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PaHee npeanoxeHHbI cnocob KOHTPOMSA UHEPTHOCTY ra3oXpomaTorpacmyeCcknx CUCTEM, OCHOBAHHbIN
Ha onpeaeneHnn OTHOLLEHWI Nnowaaer NMKOB NOMNSAPHbBIX Y HEMONSAPHbLIX KOMMNOHEHTOB TECT-PAaCcTBOPOB
(Soru = Snonsprl Suenonspr) A1 CEPUIA MX OCHEA0BATENbBHBIX pasbaBrieHni (Mpy pas3basneHusix B 10 pa3s nx
4YMCNo paBHO NATH), MOAUDULMPOBAH C LiensiMK NofnyyeHns 6onee HageXHbIX OLEHOK MUHUMAIbHbIX
KOMMYECTB NOMSIPHbLIX aHANUTOB (M, . ), ANst KOTOPbIX MOXHO NPeHeBbpeyb HeJ0CTAaTOHHON MHEPTHOCTbIO
cuctem. Kpome TOro, 4OCTUIHYTO YNpOLLEHME IKCNEPUMEHTarbHbIX Onepauuin, cokpalleHe ymucna
napannenbHbIX onpeaeneHnin, a Takxke peannsoBaH 6ornee pauMoHarnbHbI anropuT™ BblYUCIIEHUIA Ha
cTtagum 06paboTkn gaHHbIX. CyTb MOAMMULMPOBAHHOIO anroputMa COCTOUT B annpokcumaL M Habopos
9KCMEPUMEHTASbHbIX 3Ha4YeHW S = f(pm) NONIMHOMaMu TPETbe CTEMNEHN N CPABHEHUN 3HAYeHUn S co
CPeaHVMM BENuUYMHamm Ans Hanboree BOCNIPOM3BOANMBIX 3HAYEHWI S TPeX pacTBOPOB C HaNGomMbLLIMMK
KOHLEHTpaLMSiMU TECT-KOMNOHEHTOB. [TokasaHo, 4To rpaHuLbl MHepTHOCTM WCOT-KONOHKK (CO CTaHAapTHOM
HenonspHOM NONMAMMETUICUITOKCAHOBOW HEMOABMXKHON (ha3om) N0 pasHbIM COeAMHEHUSIM COCTaBNAT
OT Joren HaHorpaMma A0 HECKONbKMX HaHOrPaMMOB NOMSPHBLIX aHanMTOB B XpoMaTorpaduyeckon 3oHe.
Pesynbrathl aHanu3a TecT-o6pasuoB, CoaepKallmx HEKOTopble NoNsipPHbIE KOMMOHEHTbI (Hanpumep, 6eH-
3UJ10BBI CNUPT), MO3BOSISOT NPEANONOKUTb, YTO MHTErpasibHbIE NPOSIBIIEHNS HEAOCTATOYHOW UHEPTHOCTU
MOryT 6bITb 0BYCIOBMEHbI HE TOMbKO BANSHUEM XpoMaTorpadnyeckmx cMCTeM, HO U copBumen NONAPHbLIX
aHanuToB Ha MOBEPXHOCTM EMKOCTEN, NCMOMb3yeMbIX AN NPUrOTOBNEHMS pa3baBneHHbIX TECT-PacTBOPOB.
BbisiBNeHb! pasnuuns B 3Ha4eHUs m, - ANt OAHWX U TeX e MOMSIPHbIX KOMMOHEHTOB NpU OAMHAKOBbIX
yCNoBusX aHanuaa, ecnv pasbasneHns TecT-o6pasLoB NPoOBOASAT B CTEKMSAHHbIX MW MONAUNPONUIEHOBbIX
EeMKOCTSAX.

Knro4desnble criosa: razoBas xpomatorpadusi, KOHTPOMb MHEPTHOCTU XpoMaTorpaduyeckmx
CUCTEM, CMECH MOMSIPHBIX Y HEMONSIPHBLIX aHanMTOB, NOcreAoBaTeNbHbIE pa3baBneHns TeCT-pacTBOPOB,
HeJocTaToYHas MHEPTHOCTb CTaAMM NOAroTOBKM NPoo.
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The previously proposed approach for controlling the inertness of gas chromatographic (GC) systems
was based on the determination of peak area ratios for polar and non-polar constituents of test-solutions
(Ster = Spoial Snon-polar) O the series of samples obtained by the consequent dilutions (for the 10-times dilutions
the number of samples was five). This approach was modified with the purpose of increasing the reliability
of evaluating the minimal quantities of analytes (m, ), for which one can neglect the insufficient inertness of
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GC systems. In addition to that, the simplification of experimental operations and minimizing the number of
parallel determinations as well as more rational algorithm of data processing was achieved. The essence of the
modified approach was the approximation of S_, = f(pm) data sets with the 3" degree polynomials, following
by comparing these data with the averaged S_, (with standard deviations) values for the most reproducible
S, values of three test-solutions with the highest concentrations of test-compounds. It was shown that the
limits of the inertness for the WCOT-column (with the standard non-polar polydimethylsiloxane stationary
phase) were from the fractions of nanogram to several nanograms of polar analytes in the chromatographic
zone. The results for the test-samples contained some polar constituents (e.g., benzyl alcohol) which lead
to suggesting that the integral manifestations of the insufficient inertness could be caused not only by the
influence of chromatographic systems, but also by the sorption of polar analytes on the surfaces of vials used
for the dilution of test-samples. The differences in m,  values for the same polar components at the same
analytical conditions, when the dilutions were carried out in the glass or polypropylene vials, were revealed.

Keywords: Gas chromatography, inertness control for chromatographic systems, mixtures of polar
and non-polar analytes, consequent dilutions of test-solutions, insufficient inertness of sample preparation

BBEAEHUE

OcHoBHble TpeboBaHus, NpeabsABSEMbIE K XPO-
matorpacuyeckomy 060pya0BaHMI0, XOPOLLO N3BECTHBI
1 onpefensitoTCs, NPexae BCero, XxapakTepmucTukamm
XpomaTtorpaguyeckmx KOfIOHOK, JETEKTOPOB U XPO-
mMaTorpadmyeckmx cucTeM B Lieriom (y3nbl npnbopos,
B KOHTAKTE C KOTOPbIMU HAaX0AATCS KOMMOHEHTbI aHa-
nmsnpyembix nNpob) (tabn. 1).

B nepeyHe aTux TpeboBaHuii ocoboe mecTo 3a-
HMMaeT Takasi BaXHas XapakTePUCTMKa KaK UHEPTHOCTb,
XOT$, KaK ObI10 0TMeYeHo B Mybnvkaumm [1], 3ToT TepMUH
[0 nocrneaHero BpeMeHu He MMeeT OHO3HAYHOr o orpe-
JeneHns 1 BOCNPUHMMAETCH cKopee UHTYUTUBHO [2]. B
obLem crnyyae nog MHEPTHOCTHIO MOHMMAKT OTCYTCTBUE
BMMSIHUS Y3MIOB XpomaTtorpamyecknx CucTem Ha pe-
3ynbTaThl onpegeneHnii. Mepon MHEPTHOCTU MOXHO
cunTaTh BOCNPOU3BOANMOCTb OTHOLLEHWI NnoLwaaen
Xpomarorpauyeckmx MMKOB NETY4MX NONAPHbIX coeau-
HEHWI, coaepalumx, HanpuMep, O4HY MIN HECKOMbKO
hyHKLMOHANBHBIX FPYNN ¢ aKTUBHBIMU aTOMamuy Bogopoaa
1, BCreacTBMe 3TOro, CKIMOHHBIX K copbumu, 1 nnowa-
e NMMKOB HEeMOMSAPHbIX COeANHEHWI, NPOABASIOLLNX
CNocoBHOCTM K copbummn B MeHbLUeln cTeneHn. OgHako
Takoe onpefeneHne He «MaeanbHO» U Hyx4aeTcs B
psage YCroXHSALWMX ero (oopMynnMpoBKY YTOYHEHWIA.
Hanpumep, razoxpomatorpadmyeckuii BapuaHT pasge-
neHns MoxeT 6blTb NOMHOCTLIO UMW YAaCTUYHO Henpu-
MEHMM K TEPMUYECKN HECTAOMNBHBIM aHanuTam (Cm.
[3]). Kpome TOro, cyLlecTBYOT OrpaHUYEHHO NeTy4me
opraHuyeckme coeanHeHUs, rasoxpoMaTorpauyeckuin
aHarnu3 KOTopbIX MPUMHUMNMANbHO HEBO3MOXEH (Manku-
noBble 3¢hnpbl HOCHOPHON KNCNOThI [4], AMKapOOHOBbIE

