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KanunnsapHasa xpomaguctunnaumsa — macc-
CMEeKTpoOMeTpUA ANA KOHUEHTPUPOBaAHUA U onpeaerneHus
npumecen

I'ynses U.B., Uenensuckuit [{.A., PeBenbckuit A.U., PeBenbckuii N.A.
Mockoeckuii 2ocyoapcmeennulil ynugepcumem um. M.B. Jlomonocosa, Mocksa

[Toctynuna B pemakmuio 11.02.2012 .

AHHOTauuA

BnepBbie ocyliecTBieHa KamWUISIpHAs XPOMAJUCTHWIUISILUS C HEMOCPEICTBEHHBIM Macc-
CHEKTPOMETPUIECKUM JETeKTHPOBAHHEM JIIOMPYEMBIX KOMIIOHEHTOB B PEXHUME DJICKTPOHHOU
noHm3armu. lVcciaemoBaHo pacrpeneNeHue JIETKUX W TKENBIX MPUMEceH BIOJbh CTYINEHH OCHOBHOTO
KOMIOHeHTa. lccnemoBaHa 3aBHCHMOCTh paclpefelieHds OT TeMIepaTyphl KHICHHS IPUMECEH,
TEeMIepaTypbl NMPOBEACHUS OIBITa, KOHICHTpAauu mpuMecH. [lokazaHa BO3MOXHOCTH HCIIOJIB30BAHHSA
XPOMATUCTWIUISIMA B COYETAHMH C MAaCC-CHEKTPOMETpHEH I KOJNUYECTBEHHOTO OIperesICHHs
puMecei.

KawueBble ciaoBa: rasoBas xpomarorpadus, KOHICHTPHPOBAHHWE Ha IMYCTHIX KalMUIIpax,
KOHLIEHTPUPOBAHUE MTPUMECEHi, OlpeieieHre TpUMeceid, XpOMaAuCTIIIIINS, SPPEKT pacTBOPUTEIS

For the first time capillary chromadistillation coupled with direct EI mass-spectrometry detection
was realized. Distribution of light and heavy admixtures along the main component eluting is
investigated. Depending of the distribution from oven temperature, boiling temperatures of admixtures,
concentration of admixtures is investigated. It was shown that capillary chromadistillation — mass-
spectrometry can be used for quantity determination of admixtures.

Keywords: chromadistillation, chromatographic evaporation, determination of admixtures,
fractionated evaporation, gas chromatography, sample concentration, solvent effect, solvent trapping,
trapping on solvents, (concentration on) uncoated fused silica tube

BBepeHue

Meton xpomaauctmnisiiuu (X/1) aktuBHo pazpadatsiBasics B CCCP B 70-x u 80-x
ronax JKyxoBuukum u cotp. [l, 2]. Pa3nenenue B MeroAe XpOMaauCTUILISALIMU
MIPOUCXOIUT 32 CUET MHOTOKPATHBIX MPOIECCOB KOHIEHCAIMH/MCTIAPEHUS] KOMIIOHEHTOB
aHATM3UPyeMOi IPOObI Ha MOBEPXHOCTH UHEPTHOTO COPOCHTA BHYTPH HAOMBHOM KOJIOHKH
(160 Ha MOBEPXHOCTH KANMWJUISIPHONW KOJOHKH Oe3 HemoaBWXHOW (azbl) [3], uepes
KOTOPYIO TpOJyBaeTcsi ra3-Hocurenb. s yBenmuueHus: 3()(HEKTUBHOCTH pa3feleHHs
MOTYT MPUMEHSATHCS OTPUIATEIBHBIA IPATUEHT TEMIIEPATyp BAOJIb KOJOHKH (TepMUYecKas
XpOMaTUCTWIIALMSA) TUOO BBEACHUE NEpe] CMEChI0 B KOJOHKY BEIIECTBA, JETYyYeCTh
KOTOpPOTO BBIIIE€ JIETy4ecTH Haubosee Jerkoro KOMIIOHEHTa pa3lesieMoid cMecu
(orpaHuYHTENBHAS XPOMATUCTHULANMS). B oTnuume oT Tra3oBod Xxpomarorpaduu, B
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XpOMAJUCTWIIALMY TapluajibHble JaBJIEHUS KOMIIOHEHTOB CTPEMSTCS K JaBJICHUSM
HACBIIICHHBIX MTAPOB, & KOJIMYECTBO HEMOABIKHOU (pa3wl K HyIHO [4].

