ons coeguHeHuin, cnabonornowarowmx B
YO un Buaumoin o065acTaAX CnekTpa, HU3KaA YyBCTBUTE/IbHOCTD,

HEBO3MOXHOCTb UCIMO/1b30BATb B rPagNEHTHOM pemMN\e);

" UcnaputenbHble AeTEeKTOpbl /1a3ePHOro CBETOBOro paccesHuUs
(npuHUMn paboTbl OCHOBAaH Ha PasINYUM  [AaBNEHUA NapoB

pacTBoOpuUTENEN, BXOAAWMX B COCTaB MoABUMXKHOW  dasbl WU
aHa/IN3NpyemMbIx BELLECTB)



J[leTeKTopbl

"AmnepomeTpuyecKkue (nns onpeaeneHus 3NEKTPOAKTUBHbIX
CoeIMHEHUN, KOTOPble MOTyT ObiTb OKMUC/IEHbI UIN BOCCTAHOBJ/IEHbI Ha

NOBEPXHOCTU TBEPAOr0 3/1eKTPoAa);

= KoHavKTOMeTpuueckue (ana [AeTeKTMPOBaHMA aHUOHOB U

KaTUOHOB B WOHHOM XxpomaTtorpadun, npuHUUN pPaboTbI
OCHOBaH Ha M3MEPEHUN 3SNEKTPOMNPOBOAHOCTU MOABUMNKHOMN
¢da3bl B npouecce sNt0NPOBaAHUA);

= Macc-cneKTpomeTpuyeckue (BbiCOKasa YyBCTBUTE/IbHOCTD).



YcnoBma xpomatorpapupoBaHums,
noAnerKallye yKaszaHMio B HOPMaTUBHOM
NOKYMeHTaLUMm

" pa3mMepbl KONOHKM (AMHA U BHYTPEHHUN AnameTp);

" TMNbl cOpbeHTa (C YKa3zaHMe pasmepa 4acTuL);

" TemnepaTypa KONOHKMK;

" 06bem BBOAUMOM NPObbI;

" COCTaB NOABUKHOWM $a3bl U cNOCOD ee NPUroToBAEHUS;
" CKOPOCTb NOoAa4YM noasu¥KHoM ¢asbi;

" TUN N YCIOBUA AETEKTUPOBAHUSA;

" ONUcaHWe rPagMeHTHOro PEeXKNUMA;

" Bpema xpomaTtorpapupoBaHus;

"noapobHoe onmucaHne MeToanKu;

= popmynbl pacyeTa;

“onmncaHune NpurotosaeHnA CTaHAAPTHbLIX U UCNbITYEMbIX PaCTBOPOB.



MoanmdonuppoBaHHble B1Abl BOXHX

1. WoH-napHaa xpomarorpadus.

PasHoBMaHOCTb  0bpauweHHOo-$pa3oBOM  xpomaTtorpadpuu,  NO3BONAET
onpeaennTb NOHU3NPOBAHHbIE COEANHEHNS.

B coctaBe noasuKHOM ¢a3bl mmeroTca rnmapoPobHble opraHUYeckme
COeMHEHUNA C MOHOTEHHbIMW FPYNNamm (MOH NapHble peareHTbl)

2. Xpomartorpadua rmapoduabHOro B3aumoaemMcTBuma.

Mcnonb3yeTca  anA  pasgeneHna  MnoAspHbIX — coeauHeHun,  cnabo
yaepKmBaembix B obpaweHHo-pa3oBom BIKX.

MNopBukHas ¢a3a — BOAHO-aUETOHUTPU/IbHbIE Ccmecn C aobaBneHnem
CcoNeun, KUC/IOT UM OCHOBAHWUMN.

HenogBu»kHaa ¢asa — cuamkarenn, moamduuMpoBaHHble MNONAPHbIMU
rpynnamwu



MoanmdonuppoBaHHble B1Abl BOXHX

3. loHoo6MeHHaa u noHHaa BIXKX

PasgeneHne oOcCHOBaHO Ha obpatTumom  B3aMMOAEWNCTBUM  MOHOB
onpeaenaemoro BelLecTBa C MOHOTEHHbIMK FPynnamm copbeHTa (KaTUOHUTDI
N aHUOHUTDI).

MNopBu»KHasa ¢pal3a — BOAHble PaCTBOPbI KUC/OT, OCHOBAHUMN U CONEMN.

MNoHHas xpomaTtorpadumsa — BapuMaHT MOHOOOMEHHOM XxpomaTtorpadum, B
KOTOPOM MCMNO/Ib3YEeTCA KOHAYKTOMETPUUYECKUN AETEKTOP.

