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OO0mas xapakTepucTUKa padoThl

AKTYyaIbHOCTh TeMbl. OTHOW M3 BAXKHBIX 33/1a4 COBPEMEHHON aHAJIUTUYECKON XUMUU
ABIIsieTCS OOHApy)KEHUE, WICHTH(PHUKAIMS U ONpEeAeTICHUE CIEA0BBIX KOJIMYECTB JETYYUX U
CpEIHENEeTYYUX OpPraHWYeCKUX COEIMHEHUH B OpPraHWYECKUX pacTBopax M Ta3oBoi ¢dase,
KOTOPbIE MOTYT SIBISTHCA KaK CaMUM OOBEKTOM aHalu3a, TaK U PE3yJIbTaTOM MOATOTOBKU
pOOHI.

Haubosee pacmpocTpaHeHHBIM METOJOM ONpEACTICHUS JIETYYUX U CpEeIHENeTyYHX
pUMeECel B pa3IMYHBIX 00BEKTAX SBISCTCSA KamwuispHas rasoBas xpomarorpadus (KI'X) u
xpomatomacc-ciektpomerpust  (KIX/MC). [lns  cHwkeHus Tpenena OOHApyKCHUS
UCIIOJIB3YIOT METOMbI KOHIICHTPHPOBaHHs (IKCTPAKI[Hs, COPOIMOHHOE KOHIIEHTPHPOBaHHE,
ylapuBaHHe W Jp.) M Ppa3iIH4yHbIC CIOCOOBI YBEIMYEHHsS O0beMa BBOAMMOW IPOOBHI.
Cy1iecTByIoIMe MOAX0/bI, BKIIOYAMOIINE B ce0s coueTaHHWe CIocoOOB MPOOOMOATOTOBKH,
croco0OB BBOJA NpPoOBI B Tra3oBbIi Xpomartorpad H YCIOBHHA Xpomarorpauueckoro
paszeneHus o6iagaroT TpaHUIlaMH PUMEHUMOCTH Kak IO JMara3oHy JIETYYeCTH aHaJUTOB,
KOTOpbIE MOXXHO OIpENeNATh 3a OJWH aHajlu3, TaK M 10 COACPKAHUIO CIIEJOBBIX
KOMIIOHEHTOB BO BBOJMMON MpoO€ OTHOCUTENBHO MaKPOKOMIIOHEHTOB. JTO OOBSCHSET
YCIIOBHOE JIEJIEHUE aHAIIUTOB, KOTOPbIE MOKHO onpenensaTb meroaoM KI'X-MC, na neryune n
CpeIHeNeTyYle COEAUHEHMs, W CYIIECTBOBAaHHWE CIEUU(PUUECKUX CXEM aHaiu3a JUIs
OTIpeIeNIeHUs] YKa3aHHBIX TPYII COCTUHEHUH.

AxTyanbHa pa3padoTKa MOJIXOA0B, YIYYIIAIOIIUX BO3MOKHOCTH CIIOCOOOB ONpE/eICHHUs
JETYy4uXx U cpemHenerydux coenuHeHuil Ha cepuiitHoM ['X u I'X-MC oGopynoBanuu Kak 3a
CUET paCHIMPEHUS Kpyra OIpeleisieMbIX COCAMHEHMH 3a OIMH aHanmu3 (pacuimpeHue
JIMana30Ha JICTYYECTH U YACPKUBAHUS PETHCTPUPYEMBIX aHAINUTOB), TAK U 3a CUCT CHIDKCHHS
npeenoB OOHApYXKEHHUsS NMPH YBEIHMYECHHH OO0beMa BBOJMMOW MPOOBI M MPEIBAPUTEILHOM
pa3leNieHuy U OTJEJIeHUH MaKpOKOMIIOHEHTa. JTO OCOOEHHO BaXKHO MPHU aHAIN3€ 00BEKTOB
HEM3BECTHOTO COCTaBa, KOTJIa OT BO3MOXHOCTH PETHCTPAalud U  WACHTHU(PHUKAINN
MaKCHMaJbHOTO YHCIA HEU3BECTHBIX KOMIIOHEHTOB 3aBHCHT JOCTOBEPHOCTb BCErO
MOCJIEIYIOLIETO ONPEACTICHHS.

OcHoBHBIMU crioco0aMu BBOJAAa MPOOBI OPraHMYECKOTO pacTBOpa B KANWLISPHYIO
KOJIOHKY npH ['X aHanu3e siBisieTcsi BBOJ MPOOKI C JIEJICHUEM MOTOKA U 0e3 JesIeHHs TOTOKa.
B nocnenneM ciiydae dacto mposBisieTcss <«dp(eKT pacTBOPUTENS», KOTOPBIH MOXKET Kak
COXPaHUTh YAOBJIETBOPUTEIBHOE XpOMaTorpapuuecKkoe pasaesieHue, Tak U yXYAIUTh €ro 1o
CPaBHEHHMIO C BBOJOM MpOOBI C JeleHHeM IMOoToka. TakuM oOpa3oM, MOMHUMO CaMoOi
Xpomarorpauyeckoil KOJOHKH B HWTOTOBOE pa3/eiCHHUE 3HAUUTENBHBIA BKJIAJ BHOCUT
HaJIMYUe IUICHKU >KHUJIKOCTH, OOpa30BaHHOW MaKpOKOMIIOHEHTOM MpoObl, Ha HadaJbHOM
y4acTKe KOJIOHKU. Teopusi mpoHCXOAIIuX MPOLECCOB MPHU 3TOM IpeiokeHa JKyXOBUIIKUM
u pasButra SAHoBckuM u 3osoTapéBeiM B 80X romax mpoUUIOro BEKa, OHH OOBSCHSIN
NOSBICHHE  JONOJHMUTEIILHOTO  MEXaHW3Ma  pa3fieJieHHs 3a  CcyYeT  IPOTEKaHHUs
xpomaguctuwusiimu - (XJ), oTmenpHOro mpoiecca W MeToJa KOHICHTPUPOBAHHS WU
pasaenenus. OIHAKO 3TO TEOpPETHYECKOE OOOCHOBAaHME HE IMOJYYHJIO IOKa MIMPOKOTO
pacnpocTpaHeHUuss B MUPOBOM MpakTHKE, M OOJBIIMHCTBO HCCIEAOBATENEH MPOIOJIKAET
MOJIb30BaThCs OECCUCTEMHBIM TIOJI0OPOM YCIOBUM BBOJA MPOOBI, PE3IOMUPYS TOIBKO
MOJIOKUTEIBHBINA Pe3yabTaT MPU OMNPEeNIEHUN 3aJaHHBIX COCTUHEHHH BO BBOJUMOM mpooe.
3T0 MpOsABUIOCH B TeHACHIUAX coBpeMenHoro KI'X ananusa: u3beratp nosisineHus «@ddexra
pacTBOpUTENS» WIM TNPUHUMATh B PACCMOTPEHHUE TOJIBKO TE€ AaHAIUTHI, ISl KOTOPBIX
OCYILECTBIISICTCS TepMHueckoe (hokycupoBaHue M (OKYCHPOBaHHE HENOIBIKHOM (as3oil B
UCIIOJIb3YEMBIX YCJIOBUSX Ta30XpoMaTorpaduueckoro aHaausa. BOJBIIMHCTBO aBTOPOB B
JUTEpaType TOJBKO IMOCTYIHUPYeT Hanuuue <«@ddexra pacTBOPUTEINS», OMUCHIBAS TOJIBKO
(aKkTHYECKOr0 MTOTOBOE pa3/ejieHHe WM HE OTHOCA MOJy4YeHHbIE (aKThl K MPOSBICHHUIO
«(dexra pacTBOPUTEIS» MU XPOMAJAUCTIIULIIMU. B peakux paboTtax HpeAanpuHUMAIHCH
MOMBITKU UCIOIB30BaTh 3TOT 3P GEKT AJIsl ONpe/ieeHNus 3aJaHHbIX COeAMHEHUHN, OIU3KUX 10



JeTy4ecTH K OCHOBHOMY KOMIIOHEHTY BBOAMMON TpOOBI, TOAOWpas  yCIOBHS

JKCIIEPUMEHTAIIBHO.

BBo ipo0ObI B yCTIOBHSIX XPOMAAUCTUIUISIIIMA MOKET TOTCHIIUATBHO TTOHU3UTH MPEACIBI
oOHapyXeHHsI B TeX clydasX, KOIrJla KOHIEHTPUPOBAaHHME APYTMMU METOJaMU
3aTPYAHUTENBHO, WM PACHIMPUTH BO3MOXKHOCTH CyllecTByromux. Hecmorps Ha TO, 4TO
METOJI XPOMAaIUCTUIUIAIMN u3BecTeH Ooisiee 40 yer, ocTaeTcs MaJIOM3yYEHHBIM BOIIPOC €T0
000CHOBAaHHOTO TPUMEHEHHS [UIsi KOHIICHTPUPOBAHUS M pa3lelieHusT MHKPOKOIMYECTB
JETy4YUX COCIMHCHUH W COCIWHEHHH C OJM3KOM JIETYYECThIO C IEJbI0 TOCICTYIOIIETO
ra30xpomMarorpaguueckoro u XxpoMaromMacc-CreKTpOMETPUIECKOro aHaln3a Kak B «Off-line»,
Tak ¥ B «ON-line»BapuanTax.

Heabio HacTosiel padoThI SBISTIACH pa3pabOTKa HOBBIX MOIXOAOB K OOHAPYKEHUIO
CIIEIOBBIX KOJHMYECTB JIETYYMX M CpEIHENEeTyuYux IMpUMeceil B pa3iMYHbIX OOBEKTaXx,
OCHOBaHHBIX Ha KalMJUIIPHOW XpOMaIuCTIILISIIUK U ee coueTanuu ¢ ['X u I X/MC.

Jl1s nocTrKeHUs TOCTaBICHHOM 1€/ HE0OXO0MMO OBLIIO PEIIUTh CIEAYIOMNE 3a1a4u:

e  M3yuyuTh BbIACIICEHHE JIETYUYHMX U CPEIHEIETYyYUX NpHUMEcel M3 pacTBopa B OCHOBHOM
KOMIIOHEHTE Pa3JIMYHOMN JIETYYECTH C MCIOIb30BAaHUEM XPOMAJAUCTUIUIALNN B COYETaHUU
¢ MC, I'X u I'’X/MC 1 BO3MOXKHOCTh CHU)KEHHS TIPE/ICIIOB OOHAPYKCHHUS aHAIUTOB.

e U3yuuTh BAMSHHE XPOMAAUCTWUIALMOHHOTO 3¢¢eKTa, BBI3BAHHOTO OCHOBHBIM
KOMIIOHEHTOM BBOJUMOW MpoObI, Ha pe3yibTaThl XpoMaTorpauueckoro aHaiuza B
3aBHCHMOCTH OT MapaMETPOB OJKCIEpUMEHTa (IpUPOIbl pacTBOpuUTesis / OCHOBHOTO
KOMIIOHEHTa W TpHUMECceH, TeMIepaTypbl, CKOPOCTH IMOTOKA Tra3a-HOCHUTENs, HaJIU4dus
TEMIIEPaTyPHOTO IPAJMEHTA B IPOCTPAHCTBE U BPEMEHH).

e Pa3zpabortath cmocoObl aHamW3a, OCHOBAaHHBIE Ha BBOJE MNMPOO B KaAMWUIIPHYIO
razoxpomarorpaguieckyio CHUCTEMY B YCJIOBHUAX XPOMATUCTWUISLUU U OINpPENEIUTh
KPUTEPUU BBIOOPA IKCIIEPUMEHTAIBHBIX YCIOBHIA.

* PaspaboTarh criocod KOHIICHTPUPOBAHUS MPHUMECEH U3 OPraHUIECKUX PACTBOPOB (UHUCTHIX
BEIIIECTB), OCHOBAHHBI Ha MCIOJAB30BaHMU XJI M MOCIEQYIOMIEM aHaIu3€e KOHIICHTpara
ananuToB MetoaoM KI'X u KI'X/MC.

e TlokazaTh NPUMEHUMOCTh pa3pabOTaHHBIX MOJXOJ0B Ha MPUMEPE OOHAPYKEHUS JTETYUUX
U CpEIHEeNIeTyYuX NMpUMeceil B HECKOJIbKUX PEalbHbBIX CIOKHBIX MaTpULIAX.

Hayuynas HoBH3HA paGoThl. [I3yueHO BbIEICHHUE JETYUUX U CPEAHEIETYUNX IpUMeEcen
U3 OpPraHMYECKHUX BELIECTB PAa3IMYHOM JETy4ecTH C UCIOJIb30BaHUEM KalWIIIPHON
xpomaguctuwusiiun B couetannu MC (OU), KI'X u KI'X/MC (DU) B 3aBUCHUMOCTH OT
ycinoBuid skcnepuMeHTa. [lokazaHa BO3MOXKHOCTH CEJIEKTUBHOM PETUCTPALMU MpHUMECEH
pa3IMYHOM JIETY4eCTH B IMPOILECCe XPOMAIUCTUIUISIIIUOHHOTO pa3/ieNieHuss C OCHOBHBIM
KOMIIOHEHTOM aHaJIM3UPyeMOl MPOObl U UX KOHIIEHTPUPOBAHUS U CHUKEHHS 3a CYET 3TOTO
uX TpeaenoB oOHapykeHus. [IpennoxkeH HOBBIM BapuaHT KAMWJUIIPHONW XPOMAaIUCTUILISIIUU
[P OTPULIATEIILHOM MPOTPaMMHUPOBAHUU TEMIIEPATYPHI.

[Tokazano BIHMSIHHE XPOMAIUCTHWUIALIUOHHOTO J(¢eKTa, BBIBBAHHOIO OCHOBHBIM
KOMIIOHEHTOM aHalIU3UpyeMoi MpoObl, Ha pe3yJbTaTbl XpOMaTOrpauuecKkoro aHajausa.
[IpennoxeHbl KPUTEPUU ONTUMH3AIUHN YCIOBUI BBOJa TPOOBI B KAMMIJUTSIPHBIN Xpomarorpad
B YCIIOBUSX KallWJUISPHOW XPOMAJUCTUIUISIIMKA B 3aBUCUMOCTH OT MapaMeTPOB IKCIEPUMEHTA
(mpupobl pacTBOpHUTENS / OCHOBHOIO KOMIIOHCHTA M MPUMECEH, TeMIeparyphl, IOTOKa ra3a
HOCHTEJIS, TEMIIEPATypPHOTO IPAJMEHTa BIOJIb XPOMAJIUCTHIUIAIIMOHHON KOJIOHKH).

DKCMEPUMEHTAIBHO OIPEJCICHO paclpeesieHue MPUMECE! OTHOCUTEIbHO OCHOBHOTO
KOMIIOHEHTa BBOJAMMOM NMPOOBI B YCIOBUIX XPOMAJUCTUIUIALUN B KapTPHUIKE, 3aI0JTHEHHOM
WHEPTHBIM HOCUTEIEM M HUX TIEpeHoca TepMojecopOrueil B Ta30BbIl  Xpomarorpad.
[Tpennoxen crnocod aHaian3a OPraHUYECKUX PacTBOPOB, OCHOBAHHBIN Ha KOHIIEHTPUPOBAHUU
npumeceil u3 6ospmx 1o oobemy npod (1o 50-100 MkiI) OpraHMYECKUX PAacTBOPOB, MPU
HAaHECEHUHM MpOoObl HAa HWHEPTHBIM HOCHUTENb, YHaJeHWU OOJbIIed 4YacTh pPACTBOPUTENS
(OCHOBHOTO ~ KOMIIOHEHTa) B  YCJIOBUSIX  H30TEPMHUYCCKOW  XPOMAJAUCTHILISIINY,
OCYIIECTBIIIEMBIA B KOPOTKOM KapTpuke ¢ 3TuM HocureneM, n KI'X/MC onpeaencaun
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cocTaBa KOHIIGHTpaTa MPU BBOJAC MPOOBI B YCIOBUSAX KaMWUIIPHOW XPOMAJIMCTUIUISIIHU.
[ToxazaHa BO3MOXHOCTb KOHIICHTPUPOBAHUS U OIpENETCHHs] CIIEIOBBIX KOMIIOHEHTOB,
OJIU3KHX T10 JIETYYECTH K PACTBOPUTEINO (HO MCHEE OTHOCUTEIILHO JICTYUHUX).

HccnenoBana BO3MOKHOCTh HCIOJIb30BAaHUS psiia JETYYMX OpPraHMYECKHX BEILECTB B
KauecTBE PACTBOPHUTENST MPOOBI M OTPAaHUYHTENS TEepell BBOJOM TMPOOBI B KaMMIIISPHBIN
ra3oBelii Xpomarorpad B YCIOBHSIX XPOMAJAUCTWUIALMU MAJi ONpEeAeNeHUs JeTy4yuX u
CPEIHENIETYYNX COCAMHEHUN Pa3IMYHOM NOJApHOCTH. [IoKa3aHO, 4TO MO COBOKYIHOCTH
napaMeTpoB HauOoyee MOIXOMAIIAM pacTBOpHUTENeM (OrPaHUYUTENICM) SIBISICTCS METHII-
mpem-oytunoBbiii 3¢up (MTBD). Pa3Buro HampaBiieHHE OrpaHHYUTEILHOW KalUJUIIPHOM
XpOMaIUCTH/UIALUH 1pH codeTanuu ¢ [ X/MC npu UCIOIp30BaHUN 3TOTO PACTBOPUTEIIS.