W3ydyeHne  XpOMaJWCTWIUIALMOHHBIX  MPOLIECCOB M pa3BUTUE  METOOB
XpOMAaTUCTWIISAMM Ha HAOMBHBIX M 3aTeM Ha KalmWUIAPHBIX KOJOHKAX MOKa3alo
BO3MOXXHOCTh MPUMEHEHHUS HUX JJIs aHallu3a CMECei, MpenapaThBHOTO HEMPEPHIBHOTO
NOJYYeHUs YHUCTBIX BEIIECTB, PA3TOHKH CMecedl HePTEnpoAyKTOB IO TeMIepaTypam
KUIMIEHUS, ONpeneneHus (U3NKO-XUMUYECKUX XapaKTePUCTUK YHCTHIX BEIIECTB U
pacTBOpoB.  XpOMaJUCTWIUISAIMS  TakKe  MOXET  ObITh  HCIOJNb30BaHA IS
KOHIICHTPUPOBAHUS TpuMecei [5].

Bonpmoe yucno pabot I'poba u cotp. mocssieHo «3pdekTy pacTBopuTens» [6] u
UCTIOJb30BAHUIO B Ta30BOM Xpomarorpaduu TPEIKOIOHOK ©O€3 HEMOABMKHON a3kl
(retention gaps), KOTOpbIE MOJYYAIOT IMIMPOKOE PACTIPOCTPAHEHHE B TOCIEIHUE TOJIBI
Omaromaps 1eloMy psiay npeumyiiectB [7] mpu BBoae mnpoO 0e3 aeneHus MOTOKa.
Bonpmioe pacmpocTpaHeHune TOMYYWIM T.H. TMPEAKOIOHKH C BO3MOXHOCTBIO cOpoca
pacTBOpUTENS B MECTE€ COCIUHEHHUS C AHATUTHYECKOM KOJIOHKOM M (Wiau) oOpaTHOMU
MPOAYBKOI razoxpomarorpaduieckoi cuctemsl [8].

B pesynbrate HaOmomaeTcs 3HAUMTENBHOE yiydlieHHe (POpMBI THKaA, YHAeTCs
3aperucTpUpoBaTh MHUKHU, paHee (0e3 UCIONb30BaHUS MPEAKOIOHKH) MEPEKPHIBAIOIINECS C
UKOM DPAaCTBOPHUTENS WM THUKAaMH JPYyTUX KOMIIOHEHTOB, TOHMKAETCS Tpenen
oOHapy»XeHHsI KOMIOHEHTOB [6]. OpHako TMpu TPOBEIECHUH OTHX HCCIEIOBAHUI
IPOUCXOSAIINE B TMPEAKOJOHKE MPOLECChl HE pacCMaTpUBAIMCh OTAENIBHO, a JIUIIb B
COBOKYITHOCTH € XpomaTorpaduueckuM pazaeneHueM. [Ipu oObsICHEHUU ITHX MPOIECCOB
YUUTHIBAIOCH JICUCTBHE IJICHKH PACTBOPHUTENS B KAaUeCTBE AWHAMHYECKOW HENOJBM)KHOM
da3pl I MPUMECHBIX KOMIIOHEHTOB MpoObl. OJHAKO HE YYHTHIBaldach pPa3HOCTh B
JIABJICHUSX HACBHIIICHHBIX MapOB KOMIOHEHTOB, (PaKTOpa, JIE)KAIIETO B OCHOBE TEOPHH
XPOMaAUCTUILIALINU.