4. JKCcKkN03UoHHaAa BIXKX
fenb-xpomartorpadua, pasgeneHne Mmosiekya No nx pasamepam.

5. MOHO-3KCKAO3UOHHAaA XpomaTorpadus.

CoeAnHEHNA B MOHU3MPOBAHHOM OpMe He yaep’KMBAKTCA Ha copbeHTe-
MOHOOOMEHHUMKEe, COeAMHEHUA B MONEKYIAPHOM (opme yAeprKUBAKOTCS
BHYTPM NOP MOHOOOMeHHOro copbeHTa.



MoanmdonuppoBaHHble B1Abl BOXHX
6. Xupaanaﬂ xpomamrpaglgvm

Pa3geneHne onTu4ecknx nsomepos. HenoasukHaa ¢dasa —
copbHeHTHl C NOBEPXHOCTbIO, MoANPULMPOBAHHOM
BELLECTBAMMU, UMEKLUMN XMPanbHble LEeHTPbl (XUTO3aHbI,
LMKNOAEKCTPUHbI, NoAncaxapuabl)

7. YnbTpasddeKTnBHaAA XKUAKOCTHAA XpomaTorpadus.

Pa3smep vactumuy copberTta — 1,5 — 2 MKMW, pa3amep KOJIOHKN -
50-150 mm anunHa, 1-4 mm BHYTPEHHUW ANaMETP




[TomeHeHne BIHX

" NoANNHHOCTb
*"[TocTopoOHHKE NpUMecH
*PacTtBopeHue

= OgHOPOAHOCTb A03NPOBAHUA

= KonnyecrtBeHHoe onpeageneHune



XpomaTtorpamma (napameTpol
XpOmMaTorpapu4eckoro nuKa)

t,, — MepTBOe Bpema (Bpemsa Bbixoga Hecopbupyemoro
BellecTsa)

V,, —MepTBbI 06bem

tp, W tg, —abconioTHble BpemeHa yaepxunsaHua 1-ro u 2-ro
= KOMMOHEeHTa COOTBETCTBEHHO
~
= Vg, M Vp,-06bem yaepxunsaHma
Q
=) ’
= t,' — npuseaeHHoe (McnpaBneHHoe)
E = R
= © Bpems yaepXuBaHua (onpedensem
© - 8peMsA HAXOXOEHUA KOMMNOHEHMA 8

=
<< O H®;
’ — —
t R1 ™ tR1 tM

tVm Ve try, Ve2 Bpems



[apameTpbl XpomaTorpadpuyeckoro nmKka

W-wnprnHa nmKka y oCHOBaHMA
h - BbiICOTa NuKa
S —nnowaab NuKa




OTHOCUTENbHble NAapaMeTpbl
VAEPHKMBAHUA

"OTHOCUTE/IbHOE BpeMA yaep>XnsaHnAa — OTHOLLEHNE BpeMeHU

vaepxunBaHMA onpeaenaemoro KOMnoHeHTa Ko BpemeHun yaep-xmnBaHumA
BewecTtBa, NPUHATOIO 3a CTaHAAPT:

r_t
™t

t

"OTHOCUTENbHbLIA 06bem yaepMBaHUA — OTHOWweHuMe obbema

YAaepxXnBaHNA ornpeagenaemoro KOMMoOHEHTa K O6'b€My vaoepxXnBaHNA
BewecTtBa, NPUHATOINO 3a CTaHAAPT:

vV
V.=
Tr VS

OTHOCUTEeNbHble BE/INYUHDI vyaepxmnBaHUA He 3aBUCAT OT KOJIMYeCTBa COp6€HTa B
KOJ/IOHKE, OT e€e 06'b8Ma, 3aHATOro I'IO,EI,BVI)-KHOVI cl)a301‘/'1, nepenaga AaBaeHnAa, oT CKOPOCTU
noaa4yu I'IO,EI,BVI)-KHOIZ (I)a3bl n ap. OHM 3aBUCAT OT npmnpoabl aHaANU3NPyemMoOro sewecrtsa ,
OoT npumnpoabl BewecrBsa-CtaH4apTa, cop6eHTa U TEMNEPATYPbI KOJTIOHKH



OTHOCUTENbHble NAapaMeTpbl
VAEPHKMBAHUA

[MpM YCTAHOBNEHUM OTHOCUTE/NIbHbLIX MAPAMETPOB YAEPKMBAHMA B
KayecTBe CTaAHAAPTHbIX MOryT ObiTb  WCNOAb30BaHbl  Pa3inyHble
BewecTsa. Kak npaBuno, 310 COeAMHEHMA, OTHOCALMECSH K 3TOMY Xe
KNnaccy COeAuHEHUN, 4TO U onpedensiemoe BEeLWecTBO, C U3BECTHbIMM
3HAYEHUAMM NaPaAMETPOB yAepPHKUBAHUS.