[Tokazano, 4To gansi  OONBIIMHCTBA  JIETYYMX  OPraHUYECKUX  PACTBOPHUTENEH,
UCIONIB3YyeMBIX 1)1 BBoja mpoObl B KI'X, Habmogat0Tcst XpoMaauCcTHILISIIMOHHBIE 3D (PEKTHI
py HayanbHOU TemnepaTtype Tepmoctara 1-25C naxe npu BBoje npodsl o0bemom 1 MK B
pexume naenenus motoka 1:50 — 1:5u HeoOXomuM yueT BIMsIHUS 3THX d(P(HEKTOB Kak MpH
UCIIONIb30BAaHUU TApPAMETPOB YACPXKUBAHUS JUIA LeNedl uAeHTU(UKAUH, Tak W IPU
pa3paboTke crmoco00B BEICOKOYYBCTBUTEIIHFHOTO Ta30XPOMATOrPaPUISCKOTO aHAIH3A.

[IpemnoxeH BBICOKOYYBCTBUTENBHBIA C€HOCO0 OOHApY>KEHHsI JIETYYHX TpuUMeceid B
TBEPABIX MaTpHUIAX, OCHOBAaHHBIM Ha wuX BbAeneHun mnapamu MTBD B mporecce
JUHAMHUYECKOW Ta30BOM SKCTPAKIMM, KOHJIEHCALMU HKCTPAaKTa M aHalM3€ KOHIIEHTpaTa
metogoMm I'X/MC mpu BBOIE TPOOBI B YCIOBHSIX XPOMAIHCTHILISLIHH.

Ha npumepe perucrpauuu npumecedl B psAe JETYUYUX M CPEIHEIETYyUYHX YHUCTBIX
OpraHu4ecKux BemecTB mpu ucrnonb3oBanuun KIX/MC u cranmapTHOro BBoJa MpPOOBI ¢
neneHreM noroka u npu coueranun ¢ KXJ[ u KI'X/MC mokaszaHo, 4To menecoo0pasHo
YCTaHOBJIEHHE COCTaBa MpUMeECEil MIPU COBMECTHOM HCIIOJIb30BAHUU 00OUX METOJIOB, TaK Kak
pe3yNbTaThl 0OHAPYKEHUS TpUMeceld 000MMH METOaMH B3aUMHO JIOTIOJHSIOT IPYT ApyTa.

IIpakTnyeckasi 3HAYUMOCTh padoThbl. [lomydeHHBIE 3aKOHOMEPHOCTH pacCpeIeICHUs
npUMeceii B YCIOBUSAX XPOMQJAMCTWUISIMUA JUIS YUCTBIX BemiecTB (B TOM YHCIIE
pacnpoctpaneHHbIX pacTBoputeneit aas ' X/MC ananm3a) U COCTaB MPUMeECEH B HUX MOTYT
OBITH MCIIOJIB30BAHBI TSI Pa3pa0OTKH U ONTHMH3AIIUN METO/IOB KOHIIEHTPUPOBAHUS U HOBBIX
CXEM aHaJM3a.

Pe3ynbTarhl MpOBEAEHHOTO HUCCIEAOBAHUS MPUMEHUMBI JJIS PELICHUS PAa3INYHbIX 3a/1a4
OoOHapyXeHHsl JIeTYy4UX U CpEAHENeTYyYMX TIpUMeceil Ha YypOBHE CJIEIOB B UHUCTBIX
OpraHuYecKuX BellecTBax (cTaHmapTHBIX oOpasuax s ['X, MOHOMepax, pacTBOPHTEISIX
NPUMEHSEMBIX B MHUKPOIJIEKTPOHHMKE, PACTBOPHUTENIAX BBICOKOH CTENEHH YUCTOTHI U T.X), B
HKCTpPAKTaX W3 TBEPABIX BEIIECTB M BOJHBIX PACTBOPOB. B oTiamyme OT CyHIECTBYIOLIUX
MOJIXOJI0B TPEUIOKEHHbIE MOIXOAbl MO3BOJIAIOT O0Jiee MOJHO YCTAHOBUTH KOMITOHEHTHBIN
COCTaB JIETYYUX MpUMECEH B JIETYUMX OPraHMYECKUX BEIIECTBAX, IKCTPAKTAX W3 TBEPABIX
HEIIETYYHMX COCAMHEHHUH U MaTpHII ¢ omoIisio meroga I' X/MC (OU) 3a oauH aHamu3.

[IpuMeHeHre NPENIOKEHHBIX MOJIXOJ0B HE TOJIBKO YJIy4dllaeT aHAJIUTHYECKUE
xapaktepuctuku Meroga KI'X u ero coueranust ¢ MC, HO U paciupseT ero BO3MOKHOCTH.

[TonyuyeHnHble pe3ylbTaThl OTKPBIBAIOT BO3MOXHOCTH ONTHUMH3ALUUA YCIOBUH BBOJA
npoosl B KI'X ¢ momoripio ucmaputenss ¢ nporpammupyeMoit temmeparypoir (PTV) npu
nepexojie OT YHapuBaHUS K XPOMAIUCTULIAIMOHHOMY YIAJICHHUIO PACTBOPUTEINS: OBICTpPHII
non0op YCJIOBUM, pacUIMpEeHUE Kpyra aHaJUTOB C TOYKU 3PEHUS JIETYYECTH, BO3ZMOKHOCTh
n30exaTh MPUMEHEHHs COPOSHTA MPU KOHIICHTPUPOBAHUH JICTYUYHUX AHATTUTOB.

[TomyueHHble pe3ynbTaThl NPUMEHUMBI Kak JJs pelleHUs WIACHTHU(QUKAIMOHHBIX U
KJIACCU(UKALMOHHBIX 33/1a4 Pa3IMYHbIX OOBEKTOB, PACIIUPSISI BO3MOXHOCTH HCIIOIH30BaAHUS
pesyabTatoB I'’X/MC aHamn3a 5KCTPaKTOB B Ka4yeCTBE MHOIOMEPHOTO MpH3HAKa 00BbEKTa 3a
CYEeT YBEJIMYCHHS J[HMara30Ha WHJEKCOB YACPKUBAHMS PETUCTPUPYEMBIX KOMIIOHEHTOB B
OJIHOM aHalM3e, Tak M Ui pa3pabOTKU METOJIUK OmpeiesieHus: OONbIIEro Kpyra 3aJaHHBIX
JETYYUX M CPEJHENETYYUX OPraHUYEeCKUX COCAMHEHUN 3a OJMH aHalu3, YeM MO3BOJSIOT
CYILIECTBYIOIINE MOIXOIBI.



Ha 3amuTty BHIHOCATCSA CjleIyI0IIMe MOJI0KEeHUS:

1. CnocoObl wu3yueHUS OJIIOMPOBAHUS JIETYYMX U CPEAHENETYYMX OpraHuYecKuX
COCIMHEHUH B YCIIOBUSX KaNWJUISIPHOM M HACAJOYHON XPOMAIUCTUIUIALIMM, OCHOBAHHBIE
Ha COYETAaHWU YIPABISAEMBIX YCIOBHHM XPOMaJAMCTUIUIALNHU, ETEKTUPOBAHHSA COCTaBa
amoara ¢ nomoinsio TN/l u MC (OY) npu pa3dasieHnn napora3oBoro moToka, WiId Ha
nocaenyromeM KI'X-TT1]] ananu3ze yactu s5roara.

2. Tlomxomapl Kk BBIOOPY YCIOBUH  XpOMaIUCTHIUIALMOHHO-Ta30XpOMAaTOrpaduyeckoro
aHanu3a A oOHapyXKeHHs JIETYy4YUX M CpeIHeNeTyYUX OpPraHW4YecKuX COEeIUHEHUN B
OpPraHUYECKUX PacTBOPAX M ra3000pa3HbIX MPoOax.

3. Tlomxoasl K OOHApYKEHHIO JIETYYUX M CPEIHENETYYUX OpPraHMYECKUX COCIUHEHHH B
paznuunbix o0bekTax Merofgamu KI'X-TT1]J] u KI'X-MC, ocHoBaHHBIC Ha BBOJIEC TPOOHI B
YCIOBUSAX XPOMATUCTHILIISIINH.

Amnpodanusi padoTbl. Pe3ynbraTel paboThl OBUIM MPEICTaBICHBI B BUIC JOKIAJO0B HA
MeKayHapoIHOM CHMITO3UyME 10 KanmwuisipHoi xpomarorpadum (PuBa nems [Tapna,
Wranus, 2010),Ha MeXIyHAPOJHOM MOJIOICKHOM HaydHoM dopyme < IOMOHOCOB-2013
(Mocksa, 2013), na Bcepoccuiickux KoH(pEpeHIHUSIX «AHAIUTHYECKas Xpomarorpadus u
KamwuIpHeld  snekTpodopes» (Kpacnomap, 2010, 2013), ranmaptHble o00paslbl B
usMepenusx u TexHojorusax» (ExarepunOypr, 2011), &pomarorpaduss — HaApOIHOMY
xo3siictBy»  (d3epxkunck, 2010), &©xoananutuka-2011»  Apxanrensck, 2011),
«AHAIATHYECKas XUMHUS — HOBBIC METOABI M BO3MOXHOCTH (m.Kims3pmMa MocCKOBCKO# 001.,
2010)

JInuHblii BKJIaJ aBTOpPA B AMCCEPTAILMOHHYIO pabOTy 3aKIII0UaeTCsl B TOCTAHOBKE 3a]a4
WCCJICIOBAHMsI, TUTAHUPOBAHUH U MPOBEJICHUU SKCIIEPUMEHTOB, 00pa0OTKEe U HHTEPIPETALIUU
MOJIyYEHHBIX PE3yJIbTaTOB, MOATOTOBKE MYyOJIMKALMMA 10 TeMe auccepTaunu, GopMyInpOBKe
3alUIIAEMbIX HaYYHBIX MOJIOKEHUH U BbIBOJOB. CoBMecTHO ¢ I'ynsieBsiM M.B. pa3zpaborana
ycranoBka it KXJI/MC-TTU/I u monydeHsl pe3yIbTaThl SKCIIEPUMEHTOB 10 3JFOHPOBAHHIO
IIpUMeECeH B YCIOBUAX KaIWUIAPHON XpOMaJAUCTWIISALIUYA Ha 3TOU YCTaHOBKE.

Iyoankamuun. [To maTepuanam auccepranuu onyonukoBano 12 pabot B Buje 4 crareit u
8 Te3UCOB JOKIAI0B.

O0bem u cTpykTypa padornl. Jluccepranuss COCTOUT W3 BBEACHUA, IIECTU IJIaB,
3aKJTFOYCHHUS, BHIBOJOB, CIIMCKA COKPAIICHWN M YCIOBHBIX 00O3HAYEHUM, CITUCKA TEPMHUHOB,
CIIMCKA JUTEPATyphl M TpuiokeHuid. Pabora m3noxkena Ha 120 crpanunax, coaepxut 51
PUCYHOK, 8 TabHIl ¥ CIIMCOK LUTUPYEMOil TuTepaTypbl u3 94 HauMEeHOBaHUH.

OcHoBHoOe coepxaHue padoThl
Bo BBeneHuu 00OCHOBaHA aKTyalbHOCTh HMCCIEIYyEMOW IMPOOJieMBbl, CHOPMYIHpPOBaHA
1eNb MCCIEAOBaHUs, ONMpPEENIeHbl peliaeMble 3ahauu, chOopMylMpoBaHa Hay4yHas HOBHM3HA
paboThl, HAyYHO-TIPAKTUYECKask 3HAUUMOCTD U TOJIOKEHUS, BRIHOCUMBIC Ha 3aIIUTY.

B nepsBoii riaBe AuccepTanyu IpOBEJIEH 0030p JUTEPATyphl U PACCMOTPEHBI METObI
KI'X u KI'X-MC kak MeToabl OINpEeAesieHUs COCTaBa CJOKHBIX CMECEH OpraHMYecKHX
COEIMHEHUH, paCCMOTPEHBI CYLIECTBYIONINE CIOCOObI KOHIIEHTPUPOBAHUS U BBOJA MPOOHI B
KI'X wu KI'X/MC, cucreMaTH3MpOBaHbl JIUTEPATypHbIE  JaHHbIE TI0  METOJIY
XPOMAJAUCTUIUISILINY, PACCMOTPEHBI BUABI XPOMAIUCTUIUISIIMYA U MEPCHEKTUBBl TIPUMEHEHUs
XPOMATUCTUIUIALUKN Ul Pa3JIeJIeHUs, ONpEAETICHUs M KOHIICHTPUPOBAHUS pa3IMYHBIX
oprannyeckux coeauHeHuid. OOcykeHa mpodiemMaTka OOHAPYKEHUSI TPUMECEH B YHCTHIX
JeTy4YuX W CpeaHeneTydyux BemecTBax. OOO0OIIEHO, YTO MOTEHIMAJIbHO HCIIOJIb30BaHUE
METOJla XPOMAIUCTWIUISALUU JJIs aHalIu3a OPraHUYEeCKHMX pacTBOPOB MOXKET YIYYIIUTh
CYIIECTBYIOIIME HA JAaHHBII MOMEHT CIOCOObI aHaJlnW3a C MCIOJIb30BAHWEM Ta30BOU
xpomaTtorpaduu, a UMEHHO MOBBICUTH 3(PPEKTUBHOCTH pa3fesieHUuss U MOHU3UTH Ipeesbl
OoOHapy>KeHHs IPUMECEH, pacCIIMPUTh JHANa30H aHATM3UPYEMbIX OPraHMYECKUX COeIUHEHHUN
(pacTBOpHTENEH, CYyOCTaHIINI).

Ha ocHoBaHMM aHanu3a JUTEPATypHBIX MAHHBIX CHOPMYIMPOBAHBI LENb M 3aJaud
MCCJIEIOBAHMSI, @ TAKXKE BBIABIICHA aKTyaJIbHOCTb PaOOTHI.
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Bo BTOpoii riaBe omucaHbl HCIOJNB3yeMOe OOOpYIOBAaHME, HCXOJHBIE BEIIECTBA,
00BEKTHI U MaTepHUabl, 00IIas METOANKA IKCIICPUMEHTA

B kauecTBe MOAENBHBIX OOBEKTOB MCIOJIB30BATM YHCTHIE BEIIECTBA ISl XpomaTorpadun
U WX cMecu/pacTBOpBI, CTaHmapTHBIe pacTBopsl Jjeryuux (p/n 32001 Absolute
Standard€;111A) u cpenneneryunx (p/n 91759 Absolute StandartS]IIA) opranuueckux
COCTUHEHUN.

st uzyyenus nporecca KX/ ¢ moMoIipio Macc-CieKTpoMeTpun pa3paboTaHa yCTaHOBKA
| Ha 6a3e xpomarorpada ¢pupmel CarloErbamogenn "5160" ¢ mmaMeHHO-HOHU3AIIMOHHBIM
JIETEKTOPOM U Macc-criektpomeTpa pupmbl Finniganmonenu "MAT 4500" ¢ kBaipyHOIbHBIM
Macc-aHalTM3aTOpoM. B kadecTBe XpOMAIMCTHIUISIIMOHHOW KOJIOHKH — HCIIOJIb30BAJIA
HukeneBbld karmwsap (dg, = 0,25mwm, | = 4 m). Ha Beixome u3 XpoMaauCTHIUISAIIUOHHON
KOJIOHKH IMOTOK Ta3a-HOCHUTENs uepe3 TpOoMHMK pasaessuics Ha asa (MC/TIU: 1/4 — 1/50).
Jlyist co3manusi OTPUIIATENILHOTO TPaIueHTa TEMIIEPATYPhl XPOMAIUCTHIUISIIMOHHYIO KOJIOHKY
noMernain B roppupoBanuyio Tpyoky (d,, = 2 cM) U3 aaroMUHHEBO# (OJIBIH, Yepe3 KOTOPYIO
npojayBajid Topsumii Bo3Ayx u3 Bo3ayxoayBku «Bosch GHG 650 LCE».YcranoBka
MO3BOJISUIa TUIABHO PETyJIMPOBaTh HAYaJIbHYI0 M KOHEYHYIO TOYKY TEMIIEPaTypHOTO
rpaauenta (60 — 200€) Bmons KX]I kononku. CUTHANT PErHCTPUPOBAIN OJHOBPEMEHHO C
[MN]] u macc-CieKTpoMeTpoM B pekuMe diiekTpoHHON wuonuzaiuu (70 3B). ITpoBoaunu
CCIICKTUBHYIO PETHCTPAIIMI0 MOHOB (3HAYCHUS M/Z BRIOMpAIN B KOXKIOM ClIydae MCXOJS U3
CoCTaBa MCXOAHOM cMech). CKOpOCTh MOTOKA Yepe3 KOJOHKY B Pa3HBIX OMbBITaX COCTABIISIIA
2 — 7mi/muH.

s wm3ydennss XJ| mpoieccoB, NPOUCXOMSIIMX BO BHEHNIHEM YCTPOMCTBE ISt
KOHIIEHTPUPOBAHHUS, UTIy YCTPOMCTBA BBOJIWIM B HCIApPUTENb Xpomarorpada ycTaHOBKU |
NP YCIOBUSX, UCKITIoUaromux npossiieanus X/ a3dexToB B camMoii ycTaHOBKE.