Pacnipenenenne npumeceld B IpolLecce XpOMAAUCTWUIALMU Majlo HU3Yy4EHO.
BeposTHO, 3T0 OBLTO CBSI3aHO ¢ HEBO3MOKHOCTHIO PETHCTPUPOBATH MPUMECH U OCHOBHOM
KOMIIOHEHT, 3JIIOUPYEMbIE OJJHOBPEMEHHO, OJIHUM JETEKTOPOM (IO HCIIOJIb30BAaHUS Macc-
cnekTpoMeTpun). A TpH wucciaenoBaHuU «3(ddeKkTa pacTBOpPUTENs» O MpoIleccax,
NPOUCXOIIIAX Ha TMPEIKOJIIOHKE, MOXXHO OBUIO CYIOHWTh JHINb TI0 pe3yJibTaTaMm
MOCTEAYIONIETO pa3/ieJIeHus] KOMIIOHEHTOB Ha OCHOBHOM YacTH KOJIOHKH, COJeprKalieit
HETIOJIBIXKHYIO (ha3y.

B pab6ore [9] skcriepuMeHTanbHO MOKAa3aHO KOHIIEHTPUPOBAHKUE MPUMECH Ha KOHIIE
CTyNeHH pacTtBoputensa. s perucrpanuu CurHajia mnpuMecH Ha (OHE OCHOBHOTO
KOMIIOHEHTa aBTOpP MPUMEHST AOMOIHUTENbHBIN CeleKTUBHBIN neTekTop. [Toxe B pabote
[10] ObulO WM3yueHO pacmpeneseHue MpUMeced IMeHTaHa mnpu u3oTepmuueckoMm (22°C)
AIMIOUPOBAHUU TIOCTEAHETO U3 MYCTOM KAaMWUISPHON KOJOHKH (03 HEemOoJIBHKHOU (a3bl).
JUJ1st 5TOTO BRIXOISIINE U3 KOJOHKH Mapbl OBUIH MOCIIEI0BATEIFHO CKOHIEHCHPOBAHEI B 10
nosymikax. Kaxnas uz 10 ¢paknuii 6pu1a mpoaHamTu3upoBaHa razoxpomarorpaduyeckum
MeTooM. bBpuIo mokazaHo, yTo HauOosiee JETy4HMe NPUMECH KOHLIEHTPUPOBAIUCH B
nepBOd M YacTMYHO BO BTOpPOM  (pakuusix, HauOolee TKENble MPUMECH
KOHIICHTPUPOBAINCH B TOCHeqHuX ¢pakuusax. [Ipu 3ToM, uem Tspkenee ObUia TPUMECH,
TeM Oosbie ObUT 3 (PEKT KOHLIEHTPUPOBAHUS €€ B MOCIeTHEH PpaKInu.

B paGore [11] BmepBble OBUIO HM3yYEHO paCHpECICHHEC KOMIIOHCHTOB CMECHU
METOJIOM KaNMUWUIIPHOM XPOMAJUCTWIUISALUU U XPOMATO-XPOMAJAUCTUIUIALMUA C Macc-
CHEeKTpoMeTpueld ¢ QoToMOHHM3amMed Tmpu arMocdepHoM aaBieHHH. OTMeuaeTcs
HETOJTHOE pa3fielieHue CTyNeHel OKTaHa U IeKaHa MPH XPOMAIUCTUIUISIIMYA SKBUMOJISIPHOM
cmecH. [Ipu ucnonbp30BaHUKM XPOMATO-XpPOMAAUCTUIIIALINN TOKa3aHO OTAENIEHUE puMeceit
TOJIyOJIa ¥ KCHJIONIa B BUJIE MMMKOB Ha KOHIIE CTYNIEHH OCHOBHOT'O KOMIIOHEHTa (OeH30:71a).
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Hactosmas paboTta mocBsilieHa W3YYEHHMIO DPACIPEAENCHUS JETKUX U TAKEIbIX
IpUMeceld BIOJNb CTYIIEHM OCHOBHOIO KOMIIOHEHTA, IOJIYYEHHOIO B pE3yJbTaTe
KaNWUISIPHOM XPOMAAUCTUIUISIMKA B COYETAHUHU C MACC-CIIEKTPOMETPUEH C MOHU3AIUEn
anexktpoHamu (MC/MD); a Takke 3aBUCHMOCTH 3TOTO PACIpPENECIICHUS] OT TeMIIEpaTyphl
IIPOBEJICHUS OTbITa, PA3HUIIBI B TEMIIEpaTypax KUIEHUS (JaBICHUSX HACBIIICHHBIX MapOB)
IPUMECH U OCHOBHOT'O KOMIIOHEHTA, KOHLIEHTPALIUU [IPUMECH.