KUCNOThI [5, 6] 1 Apyrue), HO U3 3TOro He CreayeT HukKa-
KMX OrpaHnYeHnn MIHEPTHOCTU XpoMaTorpaduyeckux
cucteM. Takum obpasom, NPOsIBIIEHUSI HEAOCTATOYHOWN
MHEPTHOCTM OXBaTLIBAKOT MIMEHHO NETYYME COENHEHWS,
razoxpomaTorpadmyeckmnin aHanm3 KOTOPbIX BO3MOXEH,
HO COMPOBOXAAETCA UCKAXKEHUSIMI PE3YNbTaTOoB.

Ewwe ogHumM adhpekTom, KOTOPbIA MOXET ObITb
ownboYHO NpUNMUcaH HeAOCTaTOYHOW MHEPTHOCTH
XpomarorpacuryecKknx cMCTeM, siIBNSETCS HECTabuIb-
HOCTb aHanuToB B pa3baBfieHHbIX pacTBOpax [0 UX
0031MpOBaHMs B XpomaTtorpacumyeckme KonoHkn. 31o
MOXeT 6bITb 0O6YCrOBNEHO KakK ruaposniM3om peak-
LMOHHOCMOCOOHBIX COeAUHEHUN crieamun Boabl B
NCMNOMb3yeMbIX PaCTBOPUTENSAX UM B aTMOCHEPHOM
BO34yXxe [7], Tak U UX OKUCIIEHMEM PACTBOPEHHbLIM
Kncrnopogom Bosayxa [8, 9]. OgHako 06ycrnoBneHHble
TakuM 3 PEKTOM NCKaXKEHWUSI MOTYT ObITb YCTPaHEHbI
COOTBETCTBYIOLLEN NOLATOTOBKOW NPO6.

Yuncno coeamHeHU pasnmyHon XMMUYECKON NpUpo-
Abl, PEKOMEHOYEMbIX A UCNONb30BaHWs B TECT-CMECSX
NS XapakTepUCTUK MHEPTHOCTU XpoMaTorpadon4eckmnx
cuctem (NOMMMO penepHbIX HENOMSIPHBIX H-ankaHoB),
JOCTUraeT COTHM (CpaBHWUTeNbHas Tabnuua npreegeHa
B nybnmkauwmm [1]). Hanbonbluen «nonynspHOCTLO» A0
HacTosILLEero BpeMeHN Nonb3yoTcs TecT-cMecu Npobos,
npeacTasnstowme cobon pacTBopbl B UHEPTHBIX pac-
TBOPUTENSIX HECKOMNbBKNX (80 12) KOMNOHEHTOB, Yalle
BCero cogepatime 2,3-6ytaHamon, 1-okTaHos, HoHaHarb,
2,6-aumeTundeHon, 2-aTUnrekCaHoBYH KUCNOTY, 2,6-Au-
METUIMAHWUIWH, METUNAEKAHOAT, OULMKITOTEKCUIIaMuH,
MEeTWIyHOEKaHoaT U METUMO0AEKAHOAT C KOHLEHTPaLMAMM
B AnanasoHe 0.28-0.53 mr/mn [10, 11]. OgHako, HecMOTpsi Ha
MCNONb30BaHWNE MHOTOKOMMOHEHTHbLIX CMECEW, anropUTMbl

Tabnmuya 1

MonoxKeHne MHEPTHOCTU CPean APYrMX OCHOBHbIX TpeboBaHMIM K xpomaTorpapuyeckomy 060pya0BaHMI0

Table 1

Location of the descriptor “Inertness” within other principal requirements to the chromatographic hardware

dparmMeHT cucTembl

OcHoBHble TpeboBaHKs

KonoHka
ckas cTabunbHOCTL hasbl)

AP heKTUBHOCTb pasaeneHuns, MakcuMarbHbIi AuanasoH pabounx TemnepaTyp (Tepmude-

OetekTop

MuHUManbHbIV Npegen AeTekTUpoBaHus, 6onbLUIOW Ananas3oH NMHEWHOCTH, Tpebyemble
XapaKTePUCTUKN CENEKTUBHOCTU

Cuctema B Lenom

CTtabunbHOCTbL NOKa3aHui BO BpEMEHW, MUHMMarbHbIA YPOBEHb POHa, NerkocTb ynpasne-
HWSi napameTpamu npoLiecca, UHEPTHOCTb
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VHTEPNPETaLWM pe3ynbTaToB OCTaKTCSA HeonpeaeneHHbIMM
1, B 3HAUNTENBHOW CTEMNEHMW, OCHOBAHbI Ha BU3yarbHON
XapaKTePUCTVKE ANCKPUMMHALLM MUKOB OTAENbHBIX COe-
OVHEHWI 1 NCKaxxeHnst ux opmMbl (acummeTpum) [1].
lMepBag nonbiTka hopmanu3oBaTb KpUTEPUIN Xa-
PaKTEPUCTUKM MUHEPTHOCTU XPOMATOrpacMyeCKnX CUCTEM
Gbina npegnpuHaTta B pabote [12]. bonee nogpobHoe
N3noxeHve MeToda u anroputma obpaboTku AaHHbIX
npeacTaeneHo B nyonukauum [1]. CyTb nogxoga coctout
B TOM, YTO 4119 3TOW LIENN HE HY>XHO UCMONb30BaTh Cro-
XHble CMecCH, a BMOJTHE JOCTaTOYHO BYXKOMMOHEHTHbIX
pacTBOPOB, OAMH U3 KOMMOHEHTOB KOTOPbIX NMOMSPHbIN,
a BTOPOMN — HEMONSAPHBIN (NPOLLLE BCEro — OAUH U3 H-arn-
KaHoB). BbIGOp KOMMOHEHTOB MOXHO BapbUpoBaTh B
3aBMCUMOCTM OT UX JOCTYMHOCTM U XapakTepa peLuae-
MbIX 3agad. [lanee cMecu Taknx KOMNOHEHTOB 5—6 pa3
nocnefoBaTenbHO pa3baBnstoT MObIM NOAXOAALLMM
pacTBopuTenem (3TaHon, 2-nponaHon, xnopodopm) 8 10
pas3 1 aHanM3npyT NPUrOTOBIEHHbIE TaknM Cocobom
06pa3subl. KOMMOHEHTbI KaXaoro 13 Takux pasbaBneHun
XapaKkTepusytT CpeaHUMU 3HAYEHUSIMU OTHOCUTENBHBIX
nnowaaen nMkoB S OT X 0BLLEeN CyMMbl B COYETaHNM

i,0TH

C COOTBETCTBYHOLLMMU CTaHOAPTHBIMU OTKIOHEHUAMN SiI
S _=81/3S . )

i,0TH
[ng kaxaoro n3 pazbasneHun (kpoMe NCXO4HOro
pacTBopa, NOCKOMbKY aHanu3 Hanboree KOHLEHTpU-
poBaHHOro obpasua MOXeT NPUBECTM K Neperpyske
XpomaTorpadm4eckon KOMOHKN) BbIYMCISIOT Pa3HOCTH
BENWYMH S, OTHOCMTENbHO NepBoro pasbaBneHns:

D=S,-S._. . @)

