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BBenenue

AKTYaJIbHOCTb _TeMbl. Bbicokod(pdekTHBHAS KUAKOCTHAS XpomaTorpadus

(BOXX) — u3BecTHBIH M IMIMPOKO MPUMEHSIEMBIH METOJl aHalIM3a CJIOXKHBIX CMECEH.
Opnnako, HECMOTps Ha OOJBIIOE YHCIIO TMPEAJIOKEHHBIX PpEHIeHHH B 3TOH 00JacTH,
aKTyaJlbHa pa3padoTKa CIOCOOOB aHalu3a C YIYYIICHHBIMH METPOJOTHYECKUMHU
XapaKTepUuCTHKaMH. /s 5TOro BappupYIOT M ONTUMHU3UPYIOT COCTaB MOJABIKHOU (ha3wl,
BEJIyT TOHMCK HOBBIX HEMOJBIKHBIX (a3, pa3pabaThIBalOT Bce OO0Jee COBEPILICHHOE
obopynoBanue u Ap. OOHUM M3 HOBBIX U OTHOCHTEIHHO TPOCTHIX ITyTEH YIydIICHUS
METPOJIOTHYECKHX  XapakTepucTuk BOXX anammsza sBiseTcs  UCIHOJIB30BaHUE
CyOKpUTHYECKON BOJBI B KauecTBE MOABMXHOH (a3bl. [Ipu MOBBIIIEHHH TeMIepaTyphl
CHUIKAIOTCSI  BS3KOCTH M JIUDJIGKTPUYECKass  MPOHUIIAEMOCTb,  YIIYYIIArOTCS
XapaKTEePUCTUKU BOJIbI KaK JIIIOEHTA AJi oOpaiieHo-¢ha3Hoii xpomatorpaduu. BosmoxHa
peanuzanus TEMIEPaTypHOrO TPaaUeHTa, YTO TEXHHUYECKU TMPOIIEC MPOBEICHUS
IPaIMEHTHOTO AJIIOUPOBAHUS BOJHO-OPTaHUYECKUMH CMECSMU.

HoBbele BO3MOXHOCTH MOTYT OBITh pealn30BaHbl W TIPU HCIIOJIB30BAHUU
CyOKpUTHYECKOM BOABl B KA4yeCTBE MOJBMKHON (a3bl B THOPUIHBIX COPOIIMOHHO-
xpoMarorpadguueckux Meromax. B Takux cuctemax s AECOpPOIMH OpraHUYECKHUX
BEIIECTB C OOpalieHO-Pa3HbIX COPOCHTOB TPAJAMIIMOHHO HCIOJIB3YIOT OpraHUYeCcKue
PACTBOPHUTENH, TAKHE KAK METAHOJ, alleTOHUTPIIJ UK BOAHO-OPTaHUYECKUE CMECH, YTO
MPUBOAUT K YUIUPEHHUIO MUKOB MPH MOCIEAYIOIMIEM XPOMAaTOrpauueckoM pasieleHun
BEIIECTB, MO0 TpeOyeT CIOKHBIX MPOIEAYp CMEHBI pacTBoputens. s mpeomoneHus
JAHHOTO HEJOCTaTKa MEPCHEKTUBHOM BUIUTCS 3aMEHAa OPraHWYECKUX PacTBOPUTENCH Ha
CyOKpPUTHYECKYI0 BOJYy, TaK KaK TeMIIEpaTypHbIH TpPaJUCHT TO3BOJISIET JIETKO
PEryaupoBaTh IIOUPYIONLYIO CUITY MOABUKHOU (pa3bl.