JKCNEepUMEHT

VYcraHoBka st XpoMagucTwusinuu (puc.l) Opita cobpaHa Ha OCHOBE Ta30BOTO
xpomarorpadpa ¢upmer Carlo Erba wmomens «5160 Mega Series» ¢ I1uiaMeHHO-
MOHU3AIMOHHBIM JIETeKTOpPOM (2) U Macc-criekTpomerpa ¢upmbl Finnigan monens «4500»
(3) ¢ xBagpPymoNbHBIM Macc-aHanuzatopoM. IIpoGa BBOIMIACH IIMPUIIOM B HUCHAPUTENH
(1), (Tuer=250°C), coenquHEeHHBI C MyCTHIM METAUTMYECKUM KaIWJUIAPOM JUTHHOW 1 M u
BHyTpeHHUM auameTpoM 0.2 MM (4), pacrnosnoxkeHHOM B TepMmocTaTe Xxpomarorpada (Trepw
or 40 mo 100°C B pasubix ombiTax). s co3gaHuss OTPHUIATEIBHOTO T'PaJUCHTA
TEMIEpPAaTyp Ha HAYaJbHOM Yy4YacTKe Kalujuispa HCIOIb30BaNach MeAHas TpyOka (5)
nuHOM 20 cM. BepxHsis yacTh TpyOKM HarpeBajach 3a CUeT TEIUIomnepenadud oT Oosee
rOpsSYero UCTIAPUTEINsI, HIDKHSS 9acTh TPYOKH OXJIaKIallach 10 TEMIEpaTyphl TEPMOCTATA.
B Tpoitauke (6) MOTOK rejusi, HACBHIEHHBIN MapaMu KOMIIOHEHTOB MPOOBI, METWICS Ha
IBa MOTOKa. bombmast yacTs motoka (0T 3 10 5 Mi/MuH 1npu Tie,y=50°C) Hanpasisiace B
MU (Trup=250°C), roe peructpupoBaiv OOIMI aHATUTUYECKMH CHUrHain. MeHsblas
gacTh NoToKa (~0.2 Mit/MuH 11pu Te,y=50°C) Hampasisiach uepes 00orpeBacMyto TpyOoKy
(7), (T=200°C) B Macc-CIEKTPOMETpP, TIJ€ PEruCTPUPOBAIM CEJIEKTHBHBIA CUTHAI
KOMITOHEHTOB-TIPUMECEH MOAETHLHON CMECH.

e

Puc. 1. biaok-cxema ycTaHOBKH /17151 XpOMaUCTHILUISLMK. | — ucnapuTenb
xpomatorpada; 2 — I[TUJ1; 3 — macc-ciekTpomeTp; 4 — MyCTOM METANTNYECKUI KaTHILIsIP
JunHOM 1 M 1 BHyTpeHHUM quameTtpoMm 0.2 MM; 5 — MmeHas TpyOKa; 6 — TpOMHUK;