[ n3ydeHus BO3MOXKHOCTH comnpsbkeHuss XJ[ KOHLUEHTPUPOBAHMS BO BHELIHEM
ycrpoiictBe (KapTpumpke ¢ uHepTHBIM HOocutTenaeM) ¢ ' X-ITHU]] ucmons3oBanu xpomarorpad
CarloErbamonenmn 4860 FractovapeHaOkeHHBIN IBYXITO3HLIIMOHHBIM JICICHHEM ITOTOKa B
ucrmapurene. [ MOHUTOpPHHTa XPOMAJWUCTOTPAaMMbl BHEIIHETO KOHIEHTPUPOBAHHUS
ucnonb3oBaiu [11]] xpomarorpada CarloErba Vega series R,koTopsiii 3aBOJMIN BBIXOJ
auHUM cOpoca ¢ HauOoNbIIMM JeJIeHHeM TMoToka oT Xpomarorpada 4860 Fractovap.
(Ycranogka Il)

Jns wm3yuenus couetannss KXJ[ m I'X-TIM]J ucmons3oBamm xpomatorpad CarloErba
monenu 5160,B TepMocTaTre KOTOPBIX COWJICHSUTH MOCIEI0BATEIBHO MYCTYIO KaMHUIPHYIO
NPEIKOJOHKY M KalMMJUIAPHYIO aHATMTHYECKYIO KOJOHKY uepe3 npecchurt. (Ycranoska lll).

Hns  wusyuenust coueranuss KXJ| u T'X/MC wucnomszoBaiim  I'X-MC  Agilent
6890N/5973inerts '’X/MC Leco Pegasus HB, repmMocTaTe KOTOpOTro mepe/ aHaTuTHYECKOM
KOJIOHKO# ycTaHaBiuBanu nyctyto X/I npeakononky. (Ycranoska V). [IpoOy BBoaMIM KaK ¢
MIOMOIIIFI0  aBTOMATHYECKOTO JI03aTOpa, TaK M BPY4YHyH mmpuieMm. s wu3ydeHus
XPOMAIUCTUIUISIIINKA B JJAWHEPE HMCIAPUTEINs MCHOIb30BaIM MOJACPHU3UPOBAHHBIN JalfHEp C
WHEPTHBIM HOCHUTENIEM BHYTPH (CTEKIITHHBIC [IIAPUKH M KBapIleBas BaTa).

Jlna conpsixenus BHemHero X/ koHuentpupoBanus pactBopos ¢ I'’X-MC ycranoska |V
OblTa MOJEPHH3MpPOBAHA JI0 YCTAaHOBKM V C TIOMOIIBIO CIENHAIBHO pPa3pabOTaHHOTO

YCTPOMCTBA, CHa0KEHHOT'O JIMHUEW MOHHTOPHUHIA cOpOca OCHOBHOT'O KOMIIOHEHTa MPOOBI C
nomoibio [TN]] xpomatorpada GC 6000 VEGA SERIES 2.

B Tperbeii riaBe MpuUBENEHBI pE3YyJIbTaThl HCCIEJAOBAHME KOHILICHTPUPOBAHUS U
pa3zeneHus JeTyUYnX U CPEIHENETyUYNX OPraHUYECKUX COCIMHEHHUM B YCIOBUAX KAMWIIIIPHOU
U HacagouHol xpomaguctwuanuu metogamMu MC u KI'X.

Cormacao teopun XJI, ommcanHoi moapoOHO B pabotax JKyxoBuIlkoro, SIHOBCKoro u
3o10TapeBa, B M30TEPMUYECKOM BapraHTe OWHAPHAS CMECh JIOJDKHA Pa3JIeNiaThes B MPOLIECCe
XJI Ha nBe 30HbI. [lepBasi 30Ha IpU ATOM COAEPKUT CMECh KOMIIOHEHTOB, a BTOpasi YUCTHIN
MeHee JIeTYy4hii KOMIIOHEHT. lIpu 3TOoM HE0OXOJMMO OTMETHTh, YTO pedb HAET 00
OTHOCHUTEJIBHOM JIETYYECTH, ONPEIAECICHHON UMEHHO Ul 3TON CMECH.
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Ecnn pacnpocTpaHuTh TEOpUIO Ha cCllydail NMpUMECH B OCHOBHOM KOMIIOHEHTE, TO
BO3MOXKHBI J[Ba CIy4asi: MPUMECh OTHOCUTENBbHO OoJiee JieTyda WM OTHOCUTEIIbHO MEHee
JIeTy4a, Y4eM OCHOBHOM KOMIIOHEHT — PaCTBOPUTENb.

Cormacao teopun XJ| mpoduns STI0MPOBAHUS B HM30TEPMHUUECKHX YCIOBUAX W3 X/[
KOJIOHKM MEHee JIETYy4YeH IPUMECH JOJKEH MMETh BBITSHYTHIM I'OPU30HTAIbHBIA MEPEIHUN
Yy4acTOK, 3aKaHYMBAIOLIUICS OTHOCUTEIHHO Y3KMM MHUKOM. JlOJsl MpHUMecH, BBIACISIEMON B
BUJE IMKA, ONPEIENAETCS JETY4YECTbIO IPHUMECH OTHOCUTEIBHO OCHOBHOI'O KOMIIOHEHTA,
BBICOTA TOPU30HTAILHOTO y4acTKa MPOMOPIHOHAIbHA UCXOAHON KOHIEHTpPAllUU MPUMECH B
pactBope. [Tpoduns smronpoBanus Oonee JeTy4el IPUMeCH B 3THX YCIIOBUSAX JOKCH UMETh
BUJI TPSIMOYTOJBHOTO HMMITYJIbCA, HIMPUHA KOTOPOTO OMPENENSeTCs JEeTYy4eCThl0 MPUMECH
OTHOCHUTEJIbHO OCHOBHOT'O KOMIIOHEHTA, @ BHICOTA — KOHLIEHTPAIUEH.

CorjnacHO TEOPUU MOXKHO OTHECTH MPOIECCHI, MPOTEKAIONIME B MYCTOM KamUJUIIPHOM
NPEAKOJIOHKE WIM B Hauyaje pa3JIeiuTeIbHOW KaNWJUIIPHOW KOJIOHKH B YCJIOBHSX
BO3HUKHOBEHHUS MPOTSKEHHOTO CJI0S KHUJAKOCTH, OOpPa30BAaHHONH OCHOBHBIM KOMITOHEHTOM
BBOAMMOM MIPOOBI, IO CYTH CBOCH SIBJISIFOTCS] XPOMAIUCTHIUISIIHOHHBIMH.

OnmHako B YCIOBHSAX COBPEMEHHON KamWUIAPHOW Ta30BOW XpomaTorpaduu YCIOBHS
n3orepmuueckoi XJI BBIMONHSIOTCS TOJNBKO B ciaydae BBoaa mpoObl cold on-column
HEIMOCPEACTBEHHO B IIYCTYIO NPEIKOJIOHKY, B HHBIX CIy4dasX BO3MOKHO BO3HHKHOBEHUE
rpaIieHTa KOHLIEHTPALMK IIPUMECEH MO CJIOI0 OCHOBHOTO KOMMoOHEHTa. Kpome Toro, Teopust
MO3BOJISIET mpenanoJarate XJ| moBeaeHue pasnenseMoll CMECHM UCXOAS M3 JIMTEPATypPHBIX
JAHHBIX 110 AABJICHUIO HACBIIICHHBIX MTAPOB TOJIBKO ISl PACTBOPOB, OJIM3KUM K UJICATHHBIM.

MOHO MPEANoNoKUTh, YTO TOTOJHUTENbHBIE MPOLECCH], 00YCIOBIEHHBIE YCTPOUCTBOM
U YCJIIOBHUSIMH BBOJa MPoObI, MOTYT BIUATh Ha utoroBoe KI'X pasnenenue npu Hammuuu X/|
3¢ (dexToB, UTO coriacyercsi ¢ JaHHBIMH U3 JIMTEPATypbl MPH OMHCAHUM MPOSBICHUS TaK
Ha3bIBaeMoro «@(ddexra pacTBOpUTENSI».

Jlis u3ydeHus mpoleccoB, IPOUCXOSAIIUX B MyCTON KaNMWUISPHON MPEAKOTIOHKE HAMHU
pa3paborana ycraHoBka | ans KIX/MC-TIU] (Puc. 1). YcraHoBka mo3BoJjinia BapbUPOBATh
yCIIOBUSL BBOJA MpoObI, YCIOBHS KANMWUISIPHONH XPOMAJAMCTUIUIALNK, OIHOBPEMEHHO
HEMPEPHIBHO PETUCTPUPOBATH CEJIEKTUBHBIE CUTHAJIBI MPUMECEH 1 OCHOBHOTI'O KOMIIOHEHTA I10
XapaKTepUCTUYHBIM HOHAM C IIOMOIIbIO MAacC-CIIEKTPOMETpa U PETUCTPUPOBATH OOIIUMN
npoduik dmoupoBanus ¢ momorsio [TH/].

Ha ocHOBaHuU NTUTEpaTypHBIX JaHHBIX MO JABJICHUIO HACBHIIIEHHBIX [1apOB U PE3yIbTaTOB
MpEABAPUTEIIbHBIX JKCIEPUMEHTOB B KAaueCTBE MOJEIBHOTO pPACTBOpa ISl PETrUCTPALIUHU
npoduis 3oUpoBaHUsl OJIU3KUX 10 JETY4eCTH K OCHOBHOMY KOMITIOHEHTY IpuMeceil BbIOpaH
pacTBop Me3uTwieHa W n-kcwiona B x-HOHaHe (0,05%). CurHam KakJoro KOMITOHEHTA
PETUCTPUPOBAIIN CEIIEKTUBHO MO COOTBETCTBYIOIIEMY HOHY B Macc-crektpe (m/z = 128, 91,
120 st H-HOHAHA, N-KCUITOJIa M ME3UTHIICHA COOTBETCTBEHHO).

[MTokasaHo (puc. 1), yTo ME3UTUIICH, KaK MEHEE JIETYYUil KOMIIOHEHT, KOHIICHTPUPYETCS B
KOHIIE CTYNEHH H-HOHaHA. YacTh ME3UTHUIICHA JIIIOUPYETCS pABHOMEPHO BMECTE C OCHOBHBIM
KOMITOHEHTOM BJ0Jb ero crymenu (mopsiuka 70% mo ruromanm), apyras gacte (30% mo
IUIOINAM) PETUCTPUPYETCS B BUAC OCTPOro muka. [Ipu 3TOM KOHIIGHTpAIlUsi ME3UTHIICHA B
razoBoi ¢ase B MOMEHT BbIXona TuKa oka3biBaeTcs B 500 pa3 Bbllie, ueM BO Bpems
DIIIOMPOBAHUS BIIOJIb CTYNEHW H-HOHaHa. Kcwion, kak Oosiee JNETy4Wii KOMITOHEHT,
KOHILICHTPUPYETCS B Hayalle CTYNEHH H-HOHaHa (MUK B KOHIE CTyNEHH OOYCIOBJIECH
MEIIAIOIIMM CUTHAJIOM ME3HUTHIICHA). B cityuae GoJsiee neTydeid, 4eM pacTBOPHUTEb, IPUMECH
corimacHo Teopuu X/| mosjoca mpuMecHu HODKHA UMETh NMPsSMOYronbHYy0 Gopmy Ha X/II'. B
skcniepuMenTe (puc. 1) HMHTEHCHMBHOCTH CHUTHajJa #-KCUJIOJA JEHCTBUTENBHO OCTACTCS
MOCTOSIHHOM B CpeJHEH YacTH 30HbI 3JIOMPOBAHUS MIPUMECH, HO B Hayaje U B KOHIE Gopma
CUTHaJa OTJIUYaeTCss OT NPSIMOYIOJbHOM, YTO MOXHO OTHECTH B BO3MOXKHOMY
CYILIECTBOBAaHHUIO TEMIIEPATypHOIO TrpaauveHTa B Havane XJ| KOJIOHKM H3-3a HarpeTroro
WCIIAPUTENS ¥ OTIUYUH SKCIEPUMEHTANIBHBIX YCIOBUN OT H30TEPMHUUECKUX.
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Puc. 1. Cxematuunoe u3o0paxenue ¥YcranoBku | st nccnenosanus KX/ ¢ momomipsio MC u [T ]
(cmeBa) 1 macc-xpomamuctorpaMmMsl 1 MK pactBopa n-kcuioia u MeautuiieHa (0,05%)

B H-HOHaHe (crpaBa). T;,,=50°C. Curnansl: A) n-HoHaH; b) Me3uTnien; B) n-kcmon.

[IpoBenenne anamormunoro ombitTa ¢ 0,1% pacTBOpamm #-IeKaHa, H-J0JICKaHA W H-
TeTpajickaHa B H-HOHaHe (pHcC. 2) MOKa3ajiu, YTO C YBEIWYCHHUEM pPa3sHHUIBI B Ty, MeHee
JeTy4ei MpuMecH 1 OCHOBHOT'O KOMITOHEHTa 3HAYUTENIbHO YBETUUUBACTCS JI0JIS BBIICTICHUS B
Bujic muka (4ro coorBercTByeT Teopuu KXJ[), HO B ToKe BpeMs MIMpUHA THKA PE3KO
YBEJIMYUBACTCS U IPOUCXOAUT OTAETICHUE MHKA IPUMECHOT0 KOMIIOHEHTA OT 3a/iHero (ppoHTa
CTYIICHH OCHOBHOTO KOMIIOHCHTa (UTO HE ONMUCHIBAET M HE MPEACKAa3bIBACT CYIICCTBYIOIIAS
Teopust nu3oTepmuueckoi XJ1). Mbl IpeANoNI0KUIN, 9YTO OCHOBHOE OTKJIOHCHHE OT TEOPUH B
TaHHOM cliydyae OOYCIIOBIMBAETCS pPa3MBITHEM 3aJHET0 (pPOHTa CTYNMEHH OCHOBHOTO
KOMIIOHEHTAa M CYIIECTBOBAHUEM IJICHKU >KUJKOCTH MEPEMEHHOMN TONIIUHBI, KOTOpasi UTpaeT
pOJIb CBOEOOPA3HOI HEMOJABMKHON Xpomarorpaduueckoi (a3bl MepeMEeHHOW eMKOCTH ISt
pUMeceH, 4TO U MPUBOJAUT K UX OTAEIECHHUIO OT KPYTOTO 3aHEr0 pOHTA CTYIEHH.
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Puc. 2. Macc-xpoMaaucTorpaMMsl 1po0, CoAepKalluX pasHble HMpUMecH B HOHaHE. Tqe= 60C.
O6bem BBOgMMOW TpoObl — Ivki. Tucnaputens=250C A) u-HOHaH, me3uTwicH; b) w-HOHaH, -
nekaH; B) n-HoHaH, H-nonekaH; [') H-HOHaH, H-TeTpaJieKaH.
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Jnist co3aHust OTPULIATEIBHOTO IPAJUEHTA TEMIIEPATyPhl B TPYOKY U3 (pONIBrH, B KOTOPYIO
ObUIM TOMEIEHbI IepBble 2 MeTpa Kanmujuisipa, MoJaBajidi MOTOK TOpSYEro BO3[yxa W3
BO3YXOAYBKH C PEryIUpyeMOil TeMIepaTypoi B CKOPOCTBIO MOTOKA.

Jlns ucciaenoBaHMs BIMSHHS TEMIIEPAaTypbl, CKOPOCTH TOTOKA, HAJTHYHS/OTCYTCTBHS
rpagueHTa TEMIEpPaTypbl, a TakKKe BEIMYMHBI TPAAMCHTA TEeMIepaTypsl Ha MNpoduib
pacripesielieHuss U CTeNeHb OTIENEHUS MPHUMEce HCMOIb30BaIM MOJCIBHBIE PACTBOPHI
KOMIOHEHTOB B HOHaHE (T = 1507C) ¢ temneparypamu kunenus ot 10510 253<C.

B cnyuae nzorepmuueckoit X/ BappupoBanu temnepatypy nposenenus KX/ B npeaenax
40 — 70€. Tloka3aHo, 4TO IS JIETKHX NpuMecedl 3(PPEKTUBHOCTh OT/ACICHHS BBIIIC MPU
HU3KHUX TEMIIepaTypax, a JUlsl TSHKEIbIX MpH BbICOKUX. CTemneHb oTaeacHus (10J1s BEIIECTBa,
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OTJCIICHHOTO B BHJIE MHKA) C YBEIUYCHHEM TEMIICpaTypbl MOHOTOHHO BO3pacTaeT Jis
MmesuTmwieHa oT 26% no 37%, g kw-nexkana ot 54% no 71%. 910 BausHUE HE O0BACHIETCS
Teopuelr wu3oTepmuueckol X/I, HO MoxkeT OBITb OOBACHEHO HAJIMYUEM HEKOTOPOTo
TEMIIEPATYpPHOTO TpaIu€HTa MOCTe HCIapuTens Xxpomarorpada, KOTOpblid OYEBUIAHO 3aBUCUT
OT pPa3HUIIBI TEMIIEPATYP UCTIAPUTENS U TEPMOCTATA.

B cyuyae tepmuueckoit X/ BappupoBalid TpaIUEHT TEMIIEPATypPhl BIOIb KOJOHKHA OT 61-
50°C (61°C na Bxome k konoHky u 50°C Ha Bwixone) no 150-50T. Jlns Bcex mpumecei
CTEeNeHb OT/EJCHHs] MOHOTOHHO YBEIMUYMBAJIach C YBEJIMYEHHWEM 3HAUCHMs rpagueHta. J[is
ME3UTHUJICHA CTENEHb BbIIEICHHUS B Qopme muka yBenuumBasiack oT 29% no 49%, a nns
nekaHa — ot /6% mo 88%. KayecTBeHHBIN BUJ 3aBUCHUMOCTH COTJIACYETCS C OMHCAHUEM
nmpoueccos Tepmuyeckon X/ B mureparype.