@deHoNl U ero XJIOp- U HUTPONPOU3BOAHBIC SBISIIOTCA PACIPOCTPAHEHHBIMU
3arpsI3HUTENSIMA OKPY’KaIOIIeH Cpesbl, TOITOMY HX COACpPKAHHE CTPOTO HOPMHUPYETCS.
Huddupsl (raneBoil KUCIOTH HMIMPOKO HMCMOIB3YIOT B MPOMBIIIJICHHOCTH B KauyecTBE
MJIacTU(UKATOPOB, WX BIMSHHUE HA 3[I0POBHE YEJOBEKA M JIPYTHUX JKUBBIX OPraHU3MOB

IIOKa OO0 KOHI[a HE H3Y4YCHO. I‘IYBCTBI/ITGHBHOCTB OpsAMBIX MCTONOB aHAJIM3a 3a4YaCTyrO



HCOOCTAaTOYHA IJId OIIPCACIICHUA COACPKAHUA TOKCHUYHBIX BCIICCTB HA YPOBHC HIIK,
IMO3TOMY HCO6XO[[I/IMO npeaABapUTCIIBHOC KOHICHTPHUPOBAHUC.

Ileab pabGoThl cocTosla B pa3pabOTKe CIOCOOOB MPOTOYHOTO COPOITMOHHO-

BOXX omnpenenenus (eHOIOB M (PTaNiaTOB, BKIIOYAOIIMX COPOIMIO aHAIUTOB, HX
JEeCOpOITNI0 CYOKpUTHYIECKON BOJIOW U XpoMarorpaduaeckoe pasaeiieHue/onpeaeieHue.

KonkpeTHble 3a1a4n vccaeI0BaHUs ObUTH CIICAYIONIMMU:

- MCCJICIOBAaHUE YCTOMYMBOCTU PA3JIMYHBIX COPOCHTOB B Cpele CyOKPHUTHYECKOI
BOJIBI;

- BBIOOp YCJIOBHH COPOIIMOHHOTO KOHIIEHTPHpPOBaHHS (DEHOJOB M (TajaToB Ha
YIJIEPOTHOM COpOCHTE, BKITFOYAIOIIETO JECOPOIUI0 aHATUTOB CyOKPUTHYSCKONW BOJION;

- M3y4yeHue COpOIMOHHBIX paBHOBecui B cucreme Hypercarb-cyOkpuTHueckas
BOJIa C UCIIOJIb30BAHUEM MOJICIIH COJIbBATAIIMOHHBIX TAPAMETPOB;

- pa3paboTka crnocoboB mpoTouHoro copounonHo-BOXKX onpenenenus geronon
1 (TANaToOB B BOJAX.

Hayunas noBusHa. [lomyyeHsl naHHble 00 yCTOHYMBOCTH psiia COpOEHTOB B

cpene CyOKpPHTHYECKOW BOJbBI, HamOoJiee YCTOWYMBBIM IOKa3al ceOs TOpPHCTHIN
rpadutupoBansbiii yriepon (copbent Hypercarb). Ilpeanoxen cmoco0 omnpeneneHus
(deHosoB U (ranaroB, BKIOYAIOMINN 1ecoOpOIi0 CyOKpUTHUYECKONH BOAOH, OXJIaKICHHE
u Xpomarorpapuyeckoe paszaeneHue c xpomaTodokycupoBanueM. IlokazaHo, 4TO
JIecopOLMI0  AHAIUTOB C  YIJEpPOAHOro copOeHTa HeoOXOoOuMO NPOBOAUTH B
KOMITPOMHUCCHBIX YCJIOBUSX; 1151 (€HOJIOB BbIOpaHa TeMiiepaTypa CyOKpUTHUECKON BOJIbI
175°C, a nmna dranato 150°C. Ilpum Oosnee BBICOKHX TeMIlepaTypax TMPOUCXOIUT
Jerpajanus — He3aMmelleHHoro (QeHona W TUAPOIM3  JudTWiAdTanara, MOHO-
nukiorekcuigranara 1 MoHoOyTundranara. [Tokazano, 4To MoJenb CONbBAaTAIIMOHHBIX
napamerpoB AOpaxama MOXET OBbITh HCIOJI30BaHA JUIsI NPOTrHO3a (PaKTOPOB
yAepKUBaHUS AaHAJIMTOB B CUCTEMeE yriepojaHblii copbeHT Hypercarb-cyOkpuruueckas
BOJIA.