7 — oborpeBaemasi TpyOKa, COEAUHSIONIAs TEPMOCTAT C MAaCC-CIEKTPOMETPOM;
8 — 10/1BOJIKA Teusl K MCIIApUTEINIO; 9 — MyCTON KBAapLEBbI 1€aKTHBUPOBAHHBII
Karmuuisp, d = 0.25 mM; 10 - mycTol KBapleBbIi 1eaKTHBUPOBAHHBIN KaMILISD,

d=0.1 mm

B kxauecTBe MOZENIBHOI CMECH MCIIONIB30BAIM PACTBOP M-KCHII0JIa (MMUTHPYIOIIETO
JETKyI0 TPUMECh) U ME3UTWUJICHa (MMUTHPYIOUIETO TSDKEIYI0 TPUMECH) C
KOHIIEHTpalUsIMU 5%107 r/MKJI Ka)k1oro B H-HOHaHe. CHIHAJI OCHOBHOTO KOMITOHEHTa (H-
HOHaHa) peructpupoBay ¢ nomomibio [IMJI. Curnansl mpumecelt perucTpupoBaId B
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pexume SIM ¢ omektponHo woHm3anuenr (70 5B) (m-kcuionm W ME3WUTHIICH
peructpupoBan 1mo m/z 91 mw m/z 120 coorBercTBeHHO). Takke HCIONH30BAIN
MOJIETbHBIC PACTBOPHI JeKaHa, T0JCKAHA U TeTpajeKaHa ¢ KOHmeHTpauuamu 1*10° /v
B HOHaHe. HoHaH, nekaH, noAeKkaH W TeTpaJeKaH perucrpupoBainu B pexume SIM 1o
MOJIEKYJIIpHBIM woHam m/z 128, 142, 170 u 198 cootBercTtBenHo (20 3B). Ckopoctb
CKaHMpOBaHHUs BO Beex ombITax 0.05 cex/ckaH.

PerucrpupoBanu  curHambl — yKa3aHHBIX  IPUMECEH  INIPH  IPOBEACHHUH
XpoMaauCTWIIALMN 1 MKI MozenbHOW cMecu. M3ywanu pacnpeneneHue npumMeced, a
TaK)Ke 3aBUCUMOCTb PaCIpeleIcHHs IPUMECEH OT TEMIIEPAaTypsl TEPMOCTaTa, OT Pa3HULIBI
TEMIEPATyp KWIIEHHS NPUMECH W OCHOBHOIO KOMIIOHEHTa. M3ydanu 3aBUCHMMOCTH
IUIOIIA/IA ¥ BBICOTHI ITMKA ME3UTUIIEHA OT €0 KOHIEHTPALlUU B H-HOHAHE.

Pe3ynbTatbl U nx obcyxaeHue

Ha puc. 2 npeacraBieHa xpomaaucrorpamma 1 it cmecn 5%107 /MK n-Kentona
YW ME3UTHUJIEHA B H-HOHAHE, MOJIydeHHas mpu temmeparype tepmocrtara 50°C. Ha puc. 3
MPEICTABJICHB MACC-XPOMAUCTOTPAaMMBbI H-HOHAHA, M-KCUJI0JIa U ME3UTHIICHA.

N3 puc. 3 BuAHO, YTO ME3WTHICH, Kak Oojee TSKENbld KOMIIOHEHT,
KOHIIGHTPUPYETCSI Ha KOHIIE CTyNeHHM H-HOHaHa (puc. 36). OH peructpupyercs B BUC
OCTpOTo NMuKa (IMpYHA NMUKa Ha cepearHe BHICOTHI 0,25 cek). ITO YCIOBHO COOTBETCTBYET
sddexruBrocTH 2*10° Teop.T. (€caM CYMTATH TAKOH MUK AHATHTHYSCKHM CHTHAIOM
BelIecTBa pU XpoMaTorpapuueckoM pazzerneHun). [Ipu 3Tom KoHIEHTpalus Me3UTHIIeHA
B ra3oBoil (a3e (MCXOAs 3 MHTEHCUBHOCTH CHUTHAJIA ME3UTUJICHA) B MOMEHT BBIXOJa THKA
okazpiBaercs B 500 pa3 Bblllle, 4eM BO BpEMs AJIIOUPOBAHMS BAOJb CTYIIEHU H-HOHAHA.
OpnHako MUKy COOTBETCTBYET TONBKO ~30% (10 TUIOIMIaau) BCEro ME3WUTHIICHA, OOIbIIast
yacTh (nopsiaka 70% Mo miomaan) ero paBHOMEPHO paclpenenseTcs BAOIb CTYNEHU H-