1,0TH i,0TH
Kaxxaoe 13 3HaueHuit D, ConocTaBIskT C COOTBETCTBY-
toLLiel CYMMOW CTaHAAPTHbIX OTKITOHEHWIN OTHOCUTESTbHBIX
nroLaaen ko Xs, = s, + s,. Mp1 9TOM NPUHUMAIOT, 4TO
OTCYTCTBWE UHEPTHOCTY XpOMaTOrpacnyeckon CUCTEMbI,
obycnoeneHHoe adhpekTamm copoLum, B HAMMEHbLLIEN
CTeneHn NposiIBNAETCS 4N pacTBOPOB C HAaMBOMbLUMMM
KOHLIEHTpaLMAMW NONAPHbLIX KOMMNOHeHTOB. [MonaaatoLumne
B XpoMaTorpadn4eckyto KOMoHKY KonuyecTsa KOMMo-
HEHTOB (/71,) C y4E€TOM WX KOHLIEHTPALWiA B 1O3MPYEMbIX
pacTBopax, BeNIM4/H 403 U JeNleHns NOToKa Npy BBOAE
npo6 B KanUMNAPHbIE KOMOHKM B BOMbLUKX Anana3oHax
ynobHee BCero xapakTepusoBaTb B florapudMuyeckon
Lkarne, T.e. 3Ha4eHuamm pm. = -lg m.. Torga 3aBUCUMOCTb
s, = f(pm,) (Bo3pacTatoLas hyHKLMS), HECMOTPSI Ha e
HEeKOTOPYIO HEMUHEWHOCTb, B NepBoM NpubnnxeHun
MOXHO annpoKCUMUPOBaTb ypaBHEHNEM NIMHENHON
perpeccuu:
Js,=apm+b. 3)
dpyraa HenuHenHas 3aBucumocTb D, = f(pm,)
(Takxe Bo3pacTaroLlas dyHKLUMS), XapakTepusytoLas
NCKaXKeHWs pe3ynbTaToB OnpeeneHns aHanuTos 3a
CYeT yBeNnnyeHus BNUSAHUA HeJOCTaTOYHON MHEPT-

HOCTM XpomaTorpaduyeckmx CUCTEM, BbipakeHa B
3HaAYUTENbHO DOrbLLEN CTENEHU:

D ,=cpm +d. 4)

[na [oCcTaToOYHO KOHLEHTPUPOBAaHHbIX PacTBO-
POB TECT-KOMMOHEHTOB (Yallle BCero, NepBbiX Tpex
pasbaBneHui) TUNYHO COOTHOLLEHME D, < Esi, HO npw
nepexone k 6onee pasbaBneHHbIM 06pa3uam OHO 3a-
MeHsieTCs HepaBeHCTBOM D, > Ys.. Touky nepeceyeHus
ABYX NPSIMbIX, COOTBETCTBYOLLMX ABYM YPaBHEHUAM
nvHewHon perpeccun (3) v (4) n NpeanoXeHo cumTaTb
OLIeHKOVI NpeJienbHOro KoNMYecTBa aHanuTa pm, .,
A1 KOTOPOro BMSHNEM HE4OCTATOYHON MHEPTHOCTU
Xpomarorpacu4ecKkon CUCTeMbI Ha pe3ynbTaThl aHanmsa
TeCT-CMecel eLlle MOXHO nNpeHebpeYb (MCKaxeHus pe-
3ynbTaToOB CTAaTUCTUYECKM HE3HAUMMbI). Anrebpanyeckoe
pELLEHNE CUCTEMBI ypaBHEHW (3) 1 (4) OTHOCUTENBHO
BENWYMHbI pm___ UMEET BUA!

e =2 (b—d)/(@a—c) (5)

PucyHkun, nnnctpupytowme rpadmnyeckyto nH-
TepnpeTauuio 3Toro cnocoba OUeHKU NHEPTHOCTH,
npuBegeHsl B nyonukaumm [1].

OpHako Takor Noaxofd, pacCMOTPEHHBIV B paboTax
[1, 12], kak nokasano ero ganbHenLee TeCTUPOBaHue,
oKasarncs He NULLIEeHHbIM HEKOTOPbIX HeJocTaTKoB. [pe-
e BCero, He 04eBuaHa HEOOXOAUMOCTb BbIYUCTIEHUS
OTHOCUTENbHbIX NNoLWaaen NMKOB NOMSPHbIX KOMMO-
HEHTOB MMEHHO OT CyMMbl NMOLWaaen NMKOB Nonsip-
HbIX M HEMONSAPHbBIX KOMMIOHEHTOB C MCMNOJIb30BaHNEM
cooTHoLeHus (1), "OTOMY, YTO OTHOCUTENbHBIE MIoLaan
MVYKOB HEMOMSAPHbIX KOMMIOHEHTOB 1 UX CTaHAAPTHbIE
OTKIIOHEHMS MPU 3TOM B HESIBHOM BUAe hurypumpyoT
B JanbHEeNLWNX BbIYUCIIEHNAX MO YpaBHEHUAM (2)—
(4). Danee, nuHelriHas annpokCUMauunsa HENMMHENHbIX
3aBUCUMOCTEN Esi =f(pm)wn D, = f(pm,) ypaBHeHMAMM
nnHenHowm perpeccun (3) n (4) npeacTaBnseTCcsa CnumL-
KOM «rpyObIM» NPpUOMMKEHNEM, 3aMETHO BIINSIHOLLM
Ha JOCTOBEPHOCTb NOSTy4aeMbIX OLLEHOK MHEPTHOCTM.
B oTAenbHbIX criyyasx npsiMble, COOTBETCTBYOLLME
YypaBHEHVAM NHeHon perpeccun (3) n (4), MoryT He
nepecekaTbCs, YTO COOTBETCTBYET OTCYTCTBUIO PELLEHUS
ypaBHeHus (5). OamH Takon npumep yrnoMsiHyT B ny6-
nukauum [12]. MeHee o4eBUAOHO, YTO 3a CHET U3MMULLHEN
CMOXHOCTW BblYMCIEHUIA NOAOOHbIA anropuTM MOXeT
NPMBOAMUTL K TPYAHO KOMNEHCMPYEMOMY 3aBblLLEHUIO
nosy4aembix 3Ha4eHni pm,. B pesynbrate BO3HMKaeT
HeobxoaMMOCTb HEKOTOPOW MoaudukaLmMm nogxoaa
W YNPOLLEHMIO anropuTMa OLEeHKN 3Ha4YeHN pm,, 4To
N ABMSETCA LeNblo HacTosiLen paboTbl.

npeq

pm

9KCNEPUMEHTA/NIbHAA YACTb

Bb160op mecm-coeduHeHul. B npocTeliiem
BapuaHTe paccmaTprBaemMoro cnocoba xapakTepucTykm
MHEPTHOCTM XpoMaTorpadmyecknx CUCTEM CMOSb30BaHbI
TecT-06pa3Lbl, coAepxaLLie BCero ABa KOMMNOHEHTA: OAWH
HEMNOMNSAPHBIN M OAUH — NONAPHbLIA. 118 NPUroToBNEHNS
TECT-pacTBOPOB B KAYECTBE HEMOMSAPHBIX KOMNOHEHTOB
LenecoobpasHo UCMOSb30BaTb AOCTYMHbIE H-alKaHbl,
B KAYeCTBe KOTOPbIX Oblnn BibpaHbl H-okTaH (CAS Ne
111-65-9, «4.», «BekToH», CaHkT-lNeTepbypr) n H-TeTpa-
aekaH (CAS Ne 629-59-4). B kayecTBe NONSAPHbIX KOM-
MOHEHTOB ncnonb3oBanu 1-rekcaHon (CAS Ne 111-27-3,

135



Ananutuka v koHTpone.  2020. T. 24. Ne 2.