Ecnu cpaBHuBaTh n3oTepMuueckyto U tepmudeckyro KX/I, To ucnonb3oBaHue rpajgueHTa
MO3BOJIUJIO YBEIMYUTH BBIICJICHHE B BHUAC KOHIICHTPUPOBAHHOW 30HBI B mpoduie
JIOUPOBAaHUsl BCEX HCCIAeAyeMbIX mpumeceil. /s Me3uTHiieHa CTeneHb BbIJENICHUs
BO3pacTaeT B 2 pa3a, a BpICOTA IMHUKa B 5 pa3; /Ui H-JIeKaHa CTETICHb BBIJCIICHUS BO3PACTaeT B
1,5 paza, a BeicoTa muKka B 2 paza. MOXHO MPEANOJIOKUTh, YTO HATUYHE TEMIIEPATypPHOTO
rpagueHTa  TOCle  HWCHapuTens  xpoMarorpadga  TpH  YCIOBUSX  MPOTEKAHUs
XPOMaJAUCTUUISIIMOHHBIX TPOIECCOB B Hauaje KamWIIIPHON KOJOHKM WM MPEIKOJIOHKU
MOJKET BJIHSITh Ha UTOTOBOE XpoMaTorpaduyeckoe pa3ieiecHre B psijie CIIy4aeB.

[Tpu BapbUPOBAaHHKM CKOPOCTH MOTOKA Ta3a-HOCUTENS B Auana3oHe ot 2,6 10 7,3 mur/MuH
3aMETHOTO €€ BIIMSHUS HA CTETICHb OT/ICJICHHSI BBISBIICHO HE OBLIO.

Ha npumepe XJI pazaeneHusi pacTBOPOB H-JIEKaHA B H-HOHAHE B IMAIA30HE COJEPHKAHUS
n-nexkana 0,1 - 50%rmoka3zaHo, 4TO JOJs BBIACTICHUS MEHEE JIETy4yero KOMIIOHEHTa B BHIE
MUKa NMPAKTUYECKH HE MEHSETCS] C M3MEHEHUEM KOHIICHTpAllMd KOMIIOHEHTa B JIMana3oHe B
TpU NoOpsAKa. OTO LEIuKoM mnoareepxkaaeT Tteoputo KXJI, cormacHo koTopoi 1oiis
BbIJICJICHUS] HE JOJDKHA 3aBUCETh OT KOHIEHTpanuu npumecu. CleqcTBUEM 3TOro ¢akra B
ciyuae couetanusa KXJ[ ¢ KI'X Oyzmer sBIATHCS HE3aBUCUMOCTh OTHOCHTEIBHON (HOpMBI
M3HAYAJIbHOM XPOMAaTOrpauiecKoil MoJIOChkl KOMIIOHEHTA, MOMajaronell Ha KamuUITpHYIO
KOJIOHKY C HETOABIKHOU (Da30ii, OT KOHIIEHTPAIIMK BO BBOJUMOU MpoOe (MEHSETCS TOJIBKO
WHTEHCUBHOCTb MOJIOCHI C U3MCHEHHEM KOHIICHTPAIHH).

UroObl J0Ka3aTh, YTO pa3JC/ICHUE BEIIECCTB BO BHEIIHEM YCTPOWCTBE (KapTpHIKE C
WHEPTHBIM  HOCHTEJEM) JIJIsl KOHIGHTPUPOBAHHUS BO3MOXHO HAa OCHOBE HMMEHHO
XPOMAAUCTUIUISIIINY, pa3paboTaiu Crocod COYeTaHWsl HACAJAOYHOW XPOMATUCTHIUISINHN C
Macc-crieKTpoMeTrpueil. J[ias 3Toro KapTpupK ¢ HOCHTENEM M KapTpuIK 0e3 HocuTens
MOJICOEUHSAIN TOCIIEIOBATEIbHO K MCHAPUTENI0 YCTAaHOBKHU | B YCIOBUSAX, MCKIIIOUYAIOIIUX
MOSIBJICHHST XPOMAaIUCTHILIAIIMOHHBIX 3¢ dekToB B camoii ycraHoBke | (puc. 3). IIpoBeneHo
cpaBHeHHe npoduieii roupoBanus (MCapeHus) MOJCIbHONW cMecH rekcad : renraH (50:1)
Ipy KOMHATHOM TeMIepaType B TOJOM KapTpuIkKe U B TaKOM XKe KapTpupke, HO
3al0JIHCHHOM KBapIeBaTOM B KayeCTBE HWHEPTHOrO (IO OTHOIICHUIO K MOJCIbHBIM
coenMHEeHUAM) HocuTens. [y oOecredeHus] OJJMHAKOBBIX BHEIIHHX YCJIOBHH 3TIOUPOBAHUS
TIOJIBI U 3aMOJTHEHHBIN KapTPHUK MEHSIIA MECTaMH IIPU HAHECEHUHU TIPOOHI.

= T = = =1 ) ; I
= RO - — (

He, o 19

Puc.3. Cxematnynoe u3o0pakeHue ycTaHoBKH || i1 u3ydeHus npoiecca KOHIICHTPUPOBAHUS
JIETyYUX OPraHMYECKHX BEUIECTB U3 PACTBOPOB B JIETYUEM PACTBOPHUTEIIE BO BHEITHEM YCTPOWCTBE
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KauectBeHHblli BUJ NpOQUIS SIIOMPOBAHMS 3aBUCHT OT MPUCYTCTBUS B YCTpPOMCTBE
WHEPTHOTO HOCHTENS M 00beMa HaHOCHMOW MpoObl (MpM HAHECEHWHM Maioi MPOOBI CIIOH
KUJKOCTH HE pacHpeeNiieTcss BIOJIb YCTPOMCTBA MO XOAy TOTOKa ra3a U MPeBAIUPYET
ylapuBaHue, a He XpoMaaucTuisinus). [lonyuennbie mpoduin KOHIIEHTpUpoBanus (puc. 4)
HarJIsAHO JEMOHCTPUPYIOT Ka4yeCTBEHHBIN epexon oT ylapuBaHus K
XPOMaTUCTHIUIITUOHHOMY KOHIICHTPHPOBAHUIO.
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Puc. 4 . TIpoduin KOHIICHTPUPOBAHKS B yCTOM KapTpuke (CIeBa) U B KAPTPUIKE, 3aTOTHEHHOM
KkBapueBatoii (crpasa). O0beM HAaHOCHMOM TIPOOBI MOAEIBHON cMecH H-TekcaH : x-renTan (50:1)

30 Mki1. BayTpennuii muamerp kaprpumka — 2,5mm, garaa — 80mM. ITotox He —oko10 4 miu/muH. A)
CYMMapHBIH CHUTHAJI 110 00IIeMy HOHHOMY TOKY, B) curHan r-rexcana, B) curnan #-renraHa.

JUIs  IOMOJMHUTEIBHOIO HUCCJICIOBAHUS AHAJIUTHYECKUX BO3MOXKHOCTeM — X]I
KOHIIEHTPUPOBAHUS pa3paboTaHa SKCIIEpUMEHTalIbHAs ycTaHOBKa (puc. 5) Ha 6a3e cepuitHOro
I'X obopynoBaHusi ¥ METOAMKA €€ MCIOJIB30BaHUs, TO3BOJISIOIIAs KOHTPOIUPOBATh MPOIIECC
KOHIIEHTPUPOBAHHUS BO BHEIIHEM YycTpoiictBe U ocymecTBaarh [ X-IINJ] ananmu3
KOHIICHTpAaTa.
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Puc. 5. Cxematnunoe n300pakeHUE dKCIIEPUMEHTATBHON yeTaHOBKY || 1yt m3ydenms
AHAIUTUYECKUX BO3MOXHOCTEH codeTanus X/ KOHIIEHTPUPOBAHUS BO BHEIITHEM YCTPOWCTBE,
TepMoIecopOHy TS IepeBoaa KOHIICHTpaTa Ha KanmmwuiapHyo I'X kononky u [ X-ITN]] ananmse
KoHIleHTpaTa. CIipaBa MpUBeIEH BUI XPOMaINCTOIPaMMBI, TOTYYEHHOH MPH poBeaeHnH X /|
KOHIICHTPUPOBAHUS TeKCaHa B KApTPHIDKE, 3aMIOJTHEHHOM KBapIIeBaTOH, IPU PETUCTPAIIUHU PO
JMIOUPOBAHUSI Yepe3 TUHHIO cOpoca IMOTOKa Tra30Boro xpoMartorpada ¢ momorrsio [TA/].

[Tpu BBIXO/E CTYIIEHU OCHOBHOT'O KOMITOHEHTa OTKPBITA JIMHUS JICJICHHSI IOTOKA (IesieHrne
1:50) u Oomblrass YacTh PACTBOPUTEIS BBIBOAMUTCSA M3 Xpomarorpada uepe3 IUIaMEHHO-
MOHU3AIMOHHBIA JIETEKTOP, YTO TMO3BOJSET CIEAUTH 3a MNpodUiIeM >SIIOUPOBAHHS U3
BHEIIHEro ycTpoiicta. Jlyis mpenoTBpalleHusl HarpeBa KapTpuka OT UCIIApPUTENS BO BpeMs
XPOMAIUCTUUSIIAA U YIIYYIISHUS Pa3JeNieHUs] BEIIECTB KApTPHIK 00TyBalu XOJOTHBIM
Bo3nyxoM. Ha pwuc. 5 cmpaBa mnpencraBiena xpomaauctorpamma 40MKiI TekcaHa,
IIOJIy4eHHAas Ha JAHHOW yCTaHOBKE IpU X /| KOHLEHTPUPOBAHNH.
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Ilocne «maneHuss» (poHTa pPACTBOPHUTENS KpaH MNEPEKpBIBAICA, U JACIUTENb IOTOKA
U3MEHsUICS Ha cooTHomleHue 1:5. B 3TOM pexume OCTaToK pacTBOPUTENsS BMECTE CO
CKOHILICHTPUPOBAaHHBIMH  HPUMECSIMH  TEPEHOCHJICS B AHAIUTUYECKYIO  KOJIOHKY
tepmonecopoueii npu 250C B  TeueHme 5 MuH., NOClAe UYEro  HAYMHANOCh
IpOrpaMMHUpPOBAaHUE TEMIepaTypbl TepMOCTaTa KOJIOHKH. Takoe YyCTpOHCTBO mpubopa
HO3BOJMJIO MPOBOJUTH XPOMAJUCTHUILIMOHHOE KOHIIEHTPUPOBAHUE M3 0ObEMa pacTBOpa
aHamm3upyemoit cmecu g0 40 mxin ¢ on-line xpomaTtorpadguyeckum aHalIU30M COCTaBa
IEPEHOCUMOTr0 B KOJIOHKY KOHLIEHTpaTa.

[IpoBoniIM KOHIEHTPUPOBAHUE MPUMECEH B MOJENIBHBIX cMecix H-ankaHoB C5-C15u3
40 MK WX pacTBOpa B TeKCaHE C KOHIIEHTpaIuei 10° r/mk, paz06aBnennbix B 40 pas
TeKCAaHOM M TEHTaHOM. B ciydae pacTBopa B TeKCaHE CTYNEHb HpPUMECEH, OTIeNseMbIX
NEPEeKIIYEeHUEM I0TOKa, (OpMHUpOBAlaCh IMPUMECBIO TeNTaHa M U30-TENTaHOB,
NPUCYTCTBYIOLINX B FEKCaHE; B Clyyae MIEHTAaHOBOT'O PAaCTBOPA CUTHAJIOM JUIS MIEPEKIIOYCHHUS
OBLIO TMOSIBJICHUE CTYNEHM TeKcaHa (KOTOPBIA MPHCYTCTBOBAI B IEHTAHE B KOHIICHTPAIMU
okojo 2,5%, T.K. pacTBOp B NeHTaHe ObUT MOJy4eH pa3basineHueMm B 40 pa3 M3HAYAIBLHOTO
pacTtBopa B rekcane). CTENeH! M3BICUCHUS, ONPEACICHHBIC U3 CPABHEHHUS C aHATM30M 1 MKII
HCXOJIHOTO PacTBOPA, MPUBE/ICHBI B TAONIHULIE.

Tabdauua. CreneHW W3BJICUEHUS JUISI H-YTJICBOJOPOIOB TIPH KOHIICHTPUPOBAHHWH  H-AJIKAHOB
pacTBOPOB B IIEHTaHE U TeKCaHe METOIOM XpoMaaucTHImn (N=5).

PacTtBOp B rexkcane PacTBOp B nieHTaHe

BemectBo CreleHb U3BJICYUEHUS S, % Crernenp U3BJICUEHUS S, %
OKTaH 0,77 4,1 0,86 5,6
HOHAH 0,92 3,0 0,91 5,2
JeKaH 0,94 3,1 0,93 6,3
YHICKaH 0,95 1,3 0,94 3,1
JNOIEKaH 0,89 4.8 0,87 2,9
TpHUICKaH 0,88 2,6 0,83 54
TeTpageKaH 0,84 2,7 0,85 4.4
MEeHTaeKaH 0,86 6,9 0,82 5,0
rekcajgeKkad 0,81 6,3 0,84 7,1

CreneHp M3BIICYCHMS] OKTaHA U3 NEHTAaHOBBIX PACTBOPOB BBILIE, ITOCKOJIBKY y IIEHTaHa
IpY KOMHATHOH TemIeparype BbIIIE JaBICHHWE COOCTBEHHBIX IapoOB, YeM Yy TIeKCaHa, uTo
IPUBOIUT K JIyYIIEMYy OTAEICHHIO npuMmeceil. CTeneHb W3BICYEHUS IenTaHa OLICHUTH HE
IPEJCTaBISUIOCh BO3MOXHBIM BBHUJly €r0 BBICOKOI'O MCXOAHOI'O COJEP)KAaHUS B IE€KCaHE U
IICHTaHE.

Takum o00pazoMm, BHEpBbIE MMOKa3aHa BO3MOXHOCTh M TPEMJIOKEH CIIOCO0 COYEeTaHUs
BHeIIHETO X/| KOHLIGHTPUPOBAaHUS AaHAJINUTOB INUPOKOrO JAMANA30HA JIETy4eCTH W3
OpraHMYECKUX pacTBOpoB ¢ mnocienytomum KI'X onpeneneHneM npu KOHTPOJIUPYEMBIX
YCIOBHUAX M NPEIJIOKEH TEOPETUYECKH OOOCHOBAHHBI M MPAKTUYECKU MOATBEP>KICHHBIH
CUTHAJI /ISl Havaja mepeHoca (ppakiuu mpuMeceil B ra3oBblii Xpomarorpad, OCHOBaHHBIN Ha
BHECEHUH JOMOJHUTEIBHOTO YUCTOr0 MakpokommoHeHnTa (1 — 5%),0;113K0ro 1o JIeTy4ecTd K
pacTBOPUTEINO, B KOHLIEHTPUPYEMBIH pacTBOp, oOecreurBas MpU 3TOM KOHIICHTPHPOBAHUE
IIPUMECEN HUXKE 110 OTHOCUTEIBHOMU JIETY4ECTH, YEM JONOJHUATENBHBI MAKPOKOMITOHEHT.

JanpHeiimas SKcreprMeHTalbHasl MpOBEpKa IOKa3ayia, YTo MPEeIIOKEHHBIH crocod B
JAHHOM ammnapaTypHOM OQOpMIIEHHUHM, HECMOTpsl Ha BHEIIHIOK MPOCTOTY IOKa OoJiblie
IPUTOJIEH JUISl U3YYEHHUS MPOIecca KOHIIEHTPUPOBAHUS, YEM JJIsl PEAIbHOTO aHAJIUTHYECKOT O
npuMeHeHusT B clienoBoM aHanuze Ha TunoBbix ['X um I'X-MC cucremax BBUIY
HEOOXOIMMOCTH HCHOJIB30BAHUS JTOCTaTOYHO TOJICTOM IJICHKH HemoABIKHOWU ¢as3el B ['X
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kosonke (ot 0,5MKM) mns oTaeneHus! ONM3KHX IO JIETYYECTH KOMIIOHEHTOB OT OCTaTKOB
pacTBOpUTEN, W BBHUIY TPYAHOCTH COYETaHMs C LHUQPPOBBIMH KOHTPOJIEpAMHU MOTOKA
coBpeMeHHbIX ['X-MC cucrtem co cTaHIapTHBIM HCHApUTENeM NpU BBOAE C AeicHuem/0e3
neneHus: motoka. Heobxoammo umcnosib3oBaHUE ynajaeHus pacTtBoputenst BHe ['X cucreMbl
WJIM MCIIOJIb30BaHKME UCITAPUTEIIS C TIporpaMMupoBanueM temmeparypsl (PTV) B coueranuu ¢
JIOTIOJTHUTEIIbHBIM CUTHAJIBHBIM JAETEKTOPOM Ha JIMHUM AeleHUs oToka. Ho caMbIM ritaBHBIM
npensaTcTBueM  coueTaHuss BHemHero XJI  koHueHtpupoBanus ¢ KI'X  sBusercs
HEOO0XOIUMOCTh NepeOKYCUpOBaHHUA IpU IEPEHOCE KOHLEHTpaTa, pojlb KOTOPOTO
NOTEHLMAJIBHO MOXKET BBIIOJIHUTH XPOMAJUCTHUISMS B KAIWIIIPHON MIPEIKOJIOHKE 3a CUET
PEKOH/ICHCALIMH OCTABIICICS YaCTH OCHOBHOTO KOMIIOHEHTa (PacTBOPHTEIIS).