Lienecoobpa3Hbim ABASETCA OonpeaeneHue napameTpoB yaepHKMBaHUA
OTHOCUTE/IbHO 2 CTaHAAPTHbIX BellecTB. [lepBbl CTAaHAAPT AO0/KEH
MMEeTb MeHbllee, a BTOpPOM — Oonbluee 3HAYEeHMe BpPEeMeHU

vaoepHnuBaHUA, HEM aHaTIU3UPyemMoe BeELLECTBO.



OCHOBHble XpomaTorpaduveckme
MapameTpbl

Yucno TeopeTnyeCcKnX Tapesiok
{ {

N =16(2) =5,54(-2-)°

(W) (W )

0,5

BbiCOTa 3KBMBaJIeHTHas

e ! I Teopetunyeckoii Tapenke (B3TT)
\ CooTBeTCTBYeT BbIiCOTe CnoA copbeHTa, npwu
L NPOXOMAEHUM KOTOPOW aKT  copbumm—

o = —
N aecopbuum ycneBaeT COBEPLUNTHLCA B CpeAHEM
OAMWH pas.
OTparkaet KayecTBO MCNO/1Ib30BAaHHOIO

copbeHTa M 3aN0/IHEHUA KONOHKMW.

N>1500,H<1 mm




KoapodumumeHT emKkoctm kK’
(pakTOp YaepxuBaHmA)

OTHOLWEeHne npuBeaeHHOoro
t,—t, t BpeMeHN yaepXKnBaHUA K
t, MepTBOMY BpeMeHU

[ToKa3biBaeT CNOCOOHOCTb
vaepKUBaHUA obpa3ua
OTHOCUTENbHO
HeyaepP*XMBaAaEemMoro
KOMMNOHEeHTa




Kputepuu pasaneneriuns Rs
(pa3peLwieHne NUKoB)

| Re~07]
RS — 2- (tRZ _tRl)

W, +W,

(21, nyvwe 1.5)




OTHOCHMTeNnbHOEe yaep>XuBaHue
(ceneKTUBHOCTb) 0.

B
J l/\ aPpy =t [/ th

N
< B »
CenektMBHOCTb — 3TO CNOCOBHOCTb XpomaTorpadpuyeckom

CUCTEMbI Pa3aenATb AaHHYIO Napy Bellects A u B.



CurHan getekropa

KoadpdpuumeHt accumerpum ( As ), npn 5% ot

BbICOTbI MUK

. -
4 = Toos A — [:':[:"_“I

h N d Ef

(0.8-1.3)




3ana4a

CpaBHUTENbHbIM aHaNU3 BewecTs bbin npoBegeH metogom MNKX Ha
ABYX QAHANUTUYECKUX KONOHKAx. Ha nepBoM KONOHKE Bpems
yAepPXunBaHMA - 11,6 MUH, WUMPUHA NMUKA HA NONOBUHE BbiCOTbl 0,45
MMWH, HQ BTOPOW KONOHKE - Bpemsa yaepxusaHua 8,1 MUH, LWMPUHA

NMUKa Ha NonoBuHe BbICOTbl - 0,67 MMH. Kakaa M3 KONOHOK
spdeKTuBHee?



PeweHue

n =5,545 (t /W, ;)?

2

11.
— 5.545 (0 45) — 3684.618
. 545(8 1 )2 — 810.439
B 0.67) ‘

[lepBan KONOHKa apPeKTUBHeE



3ana4a

OueHuTe Ka4vyecTBO XpomaTorpadmyecknx KOJIOHOK no
BbICOTE, SKBUBA/ZIEHTHOWN TEOPETUYECKUM Tapenkam. [na 1-u
KONOHKWU: AIMHA KONTIOHKU - 1210 MM, Yncno TeopeTnvecKkmx
Tapenok - 1355. 1na 2-n KONOHKU: A/IMHA KONOHKK - 2450
MM, YACNIO TeopeTndecKknx Tapenok - 1580.