HOHAaHa.
99.7

WHTeHcHBHOCTL (MB)

14.8

6450 14 28 12 56 70
Bpema (MuH)

Puc. 2. Crynens 1 Mk H-HOHaHA NIPH Trepw = 50°C, momyuennas ¢ 1TA/]
(xoadpunment nenenus norokos [TUJI/MC = 15-25)
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BeposiTHO, oOTaeneHue TSDKENOM TpuUMECH B JaHHOM cliydae OOYCIIOBJICHO
NEHCTBIEM OCHOBHOT'O KOMITIOHEHTA KaK OTPaHUIHUTEIIS.

[I-kcumon kak OoJiee JETKWH KOMIIOHEHT (puc. 3B) KOHIICHTPHPYETCS B Hadaie
CTYIICHU H-HOHAHa (HI/IK B KOHII€ CTYIICHU OGYCJ'IOBHGH MCIIAKIIUMM CHUTHAJIOM
Me3uTHIeHa). B oTiMune oT Me3uTHIIeHa, TI-KCHIION He 00pa3yeT OCTPOro MUKa M CHIILHO
Pa3sMbIBACTCA BAOJIb CTYIICHHU H-HOHAHA.
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Puc. 3. Macc-xpomaaucrorpammsl 1 Mk 5*107 r/MKIT I-KCUIIONAa U ME3UTUIICHA B
H-HOHaHE. Trepy = 50°C.

a) HoHaH (m/z 128), 6) me3utmieH (m/z 120), B) m-kcmon (m/z 91).

CpaBHeHUe pacnpeesieHUs MEe3UTHIIeHa I0J CTYINEHbI0 H-HOHaHA NPHU pa3HBIX
TEMIIepaTypax MpeACTaBICHO Ha pHC. 4. YUUTHIBAs 3aBHCUMOCTH KOA(PPHUIMECHTA AeTCHHS
NIOTOKa B TPOWHHKE 6 MpHOOpa OT TEeMIIEpaTypbl, HTHTEHCHBHOCTh CHT'HaJa HOPMHPOBAHA
10 CYMMAapHOM IUIOMIA M, OTBEYAIOIIEH ME3UTUIICHY.

C yBenuueHMeM TeMIepaTypbl TepMOCTaTa IIMPUHA CTYNEHHM HOHaHa
YMEHBIIAETCS, BRICOTA YBETMUMBACTCS. Y BETMUMBACTCS KaK BBICOTA IIMKA ME3UTHIICHA, TaK
¥ MHTEHCHBHOCTh €r0 CHUTHANa IOJ CTYIEHBIO H-HOHaHA. Jlods Me3uTHiIeHa B TIHMKe
He3HauuTenbHOo yBenuuuBaetcs (0T 24% mpu 40°C mo 36% mipu 60°C).

Ha puc. 5 (tabn. 1) mpencraBieHO paclpeaeleHHe Me3WTUIeHa U Oojee
BBICOKOKHITAIINX TSDKEJNBIX TPUMECEe BIOJb CTYNEHH H-HOHaHa. BuaHo, dYTO C
YBEIHMYCHUEM PA3HUIBI B Tiyy TSHKEION MPUMECH M OCHOBHOTO KOMITOHEHTA 3HAYUTEIBHO
YBEIIMYMBACTCS CTENEHb oTAeNeHus. Jlonst mpuMecH B MHUKe Ui JeKaHa yXe B 2 pasa
OoutbIile, YeM U1l ME3UTHIICHA, a IOJICKaH U TeTpaieKaH OTICISIOTCS IIETHKOM.
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Puc. 4. Macc-xpomanucrorpammsl (m/z 120), mosrydeHHsie 11 1 MK pacTBOpa
MesutuieHa (5*107 r/MKT) B HOHaHe TP Pa3HOI TEMIEPaType TePMOCTATA.
A) Trepw = 40°C, B) Trepu = 50°C, B) Trepu = 60°C. (kaxaast XxpoMagucTorpaMma
IpEeJCTaBIeHA B ABYX MacIITabax)