N3orepmuueckas XpoOMaAMCTUULSILMS TPEANONAracT PaBHOMEPHYIO KOHLEHTPALHUIO
IPUMECHBIX KOMIIOHEHTOB IO CJIOI0 JKUIKOW (ha3bl OCHOBHOI'O KOMIIOHEHTAa, BHECEHHOTO B
X/l KOJOHKY, NpU 3TOM B MPOLECCE XPOMATUCTHIIISALUOHHOIO YHapHUBAaHMS NEpEIHss
TpaHMIlA CJIOS KUIKON (pa3bl ocTaeTcss HEMOABMWKHOMK. [Ipu TepMudecKkoil XpoMauCTHILISAIIAN
IPOMCXOMUT HCHapeHHe C 3agHero (poHTa M KOHACHCAMs Ha mepeaHeM. B ciydae
KOPOTKOIO TpaJueHTa TEMIEpPaTypbl BIOJIb KOJOHKHM WM KpPaTKOrO BPEMEHH €ro
CYIIIECTBOBaHMS BO3HMKAET MPOMEKYTOUHAs CHUTYyalllsi — BO3MOXKHO OOpa3oBaHHE CJOs
(menku) oKMOKOW  (asel ¢  paBHOMEPHBIM  HapacTaHHeMm/yOBIBAHHEM  MPHUMECHBIX
KOMIIOHEHTOB OT HAYaJIbHOW T'pPaHUIIBl CJIOS OCHOBHOIO KOMIOHEHTa B X/l KOJOHKE K
KOHEYHON IpaHMIle, 3aTeM YyXe MPOUCXOAUT HCIapeHHe OOpa30BAHHOIO CJIOA B YCIIOBHUSX
XPOMaJAUCTUIUIALINN.

BbIIBUHYB TrUMoOTe3y O BO3MOXHOCTH CO3[JaHHMS KOHLEHTPALMOHHOTO MpOoQuis
KOHACHCALlUM  JUId  TNPUMECHBIX  KOMIIOHEHTOB C  IIOMOLIBIO  OTPULATEIBHOIO
IIPOrPaMMUPOBAHUS TEMIIEPATyphl TEPMOCTaTa KOJOHOK 3a BpPEMs NPOXOKIACHUS MAapOB II0
XJ1 mpeaKoIoHKe, pa3paboTalu YCTAaHOBKY U CXEMY SKCHEPUMEHTA JUIS SKCTIEPUMEHTAIbHOM
npoBepku. CpaBHMBAIM Pa3IMYHBIC CIIOCOOBI BBOJa MPOOBI ¢ JeJieHHEeM U 0e3 JeIICHHs
notoka. [Ipumep xpomaTorpaMmsl, OJIy4€HHON IPU OTPULIATEINBHOM IIPOrPaMMHUPOBAHUH 110
BPEMEHH, TpEACTaBIeH Ha pHuc. 6. Pe3ynbTaTbl MOKa3bIBAlOT BO3MOYKHOCTh IPUMEHEHHUS
TAKOTO BapuaHTa XPOMATUCTWULAIMH A yinydmieHuss ¢opmbl nukoB npu KXJ-KI'X
aHamu3e, OCOOEHHO €CIM HE CYLECTBYET BO3MOXKHOCTU CO3JaHMsS TEMIIEPaTypHOTrO
rpaiueHTa MEXAYy HUCHapuTeeM H  INpeAKOoJIoHKOH. Panee monoOHBIN  BapuaHT
OCYILIECTBIICHUS XPOMAIUCTHILISILIUN HE OIIMCBIBAJICS.

C10
290°C - SmuH C13

75°C - 25mun / T C12

Cc1

290°C - 5MuH
115°C

10°C/muH 20°C/muH

75°C - 21MuH,

) !

10 15 0 2 rooc

Puc. 6. CpaBaenne KX/[-KI'X-ITN]] aHanu3a MOAEIBHOTO PACTBOPA H-AJIKAHOB B ICKAHE C
NPUMEHEHUEM OTPHLATEIBHOTO TEMIIEPaTypHOro NporpaMMupoBanust 3a Bpems: KXJ|
KOHIIeHTpupoBaHus (HIKHsIS XpoMaTorpamMma) u 6e3 (Bepxusiss Xpomarorpamma). XJI mpeakoIoHKa;
50m x 0.321m. I'X xononka: DB-1MS 304 x 0.32q1m % 0.25xM. BBoa mpoOsI B ctiaputesib
xpomarorpacda (T=2907C) Oe3 aeneHus MOTOKA.
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B yeTBepToN rijiaBe IIPUBEICHbI pe3yabTaThl U3y4YeHUs BITUSTHUS
XPOMAAUCTUUISIIUOHHOTO 3¢ (deKTa, BHI3BAHHOTO OCHOBHBIM KOMIIOHEHTOM BBOJMMOMN
poObl, HA pe3yabTAaThl ra30XPOMATOrpaPUUECKOro aHaIN3A.

YTouHsis ompeneraeHre XPOMAIUCTIIUISIUU KaK [polecca pas3fesieHus BElIeCTB B
pe3ysibTaTe MHOTOKPAaTHBIX AaKTOB IE€PEPACHPENEICHUs Pa3JIesieMbIX KOMIIOHEHTOB MEXKIY
HACBHIIICHHBIM MapOM U MPOTSHKEHHBIM TUIEHKONW KOHJCHCHUPOBAaHHOW IKUAKOCTU TPU
UCIAPEHUN 3TOM JKUAKOCTH B KOJIOHKE IIOTOKOM TIa3a-HOCUTENS, MOYKHO BBIIBUHYThb
ocHoBHOe yciioBue mosiBieHus XJ| sddexkroB B I'X cucreme - mosiBiIeHHE ITOCTATOYHO
NPOTSHKEHHOTO MO JUIMHE cJ0s (TUICHKH) XKHUIKOW (pa3bl OCHOBHOTO KOMITOHEHTa BBOJAWMOMN
npoObl. OnHako, B mpakTuke ['X aHamm3a 3KCIepUMEHTaIbHO 3aduKcHpoBaTh caM (akT
NOSIBJICHUS. OJKMJIKOW TUICHKH (CJIOSI) 4Yamle BCEro HE MPEICTaBISICTCS BO3MOXKHBIM,
UCCIIEIOBATENN JMOO TMPEAnonaraloT M3 pacyeToB HAJIWYUE YCIOBUM Ui 3aBEJOMOI
KOHJICHCAIIUM OCHOBHOTO KOMIIOHEHTa U TPOSBICHUS <Ad¢deKTa pacTBOPHUTEN», ITHO0
(bUKCUPYIOT SKCIIEPUMEHTATIFHO HCKa)KeHUEe (OpPMBI MMUKOB U YKa3bIBAIOT HA OTPULIATEIBHOE
BIMsHUE «@ddexTa pacTBoputesss». OQHAKO MOsSBICHUE «A(QeKTa pacTBOPUTEINS» B 00IIEM
Clly4ae HE O3HauyaeT MMEHHO XPOMATUCTHLISIIUOHHON MPHUPOJBI MPOTEKAIOIUX MPOIECCOB,
0COOEHHO B Cllyyae ONpEIENseMbIX COCIUHEHMH 3HAYMTENBHO HUXKE IO JIETYYeCTH, 4eM
OCHOBHOM KOMIIOHEHT BBOJIMMOM MPOOHI.

Hexomss wn3  tTeopunm XJI W NPOBEACHHBIX HAaMU  MCCICJOBAaHUN  HaJIA4YUE
XPOMaIUCTUIUISAIIMOHHOTO 3¢ deKTa MOXKeT ObITh JOKA3aHO, €CIM OYyJeT yCTaHOBIICHO, YTO
BpeMs ylep)KHBaHHsI KOMIIOHEHTOB u/wi (opMa MX NUKOB, M3MEHHUTCS IMPH H3MEHEHHUU
ycioBui, Bausitonmx Ha X/ pasgenenue n He Biustommx Ha ['X pasznpenenue. Ilpu stom
HEOO0XO/IMMO y4YeCTb, YTO HAa M3MEHEHUE BPEMEHM yJEpKUBaHUA MOMUMO XJI BIHET TaKxke
TEMIEPAaTypHOE MPOTrPaMMHUPOBAHUE, TOATOMY OCHOBHBIM KPHUTEPUEM SIBIISIETCS W3MEHEHHE
BPEMEHM YJEPKUBAHUSA KOMIIOHEHTOB, BBIXOASAIIMX B HM30TEPMHUECKHUX YycloBusAX. Hamu
BBEJICHBl J/IBA OCHOBHBIX KPHUTEpHUS SKCIEPUMEHTAIBHOIO J0Ka3zaTenbcTBa Hamuuus X/[
apdekra B KI'X cucreme: (1) cpaBHEHHE BpEeMEHH YACPKHBAHUS aHAIUTOB CO BPEMEHEM
yIep>KUBaHUS MPU BBOJAE MPOOBI B PAacTBOpHUTENE, JJII KOTOPOIO 3aBEIOMO HEBO3MOXKHO
o0pa3oBaHue KUIKOH (a3bl B yCIOBUAX aHaIH3a U (2) U3MEHEHUE BPEMEH YICPKUBAHUS TIPU
BapbUPOBAHUH BEITMYMHBI BBOJMMOM MPOOBI (KOJTUYIECTBA OCHOBHOTO KOMITOHEHTA).

s konTponupyemoro npumenenus X/ adpdexros B KI'X nHeoOxoaumo paznenuts X/ u
I'X pazneneHue B mpocTpaHCTBE. MBI MCHOIB30BAIM ISl 3TOTO MYCTYIO KaMWUISIPHYIO
NPEAKONIOHKY (rIe MpOUCXoquio TpeaBaputenbHoe XJI pasneneHue BBOJMMONM MPOOBI)
MEXIy UCTIapUTeNIeM XpoMaTorpada U KanmmuIIpHOW KOJIOHKON ¢ HEeMmOoABMXKHOM (azoit. [[s
uzydeHust XJI 3¢p¢peKkToB M BO3MOKHOCTH YBEIMUYCHHS AHAIUTHUECKUX BO3MOXKHOCTEH
couetanuss KXJ[ u KI'X n0pu OTHOCHUTEIBRHO HHU3KHX TeMIlepaTypax HCIOJIb30BaHa
W3TOTOBJICHHAS] HaMU JIOMOJHUTENIbHAS YCTAaHOBKA OXJIAXKIEHUS TepMocTara Xpomarorpada
XpoMaTOMacc-CIeKTPOMETpa, O3BOJIAIONIAs MOAIEPKUBATh HAuaIbHYI0 TemrepaTrypy oT 1°C
BMecTo 00br9HO gocTuxkuMbix 25-30T. HcnonwzoBanm na Bapuanta ['X-IIMJ] u naBa
Bapuanta [ X-MC.

Teopuss XpOMaJUCTWUISLIMM, HWMEIOIIKMECS B JUTepaType (axkTsl U  pe3yJIbTaThl
MPOBEJCHHBIX HaMH MpPEABAPUTEIbHBIX HCCIEIOBAHUNA TO3BOJMIIM BbIACTUTH CIIEAYIONINE
(akTOpBl, KOTOphIE MOTYT BIMSAIOT HAa PE3yJbTUPYIOIIMN BHJA Tra30Xxpomarorpaduyeckoro
pasaencaus B KI'X mpu mposieiennn X/ addekros: (1) mpupoga OCHOBHOTO KOMITOHEHTA
(oTHOCHTENBHBINA TOPsAAOK dmroupoBanus KomnoHeHToB B KX/ u KI'X, npenBaputenbHblii
BBOJI «OTPaHUYMTENS»), (2) HayaabHas TeMmIeparypa TepMmocTara, (3) BeIMYHHA BBOJUMOM
pOOBI OCHOBHOTO KOMIIOHEHTA.

Jlnsg uccrnenoBaHus BIMSHUS MPHUPOABI OCHOBHOTO KOMIIOHEHTa BBOJAMMOMN IPOOBI
AQHAJIM3UPOBAIN MOJENbHBIA PACTBOPHI JETYUYUX OPraHUYECKHX COCIUHEHHH B Pa3IMUHBIX
pactBoputessix ¢ nomomipio  KX/[-KI'X-MC. [IlpeaBaputenbHO OUEHHMBAIU CHUTHAJIBI
COOCTBEHHBIX TpUMECEH, MpOsBIIEMble HA XpoMaTorpammax. s Kakaoro pacTBOpUTENs

14



nokasbiBasioch Hanuune X /[ a¢ddexra B BHIOpaHHBIX YCIOBHUAX IyTEM BapbUPOBAaHUS pa3Mepa
BBOJMIMOM ITPOOBI M CPaBHEHHS BPEMEH yJIep)KUBAHHS PENEPHBIX KOMIIOHEHTOB.
PesynpTupyroiee BIUsSHUE CKIIAABIBACTCS U3 ABYX MPOIECCOB!

1. OtnocutenpHbId TOpsAoK dmtoupoBanus B KXJI m KI'X mpuBOAWT K HMCKaXEHUIO
(opMBI CUTHAJIOB OTHOCHTEIBHO O0JIee JIETY4nX MPUMECe YeM OCHOBHOM KOMITOHEHT.

2. Bpemsi ynepxwBaHWsS OTHOCHTEIBHO MEHEE JIETy4YHWX NPHUMECEH, YeM OCHOBHOM
KOMITOHCHT CMCINACTCA Ha BpPpCMA CYIICCTBAHUA CJIOA )I(I/I,Z[KOﬁ (baSBI OCHOBHOI'O KOMIIOHE€HTAa
B X/ mpenkosioHke.

XpomarorpaMMmbl, HarisAHO WJUIIOCTPUPYIOLIME BIMSHHUE MPUPOABI  OCHOBHOIO
KOMITOHEHTa BBOJIMMOM IIPOObI MpHBeieHb! Ha puc./ BUIHO, 4TO MpUMEHEHHE PAa3InYHbIX 1O
IPUPOJIE paCTBOPUTENIEH BIMSIET KaK HA BpeMs yJICpKUBAHUS ONPEAEIseMbIX KOMIOHEHTOB
BBOJMMOW CMecH, Tak M Ha (opMy NHKOB, CHWXas B psae ciaydaeB 3((eKTHBHOCTH
XpoMaTorpaduyeckoro paszieseHusl.

W3 BHeceHHBIX 54 neTyuynx KOMIOHEHTOB Ha XpoMaTorpaMMme, MOJIy4eHHOH Ipu BBoze 1
MKJI pactBopa B MTBD, oT mosockl pacTBopuTesst OTACICHBI 51 KOMIIOHEHT B BUJE Y3KHUX
(mmpunoi 3 — Scexynn) nmukoB. Tpu KoMIoHeHTa cMecH (auxsopmeras, 1,1MXI0pITHIICH,
TpaHc-1,2-1uxI0p3THIICH) 60JIce OTHOCUTEIILHO JIETYYH, YeM OCHOBHOM KoMmmoHeHT MTBED u
BBIXOJIT HA XpOMAaTOTpaMMe Pa3MBITBIMU TOJOCAaMH 0 MaACHHs 3aJHEr0 (pOHTA MOJIOCHI
MTBED.

[IpoBeneHHBIE SKCIEPUMEHTHI TO3BOJIMIN CHOPMYIHPOBATH HECKOJBKO CIEJCTBUMA:

Crnenctue 1: Bpems yaep)kuBaHus KOMIIOHEHTOB BBOJAMMOM ITPOOBI MOXKET 3aBUCETh OT
npuponsl  pacTBOpuTenss  (OCHOBHOTO — KOMIIOHEHTa) TIpM  peaju3alud  YCIOBUH
XPOMAIUCTUIIIALIUH.

CrnenctBue 2: @opMa MUKOB KOMIIOHEHTOB BBOJAUMOM MPOOBI U Mpeeibl 00HApY>KEHHS B
BBOJMMOW MNpoOE MOTYT 3HAYUTEIBHO MEHSATHCS C W3MEHEHMEM IPHUPOJbl PacTBOPUTENS
(OCHOBHOTO) MpH peaM3aIH WU MEPEX0/Ie K YCIOBUSM XPOMAIUCTHIUISIIHH.

Cnencrrue 3: KOMIOHEHTHI (B TOM 4KCIIe M HEU3BECTHBIC), HE MEIIAFOLIHE ONPEICIICHUIO
UCKOMBIX coeauHeHudd B camoMm KI'X pazgenenuu, MOryT MemiaTb OIpPEACIICHUIO
(oOHapy)KEHUIO) UCKOMBIX COCAWHCHUH B CIydae MCKaKeHHs (HOPMBI MX IHUKOB IPH BBOJEC
npoObl B «HEMOIXOIEM» pacTBopHuTene. OcoOeHHOe 3HAYEHHE 3TO CJEJCTBHE MPUHUMAET
B CJly4ae HECEJIEKTUBHOIO J€TEKTUPOBAHUS.

Cnencreue 4: [IpumeHenue BBoJa MpoObI ¢ HEOONBIIMM JeneHneM motoka (ot 1:3 mo
1:10) mokeT B psiie ciiydaeB obOecrednBaTh 0oJiee HU3KHE TpeAebl 0OOHApY)KCHHs, YeM B
ciydyae BBoJga MpoObl 0Oe3 pneneHuss moToka. [lodtomy mnpu mowucke (oOHapykeHUM)
HEU3BECTHBIX KOMIIOHEHTOB BBOJIMMOIO PaCTBOPA CTOUT BBINOJIHATH aHAJIM3 C BBOJOM MPOOBI
Kak 0e3 JIeIeHus MOTOKA, TaK U C JIEJIEHUEM MTOTOKA.