PeweHue

H=L/n
H1 = 1210 _ 0.893
1355
2 = 2450 _ 1.551

1580

[MepBas KONOHKA 3dPeKTUBHeE



BauvsaHme xpomatorpadmyeckmx NnapameTpos Ha
npoLiecc pasaeneHus

1) a=0,8
N=10000
k'=0,3
R.=0,7

2) a=0,8
N=100

k'=5
R,=0,9

3) a=0,8

N=10000

k'=5
N R,=9,2

4) a=0,99
N=20000
k'=5
R=1,1




KayecTBEHHbIM XpOMaTorpaduyecKkmi
aHa/In3

KayecTBeHHOM xapamepncmmﬁ BewecTBa ABNAETCA Bpema yaepXWUBaHHUA AaHHONO KOMMNOHEHTa

Bpema yaepXvBaHMA KOMMNOHEHTa — 3TO Bpems, npowejlwee ¢ MOMeHTa BBOAa I'I[JDﬁbI 4o
MOMEHTa BbIX04a MdKCHMMYMa NKUKa

Bpemsa yaeprKMBaHMA 3aBUCUT OT NPUPOAbI XpOMaTorpapupyemoro BELecTBa M rasa-HocUTens,
CKOPOCTU NPOXOXAEHUA NOABUMHOW pa3bl Yepe3 KOMAOHKY, MPUPOAbl M MacCbl HENOABWMKHOM
da3bl, TemnepaTypsl, ANMHbI KONOHKM

Ana naeHTMMKaLMM KOMNOHEHTa CPaBHMBAKOT BPeMA YAePHKMBAHMA HEM3BECTHOrO KOMMNOHEHTa
M BPEMA YAEPKUBAHUA 3TaNOHA

EChM BeauuMMHBbI COBNagarT, TO € 6oNblwO Aonerd BEpoATHOCTM MOXKHO roBoputs 06
MAEHTUYHOCTM KOMMNOHEHTOB



KayecTBEHHbIM XPOMATOrpapu4ecKkmm

dHJA/1N3
[Chromatogram of the standard sample]
0 JT w— Y106bI MOEHTUPULMPOBATH
32:. KOMMOHEHT, CpaBHUBAETCA Bpema
- YOEPHUBAHUA HEen3BeCTHOro
° KOMMNOHEHTd M Bpemsa

0 5 10 5 20 25 30 yAEPXKUBAHUA 3Ta/I0OHa. Ecnn

[Chromatoeram of the beverage]

- 3HayYeHua  coBnajalwT, TO C
15- ‘/Hspartame 60ﬂbLUOﬁ BePOHTHDCTbIO MOH{HO
2o roesoputb 06  MAEHTUYHOCTM
5 KOMMOHEHTOB

0 A

gy

min



Ko/inyecTBeHHbIN
XPOMaToOrpaPuyecKkmnm aHaams

[Memod tie]

OcHOBaH Ha AonyuweHun, YTo naowagb NuKa 1 T ST T ZAeS u| Ui
HA XpOMaTorpamme, COOTBETCTBYIOLLASA zs0] ity
AAHHOMY KOMMOHEHTY, npsamo o Baoph]
NPONOPLMOHANbHA €ro KONIMYecTBy R poasesb
{Date ed]
Cnocobbl u3mepeHus Naowaam nuka: - 1S2e12s
{Sample Type]
Urknown
1. MpOBOAAT KacaTe/ibHble K TbiNy U GPOHTY e ' pescpn
NUKa U COEANHAIOT UX IMHUEN, -
napannenbHon HyNeBown IMHUM & 3
750 2 -
e z
Maowanb NONYHEHHOrO TPEYro/ibHUKA - . :
cocrtaBnser 96% OT UCTUHHOM U | z ]
NPONOPLMOHAbHA KONIMYECTBY BELLECTBA B - ﬁ 1 "
pobe V. S ;
0.0 28 Y 75 100 125 150 115 200 25 280 min
2. [ina pacyeta naowaam CUMMETPUYHbIX 5] Compound Tabl Viw Py v
NUKOB HaXOAAT NPOU3BEAEHME BbICOTbI NUKA e | e ]t | e 1O oo | e Lt

2 RTS.584 8.584 0.00000 | Detector A - Chi [ «aaw] 348567 237492 11880.656 |

Ha ero I'lOIlYLIJIApMHy (84% rInOLl.l,apM I'IMKa) 3 i) 14.954 000000 [Detector A-Cht | | ss7aa10] 402263 296668 31785058 |




Cnocobbl pacyeTa KOHLEeHTPaLU MM

1. MeTtoa abcontoTHOM Kanubposku (rpaayMpoBKU) o

140

120 |
100
5 |
Kaxkabl4 3TaNIOHHbIA PacTBOpP Xpomatorpadupyercas e

N onpeaenaeTca nNaowaab nuKa L S
20 ¢

[OTOBUTCA CepuA 3TaNIOHHbIX PAaCTBOPOB C U3BECTHOM
MaCcCcon onpeaensiemoro KOMMNOHEHTa

area( x 104)

HP!