Opnako c¢ yBenuueHueM Ty, MUK TSDKEIOW MPUMECH DIIIOUPYETCS IO03XKe
OKOHYaHUs CTYIEHM H-HOHAHA, yBEJIMYMBAETCS IIUPUHA IHKA, MUK CTAaHOBUTCS Oojee
Pa3MBITBIM.

Tabmuua 1. Pacnipenenenue TSOKEIBIX MPUMECEH B 3aBUCHUMOCTH OT Tyuny BIOJb CTYNEHH
H-HOHaHA (Tyn = 150°C)

[IIupuna nuka
Tsoxenas Kontr.-ust Mo Ha ¥ ciloBHas
Tiun, °C HoHA, IIPUMECH B 3P PEKTHBHOCTH*,
HpI/IMeCB F/MKJI — (V HOJIYBI:ICOTG, Teop T
b (Y P o
CCK
Me3uTHICH 165 5%10” 30 0.25 2%10°
Jlekan 174 1%10°° 74 0.9 1,5%10°
Jlonekan 216 1%10° ~100 8.2 1840
TerpanekaH 253 1¥10° 100 48 54

TIpuMm. * - 5 HEKTUBHOCTD OCYMTAHA KAK ISl ra30Boii xpomarorpadguu N = (tg/Wh)”.

Ha puc. 6 npeacraBieHbl 3aBUCUMOCTH IIOMAAM M BBICOTA MTUKA ME3UTHIICHA OT
€ro KOHLEHTpaluu B H-HOHAHE (5*10'7, 1.5%107 u 5*10 r/mki). HaOmromaercs
KOppeJsIys KaKk MEXIy IUIOMAIbI0 IMHMKa W KOHICHTpAIMeH ME3UTHIICHA, TaK U MEXIy
BBICOTOM THKAa W KOHIEHTpalueid. OTOT mNpuMep TMOKa3blBaeT MNPUHIUITHATBHYIO
BO3MOXKHOCTh MCIIOJIb30BAaHUS B XPOMAIMCTHUISINN TIOMAAN W BBICOTHI ITMKA B KAYECTBE
AHATUTUYECKOTO CUTHAJIA IS KOJTMYECTBEHHOTO OMPEICTICHHUS.
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Puc. 5. Macc-xpomaaucTorpammsl poo, COAEpKALUX Pa3HbIC MPUMECH. Trepy=
50°C. a) H-HOHaH (m/z 128), me3utmien (m/z 120); 0) H-HOHaH (M/z 128), nexan (m/z
142); B) H-HOHaH (M/z 128), nonekan (m/z 170); T) H-HOHaH (M/z 128),

Terpanekan (m/z 198)

Mnowaab nuka

y =103,02x + 314,52

R*=0,9969

BbicoTa nuka
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Puc. 6. 3aBUcUMOCTB MIIOIIAM MMKA ME3UTHIIEHA OT €r0 KOHIIEHTpAIMH (CJeBa) U
BBICOTHI ITMKA ME3UTHJIEHA OT €ro KOHLEHTpAI1H (crpaBa)

3aknyeHune

BriepBrie Obl1a OCYIIECTBICHA XPOMAIUCTHILIALMS C MAacC-CIIEKTPOMETPUICCKUM
JNETEKTUPOBAHUEM B PEXKHUME SJEKTPOHHOM MOHHU3AIMU, YTO IO3BOJWIO HCCIEA0BATH
HEMPEPBIBHOE paclpeieIeHHe NPUMECe BAOJIb CTYIIEHU OCHOBHOT'O KOMITOHEHTA.