IIpakTHyeckass 3HAYMMOCTb. [IpeiokeH crmocod MPOTOYHOTO COPOIIMOHHO-

BOXX omnpeneneHuss BemecTB, oOecleunBarONUi  IMOBBIICHUE A()PEKTUBHOCTH

Pa3sacCIICHUA aHAJIUTOB, OCHOBAHHBIM HA MCHOJIb30BaHUU CY6KpHTHq€CKOﬁ BOJEI.



Pazpabortan cnoco6 mporounoro cop6rmoHHo-BOXKX omnpenenenust ¢peHosoB ¢
npenenamu oOHapyxeHus 0,6 —2 MK/l mpH KOHUEHTPUPOBAHMM aHaIUTOB U3 10 M
(mecopbuust cyOkputudeckoit Bomodt mpu 175°C). Paszpaboran cmoco0 MpOTOYHOTO
copbrmonH0-BOXKX onpenenenus ¢ranaTos ¢ npeaenamu ooHapyxeHus 10 go 35 mr/n
MpU KOHIICHTPUPOBAHUM aHaauTOoB M3 10 Mur (mecopOums CyOKPUTHYECKOH BOJON C
nobasiienneM 5% aneronutpuia npu 150°C).

Ha 3ammTy BBIHOCATCS CJIEAVIONIHE MOJ0KEHHSI

- CITOCO0 TIPOTOYHOTO OMPE/IEIICHHS BEIIECTB, BKIIOYAIOIIMI KOHIICHTPUPOBAHHE,
JIecopOIM0  CyOKpHTHYeCKOoW  Boaod,  xpoMarodokycupoBanne u  BDXX
paszencHue/onpeeIcHue;

- pe3yJbTaThl M3YYCHHUS BIMSHUS TEMIIEPATypbl CYOKPUTHYECKOW BOJIBI Ha
CTETICHb JIECOPOIIMH OPraHNYECKHUX BEIICCTB;

- pe3yJIbTaThl W3YYCHHSI COPOIIMOHHBIX DPABHOBECHUH CHCTEMBI CYOKPHTHUECKAs
BO/a-yTIepoaHblii copObeHT Hypercarb ¢ ucCmonp30BaHMEM MOCITU COJIbBATAIIMOHHBIX
apameTpoB;

- CIOCOOBI MPOTOYHOTO cOpOIMOHHO-BOXKX onpenenenus ¢heHonIoB U (TajgaToB B
MUTHEBOM U IPUPOJIHBIX BOAAX, OCHOBAaHHBIC HA MCIIOIH30BAHUH CYOKPUTHYCCKOH BOJIBI.

AnpobGanus padorbl. OCHOBHBIE PE3yNbTAaThl UCCIENOBAaHUMN N0J0KEeHBI Ha XIX
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OKCIICPUMCHTAJIbHBIX HCCHCI{OB&HHﬁ, O6C}’)I(I[CHI/II/I n Oq)OpMJ'ICHI/II/I MOJIYYCHHBIX
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I'nmaBa 1. Boga B cyOKpUTHYECKOM COCTOSIHMHU: IPUMEHEHUE B XMMHYECKOM aHAIU3e
(0030p 1UTEpaATYPBHI)