»
»

Ctpoutcs rpadpuk S, — M KOMMOHeHTa B0 200 e em &0 100

Conc. (ug / mL)

Xpomartorpadupyerca pactBop C HEM3BECTHOM
KOHUEHTpauueun, onpeaensaerca naowaab nuka v no
rpaduKy  HaAxogMTCa  Macca  aHa/IM3UPYemoro
KOMMOHEHTA



Cnocobbl pacyeTa KOHLEeHTPaLU MM

2. MeToa BHYTPpEeHHen HopMmanumsauum

Ha 04HOM 1 TOM e XpoMaTorpaMMe M3MEPSHOT NIOLWAAMN BCEX NMUKOB
N HAaXo4AaT UX CyMMyY

OCHOBaH Ha NPeAnoNoMKeHWW, 4YTO Ha  XpomaTtorpamme
3aperncTpupoBaHbl  BCE  BELLECTBa, BXxoAdAlMEe B COCTaB
aHaM3MPYEMON CMECU, U YTO A0NA NAOWAAM KaXKAOro Muka oT
CYMMbI NI0WWAAeN BCeX MMKOB COOTBETCTBYET COAEPKAHMIO BELLECTBa
B MACCOBbIX NPOLIEHTAX.

S, - 100
X[' = )

$s
i=|



Cnocobbl pacyeTa KOHLEeHTPaLU MM

3. MeToA BHYTPEHHero craHAapTa

[OTOBAT 3TANIOHHYKD CMECb (BK/IKOYAET MAaccy ONpeAensieMoro KOMMOHEHTA U
TOYHO M3BECTHY Maccy CTtaHaapTta). Cmecb xpomatorpadupyrot U CPaBHMBAIOT
NA0WaAM NMKOB ONpeaeNsemoro BeLecTsa 1 CTaHAapTa

T.K. naowaab N1MKa NnponopLumMoHanbHa Mmacce BeLLecTsa:
Cst-Sx

Cx =
=) Sst

CX — KOHUeHTpaLmMa aHanM3npyemoro pacTeopa
fx — koapduuMeHT nponopLUMOHANBHOCTH
Cst — KOHLeHTpaLmAa CTaHAAPTHOro PacTeopa

Sst — nowWaab NuKa CTaHAaPTHOrO pacTBopa



Cnocobbl pacyeTa KOHLEeHTPaLU MM

4. Metoa BHeWHeEro CraHAapra. KOHUEHTpauuk MCNbiITyemoro BelecTBa
onpeaenaT nMNyTem CpaBHEHMA CUrHana (NuKa), MNONYYEHHOro Ha
XpoOmMatorpammax MUCnbITyemoro pacrtesopa, CUrHana, MnoAy4YeHHOro Ha
XpOMaTorpammax pacTBopa CTaHAAPTHOro obpasua.

c _Cst-Sx
X = Sst




SENERE

XpomaTtorpadupoBaHUO nNoaBeprHyT obpasey, MATHOro
Mmacna. Ha xpomatorpamme MMeTCs cneayowme nuku: 1-im
(He wupeHTUdUMUMpoOBaH) naowaapo 113 mm?, 2- (He
NAEHTUOULMNPOBAH) - 225 MM?, 3-I1 (MEHTOH) - 246 MM?, 4-1A
(MeHTMNaueTat) - 384 mm?, 5-1 (meHTon) - 1130 mm?.
PaccuutanTe cogepaHme cBO6OAHOro MeHTO/1a B 0bpasue.



PeweHne

S5

- 100
31 + 8>+ 83+ 5, + 3¢

w(menthol), % =

1130

113+ 225 + 246 + 384 + 1130 V0

w(menthol),% =

= 53,86%




SENERE

Ans xpomatorpadupoBaHua boina B3ata cmecb 0,1098 r kamdpopbl m
0,1188 r HadTannMHa - BHYTPEHHero CcraHgapta. [laowaau
NoNy4YeHHbIX NMKoB: 5010 mm? - Kamdpopa, 58740 mm? - HadpTaNUH.

Paccumtante cogeprkaHme kamopopbl B 0bpasue, ecnm KoadpuumeHT
nponopumoHanbHOCTK paBeH 1,063.




PeweHne

(camphor),% = fx oo~ 140
w(camphor),% = fx T

0.1188-5010
58740 - 0.1098

w(camphor),% = 1.063 -
= 9.81%

100
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