Crnenctsue 5: IIpoBepky uaeHTHPHUKALUKA OOHAPYKEHHBIX HEN3BECTHBIX KOMIIOHEHTOB Ha
xpomatorpamme (mipu nposiBieHnn X/ 3peKkToB 3a cyeT OCHOBHOTO KOMIIOHEHTA BBOMMOM
poObl) HarboJIee MPABUILHO BECTH METOI0M J100aBOK.

Bausiaue  Temmepatypel u oObeMa  BBOAMMOW  IpoObI ¢ TOYKH  3PEHUS
XPOMaJAUCTUIUISIIMOHHBIX IIPOLECCOB - 3TO CO3/IaHUE YCIOBHUM JJIs CYIECTBOBAHUS KHUIKOU
¢a3sl ocHoBHOTO KOoMMIoHeHTa B KI'X cucreme.

Bausaue Ttemmeparypsl Ha camo X/J| pasneneHHe/KOHLIEHTPHPOBAHHE OINPEACIISATCS
(YHKLIMOHAJIBHON 3aBUCHUMOCTBIO OTHOCUTENIbHAs JIETY4ECTH OT TEMIIepaTypbl, OJHAKO B
Oonbmeit crenenn Ha pesynptupyomuil Bua KX/I-KI'X paznenenust BnusieT 3aBUCUMOCTb
yAepKUBarOIIeH crmocooHocTn HenmoABMXkHOW (a3el KI'X pasmenuTenbHONW KOJOHKH OT
TeMneparypbl. YeM oHa HMXKE, TEM JIy4dlle OTAENAIOTCS MUKH OTHOCUTEIBHO MEHEE JIETYUHX
npuMecel OT 3aJHero (pPOHTA IOJIOCHI OCHOBHOTO KOMIIOHEHTa M 0ojee MNposBiseTcs
nepeOKyCUpOBKa Pa3MbITHIX MOJIOC HETIOABMKHOH (ha30ii mociae MpeaIKOIOHKH.
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Puc. 7. ®parment macc-xpomarorpamm 1mo M/z 106 monyueHnsix mpu BBoae 1 Mk pactBopa 54
JICTYYUX COCAMHEHHUN B 4X PA3TUUHBIX PACTBOPHUTENSIX O3 JCIEeHUs MOTOKa (ClIeBa) U ¢ ACICHUEM
notoka 5:1 (crpaBa). KoHIEHTpamms Kaxa0ro koMmoHenta — 4x10°r/mxn. KXJI npekonoHKa:
2,5Mx0,25mMm. KI'X xononka: VF-5MS 30Mx0,22MmX%0,25MkM.

Tiepw: 10°C(12vmn)— 3°C/Mnr—50°C(0MuH)—10°C/MuE—240°C(1Mun). XpoMaTorpaMMel
MIPHUBEJICHBI B OIMHAKOBOM YBEIUYCHUU CO CABUTOM 10 OCH HHTEHCUBHOCTH ISl HATJISTHOCTH
OTOOpaKCHHUS.

Pa3zHuma Temrmeparyp McnapuTelss H TEPMOCTAaTa KOJIOHOK TAaK)Ke BIUSET HAa BEPOSTHBIN
npouiib KOHACHCAIIMU. DTOT BOMPOC TpeOyeT OTACNbHOrO HM3ydeHHs. B obmem ciydae
HEOOXOMMMO  HCCICIOBaTh OCOOCHHOCTH  KOHKPETHOro Tuma (MOJAETH) Tra30BOrO
xpoMaTorpada/ucnapurensi ¢ MOMOIIBIO MOAX0/a, MPEAJIOKESHHOIO B Hallei paboTe paHee
(peanmzanust meroga KI'X-MC/TIU/I). OnHako, BBIABUTAS THIIOTE3Y O HAIWYHUU TPOQPHILS
KoHJeHcaluy (00ecTIeunBaIoIIero Cioi KUIKOH (a3l BAOJb MPEIKOIOHKU C IPAJUCHTHBIM
pacrpenenieHneM KOHIEHTpAIMKA OJM3KUX MO JIETy4eCTH MPUMECHBIX KOMIIOHEHTOB IO €ro
JUTMHE), €€ MOYKHO TOATBEPAMTH CO3AaHUEM YCIIOBHM, MPH KOTOPBIX 3TOT MpOoQuib Oyaer
MEXaHUYECKH pa3pylleH MepeMEeNIMBaHNEM, YBEIMYHUBas 00beM BBOJMMOMN MPOOBI. MOKHO
NPEINONOKNUTh, YTO HAa BO3HHUKHOBEHHE NPOQWIS KOHIEHCAMM MOTYT  BIHATH
KOHCTPYKIIMOHHBIE OCOOCHHOCTH KOHKPETHOTO WCIApUTeNss W pa3HUIA TeMIeparyp
UCTIApUTENS] W TEepMOCTaTa KOJOHOK. BiHsHHME JTHX JBYX IapamMeTpoB IOATBEPIUIA
IKCIEPUMEHTAIBHO (puc. 8).

B peanpnoit KXJ[-KI'X-MC cucreme BBIAEIUTh OTACIBHBIA BKJIAQA Pa3IMYHBIX
MEXaHU3MOB MPOTEKAIOIIUX MPOIECCOB Yalle BCEro HE MPEACTABISAETCS BO3MOMXHBIM, MBI
MOXXEM CYAHTh O HEKOTOPOM BIIHMSHUU MAapaMeTPOB SKCIEPHUMEHTA TOJIBKO MO HWTOTOBOMY
BUJTY pa3/eiICHUS.
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a) 6)

Puc.8. Biusinne o0bema BBoquMOM po0Okl Ha nosiiieHust X /1 addekra (crneBa) v Ha HapyLIICHUE
mpoduiIs KoHAeHcanuu (Crpasa).

OtnenbHBIM MOMEHTOM BIUSAHHS TemnepaTypbl Ha BuJ utoroBoro KXJI-KI'X paznenenus
ABJICTCA  OrpaHUYCHUC 110 HMHTCHCHUBHOCTU (BBICOTe) CUrHajia OCHOBHOI'O KOMIIOHCHTA
BBOAMMOM POOBI HA XpOMaTOrpaMMe.

DTO NPUBOAUT K ABYM BaKHBIM CIICACTBUSM:

Crnencteue 1. B cimyuae HCHOIB30BaHUS MaccC-CIIEKTPOMETpa B KauyecTBE JETEKTOpa
HOSBISICTCS BO3MOXHOCTh PETHCTPHPOBATH BCIO XpOMaTorpamMmy 0e3 BBIKJIIOUEHHs KaToJa,
TaK KaK KOHLEHTpAalMs BELIECTBA B MCTOYHMKE MOHOB HE IIPEBBIIIACT THUIIMYHBIX
KOHLICHTPALWi{ (JaBJICHMIT) ra30B-pPEareHTOB MPU MPUMEHEHHN XUMHYECKOH HOHU3ALNU

CrnenctBue 2. BbIXox OCHOBHOIO KOMIIOHEHTA B BUJE CTYIEHH, KOTOpasi OrpaHUYeHa 1o
BBICOTE, a HE IMKA 3aKJIaJbIBACT OCHOBBI I UCIIOJIb30BAHMS IUIOLAAN CUTHAJIA OCHOBHOI'O
KOMIIOHEHTa I OTHOCUTEIIBHOTO pacyeTa CONEP)KaHMsA IPUMECHBIX KOMIIOHEHTOB Ha
CJIEIOBOM YPOBHE BBHUJly Pa3jIW4Ms OTHOILLICHMS BBICOT CUTHAJIOB OT OTHOILIEHUS IUIOLIANCH
CUTHAJIOB, YTO TMO3BOJISIET UCIIOJIB30BaTh 00Jiee y3KUI AMana3oH JMHEHHOCTH JETEKTOpA.

Hnst obocHoBanHoro mnpumenenuss XJ| adbdexktor B KI'X u ama wuckimoueHUs
HENPEJCKa3yeMOCTh Pe3yJabTaToOB, HEOOXOIUMO pa3fenuTh B mpocTpancTBe X/ m I'X
paszeneHue TakuM oOpa3oM, YTOObI Ha Pa3AEeTUTENIbHYIO KOJOHKY MOMajaiyd TOJBKO Maphl.
[TomoOHBIN BBIBOJ OBUT MOMYyYeH MHOTHMH HccienoBarensmu paHee («solvent effect»,
«retention gap», «recondensatiomyyeM MHOTOYHCICHHBIX U TPYAOSMKHX SMITHPHUCCKUX
HKCIIEPUMEHTOB, a IPUMEHEHUE TCOPUH XPOMATUCTHIUISIINY 7151 O0BsICHEHHSI 3TUX 3PPEKTOB
Ja€T  BO3MOXKHOCTH  OBICTpee TMOAOHMpaTh ONTUMaJbHBIE YCIOBHS H  00JIamaer
MPEACKA3aTEeIbHOM CUIIOM.

OCHOBHBIE CJIEJICTBHSI POSIBIICHUS XPOMaIUCTUIIIAIIMOHHBIX dddexToB B KI'X cucreme:

1. wuckaxenue GOPMBI TUKOB OMPEACTAEMBIX COSAMHECHHIA

2. KOHIIEHTPUPOBAHHE aHAJIUTOB OTHOCUTEIHLHO OCHOBHOTO KOMIIOHEHTA

3. U3MEHEHHE BPEMCHH YACPKUBAHUS MTHKOB OMPEISISIEMbIX COSTMHEHUN

4. orpaHHyYeHUE CHTHajIa OCHOBHOT'O KOMIIOHEHTA IO BBICOTE OTKIIMKA.
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Taxkum obpazom, mpu pa3pabOTKe METOAUK KOJMYECTBEHHOTO W KayeCTBEHHOTO aHaJIn3a
Meromamu KI'X wu KI'X-MC HeoOX0auMO YYHTHIBATH BO3MOXKHOCTH  IPOSIBICHHS
XPOMATUCTUIUIAUOHHBIX 3 (PEKTOB, OOYCIOBIEHHBIX 00pa3oBaHUEM KHIKOH  (ha3bl
OCHOBHBIM KOMITOHEHTOM BBOJAMMOM NpOOBI. DTO NO3BOJSET B Psfie CIy4aeB COKPATHUTh
o0beM (BpeMsi) ONTUMHU3ALMOHHOTO IKCIIEPUMEHTA MPH pa3paboTKe METOIUK OOHAPYKEHHS U
OINpENIeNIEHUs] JIETYUYUX M CpEAHENEeTyYUX AHAIUTOB B Pa3IMUYHBIX MAaTpPHUIAX, COXPAaHUTh
3P PEKTUBHOCTh XPOMATOrpaUuecKoro pasJesieHusl MpU YBEJIWYCHUH OoObeMa BBOJIUMOMN
poOBbl, a B pAJ€ CIIy4aeB U OTKPHITh HOBbIE BO3MOKHOCTH XpOMATOrpa)uyeckoro aHajiuza u
IPEJIOKUTH HOBbIE cxeMbl aHanu3a ¢ npumeHenreM KI'X u KI'X-MC.

Cpenu M3y4eHHBIX PACTBOPHUTENEH U1 BBOJAA NPOOBI CIEJOBBIX KOJMYECTB JIETYYHX U
CpEIHENEeTYYNX OPTraHMYECKUX COSAMHEHU Oe3 feneHus motoka B ycnousx KX/ Ha mycroit
IPEIKOJIOHKE Hanbosiee NepCreKTUBHBIM PACTBOPUTENIEM AJIsi OJHOBPEMEHHOI'O ONpPEAEICHUs
JETy4MX W CpPEIHENETYYUX AaHaJIMTOB TIO COBOKYIHOCTH (akTopoB (Kak MOKa3ajio
NpOBEJEHHOE  HaMH  WccienoBanue)  seiasercs  MTBD.  Jlns  psma  ciaydaeB
YIIOBJICTBOPUTEIBHBIM SIBIISETCS ATUJaneTaT. MallOMpUTOAHbI CIENYIOIUE PAaCTBOPUTEIH:
IIEHTaH, F'eKCaH, METAHOJI, alleTOH, alleTOHUTPUIL.

Ilokazano, yro BBOA mpoObl 1-3 Mk pactBopa B MTBED B I'X-MC B ycrnoBusx
XPOMAJUCTUIUIALMOHHOIO TpeApa3iesieHs] Ha MPEJKOJIOHKEe IPU TeMIepaType TepMocTaTa
1-10C ¢ mocnemylomuM HpOrpaMMHUPOBAHUEM TEMIEpPaTyphl MO3BOJISAET PErHCTPUPOBATH
KOMITOHEHTHI B uanazone uHaekcoB yaepxkuanuss 600-4000c npenenamu oOHApYKEHUS OT
1012 no 10 1o BBOJMMOM TIPOOE 3a OJMH aHAJIH3.

[Ipenmnoxeno BBECTH ITOHATHE KanuJUISIPHOTO XPOMaAUCTUIUISIIUOHHO-
ra3oxpomarorpaduyeckoro pasfeleHus U BBecTH MOHsATHE coorBercTBYyromelt KX/I-KI'X
YHUCTOTEI pacTBOpPUTEIIEH. Kak CIIEICTBHE, 1A NaJIbHEUIIET O pa3BUTHS

XpOMaI[I/ICTI/IJIJBII_II/IOHHO-FaSOXpOMaTOI‘pa(bI/I‘-IGCKOFO METOJa aHaJIn3a HCOGXO,Z[I/IMBI:

° BO3pO)KI[eHI/IC n paSBI/ITI/Ie XpOMa,Z[I/ICTI/I.HJIHI_[I/IOHHBIX CHOCO6OB OYUCTKHU
pacTBOPUTEIIEH JIJIsl Ta30BOM XpomaTorpaduu.

* Hakoruienne u mnybnukanus 0a3 [MaHHBIX HE TOJIBKO WHJIEKCOB YICPKUBAHUS
OTIpeNIeTIIEMbIX BEIIECTB Ha KOJIOHKaX C pa3IuYHOM HemoABWKHON ¢azon, Ho u X]J[-I'X
IIOBCACHHUA OTHOCUTCIIBHO paCTBOpI/ITe.HSI, B KOTOpOM BBOJIUTCA npo6a. 3TO II03BOJIUT
n30CKaTh TOBTOPHBIX HMCCIIEOBAHUN OJHHUX M TEX JK€ OOBEKTOB/CHCTEM H COKPATHTh
BpeMGHHBIe H3z[ep>1<1<1/1 JJII MHOTHUX HCCHGI[OBaTeﬂeﬁ-aHaHHTHKOB.

[IpoBenennsie  HcciaenoBaHus, O000OMIEHWE TEOPUH  XPOMATUCTIILISAIMOHHBIX |
razoxpomarorpaguyeckux MpoleccoB U CHOPMYIUPOBAHHBIE CIEACTBUS  MO3BOJIMIN
NPEUIOKUTh  METOJOJIOTHUIO  WCIOJIb30BAHUS  XPOMAAUCTUUISIIMOHHBIX  3PPEKTOB B
kamwuigspHor ['X mpu BBOJE JKUIKOW TIPOOBI pacTBOpa B JIETy4eM OPTaHHUYECKOM
pacTBopuTelie B HCHapuUTeNnh XpoMmMatorpada ¢ TIeNbl0 pealu3alid  MaKCHUMAalbHOU
YYBCTBUTEJIBHOCTY W MHUHUMAJbHBIX TpEIeNoB OOHapyXeHUs TpU  ONpelelIeHUN
MaKCHUMAaJIbHO IHUPOKOTO KPyra 3aJaHHbIX COeTUHEeHUH (y3KHe pa3/iejiCHHbIC TTMKH aHATUTOB
P MaKCUMaJIbHOM 00beMe BBOIUMON po0bI). JJaHHYI0 METOI0IOTHIO MOYKHO H300pa3uTh B
BUJIC YIPOLICHHOW allTOPUTMUYECKON cxeMsblI (puc. 9)
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Bbi6op noaxoasiero pacteopurens
(nuTepaTypHble AaHHbIE, MPEAMONOKEHUS,
TpeboBaHus K NPOGOMNOArOTOBKE)

HECKOmbKNX KOHLleHTpaLll/Iﬁ

Beoa npo6bl 1 Mkn

TtepmocTarta < Tkun - 15°C

Muk aHanwuTa (oB)
oTAeneH oT pacTBopuTtens?

BBoga npo6bl 1 Mkn
AeneHve notoka 1:20-1:3

Bpewmsi ynepxusaHus
nvka aHanuta(os) BO3pOCno?

Y nvka pasmbIT nepeaHuii poHT?

Bbi6op "X konoHku: Tun casbl,

] —— Tonwwna daswi, avaverp, AnmHa.

(nuTepaTypHble AaHHble, OMbIT)

anII'OTOBJ'IeHVIe MoZAernbHbIX pacTBOpPOB <

AHanut(bl)

CMmeHa pactBopuTtens

nenexve notoka 1:100-1:200 <

BbibpaHHble ycroBuWsi NpUroaHb!
[Ns Nepexofa K pexvuMy BBofa
6e3 fieneHusi notoka

> Beog npo6bl 0.5-2 mMkn

6e3 geneHus noToka

CHW3UTb HavanbHyo
Temneparypy Tepmocrata

MoxHO CHU3UTL
HavarbHylo T TepmocTaTa?

YMeHbLWNTb aeneHve noToka

dopma nuka
nckasunach? PasmbiTne?