«XM.», «Peaxmmy, Mockaa), 6eH3nnosein cnvpt (CAS
Ne 100-51-6 «4.», «Peaxumy») u 2,4-au-mpem-0yTnn-
deHon (CAS Ne 96-76-4, «Acros Organics», benbrusi).
B kayecTBe pacTBOpUTENEN NPUMEHSNN FEKCaH («X.M.»,
«BEeKTOH») M U30NPONMIOBLIV CINPT («X.4.», KBEKTOHY).
lMpMMeHeHne 130NpPoNnNoBOro CNUpTa B Ka4yecTBe
pacTBOpUTENS NpeacTaBnsAeTcs NpeanoyTUTENbHbIM,
TaK KaK ero yaernsHas Tennota ncnapenust (670 kx/kr)
BABOE DOorbLUe yaenbHON TeNoThl ICNapeHns rekcaHa
(334 k[Dx/kr). No aToM NpnynHE Npm BCEX OnepaLusx ¢
TecT-pacTBOpamm NOTEPW CINPTa HA UCNAPEHNE MEHbLLE,
YeM y rekcaHa, 4YTto NoBbIAeT BOCNPOM3BOAMMOCTb
pe3ynbTaToB napannernbHbIX onpeaeneHni. Hekoto-
pble p13nKo-XxMMNYeckme CBOMCTBA BbIOPaHHbIX CO-
€[VHEHWI, B TOM YMcre HeobXxoaumble ANSA OLEHKN
NX OTHOCMUTENBHOW NOMSAPHOCTY, MPUBEAEHBI B Tabn. 2.

lMpuezomoeneHue mecm-pacmeopos. Cepus
1A, B. OTo6paHHy0 Ha aHaNUTUYECKNX BECAX HABECKY
(okono 10 mr) 2,4-gn-mpem-6yTundeHona (temnepatypa
nnaenenusa 55 £ 3 °C) n otobpaHHble gosatopom 100
MK TeTpajeKkaHa, pacTBopsinv B 1 M1 M30MponmMnoBoro
cnupTta (pacteop Ne 1.1, cymmapHbIi 06bem okoso 1.1
mn). Ons npurotoBneHus pacteopa Ne 1.2 k pacteopy 1.1
fobasnanv Ha 9 mn pacTBOpUTENS (C MUCMONBb30BaHNEM
4o3atopa unm mepHoro unnuHgpa). Bce cnegytouyme
pacTteopbl (NeNe 1.3, 1.4 1 1.5) roToBunM aHanorM4HbIm
obpasom: k 1 mn NpegpiayLlero pasbasneHus npnbdas-
nann 9 mn pacteoputens. Cepuio pasbasnerHunin 1A
FOTOBUIIN B CTEKIAAHHLIX MEHULMITITMHOBBIX hriakoHax
emkocTbto 10 mn, ceputo pactBopoB 16 — B MEpPHbIX
€MKOCTAX M3 nonunponuneHa oobemom 20 M.

[Insa npurotoBneHns TecT-pacTBopoB cepun 2A,b
no 100 mkn 6EH3MNOBOro CNNPTa M OKTaHa PacTBOPSIN B 1
M 13onponunoBoro cnvpTa (pacteop Ne 2.1, cyMmapHbIn
obbem coctaenseT okono 1.2 mn). PasbasneHus nony-
YeHHOro pacTeopa Ans NpuroTosreHns oopasuaNe 2.2 n
BCEX NOCEAYHOLLMX NPOBOAMIIM CNIOCOOOM, aHaNOrYHbIM
onuncaHHomy BbiLe. Cepuio pazbasneHnin 1A rotToBunm B
CTEKIISIHHBIX MEHNLMMIIMHOBBIX hy1aKoHaX, Cepuo PacTBOPOB
1B — B MEPHbIX EMKOCTSX 13 MOMUMPONUIEHa.

Cepwuito TecT-pactBopoB 3A,B rotosunu aHa-
nornyHbim obpasom n3 100 mkn 1-rekcaHona n 100

rasoxpomamoepacghuyeckuli aHasu3 mecm-pac-
meopos. AHan13 TecT-pacTBOPOB NPOBOAUIIN HA
rasoBom xpomaTtorpade Xpomarak-Kpucrtann 5000.2
C NNnameHHO-NoHMU3aLMOoHHbIM AeTekTtopoMm nu WCOT
KOITOHKOM 13 NfaBfieHoro kBapua ¢ HenonsipHom no-
nugumeTuncunokcaHoson asom BPX-1 gnnHon 10
M, BHyTpeHHUM gnameTpom 0.53 MM 1 TONLKUHON
NSEHKM HenoaBMKHOM dhasbl 2.65 MkM. Micnonb3oBaHbl
n3oTepmMmmyeckme pexmmbl aHanusa (T = 80, 90, 150
n 170 °C), raz-HocuTenb a3oT, 06beMHasi CKOPOCTb
1.83 Mn/MuH (NMnHenHas ckopocTb 30 cm/c), ob6bem
posunpyembix npob 1.0 mkn (Mukpowwnpuy MLL-1), ge-
neHue notoka npu Beoge npob 1 : 10. Temnepatypa
ncnaputens 230 °C, TemnepaTypa aetektopa 250 °C.
Yucno napannenbHbIX JO3UPOBaHUA OOHUX N TEX Xe
06pasLoB (KpaTHOCTb onpegeneHnin) — 3—4.

O6pabomka pe3ysnbmamos 2a30XxpPoMamo-
epaghuyeckoz20 aHasiu3a mecm-pacmeopos. [ns
obecneyeHuns rasoxpomatorpamM4ecKkoro pasaeneHus
KOMMOHEHTOB TECT-PaCTBOPOB Ha CTaHAAPTHbIX HEMNO-
NAPHbIX HENOABWXHbIX (haszax CpaBHMBANM CNPaBOYHbIE
3HavYeHusa Ux nHgekcos yaepxusanus [13]. UHTerpum-
poBaHue nnowagen xpomatorpauyeckmx nMKoB
NpoBOAUNN B aBTOMaTU4YECKOM pexunme. B kauecTe
NepPBUYHOIO KPUTEPUS MPOBEPKM MPABUIIBHOCTY NPUro-
TOBJEHMWS TECT-PAaCTBOPOB MUCMOJb30BaNv abCoMTHbLIE
nnoLiaan NMKOB HENOMSIPHLIX KOMMOHEHTOB, KOTOPbIE
npu nepexofe oT Kaxgoro obpasua k cnegyowemy
OOIMXHbI yMeHbLuaTbes npubnusntensHo B 10 pas.

[osnpyemble B xpomaTtorpacmyeckyto KONoHKY
NOnsIPHbIE KOMMOHEHTbI XapakTepu3oBanu cpegHMM
3Ha4YeHMAMM OTHOLLIEHMI NNOLLaAEeN UX MUKOB K MoLLa-
OSM NMUKOB HEMOMSAPHBIX KOMMNOHEHTOB S /S

nonsapH HenonspH

n, Kak n paHee [1, 12], 3Ha4YeHMAMM NHOEKCOB MacChl,

pm, = -lg m, rae m, (r) — KOfIM4eCTBO KOMMOHEHTa B
XpomaTorpagpuyeckomn 3oHe:
P, = 1+ 3) = 100V, V. s oo (Voonsps * ZVIMR + 1)} (6)

MONSPH ~ MONSIPH \ * MOASIPH

roe VnmpH =0.1 mn —ob6beM NONAPHOro KOMMOHEHTa

ANs NPUroTOBNEHNsI NepBoro TecT-pacteopa, d,

— NAOTHOCTH (I/MI1) NONSPHOro KOMMNOHEHTa (4N TBep-
AbIX MONSAPHBIX KOMMOHEHTOB BMECTO NPOU3BEAEHUI

MKI OKTaHa. Vi onmpnTnonaps ICMOMB3YIOT HEMOCPEACTBEHHO MACCh
Ta6bnuua 2
HekoTopble pU3MKO-XMMUYECKME XapaKTEPUCTUKM KOMMOHEHTOB TECT-PAacTBOPOB
Table 2
Several physicochemical properties of test-solutions constituents
[MonspHocTb Mon.
KoMnoHeHT dp T,.°C | wD € RI[13] ARI*
KOMMOHEHTA macca
HenonsipHbie H-OKTaH 114 - 125.7 0 2.0 800 0
H-TeTpagekaH 198 - 253.6 0 2.0 1400 0
1-TekcaHon 102 0.819** 157.5 16 | 13.0 854, 501
MonspHble BeHaunosbIn cnvpT 108 1.045** 204.6 1.7 | 13.3 1012, 858
2,4-On-mpem-6yTuncexHon** 206 - 264 1.5 4.8 1511, 807