BrIsiBIEHO, YTO TSDKENbIE MPUMECH, KUISAIINE OJM3KO K OCHOBHOMY KOMITOHEHTY
(ATr<25°C), He OTHeNsAITCS UETUKOM NpH XpoMamucTwuianuu. [lpu 3ToM yacTh
BBE/ICHHOI'O KOJIMUECTBA IPUMECEH 3IMIOUPYETCS] BMECTE C OCHOBHBIM KOMIIOHEHTOM, M 3Ta
4acTh TEM OOJIBIIIE, YeM MEHBIIIEC PA3HHIIA B TEMIIEpATypax KUMIEHUS PUMECH U OCHOBHOTO
KoMIoHeHTa. OcTaBIIasicss 4acThb OT BBEJECHHOTO B KOJOHKY KOJIMYECTBA JIIIOUPYETCA
Y3KUM THKOM, BBICOTa KOTOPOTO B COTHU pa3 MPEBBIIIAET BBICOTY COOTBETCTBYIOMICH
CTYNEHHU.

Jnst nerkux mpumeceit 3¢(HEKTUBHOCTH OTNIETICHUS OKa3aiach 3HAYUTEIBHO HUXKE,
MPUMECh PA3MbIBAETCS BIOJIb CTYINEHU OCHOBHOI'O KOMIIOHEHTA, YacTh €€ AJIIOUPYETCA
3HAYUTENILHO 00JIee Pa3MBITHIM IMUKOM, YE€M B CITy4ae TSHKEIOU MPUMECH.

C yBennuenueM ATyy,; OCHOBHOTO KOMIOHEHTA U 00Jiee BHICOKOKHITSIIEH MPUMECH
HaOJIOAACeTCsl TMOJHOE OTACIICHHE MPUMECH OT OCHOBHOTO KOMIIOHEHTA, HO BO3PAacTaeT
pa3MbIBaHHE COOTBETCTBYIOIIETO MHUKA, YTO MOXET OBITh CBSI3aHO ¢ Xpomarorpadueil Ha
TUHAMHYECKON HETOABIKHOM (Da3e, B KauecTBe KOTOPOW BBICTYIACT IUICHKAa OCHOBHOTO
KOMIIOHEHTA (PacTBOPUTEISI) HAC CTEHKAX Kaluisipa.
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Ha npumepe xpomaaucTHIUISLUU pacTBOpa H-HOHAHA C MPUMEChIO ME3UTUIICHA
IMMOKAa3aHO, 4YTO B OINPCACICHHBIX YCIOBUAX MOKHO 3apCTUCTPUPOBATH IBJIIIOUPYCMYIO
TSOKENIYI0 TPUMECh B BUJE OCTPOrO MUKa HEMOCPEICTBEHHO B MOMEHT Claja CTYINEHHU
OCHOBHOTO KOMMOHeHTa. Ilpu 3ToM ycnoBHas 3((GEKTUBHOCTh pPa3leEeHUs] TOCTHraeT
2%10° teop.T. OOHapyKeHa KOPPEIISIHISA MEXTy IJIOIIA b0, BRICOTON MUK ME3UTHIICHA U
€ro KOHHGHTpaHHefI. 9to0 CBUACTCIILCTBYCT (6] BO3MOXHOCTH HUCIIOJIB30BaHUA
XPOMAJAUCTUIIALUN AJI1 KOJIMYECTBEHHOTO OIpeNeeHHs MpUMecei, OJU3KO KUISAIINX K
OCHOBHOMY KOMITOHEHTY, JUUISl KOTOPBIX CTaHIApTHOE XpoMaTorpaduueckoe onpeaencHue
YacTO HEBO3MOXKHO B CUJTy HaJOKEHUS MHKOB.
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