Ananut 6onee netyy, Yem
OCHOBHOW KOMIMOHEHT B 3TUX ycnoBusix
HyxHa cmeHa pactBopuTens

Cwmena "X KonoHku

KOSIOHKY? (YBEMNYUTL EMKOCTB,

MeHee ynep

MoxHo 3ameHnTb

npupoay asbl)

MoXHO NpUMeHNTL

Jic)

pacTBopuTens?

B3agaya npv BBoge nNpobbl
B BUJe pacTBopa B NeTy4eM pacteoputerne
Hepelwlaema B UMEKLLNXCS YCIOBUSAX

BO3MOXHOCTb BblbpaTth 6onee netyuu

BO3MOXHOCTb BbIGpaTh Apyroi

AHanuT cnuLIKom 6nn3oK no neTyyectu
K OCHOBHOMY KOMIMOHEHTY

OnTUMM3aLMs TEMMNEPaTYPHON Nporpammb!

OnpeaeneHne Npeaenos o6HapyXeH!s

Y

CyluecTByeT BO3MOXHOCTb
cosaaTtb TemMnepaTypHblii rpagueHT
nocne ucrnaputens?

BBog 1nu cospaxune orpaHnumnTens

Cyuectsyer

pacTtBopuTens?

na

Cyuectsyet
BO3MOXHOCTb BblbpaTh Apyromn
pacTBopuTens?

3agaya npv BBoge nNpobbl
B BUJe pacTBopa B feTy4eM pacteoputerne
Hepellaema B UMeKLLNXCS YCIoBUsSX

Puc. 9. Cxema metononorun npuMmenenns X/ apdexror nmpu BBoze sxuakoit mpoodsl B KI'X.
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B naToii riaBe omucaHbl CHOCOOBI aHaNW3a, OCHOBaHHBIE HA MNPUMEHEHUU
xpomaguctrutsiu B couetannu ¢ KI'X u KI'X/MC

Pe3ynbTarbl mpOBENEHHBIX HCCIEIOBAHUI MO3BOJIMIIMA MPEIJIOKUTH CEMb HOBBIX CXEM
(crmoco0oB) aHanM3a, OCHOBAHHBIX HAa MPUMEHEHUH XPOMAJAUCTHILIAINN B coueTannu ¢ KI'X-
MU i KI'X-MC (B TOM 4rciie COOTBETCTBYIOIIIEE alapaTypHoe 00eCIeucHHe).

Cnoco6 1. Cnocob aHajm3a OpPraHMYECKMX pAcTBOPOB (IKCTPAKTOB), OCHOBAHHBIM Ha
BBOJIE KHJAKOM mpoObl 1 —3 MK B ucmaputenb xpomarorpada 0Oe3 JeneHus MOTOKa,
XPOMAAUCTUUISIIMOHHOM TIpeApa3/IeIeHNH Ha KaMWUISIPHON MPEIKOJIOHKE C MOCIEIyIONUM
I'X-MC omnpeneneHueM, MNO3BOJSIOUMI pPErUCTPUPOBATh IMUPOKUX KPYr aHAJIUTOB C
nnaexkcamu yaepxkuBanus 600-4000c Hu3kuMH nipeienaMu OOHAPYKEHUS B OJTHOM aHAJIH3E.

OntuManbHbIe YCIOBHUS MPEIOKEHHOTO CII0co0a aHaiu3a, MOoTy4eHHbIe BAPbUPOBAHUEM
apaMeTpoB COTJIACHO MOJTYYEHHOMY B pabOTe MPEICTaBICHUIO O MPOTEKAIOIIUX MpoIleccax:
pactBopuTtenpb npoOsl - MTED, HauaneHas Temneparypa TepMocTara KojJoHok ot 1 1o 15°C,
00beM BBOAMMOM MpoOBI 1-5 MK, BBOJ O€3 JeieHus MOToKa, mpeakoionka 2,5v X 0,25um,
I'X xomonku ¢ 10— 30m % 0,1 —0,32um % 0,1 — 0,2&kxm (DB-1ms, DB-5MS). Croco6
MO3BOJISET MOJIYYUTh Y3KHE HaualdbHbIC 30HBI JIETYYUX AHAJIUTOB, peain3ys MaKCUMAaJbHYIO
s dexktuBHOCTE KI'X KOMOHKM I BCEX PETHCTPUPYEMBIX aHAIMTOB HA XpOMAaTorpamMme U
obecrieunBaTh TMpeaeiabl 0OHAPYKEHUS 10*%10™r B BBOAUMOI npobe It OOJIBIIMHCTBA
PETUCTPUPYEMBIX JIETYYHX M CPEAHEICTydHUX KOMIIOHEHTOB (mpumeceii). JlaHHBIA MOAXO[
MPEBOCXOJUT W3BECTHBbIE TMOJAXOAbl MO MIMPOTE Kpyra ONpeleNsieMblX JeTy4uX |
CpEIHENEeTYYNX COCOUHEHUH ¢ HHU3KUMH MpefenamMu OOHapyKEeHHsT B OJHOM aHajH3e.
BriepBrie mokazaHa BO3MOXKHOCTh MPUMEHEHHUS BBOJA KHJAKOW mpoObl 1 MKy 6e3 aeneHus
noroka B ynpTpaToHkue KI'X KOJIOHKH C yabTpaTOHKOM (a3oii ¢ peanu3anueil BO3SMOXXHOCTH
BBICOKOYYBCTBUTEIILHOTO OIPENIEICHUS JIETYYUX U CPEAHENETYUNX COSAMHEHUN ¢ MHAEKCAaMU
ynepxkuBanus Koaua or 650 Puc.10)B oprannyeckoM pacTBope.

3e+006
2.5e+006-

2e+006 A

cl

1524006 J\

cl cl

1e+006 /
500000

T T T T T T T
Time (s) 320 330 340 330 360 370 380

Puc. 10. ®parMeHT XpOMATOrPaMMBI [0 PEKOHCTPYHUPOBAHHOMY OOIIIEMY HOHHOMY TOKY,
MOJIyYEHHOM TpHU aHaiu3e 1 MKJI MOJCIIBHOTO pacTBopa 54 j1eTydnx OpraHMYeCKuX COSINHCHH B
MTBD ¢ xoHueHTpanuei 1% 10°r/mKn npu BBozie Oe3 meneHus motoka. X/ mpeaxomonka 2,54 X
0,25umM, KI'X kononka Rxi-5Sil MS 101 x 0.2um X 0.Imxwm. TemnepaTypHas mporpamma:

5°C (5muu)—100C/MuE—100C—50°C/Mua—250C (4mun).

Cnocoo 2. Crioco6 0OHapyKEHHS JIETYYHX W CPEIHENETYyUYnX IMPUMECEH B OPraHUYECKUX
pacTBopax (3KCTpAaKTax) B JETy4HX pacTBOpuTessix Ha yposue 10°-10%0%, ocnoBammsIil Ha
KOHIIEHTPUPOBAHUM TPUMECEH M3 pacTBOpa B OCHOBHOM KOMIIOHEHTE ¢ momoiibio XJI BO
BHEIIIHEM YCTPOWCTBE MPH YAaJIeHUH 0OCHOBHOTO KoMiioHeHTa u KI'X ananuze kKoHIeHTpara.

20



[lpu ocymecTBiaeHnu 3TOro cmocoba sxuakas mpoda (10 — 10Gmki) HaHOCHTCS Ha
KApTPUIK C HMHEPTHbIM HOCHUTEIEM, OCHOBHOM KOMIIOHEHT YAAJIAETCS IOTOKOM Tasa-
HOCHUTEJS B XPOMAIUCTUUISIIMOHHBIX YCIOBHMSX NPU OJHOBPEMEHHOM KOHTpPOJE COCTaBa
smoata ¢ nomomipio [IMJ[. B MOMEHT OKOHYaHUSA CTYNE€HH OCHOBHOTO KOMIIOHEHTa
KOHIIGHTPAT TMEPEHOCUTCS B HCHApUTENb Xpomarorpada TepmMoaecopOIel, aHaINUThI
doxycupyiotrcst Onarogaps BTOopuuyHOMY XJ| KOHIEHTPUPOBAHUIO HA TPEAKOJIOHKE C
nocienytommm I'X-MC ananuzom. IIpeanoxeHo qBa BapuaHTa anmapaTypHOro opopmieHus
crocoba (puc. 5 m 11). DKcriepuMeHTalIbHBIE YCIIOBHS ONTHMH3UPOBAIN I MOJEIBHBIX
pactBopoB B rekcane 1 MTBD. Ilokazana BO3MOKHOCTh MPUMEHEHUS T00ABKU ITHIIAIETATa
Kak JIOMOJHUTEIBHOTO OrpPaHUYMUTENs] B KOHIEHTpUpyeMbId pactBop B MTBD s
¢opMHpOBaHUsI CHUTHajla MOMEHTA IMEPEeKII0YeHUs TNOTOKOB. IlokazaHa BO3MOKHOCTh
CHI)KEHHUSI ITPEIeTIOB OOHAPYKEHUS JIETYUYHUX U CPEAHENETYUNX MPUMECEH.

He 350000
-
300000} 1HI/KOMMNOHEHT

Ul =— e mi Hll

B 50mkn MTBE3+8%3Tunaverara
< F L

\ b m | Hll .
—D @ _& He Time—> I.h} z&: abo 44'» sbo &&1 7,&7 oh B,b m'nnnfoniaw m'ooMwiswwouimowoum.wmounm
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8500001
800000
5500001
500000
4500001
14000001
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300000 8 1 Mkn STunauerara
250000]
200000 ] '
150000
100000
500001 [

[
Time— 100 200 300 400 500 600 7.00 800 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00

Puc. 11. CxematuuaHoe H306pa>1<eHHe MIPUCOCTUHIEMOTO K HCIIAapUTEI0 XpoMarorpada ycTpoiicTsa
JUTSL BHEIITHETO KOHTPOJIMPYEMOTO yAaJIieHHsI OCHOBHOTO KOMITOHEHTa B Tiporiecce X/| BO BHELTHEM
YCTPOMCTBE U MepeHoca KOHIICHTpATa B HCIIAPUTENb XpoMaTorpada Tepmojecopouueit (cnesa) u
CpPaBHEHHE XPOMAaTOTPaMM, TOIYUYCHHBIX Ipy TpuMeHeHnn BHentHero HX 1 koHnieHTpupoBanus u3 50
MKJI pacTBOpa (BEpXHsIsA) ¥ HEMOCPEACTBEHHOM BBOIe 1 MKII pacTBopa B ucmaputeas u KXJ[-KI'X-MC
aHanmse (crpasa).

Cnocoé 3. Ciocob KONMM4eCTBEHHON OILICHKH COJCPKAHUS CIEIOBBIX MPUMECEH METOI0M
BHYTPEHHEH HOpMaJU3alli OTHOCUTEIIFHO OCHOBHOTO KOMIIOHEHTA MPH BBOJE MPOOBI B X /|
YCIIOBUSX JIIE OCHOBHOTO KOMIIOHEHTa BBOAMMOW mpoObl ¢ mnocnenyomum [ X-TTA]]
ONpPEIETICHUEM.

IIpuMeHeHHe OTPULIATEIBHOTO TEMIIEPATypPHOIO IIPOrpaMMHUpPOBaHMs BO Bpems X/[
KOHIIEHTPUPOBAaHUS Ha Mpenkosionke u nociuenyroniee KI'X pasnenenne ¢ yHuBEpcalbHBIM
IUIAMEHHO-MOHU3ALMOHHBIM  JETEKTUPOBAHUEM TIO3BOJWJIM B ONTUMAIBHBIX YCJIOBUSAX
MOJIYYUTh PE3yJIbTUPYIOLIUE XPOMATOrpaMMbl, HA KOTOPOH OCHOBHOW KOMITIOHEHT BBOJUMOM
poObl MPECTaBICH B BUJEC UCKAKEHHOW CTYNEHHU, OTPAHUYCHHOW IO BBICOTE, a MPUMECH,
MEHEee JIeTy4re, 4eM OCHOBHOM KOMIIOHEHT pa3/ieJIeHbl B BUJE Y3KUX MUKOB. [IprueM BBICOTHI
CUTHAJIOB OCHOBHOTO KOMITOHEHTa M TipuMeceit paznudatorcs B npumepHo 1000pa3 mensiie,
YeM pa3nYaloTCsl IUIOMAMUd COOTBETCTBYIOIMUX CHTHaIOB (puc. 12). DTO MO3BOJIMIO
IPEUIOKUTh CIIOCOO OLEHKH COJEp)KaHHs MPUMEcei METOJ0M BHYTPEHHEW HOpMaIu3aluu
JUISL OLIEHKH MaJIbIX coJiep KaHui nmpumecei. [IpaBUibHOCT MOAX0a TPOBEPUIIN HA IPUMEpE
aHanmu3a H-JIekaHa M BHECEHHBIX B HEro MpuMeceld HOpMalbHBIX yriieBoaopoaoB C5-C16.

21



[TorpenrHoCTh OIEHKH COAEp KaHUsI BHECEHHBIX IpUMecel coctaBuiia He 6omee 15%mnpu S <
3% nns mpuMecel, MEHee JIETYy4yuX dYeM H-IeKaH. MUHHUMallbHOE COJEp)KaHHE TPUMECH
OCHOBHOTO KOMIIOHEHTa, KOTOPYIO YyIaloCh OOHapyXHUTh B 00pa3lle YUCTOrO H-IIEKaHa,
cocrauno 3 x 10%0% MPU  KCTOJB30BAaHUM TIPEJIOKEHHOTO TOAXO0Aa Ha HMEIIIeMCS
obopynoBanuu. [IpennokeHHBINH MOIX0A UMEET SIBHBIC TIEPCIIEKTUBBI MIPH aHAIHU3E PEATbHBIX
00pa3oB, 0COOCHHO MPH HCIIOJIB30BAaHUH OJHOBpeMeHHOro aerektupoBanus [TUJI/MC nnu
ADJI/MC.

A, MB[>~*

e

S,./S
R -NnA npuMecm
10°C/amns ¢.29 i P p

290°C - SwetH

= 106

Hp-nn/anumacu = 103

: = e

- 10 15 2!1H 25 30 / - 35 a 40
7
\\/\f\\a/ k/\J/\\MJ/\\»~,—--—-—\p~,.q,~J 3 z:;t[)d‘eﬁ 1;:i’;J0739€
. RN NN w.‘J
30 31 32 32 34 35 38 37 38 39
Bpess, muH

Puc. 12. Xpomarorpamma, noiyuentas ¢ momorpto KXJ[-KI'X-ITN /] anann3a MOAEIBHOTO pacTBOpa
H-aJIKAHOB B H-JICKAHE.

Cnocoo 4. Cioco6 oOHapy)KeHHUs JIETYYUX W CPEAHENIETYYHX MPUMEcei B Ta3000pa3Hoi
npobe, ocHOBaHHBIN Ha BBOZe 10 SO0 MK mapoBoii (a3sl 6e3 AeIeHHs MOTOKA B UCIIAPUTEINb
xpomarorpada B ycnoBusx orpannuutenbHor KX/ ¢ mocnenyromum ['X-MC ananuzom.

Crioco® mO3BOJISIET CHU3UTH MpEIeNibl OOHAPYKEHHs AJIS IIMPOKOr0 Kpyra aHaJIWTOB 3a
cueT yBenW4YeHUS o0beMa BBOAWMON TMPOOBI M  COYETAHHA CO  CBEPXTOHKHMH
BeIcOKOd(pexkTuBHBIMU KI'X komonkamu. Crioco® mpuroieH [uis aHajliu3a Ta3000pa3HbIX
po0, coleprKaliX 3HAUYUTENbHBIC KOJMYECTBa MapoB (BIUIOTH JI0 HACHIIICHHBIX) JICTYYHX U
CPeAHENEeTYUHX KUAKOCTEH, IpuMep NoJ00HOT0 IPUMEHEHHUs IIpUBEIeH Ha puc.13.
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Puc. 13. Xpomatorpamma 500 MKJI paBHOBECHOI mapoBoii (a3bl Haj uucThIM TomyonoM npu 50°C ¢
npeaBapuTeIbHbBIM BBOJIOM 1 Mk MTBD; ycioBusi aHanm3a: HadasbHas TeMIleparypa TepMocTaTta
10°C, 25mumn, Harpes co ckopocTbio 10°C/mun 1o 130C, Harpes co ckopocthio 30°C/Mun 1o 280C,
KOHeuHas TemmepaTypa Tepmoctata — 280C, 5 muH, BBoA mpoObl Oe3 meneHus motoka. KXJI
npeakononka: 2,5v%0,25m. KI'X xononka: VF-5MS 304x0,22um*0,25vkm

Cnocoo 5. Crnioco0d aHanmW3a JETy4YWX W CPEIHENICTYYMX YHCTBIX J>KHUJIKHX BEIIECTB,
MO3BOJIIOIINN MTPOBOJUTH OJHOBPEMEHHOE OOHApPY>KEHHE B HUX JICTYYHUX U CPEIHEICTYdnX
npumMecei kak OoJiee JIeTyunx, Tak U MEHee JIETyYuX, YeM OCHOBHOW KOMIIOHEHT.

Crnioco6 ocHoBaH Ha npuMeHeHuH orpannuntenabHoil KX/ B couerannu ¢ KI'X-MC. On
MO3BOJISICT BBOAWUTH M aHanu3upoBaTh Ooibinne (0,2 — IMkiI) mpoObl M CHHIKATh IMPEICIT
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OOHapy>KEHHsI JIETYYMX W CpEIHENIeTYYMX IpHMece Ha HECKOJBKO IMOpsIKOB. Brepsbie
IOKa3aHa BO3MOKHOCTH OJHOBPEMEHHOTO OOHapykeHHs Oojiee W MEHee JETydHX 4YeM
OCHOBHOW KOMIOHEHT mpumeceii Ha crois HmskoM (1o 10°-10™ %) yposme conepanmii
(puc. 14).Tloxxox MO3BOISIET YBEIUYUTh YUCIO PETUCTPUPYEMBIX NPUMECEH B CBEPXUUCTHIX
JETYYUX U CPEAHENETYUYUX OPraHNnYEeCKUX BEIIECTBAX.