MpumeyaHusa: * — BbluMCAEHO NO AaHHbIM Da3bl [13]; ** — oTHOCKUTENbHBIE NIOTHOCTW YKa3aHbl TOIbKO A1 KUAKNX

NONAPHBIX KOMMNOHEHTOB; ** — TemnepaTypa nnasnenua (T

nna

) 55 % 3 °C, npoyYepK COOTBETCTBYET OTCYTCTBUIO HEOBX0AM-

MOCTK NCNOJIb30BaHMA 3TUX AaHHbIX (H-aﬂKaHbI), nmbo HenocpeacTBeHHOMY N3MePEHNO MaCCbl TBEPAOIro COeANHEHNA

(2,4-0m-mpem-6yTundeHon).
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B3SiTbIX HABECOK, M, ), V/—0GbeMbl BCex OCTasbHbIX
KOMMOHEHTOB pacTBopa (HENONSAPHOro COeAMHEHNS
W pacTtBopuTens), i — NopsiaKoBbIN Homep pa3bas-
NeHnsa UCXOAHOro pacTeBopa, R — AeneHune notoka
npu 403UPOBaHUKN NPOO B KaNUMMNAPHbIE KOMOHKM,
Vo5 — ©OBEM [103UPYEMOii B XpoMaTorpaduieckyto
KOINMOHKY Npo6bl, MK/

Cratnctuieckyto obpaboTky AaHHbIX U BbIMUCIIEHWE
napameTpOB PErPECCUOHHBIX YPaBHEHWI NPOBOANIM
¢ ucnonb3osaHuem MO Excel (Microsoft Office, 2016)
n Origin (Bepcusa 4.1), NocTpoeHue rpadhnkoB 3aBUCK-
MocTen — ¢ ncrnonb3oaHunem MO Origin.

PE3Y/NIbTATbI U X OBCY XX AEHUE

ModughuyupoeaHHbIlU anzopumm xapakme-
pucmuku uHepmHocmu xpomamozpaguyeckux
cucmem. OCHOBOW NOAXOAA, NPeAnoXeHHOro B paboTtax
[1, 12], sBnsieTcAa oueHKa npeaenbHbIX 3HaYeHMI Mace
NOMSAPHbIX aHaNMTOB B XpOoMaTtorpaduyeckmx 30Hax
(pm,_.,) NO pesynbTaTam aHanusa cepuii nocneno-
BaTenbHO pa3baBnsieMbIX TECT-CMeCeN NONAPHbIX
N HENOMSIPHbIX KOMMOHEHTOB. Heobxoaumo oueHnTb
3Ha4eHusi pm_ ., NpY KOTOPbIX OTHOCUTENbHBIE M0~
LLaamM MMKOB MONSPHBIX KOMMNOHEHTOB (COOTHOLLIEHNE
1) HAYMHAT CTAaTUCTUYECKN 3HAYUMO OTNNYATBLCS OT
NX OTHOCUTESbHbIX NIoLazen B 6onee KOHLEHTPUPO-
BaHHbIX pacTBopax. OgHako Takor cnocob TpebyeT
JanbHenLen onTMMU3aLmm 1, B TOM YKCe, yNpoLLEeHNs
anropuTtMa BbIYUCIIEHUN.

Mpexae Bcero, He0OXOANMO OTMETUTB TOT (PaKT, YTo
OTHOCUTESbHbIE NOLLAAMN MTUKOB NONSPHBIX KOMMOHEHTOB,
BbIpaXXeHHbIE OT CyMMbI NrioLwaien NMKOB NOMspHbIX
N HEMONSAPHBLIX KOMMOHEHTOB (1) NpeacTaBnalT cobon
He CaMbli «4YBCTBUTEMbHbIV» KPUTEPUIA BbISIBMEHNS
nx Bapuaumii. «OBbl4HOE» OTHOWeHne S | /S,
Mo 3TOMy KpuTepuio npegnovtutensHee. encrteurte-
NnbHO, NpY Nepexofe oT TecT-obpasua, coaepxallero
90 % nonsipHoro + 10 % HenonApHOro KOMMOHEHTA, K
obpasuy coctasa (10 % nonsipHoro 1 90 % HenonspHoro
KOMMOHEHTAa) 3HavyeHne oTHoLEeH s (1) ymeHbLuaeTcs
B 9 pa3, Toraa kak otHowenne S /S - —B 90.
CnepoBarenbHO, MMEHHO NocrnegHee OTHOLLEHWE cre-
OYeT NpeanoyecTb AN BbIABNEHNSI HE3HAYNTENbHbIX
BapuaLuil OTHOCUTENbHbIX NNOLaAe NMKOB MNONSAPHbLIX
KOMMOHEHTOB B CMECSX C HEMOMSAPHbLIMU.

MocneaytoLime akcnepMmeHTanbHbIEe onepaumm
COOTBETCTBYHOT PEKOMEHAAUNSIM pPaHee NPeanoXeH-
Horo BapuaHTa [1, 12] 1 BKntoYaoT razoxpomarorpa-
dmyecknii aHanm3 cepun pacTBOpOB, NOMYyYEHHbIX
nocrnegoBaTenbHbIMU pa3baBneHnsIMN NCXOOHbIX
KOHLIEHTPUPOBaHHbIX 06pa3uoB. OgHaKko nNpu 3ToM
npeAcTaBnseTcs LenecoobpasHbIM COKpaTUThb (HO He
WCKITIOYUTb MOJTHOCTbLIO) MHOrOKpaTHOE JO3MpOBaHne
Ka>X[,0ro 13 HUX ANsi OLEHKM CTaHA4apPTHbBIX OTKIIOHEHNI
OTHOCUTESbHbIX NMoLWaaen NMKoB, YTO ynpoLlaeT
3KCnepuMeHTarbHble onepaumm 1 cokpallaeT 3aTpa-
Tbl BpeMeHuW. B pesynbtate nonyvaem 3aBUCMMOCTb
OTHOCUTEMbHbIX NNowanen NMkos S /S oT

o o I'IOJ'ISIpHV HenonsapH
3Ha4YeHun pm TUNWYHbIX BUO KOTOPOU npuBedeH

nonsipH’

Ha puc. 1 Ha npumepe cepumn TecT-pacTeopos (1A).
[JanbHeWwue cTagnn 06paboTkn AaHHbIX LenecoobpasHo
NPOVMMIOCTPUPOBATL Ha NMPUMEPE 3TOrO e PUCYHKA.

MNpakTnyecky 4ns Bcex BbIbpaHHbIX TECT-CMECeW,
AVanasoHbl BapuaLuii 3Ha4eHnA pm, - BKIIOYaIOT He
Bonee NATU TOYEK ANA NATN PACTBOPOB, NOMyyYaeMbixX
13 nepBoro obpasua cepuei nocnegoBaTenbHbIX Ae-
CATUKPaTHbIX pa3baBneHuin. ns nepsBbiX TPEX U3 HUX
3HaUeHNA S =S IS, o rmon UBMEHSIOTCS B HE3HAUN-
TenbHbIX Npeadenax, Ho B obnactu pm > 8, kak npasuno,
HabnofaeTca peskoe ymeHblueHne S, 0BycnosrieHHoe
He0CTaTO4YHOW MHEPTHOCTLIO XpoMaTorpauyecknx
cucTeM 3a cyeT copbumm NONAPHbLIX KOMMOHEHTOB.
Becb Habop sHaveHnit S, = flpm, ) c [ocTaTouHo
BbICOKOW TOYHOCTbIO MOXET ObITb annpoOKCUMMPOBaH
NONMHOMOM TPETbEN CTEMEHN, YTO COOTBETCTBYET
BblAeneHHoW LBeToM kpuoM (1) Ha puc. 1 (napameTpol
ypaBHEHWS NpuBeAeHbl B NOANUCHU K pUCYHKY). [lnanasoH
3Ha4YeHUn S, COOTBETCTBYIOLWMI Hanboree KOHLEeH-