OOmen3BecTHO, YTO B XHMMHUYECKOM aHalM3€ CYLIECTBEHHYIO pOJIb HUIPAIOT
OpPraHMYECKHUE pPACTBOPUTENIM; HUX MCHOIB3YIOT [UId IPUTOTOBIEHUS PAacTBOPOB
peareHToB, W3BJICYEHHUS AHAJIUTOB M3 TBEPIBIX OOBEKTOB, SKCTPAKIMU AHAIUTOB M3
KHUJIKUX Cpel, OHM BXOJIAT B COCTaB MOJBMXHBIX (a3 mpu Xpomarorpaduyeckom
pa3lesieHnn BellecTB U T.1. B OCHOBE CTOJIb HIMPOKOTO NPUMEHEHHS OPraHu4eCcKHX
pacTBOpPUTENEH JIeKaT KX  CBOWCTBA, OTJIMYAIOIIMECS OT CBOMCTB  €CaMoro
pacpoCTPaHEHHOTO PAaCTBOPUTENS — BOJbI, B IEPBYIO OUYEpelb HUX MOJAPHOCTh. Tak,
MOJIABIIAoONIee OOJIBIIMHCTBO OPraHWYECKHX pPACTBOpUTENEH 007ajaloT MeHbIIeH
MOJIIPHOCTBIO U CLIOCOOHOCTBIO K 00pa30BaHUIO BOJOPOIHBIX CBs3€i, ueM Boga. MimeHHO
MIO3TOMY OHH CYIIECTBEHHO Jy4llle, YeM BOJA, PACTBOPSIOT THApodoOHbIE BElIeCTBa, B
nepByr0 ouepenb opranuyeckue. K coxaneHuio, OOJBIIMHCTBO OpPraHHMYECKHUX
pacTBOpUTENENd TOKCHYHBI, TOATOMY 11eJIeCO00pa3eH MOMCK MyTel MX 3aMEeHbl B CXeMax
XUMUYeCKoro aHaimsa. OAMH U3 TaKuX MyTEed — HCIIOIb30BAHHUE NMEPETPETON JKUIKON
BOJBI TOJT JaBJeHHEM (TaK Ha3bIBAEMOH «CYOKpHUTHYECKOW BOJbI»). PabOTHI B 3TOM
HalpaBJICHUHM OBICTPO pa3BUBAIOTCS, ONYOJIMKOBaH psii OO30pPHBIX CTared 1Mo
MCIOJIb30BaHUIO CYOKPUTHUECKON BOABI ISl SKCTPAruipOBaHUS LIEHHBIX KOMIIOHEHTOB U3
JIEKapCTBEHHBIX pacTeHui [1 — 4], a Takke B KauecTBe 3JII0€HTa B BHICOKOA(h(HEKTUBHON
xuakoctHo xpomarorpaduu (BOXKX) [S — 8]. Kak mpaBuino, 3tu 0030pHBIE CTaThbU
HOCST Y3KOHANpaBJeHHbIH XapakTrep. B HacTtosimem 0030pe Mbl MONBITAIUCH
OpeaCTaBUTh OoJjiee IIMPOKUN B3IV Ha NPUMEHEHHE CYOKpUTHYECKOM BOIBI B
XMMHYECKOM aHAJIM3€ pa3IU4HbIX OOBEKTOB, OOCYIUTh JOCTOMHCTBA M HEAOCTaTKH

COOTBCTCTBYIOIIINUX pCIJ_ICHI/Iﬁ .

1.1. CeoiicTBa cyOKpUTHYECKOH BOIBI

B psage pabor, omyOnmKkoBaHHBIX 3a mociearue 15 —20 mer, mpemiokeHa WU
pa3BUTa UJIes UCIIONb30BaTh Boy, HarpeTyto 10 100 — 300 °C nox naBinenuem B 30 — 50
atMocdep, B KauecTBE IJIIOCHTA JUIsl pa3/ielieHns BemecTB B ycrnoBusx BOXKX, a Taxke
pacTBOpUTENs (PKCTpareHTa) Ui W3BJICUCHUS OPraHMYECKHX BEIIECTB W3 TBEPIBIX

o0BbekTOB. TemmepaTypa W HaBieHHE TPHU 3TOM CYIIECTBEHHO HIDKE KPUTHYECKUX
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napamerpoB BOIbl (T =374 °C, Py =218 atm. [9], puc. 1), mosromy Boma He
MEePEXOJUT B COCTOSIHUE CBEPXKPUTHYECKOTO (hITFOU/IA, a OCTACTCS )KUAKOCThIO. Y CIIOBUS
IUTS TIONy4YeHUS] CYyOKPUTHYECKOW BOJBI MOTYT OBITh OTHOCHUTENIBHO JIETKO CO3JIAHBI C
npuMeHeHrneM cranapTHbix BOYKX HacocoB U crenuanbHbIX, HO IOCTaTOUYHO MPOCTHIX
YCTPOWMCTB IS HarpeBa TOJBIKHOH (a3bl M XpomMarorpauueckoil KOJOHKH (WA
AKCTpaKTOpa).