MTEBD Tornyon

i

Puc. 14. Xpomarorpamma 1 MKJ ToNTyoJ1a ¢ mpeABapUTENbHBIM BBooM 5 MKk MTED; ycnoBust
aHanW3a: HavaabHas Temmeparypa tepmoctata 10°C, 44 Mun, Harpes co ckopoctbio 10°C/mun 110
130°C, narpes co ckopocTbio 30°C/Mun 10 280°C, koneunas Temneparypa Tepmocrata 2807C, 5 mun,
BBOJT IPOOBI O€3 JEICHMSI TIOTOKA.

Cnocoé 6. Ciocob oOHapyXeHHUsI MEHee JIeTY4nX, YeM OCHOBHOM KOMIIOHEHT NpHMeceii B
YUCTBIX KUJKUX OPraHUYECKHUX BEIIECTBAX.

Crnioco6 ocHoBaH Ha BBoJe 1 — 5 MK XKHAKOH HpoObl B ycioBusiX HacagouHoil X/ B
JaiiHepe wucnapuTens xpomarorpada c mociuenyrouuM KXJI pasgenennmem Ha mycTOH
npenkoionke ¢ nocienyrommum KI'X-MC ananmuzom. Crioco® MmMo3BONSIET CHU3UTH MPEEITbI
OOHapyXeHHs MO CpPaBHEHHMIO C CYIIECTBYIOUIMMH TMOJXOJaMU U YBEJIMYUTH YHUCIO
peructpupyembix npumeceit. [lokazana BoO3MOXHOCTh BBOJa D MKJI Ha MPUMEpE H-JICKaHA B
KI'X-MC npu coxpanennn 3pGeKTUBHOCTH OTACICHUsI OJU3KUX 110 YIEPKUBAHUIO TTPUMECEH
Y BO3MOKHOCTH MX PErHCTPaALIUH.

Cnocoo 7. Cnoco0 oOHapyKeHHUs JIETy4YuX M CPEAHENICTYYHX MpUMeceid B TBEPABIX
MaTpHUIaX CJII0KHOTO COCTaBa.

Meron IWHAMHYECKOW Ta30BOM HKCTPAKIMHM OOBIYHO TIPEIIoiaraeT HCIOIb30BaHUE
COpOCHTOB [UIsl  yNABIUBAaHUS W3BJICUCHHBIX U3 TBEPAOM MATPHUIBI COCAMHCHHI.
Hcnonp30BaHrEe TMOTJIOMIEHUS B PAaCTBOPUTEIb MOKET HMETh IEPCHEKTUBbI B Cly4yae
HEOOXOJUMOCTH TOBTOPHOTO WJIM JIOTIOJHUTEIHHOTO aHallh3a, COXpaHEeHUW obpasia
JUTUTETTLHOE BPEMSI.

Onnako B mpolecce YyIaBiIMBaHUS B PACTBOPUTENL MPOUCXOAUT €ro yrhapuBaHUE,
KOHIIEHTPUPOBAHUE €0 MIPUMECEHN U MIPUMECEH U3 raza HOCUTEIIS.

[IpennoxxeHHBI cmOcO0 OCHOBAaH Ha W3BICUCHUM AHAUTOB W3 TBEPAOW MATPHIIBI C
MOMOUIbI0 JAMHAMMYECKON Ta30BOM HSKCTPaKIMU MapaMH OPraHH4ecKOro pacTBOPHUTEI,
KOHJICHCAIIMM Ta3000pa3HOr0 HSKCTpAareHTa W aHajlu3e KOHIIGHTpara (OpraHHYecKOro
pacTBopa) ONHCAHHBIMH BbIlle crocobamu. [loka3aHa NPUHIKIHKATIBHAS BO3MOXKHOCTb
NPUMEHEHUS JAaHHOTO CrocoOa I OOHApYKEHHS JETYyYHX W CPETHENeTydduX TIpuMecedl B
MOJICITBHBIX CHCTEMAax M peajbHbIX o0pasmax (puc. 15).

Crioco0 TpeOyeT JanbHEHIIEero u3y4eHus B 00JIacTH ONpeieNieHUs] CTENICHH U3BICUCHUS U
no0ope IKCIEePUMEHTAIbHBIX apaMeTpoB. OAHAKO a)ke B TAKOM BapHaHTE OH MOXET ObITh
NPUMEHEH Ui OBICTPOrO TOWCKA MPUMECEH B CIOKHBIX MaTpPUIAX C HCHOJIb30BaHUEM
HIMPOKO PACHpPOCTPaHEHHOTOo 00OpyIoBaHMS M MarepuaioB. HeoOXOoAMMO OTMETHUTH, YTO
KOHJICHCAT MOJIYy4aeTCsl YUIIE 10 MHOTUM COOCTBEHHBIM MPUMECSM, 4eM ucxoaueiii MTED 3a
CUET OYMCTKU JUCTHIUISIMEH.
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B miecToii riaBe mpUBENEHBI PE3YNBTAThl OOHAPYKCHHE JIETYUYUX U CPEIHEICTYIHX
npuMeced B pealbHbIX O00BEKTax  crnoco0amMy, OCHOBAaHHBIMM Ha TMPUMEHEHUU
xpoMagucTuuisaiuu B couetanuu ¢ KI'X/MC.

C mnomonipio pa3pabOoTaHHBIX IMOAXOJOB OBLIO MPOBEAECHO OOHAPY)KEHHE MPUMECEH B
HECKOJIbKUX 00BeKTax. Y CIOBUS ONTUMHU3UPOBAIH 110 YUCTYy OOHAPYKUBAEMBIX TPUMECEH.

[Tpu oOHapyxeHHe JeTYyYHX U CpeAHeNeTy4yuX MpHuMeced B 00pa3llax YHCTHIX BEIIECTB
i xpomatorpaduu (0EH301, TOIYOJ, 7-KCHIIOJ, STHIOCH301, H-HOHAH, JICKaH, FeKCaIeKaH)
u B oOpasne ¢apMcyOCTaHIUM OTWIOBBIA 3Pup OpOMHU30BAJIEPUAHOBON  KHCIOTHI
UCTIOJIB30BaJIM TIOJIX0JI, OCHOBaHHBII Ha BBOjE MpoObI ¢ jaeieHueM motoka (mo 1:200), kak
OOLIENPUHATHIM B JIUTEPaType U CPaBHUBAIM C PE3YyIbTaTOM OOHApYXEHHUS IpuMeced ¢
MOMOIIBI0  TPEUIOKECHHBIX ~ TMOAXOJOB C  HWCIOJIB30BAaHMEM  HM30TEPMUYECKOW U
orpannuutenbHoi KXJ[ B coueranmu ¢ ['X-MC ananuzom. [lokazaHo, uyTto HambombIee
YHUCIIO IPUMEced yaeTcs OOHAPYKUTh MPU COBMECTHOM HCIOJIb30BAHUU MOAX010B. [Ipruem
Ipy MPUMEHEHUH DPa3pabOTaHHBIX MOJXOJO0B YHUCIO OOHAPYKEHHBIX NpHUMEced B UUCTBIX
BEIIIECTBAX 3HAYUTEIILHO YBEINYUBACTCS.

MouoTeiii kode BBIOpaIM KaK MOJETBHBIH OOBEKT, COAEPKAIMUNA IO JUTEPATYPHBIM
JaHHBIM IMHPOKUH  KPYyr JIETYYUX H  CPEIHENEeTYYMX COCJAMHCHUU, 3HAYUTEIHHO
pa3IUYAIOIIMXCS MO MOJSPHOCTU U JeTydecTu. PapmMiipenapaT Ha OCHOBE a3UTPOMHIIMHA
BBIOpaJIM KaK CIOKHBIMH 00BEKT, OCHOBHOW KOMITOHEHT KOTOPOTO HE MPUTOJIEH JJISl MPSMOTO
aHanuza B ycioBusax KI'X.

Hcnonp3oBany 1oaxo/, OCHOBaHHBIM Ha BBOJE MPOOBI paBHOBECHOW MapoBoil (asbl ¢
JIeJIEHNEM TMOTOKa, KaK OOIIENPUHATHIN B IuTeparype. Pe3yiapTarsl 00MEnpUHSTOrO MoAX0/1a
CpPaBHHBAIIA C pe3ylbTaTaMd, MOIYyYEHHBIMH C TIOMOIIbIO crmocoboB 4 u 7. Ilpumep
0oOHapy>XeHHSI TIpUMeEce B OJHOM M3 00pa3loB (apMIiipenapara Ha OCHOBE a3UTPOMHIIMHA
IpUBEZEH Ha puc. 15.
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Puc. 15. Bux xpomaTorpamMMsI TTOTYICHHOU TTPH aHAJIM3€ KOHICHCATa JHMHAMHUYECKOM ra30BOi
skcTpakiuu napamu MTBD u3 ¢papMnpenapaTa Ha OCHOBE a3UTpOMHUIIMHA. TemiepaTypa ra3oBoi
akctpakuun: 90°C.

[MonyuyeHnpie B pabOTe M CYIIECCTBYIOUIME MPEANOCHUIKH (aBTOMATH3UPOBAHHBIN BBOJ B
KI'X-MC 1wmxkn MTBD B KX ycnoBusix (mpu 5°C); BO3MOKHOCTH pPErHCTparius
KOMITOHEHTOB ¢ uHzaekcamu yzaepxkuBanus 600-3000,1uana3oH npeaenoB UACHTH(PHUKAIMNA
(S/Nrc >10) B aumamasone 5x10%° - 5x10%; I[IIK B BO3ayxe paboueit 30HBI s
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OOJBIIMHCTBA KOHTPOJIUPYEMBIX JIETYYHX OpPr.COCAUHEHHH M YacTU CPEAHENETYy4hX B
Marna3oHe:; 0,1-150MF/M3) MO3BOJIMJIM TIPEJIOKUTh TIOAXOJ K OIEHKE KadeCTBEHHOTO
COCTaBa JIETYYMX OpPraHWYECKHX 3arps3HUTENel Bo3ayxa paboueil 30HbI Ha ypoBHe ITJIK.
[Moaxox 3akmouaercss B orbope mpoOsl Bo3ayxa (1) 6apborupoBanuem uyepe3 1 mia MTBED
¢ TepMOU30JIMpOBaHKeM cocyaa otoopa (puc. 16)c nocienyronmum KXJ[-KI'X-MC ananuzom
KOHIICHTpaTa, perucTpaiueii KOMIOHEHTOB B Auana3zoHe nHaekcoB yaepxkuBanus 600-3000a
oLleHOYHOU wuaeHTHPUKanuu 1o Oubmmoreke wmacc-ciekTpoB NIST. Koneunslii o0bem
koHneHntpata B MTBED cocraBun okomo 400mkn mpu ortbope 1 nm Bozmyxa 3a 20 muH
yepe3 1 ma MTED.

Ha npumepe ananmuza Bo3ayxa psaa pabodux MOMEIIEHUH XMMHUYECKOro (akynbTera
MI'Y um. M.B. JlomoHOCOBa MOKa3aHa JOCTaTOYHO BBICOKAsl BOCIPOU3BOJIMMOCTH CUTHAJIOB
obHapykeHHBIX mpuMecer (S <25%, Tpu orbopa mpoObI BO3ayxXa B OJHOM IOMEIICHUH C
MOCJICTYIOIUM aHAJIA30M).

Abundance
140000

130000:
120000:
110000 1 MKkn koHUeHTpata B MTBED 13 Bo3gyxa
100000:

T J

Tme—> 1050 11.00 11.50 1200 1250 13.00 13.50 14.00 1450 1500 1550 16.00 16.50 17.00 1750 18.00 18.50 10.00
Abundance
140000

130000
120000 1 MKn ynapeHHoro B 4 pasa MTEQ
110000

100000

2000 N

H | | [\
80000 \
\~ 1,0n 05n BO3AYX

TennonsonAaymAa
-~ —

20000
10000 Moor ! . Arsrmtsnsrde — A

Time—> - 10‘50 11!00 11150 1ZIDO 12‘50 13!00 13150 14!00 14!50 15!00 15|50 18!00 18!50 17!00 17|50 18!00 18{& 19!00
Puc. 16. [Ipumep oOHapYKEHUS JICTYIMX COSTUHEHNUH B BO3AyXe paboUuero moMeIieHus U

CXEMaTUYHOE M300paXKeHHE MPOIeAYPHI 0TOOpa Moo Bo3ayxa OapboTupoBanueM uepe3 MTED.
[Ipomryckanue 11 Bo3myxa uepe3 1 M MTBD, ananu3 1Mk koHIeHTpaTa ¢ nomomnsio KX /J1-KI'X-
MC.
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BreIiBOALI
1. B pesynbrate W3y4YCHHs BBIACICHHS JICTYYMX M CPEAHEICTydUX MpUMecedl U3
OpPraHUYECKUX BEIICCTB PA3JIMYHOW JIETY4eCTH C HCIOJIb30BAHUEM KAlWJUISIPHOM U
HacagouyHOU xpoMmamucTuuisanuu B couetanun ¢ MC (OU), KI'X u KI'X/MC (BU) B
3aBUCHMOCTH OT YCJIOBHH OKCIIEPUMEHTa T[OKa3aHa BO3MOXKHOCTh CEJICKTHBHOM
pErHCTpalii ¥ KOHICHTPUPOBAHUS MpPUMECEH pa3IMYHON JIeTy4eCTH B MpOIecce

XpOMAAUCTUIIAIUOHHOI'O pa3aCICHU.

2. IlpemioxxeH  cmoco®  aHanmM3a  OpPraHMYECKHMX  PAacTBOPOB,  OCHOBAaHHBIM  Ha
KOHIICHTPUPOBAHUH TpUMeEced M3 OONbIINX MO0 00beMy IpoO MpH HaHECEHHWU NMPOObI Ha
WHEPTHBIA HOCUTENb, YAAJICHUH OOJIbIIECH 4acTH pacTBOpPHUTEINs (OCHOBHOTO KOMIIOHEHTA)
B YCJIOBHUSX XPOMAIUCTWIUISIMH, OCYHIECTBISIEMBIH B KOPOTKOM KapTPUIDKE C ITHM
HocuteneM, U KI'X/MC ompeneneHnu cocTaBa KOHIIGHTpaTa INPH BBOAE IMPOOBI B

YCIIOBUSAX KaWJUISIPHON XPOMAaIUCTHILISIIUH.

3. B pe3synprare uW3y4eHHs BO3MOXKHOCTH HCIOJB30BaHUS psiia  OPraHMYECKUX
pacTBOpUTENIEH B Ka4€CTBE OCHOBHOI'O KOMIIOHEHTAa CMECH M OIPAHMYUTENS IPU BBOJE
npoObl B KaNMWJULSIPHBIM Ta30BbI XpomaTorpad B YCIOBUSX XPOMAaAUCTHIUIALUU IS
OOHApYXKEHHsI JIETYyYUX U CPEIHENIETYYHX COCAMHEHUH pa3JIn4HON JeTyuyecTH |
MOJIIPHOCTH TMOKA3aHO, YTO MO COBOKYIHOCTH MapaMeTpoB HauOoJiee MOIAXOASLIINM
pacTBopuTeNieM (OrpaHHYUTETIEM) SIBISCTCS METWI-mpem-OyTHIOBBIA 3¢up. Pa3uto
HaIlpaBJI€HUE OrPaHUYUTENIBHOW KANMWIIAPHOM XPOMAIUCTUIUISLMU NPU COYETAHHHU C

I'X/MC nipu UCTIONIB30BaHUH STOTO PACTBOPHUTEIIS.

4. TlpenmoxkeH cmoco0 BBICOKOYYBCTBUTEIBLHOTO OOHAPY)KCHHUS JIETYYHMX TPUMECEH B
TBEPIBIX MATPHIIAX, OCHOBAHHBII HAa WX BBIICICHUU TapaMH METHI-mpem-0yTUIOBOTO
a¢upa B Mpolecce AUHAMUYECKOW Ta30BOM SKCTPAKIMU, KOHJIEHCAIIMM SKCTPAKTa H
aHanu3e KoHueHTpara MertogomM [X/MC mpu BBOje TMpoObI B YCIOBHSIX

XpOMAaAUCTUILIIALUUA.

5. Ha npumepe oOHapyXeHHsS HpUMECEH B psijie JETY4YHX YHCTBIX OPraHUYECKHX BELIECTB
npu ucnonb3oBanuu KI'X/MC u cTtaHzapTHOro BBOJA MPOOBI C CIEHUEM MTOTOKA M MPH
cogetannu KXJ| m KI'X/MC mnokazaHo, 4TO B IMOCICAHEM Ciaydae BO3PACTacT UYHCIIO
oOHapyKEHHbIX MPUMECEH, U YTO 1eIecO00pa3HO YCTAaHOBJIEHHE COCTaBa MpUMeceil mpu
COBMECTHOM HCIIOJIb30BaHMM OOOMX METOJ0B, TaK Kak pe3yibTaTbl OOHapy>KeHUs

npuMeceil 000MMH METOAAMHU B3aUMHO JONOJIHSIOT Apyra Ipyra.
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