Snmm ! Snm.ﬁna PMgpe = 8.2
0,14 ' (II)
0134 —— 0.131 = 0.003 — Cpeanee 3HaYeHne
' — =
0.12 - 0.125 - MaaamaasHO
' r \\ AOOYCTHMOE
0,114
Kopniop JomyeTimsix \ SEACHEE
0,10 4oTrIoHennil o \\
0.0g |cPEARErO JHATERNA \
(M
0.08 ";‘
0,07 4+— : r ; —
] T 8 9 10
pr"—“.%“.lﬁl

Puc. 1. Tpaduueckas UNNOCTPALLMA aNrOPUTMa OLLEHKM MHEPT-
HOCTM XPOMATOrpaduyecKom CUCTEMbI Ha NPUMEpe Cepum
TecT-pactBopoB 1A: (I) — KpMBaa annpoKkcMMaLMM NATH
3HaveHnin S /S NOMHOMOM TPETbE CTeNeH!,

NONApPH HEenonapH

() — npaAmas, xapakTepusytolaa cpegHee 3HayeHne

(0.1314£0.003) Hanbonee BOCNPOM3BOANMbIX OTHOLIEHUI

/S LNATPEX TECT-PACTBOPOB C HAaMBONbLIMM
NoNApH’ HenonAapH

KOHLLEHTPaLMAMM aHaIMTOB W NpeAebHO A0MNYCTUMOe
3HavyeHme (0.131-2:0.003 =0.125), 4TO NO3BONAET OLEHUTH

pm ..~ 821 m .= 6 Hr. llapameTpbl perpeccnox-
Horo ypasHeHna S_ = a,(pm)’ + a,(pm)* + a,(pm) + b:
a, = 0.0010 + 0.0005, a, = 0.001 + 0.003,

a, =-0.0008 + 0.0053, b = 0.133 + 0.002, R = 0.998,
S,=0.002. Crpenkamm 0603Ha4eH KOPUAOP AOMYCTUMBIX
OTKNOHEHW BEIMYMH S /S OT CpesHero 3Ha4eHuA.

nonapH’ HenonapH
Fig. 1. Graphical illustration of the algorithm for inertness of
chromatographic system evaluation using the example
of the series of test-solutions 1A: (I) — the curve of the
approximation of five Spolar/smn,po‘ar values with the 3
degree polynomial, (l) — the line characterizing the
average value (0.131 + 0.003) of the most reproducible
Spo\ar/snon—polar ratios for three test-solutions with the high-
est concentrations of analytes, and the limiting value
(0.131 - 2:0.003 = 0.125) that permits the evaluation of
pm, =82unm, =6ng.Parameters of regression equation
S, =a,pm)’ +a,(pm)’ + a,(pm) + b: a,=0.0010 *
0.0005, @, = 0.001 + 0.003, a, = -0.0008 + 0.0053,
b=0.133+£0.002,R=0.998, S =0.002. The arrows restrict
the corridor of the permitted deviations of Spo‘a/Smwar
ratios from the average value.
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TPVYPOBaHHbLIM pacTBOpaM (NepBble TPY TOUKM), MOXHO
oxapakTepu3oBaTb CPEAHUM 3HaYeHVeM S 1 ero
CTaHAAPTHbLIM OTKITOHEHMeM. «Kopuaop» OonyCTUMbIX
OTKMOHEHWUN BeNMUMH S_ = SHOWH/SHEHDH;lpH oTMeYeH
Ha puc. 1 BepTVKanbHbIMU CTPENKamu.

[anee HeobXxoaMMO OLEHUTb, MPW KaKoW BENWUYNHE
S, 3HaYeHna pyHkummn S = fgpmnmpH), annpokcumu-
pyeMble MOMMHOMOM TPeTbeN CTENEHU, HaYnHaT
CTaTUCTUYECKN 3HAYMMO OTNMYaTLCS OT CpeaHewn
BenmuuHbl S_ . Takas matemaTtnyeckasi 3agada, kak
OLIeHKa 3HaYMMOCTM OTKITOHEHW BEMUYWHBI, HEMUHENHO
3aBUCSLLEN OT Kakux-Nnbo aKCnepumeHTarnbHbIX na-
paMeTpoB, OT €€ MOCTOSAHHOIO 3HAa4YeHUs1, OCTaTO4YHO
4YacTo BCTpeyaeTcs B xuMun. B nogTeepxaeHne atoro
MOXXHO MPUBECTU TAKOW NPUMEP Kak OLeHKa 3Heprun
NOHU3aL N OpraHNYEeCKNX COeAUHEHWUIA 1 SHEPTUIA MO-
ABMEHMNS OCKOJTOYHbIX MOHOB B MaCC-CMEKTPOMETPUN C
NOHM3aLMeR 3aNeKTPOHaMK C nepeMeHHon aHepruen (E)
[14], korga No HeNMHENHbLIM 3aBUCUMOCTAM UHTEHCUB-
HocTen curHanos /(E) Heobxoa4nMO OLIEHNTb KOHKpET-
Hbl€ rpaHNYHbIE 3HAYEHUS SHEPTUIN AN Pa3HbIX MOHOB.
Opyrum npyMepoM SBNATCH pe3ynbTaThl Pa3fnMyHbIX
TEPMOrpaBMMETPUYECKNX U3MEPEHNUIA, B KOTOPbLIX MO
MOHOTOHHbIM 3aBUCUMOCTAM ybbInin Macchbl 06pasLoB
oT TemnepaTypbl M(T) TpebyeTcs Nony4nTb TOHEYHbIE
OLIEHKM XapaKTepmnCcTU4EeCKNX TemnepaTyp, Hanpuvep,
Temnepartyp KuneHusa coeguHeHni [15]. N3 Heckonbkunx
N3BECTHbIX CNOCOBOB peLleHns NOA0OHbIX 3a4a4y Mbl
OCTaHOBMWIMCb Ha CeyoLLeM: annpoKCUMUPOBAHHbIE
3HayeHna S = f(pmnmpH) MOXHO cuuUTaTh CTaTUCTUYe-
CKW 3HAYMMO OTIIMYAIOLLMMUCS OT CPEAHEro 3HaYeHns
S,,.» ECNY OHM OTNKUYalTCA OT Hero Goree, YeM Ha
ABa CTaHAapTHbIX OTKIIOHEHWS 3TOro CpegHero, T.e.
BbIMOJHSETCS CrieaytoLLee HEpaBEeHCTBO:

f(pm S, —2s(S,.) (7)

) <
nonsapH OTl

Takum obpasom, npefenbHoe 3HaveHne pm,
COOTBETCTBYET PELLEHUIO YypaBHEHNS f(pmnmpﬂ) =S, .~
2s(S,, ). B npumepe, unnioctprpyemom puc. 1, nonyyaem
pm, .. =8.2. CnefoBarenbHo, MakCiManbHo A0MYCTUMOE
0031pyemMoe Konum4ecTso 2,4-an-mpem-6ytundeHo-
na B xpomaTorpadunyeckyto KOSOHKY, Mpu KOTOPOM
HefoCTaTOYHast UHEPTHOCTb CUCTEMbI CTATUCTUYECKM
3HaAYMMO He BNUSIET Ha pe3ysbTaThbl ONPeAENneHus 3TOro
coefuHeHNs B BbIOpaHHbIX yCNOBMAX, cOCTaBnsaeT

m . = 6 Hr.

MepBbIM NPUMEPOM NPUMEHEHUS Nogxoaa K
OLIEHKE NHEPTHOCTH, OCHOBAHHOTO HE HA OTHOCUTESbHbIX
nnowaasax nuko. (1), a Ha 6onee NPOCTbIX OTHOLLEHW-
X S, = S ool Suenonspw CTANA OLIEHKA MHEPTHOCTY
XpomaTorpadm4eckon CUCTEMbI MO OTHOLUEHUIO K
ankWnoBbIM 3achupam HeEOPraHMYECKUX KACHOT Mpu
aHanm3e npom3BOAHbIX POCHOPHON KNCHOThI [16]. UN3-
3a HEJOCTYMHOCTW TpuankundocdaTos, B KayecTse
NONSAPHOro KOMMOHEHTA ObINo BbIGpaHO POACTBEHHOE
coeanHeHune ¢ 6rmskon peakLMoOHHOM CNOCOBHOCTLIO
— AuMeTuIoBbIn aup cepHom kucnotsl (CH,0),S0O,
(aumeTtuncynbdar). OaHako, NOCKOSbKY XapakTep
pellaemblx 3afayv He TpeboBan aHanm3a oueHb pasbas-
NEHHbIX PacCTBOPOB, MHEPTHOCTb (MOCTOSIHCTBO OTHO-
weHnn S ) 6bina npoBepeHa TOMbKO B AnanasoHe
256-kpaTHbIX pa3baBneHun.

lMpumepbl U HeKomopkie pe3ysibmambi me-
cmupoeaHusi UHepmHocmu xpomMamogzpaguyeckoli
cucmemsbl. B Tabn. 3 npuBefeHbl MCXOA4HbIE AaHHbIE
AN XapaKTEPUCTUKU MHEPTHOCTYM ra3oxpomarorpadu-
YecKor CUCTeMbI, NpeacTasngawwen cobom xpomaro-
rpad ¢ WCOT-KOMOHKOW CO CTaHAAPTHON HEMOMSIPHOM
nonNaMMETUIICUIIOKCAaHOBOW HEMOABUXHOW ha3on
BPX-1, n HekoTopble nony4veHHble pesynbTathl. [Ang
Kakgow n3 cepun nsmepexnn 1(A, 6)—3(A, B) ykasaHbl
BblOpaHHblE TECT-KOMMOHEHTLI, MaTepuarn eMKOCTEN,
B KOTOPbIX NPOBOAUNN pa3baBneHns (CTEeKNo nnu
NOMNMNPOMNUIIEH), 1 BapbupyeMble YCIOBUSA aHanmaa

Tabnuuya 3

McxogHble JaHHbIE M HEKOTOpPbIE pe3ynbTaTbl XapaKTEPUCTUKN MHEPTHOCTHU XpOMaTOFpad)MHECKOVI CNCTeMbI NO pasnny-

HbIM TE€CT-KOMMOHEHTaMm

Table 3

Initial data and some results of evaluating the inertness of chromatographic system with the use of different test-compounds
Ne Cepuu, TECT-KOMMNOHEHTLI, MaTepuan 3Hadenus S_ (pm); pm, o Ne pucyHka
€MKOCTell AN pacTBOPOB, YCII0BUA aHanuaa S,..£s(S,,) oueHkam, .

1A: 2,4-gn-TpeT-0yTundeHon, H-tetpagekaH, |0.133(6.08), 0.131(7.08), 0.128(8.08), 8.2;
ctekno, T _230°C, T_ 170 °C 0.110(9.08), 0.079(10.08); 0.131 + 0.003 6 Hr Ne 1
1B: 2,4-gu-tpeT-6yTnndeHon, H-tetpagekaH, |0.166(5.93), 0.163(6.93), 0.164(7.93), 8.3;
nonunponuneH, T 230 °C, T 170 °C 0.149(8.93), 0.102(9.93); 0.164 + 0.002 5Hr Ne 2(a)
2A: BeH3unoBbI cnupT, H-0KTaH, ctekno, T, | 1.32(5.10), 1.31(6.10), 1.27(7.10), 1.7,
230°C,T__150°C 1.21(8.10), 1.11(9.10); 1.30 £ 0.03 20 Hr Ne 2(6)
2B: BeH3uNoBbIN CNMPT, H-OKTaH, 1.20(5.10), 1.14(6.10), 1.15(7.10), 8.6;
nonunponuned, T _230°C, T 150 °C 1.15(8.10), 0.96(9.10); 1.16 + 0.04 2.5 Hr Ne 2(B)
3A: 1-TekcaHon, H-okTaH, cTekno, T, 180 °C, 0.70(717), 0.71(8.17), 0.69(9.17), 9.4;
T..80°C 0.54(10.17), 0.14(11.17); 0.699 + 0.014 0.4 Hr -
3b: 1-lekcaHor, H-okTaH, cTekno, T, 130 °C, 0.70(717), 0.74(8.17), 0.72(9.17), 9.5;
T..90°C 0.59(10.17), 0.19(11.17); 0.722 +0.018 0.3 Hr -
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(Temnepatypbl ncnapuTens 1 xpoMmatorpaguyeckon
KOMoHkM). [lo3anpyemble KonnyecTsa ob6pasLos (1 mkn)
n geneHue notoka npu Beoge npob (1 : 10) Bo Bcex
cnyyasx 6binu oanHakoBbIMW. [Nt Kaxxaon n3 cepui
npuseaeH Habop 3HaveHun S__ (pm) (BO BCex cryyasx
ANA NATM pasbasneHun), cpeaHne BeNMnUmnHbl S +
s(S,,,), cooTBeTcTBYytOWIME TpEM obpasuam ¢ Hanbo-
NbLWUXMM KOHLIEHTPaLMSMM NONSIPHbLIX KOMIOHEHTOB, U
BbIYMCIIEHHbIE MO 3TUM AaHHbLIM NpeaesbHbIe 3Ha4YeHUSs
pm, . um . ABNSIOLIMECS NTOTOBbIMU XapaKTepuUcTy-
Kamu MHEPTHOCTW. YeM MeHbLLE Nosyyaemoe 3HavyeHne
M, ez TEM MIPEANOYTUTENBHEE BbIOPAHHbIV PEXUM AnNst
Xpomarorpadunyeckoro pasgeneHnst cnefos Tex Unm
nHbIX coegnHenun. Ans cepuii 1(B), 2(A) n 2(B) Ha puc.
2(a), 2(6) n 2(B) COOTBETCTBEHHO AM1s1 UIMOCTpaLUn
npuBeaeHbl rpadnky 3asrucumocTen S__ (pm).

Mony4eHHble 3Ha4eHNnst M, MPENMYLLECTBEHHO
BapbUPYIOT B Npeaenax oT 4oNen HaHorpamma o He-
CKONbKMX HAHOrPaMMOB B XpoMaTorpadyeckomn 30He.
B uenom, aTu oLEeHKM HUXe, YEM NMPU UCTIONb30BaHUN
npegblayLen Bepcumn anroputmMa xapakTepucTmkm
nHepTHOCTU [12]. KoHEeYHo xe, TpebyeTcs cyLecTBeHHOe
pacLU1peHme KoNMYeCTBa NPUMEPOB KOHTPOMS MHEPTHOCTY
C UCNONb30BaHWEM PasfnyHbIX TECT-COEAUHEHUN U B
pa3HbIX pexrMmax ra3oxpoMatorpagu4ecKkoro aHanmaa,
0[HaKo faxe npeaBapuTenbHble AaHHbIE MO3BOMSAOT
NpUATH K 4OCTATOYHO MHTEPECHLIM BblBOAaM. Tak, ABe
cepun onpegeneHuin 3A n 3b ona ogHUX U TEX Xe TecT-
KOMTMOHEHTOB (1-rekcaHor 1 H-0KTaH), OTimM4arLmnecs
TemnepaTypow ucnaputens xpomartorpada (Ha 50 °C)
W, B MEHbLUEN CTEMNEHU, KONTOHKN, JEMOHCTPUPYIOT
MPaKTUYECKN OANHAKOBbIE PE3YrbTaTbl OLEHOK M, .
Cepun onpegenenuit 1(A) n 1(B), Tak xe kak 1 2(A) n
2(B), npoBeeHbl 4nsi 0ANHAKOBbLIX TECT-KOMIMOHEHTOB,
HO pa3nuyakTca MaTepuanom rakoHoOB, B KOTOPbIX
nposogunu pasbasneHns obpasuos (A — cTekno, b —
nonunponwunex). [lns obpasuos, coaepxalnx Takon
NONAPHbIA KOMMAOHEHT Kak 2,4-an-mpem-6yTnndeHorn,
3ahMKCMPOBAHO TONbKO HE3HAYUTENIBHOE YMEHbLUIEHNE
BENUYMHbBI M, NPV NEPEXOAE OT CTEKMSHHBIX K Nomnu-
NPONUITEHOBbLIM EMKOCTAM (6 1 5 HF COOTBETCTBEHHO).
OpHako gns obpasuos, cogepxalumx 6eH3nnoBbIv
cnupT, Habnganu cylecTBeHHble pasnuyuns (nod-
TW Ha NOPSIAOK) B OLEHKax MHepTHocTH (20 n 2.5 Hr
COOTBETCTBEHHO).

Mo cpaBHeHuto ¢ 2,4-au-mpem-6yTnndeHonom
6eH31noBbLIN CNMPT NpeacTaBnsieT cobon ropas3fo bonee
neTyyee coefiMHEHVE: ero TemnepaTypa KMNeHns Ha
60 °C meHbLUe, YeM y cbeHona (cM. Tabn. 2). o Takum
KpUTEPUSIM NONSAPHOCTM Kak pa3HOCTY MHOEKCOB yaep-
KMBaHUSI HA CTaHOAPTHbLIX NMOMSAPHBLIX Y HEMONSPHbLIX
dasax (AR/) v AMnonbHbIE MOMEHTbI (W) 3TV aHanuThbI
NpakTUYECKM OAMHAKOBbLI, HO MO 3HAYEHUSAM ON3NEK-
TPMYECKOWN NPOHULLAEMOCTH (¢) GEH3UNOBBIA CNUPT
CyLLIeCTBEHHO nonsipHee ¢peHona (13.3 npoTtus 4.8).
OT0 Xe 3aknoyeHne NoaTBepXK4aeTCa TakKuMn HegaB-
HO NPeANOXEeHHbIMU XapakTepUCTUKaMu NONSIPHOCTK
Kak romMorniormyeckue MHKpeMeHTbl rasoxpomMaTorpa-
PUYECKMX NHOEKCOB YAEPXKNBAHUS OPraHN4ecKnx

COeAMHEeHWI Ha CTaHAAaPTHbIX HENOMAPHbIX dasax
[17], paBHble 312 ons 6eHsunosoro cnupta u 111 ang
2,4-gpn-mpem-6yTundeHona.

Takvm o6pasom, ecrnv No HEKOTOPLIM XapaKTepu-
CcTukam 6eH3MnoBbIN CNMPT NonsipHee 2,4-gu-mpem-0oy-
TUNMEHONA, TO 9TO MOXET 0B BACHUTL ero copbuumio He
B XpomaTtorpadmyeckomn cucteme (yCnoBus pasgeneHms
O[MHaKOBBbI), @ B €MKOCTSIX, UCMONb3yeMbIX AN npu-
rotoBneHns pasbasneHHbIx pacTBopoB. CTekno Kak
XUMNYECKN MEHEe MHEPTHBIN MaTepuarn no cpaBHe-
HVIO C NOMUMPONUIIEHOM, MOXET B BonblUel CTENEHM
copbupoBatb 6EH3NNOBLIN CIMPT B TakMX pacTBopax

(a)

0,17
0,16
0,15
0,14
0,13
0,12
01H
0,104

PMimonep

1,35 ©)

1,30
1,25
1,20
1,15

1,14

in

Pmnsp
Snampn /| Speromg

(8)
1,204
1,15 . .
1,10}
1,05
1,00
0,95}

Puc. 2. lpadunyeckme npeacTaBieHUA 3aBUCMMOCTEN
S =f(pmepH) nns cepuin 2b (a), 3A (6) 1 3b (B)
pa3baBneHui TeCT-pacTBOPOB.

Fig. 2. Graphical presentations oftheSreff(pmpo‘ar) dependen-
ciesfor2b (a), 3A (6), and 3B (B) series of test-solution
dilutions.
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MO CPaBHEHMIO C H-OKTAHOM €lLLie A0 NX JO3MPOBaHUS
B XpoMaTtorpadu4eckyto KOMOHKY, YTO YMeHbLuaeT
NHTerpanbHYyo XapakTePUCTUKY UHEPTHOCTU XpOMaTo-
rpadmyeckon cuctembl. Kpome Toro, Henb3s UCKMIOYNTb
BNMSIHNE NPENMYLLECTBEHHOW aAcopOLIMM HEMONAPHOTO
H-OKTaHa no cpaBHEHMWI0 C OEH3UNOBbLIM CMMPTOM Ha
MeHee NonsipHON (MO CPaBHEHMIO CO CTEKITOM) NOBEPX-
HOCTM COCYAOB M3 MoNunponunexa.

YunTbiBasd BaXHOCTb BbIBOAA O BO3MOXHOM
nposiBreHnmn apdeKToB HeAOCTaTOMHON MHEPTHOCTU
He TOMbKO B XpomaTtorpaguyecknx cuctemax, Ho u
Ha NpeALecTBYOLWMX CTaansaX NOAroToBku 0bpasLos,
MOXXHO 3aMeTUTb, YTO HE3aBMNCHMMas XxapakTepucTunka
Takux acppekToB TpeOyeET CyLLIECTBEHHOIO PaCLUMPEHNS
KonuyecTBa MOAEMbHbIX COEANHEHWIN 1 pa3Ho0bpa3ns
YCINOBUI X aHanusa, 4YTo NnaHnpyeTcst Ha nocneay-
OLLMX 3Tanax paboTbl.

3AK/TIOMEHUE

Takum obpasoM, moandumkaumsa cnocodba KoH-
TPOSi MUHEPTHOCTU ra3oxpomaTtorpaduyeckmx cucTem,
OCHOBaHHas Ha U3MepeHMM OTHOLLEHUI NnoLanen
MMKOB Pa3nMYHbIX MONSPHbLIX U HEMOMAPHbIX TECT-KOM-
MOHEHTOB A5 pacTBOPOB C yOblBaOLWMMU KOHLIEH-
TpauMsiMM aHanMToB, NPUroTaBNUBaAEMbIX B pe3ysib-
TaTe nocnenoBaTenbHbIX pa3taBneHunid, NPUBOAUT K
YNPOLLEHMIO 3KCMEPMMEHTAIbHbIX Onepauuii u 6onee
MPOCTbLIM BEIYUCIIEHNUSIM, @ TAKXKE MO3BONAET MOYYUTb
Gonee HageXHble OLEHKM MUHMMarbHbIX KONMYECTB

NOoNApPHbIX aHaNMTOB (m , 414 KOTOpPbIX HEOOCTa-

)
npen
TOYHOW UHEPTHOCTBLIO CUCTEM MOXHO NpeHebpeyb.
PesynbTathl aHanusa TecT-06pasLoB, cogepxalumx
HEeKOTOpble NONAPHbIE KOMMNOHEHTbI (6EeH3MNOoBbLIN
CNuUpT), NO3BONSAT NPEANONOXNTb, YTO NMPOSBNEHMNS
HEe4OCTaTOYHOW UHEPTHOCTM 0BYCNOBNEHbI HE TOMNBKO
BMNMSIHMEM XpoMaTorpaunyecknx cCucTem, HoO 1 copob-
LUMen NonNspHbIX aHanIMTOB Ha NOBEPXHOCTU EMKOCTEMN,

“cnonb3yembix Ans pa3baBrieHusi TECT-PacTBOPOB.

B/IATOAAPHOCTU

PaboTa BbinomnHeHa ¢ ucnonb3oBaHuemM obopy-
foBaHus PecypcHoro o6pasoBaTtenbHOro LeHTpa no
HanpaBneHunto «Xummus» NHctutyTa xmummm CaHKT-
MeTepbyprckoro rocygapCTBEHHOrO YHUBEPCUTETA.
ABToOpbl Grnarogapsit cotpyaHukos LieHTpa 3a coneictame.
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