[Ipy TOBBIIIIEHHBIX TEMIEpaType W JaBICHHH MHOTHE (DU3HKO-XMMHUYECKHE
CBOMCTBAa BOJIbI (BSI3KOCTh, AMDJIEKTpUYECKAs MPOHUIIAEMOCTh M T.NI.) CYIIECTBEHHO
OTJIMYAIOTCSI OT TaKOBBIX IpU HOpMaibHBIX ycnoBusx [9, 10]. Tak, nanpumep,
JTURJIEKTPUYECKasi TPOHUITAEMOCTD (€) BOJBI MpH M3MeHeHuun Temieparypsl ot 20 °C no
200 °C ymenbmaercs ot 80 mo 35 [11]; mns cpaBHeHus, ¢ aneronutpuiia npu 20 °C
paBHa 39 (puc. 2). BA3KOCTh TakXke IIOCTEIEHHO CHUIKAETCS MpPU TMOBBILICHUU
temnepatypsl (puc. 3). M3MmeHsercs Takke KOHIEHTpaIus MPOTOHOB U THUIPOKCHUII-
HOHOB, T.€. IOHHOE MPOU3BEJEHNUE BOJBI, YTO MPEACTABICHO Ha PUC. 4.

[ToMuMoO cy1iecTBEeHHOTO U3MEHEHUS (PU3UKO-XUMUYECKUX apaMeTPOB BOJbI MpU
MOBBIIIEHHBIX TEMIIEpaTypax, MEHSIOTCS M OOOOIICHHBIE XapaKTEPUCTHKH BOJABI Kak
amroeHTa 1is oOpameHHo-dazHo BOXKX. OtmeueHo, 4To «XxpomaTorpaduyeckues
cBoiicTBa Boabl mpu Temmeparypax 150 — 250 °C conocTaBUMBI CO CBOMCTBAMHU YHCTHIX

allETOHUTPUJIA UK MeTaHou1a [9].

1.2. U3BJievyeHue 1eJIEBbIX KOMIIOHEHTOB U3 TBEPAbIX 00bEKTOB

BaxHoil 3amauei, ompenessiomel MPUOPUTETHOE PAa3BUTUE MHOTHX METOJIOB
XUMHUYECKOT0 aHalln3a, SIBJISIETCS ONpeieieHue OMOIOTMUeCKH aKTUBHBIX BEIIECTB, B TOM
YuClI€ TOKCHUYHBIX, B OOBEKTaX OKPYXKAIOIIEH Ccpeapl, MHUIIEBBIX MPOAYKTaX,
pacTuUTeIbHOM Chipbe. bim3koi 3amaueil sIBISETCS W3BJICUCHHE 3aJaHHBIX BEIIECTB U3
MPUPOJHBIX OOBEKTOB C IENIbI0 MOJIYYSHUS JICKAPCTBEHHBIX MpenapaToB. TpaguiiuoOHHbINA
MOAXOJ K M3BJICUCHUIO aHAJIUTOB M3 TBEPABIX 00pa3IoOB Kak I IeJIed aHali3a, Tak U
JUISl TIPOU3BOJICTBA JIEKAPCTB — ATO AKCTPArMpoOBaHUE OPraHUYECKUMH PACTBOPUTEIISIMHU
(MeTaHOJIOM, 3TAaHOJIOM, AllETOHUTPUIIOM U Jp.). OAHAKO ATH PACTBOPUTEIM HE BCET/a
yAOOHBI I TOCTEAYIOIIETO OMpeAeNieHUs AaHaJIWTOB, a IMpPU TMPOU3BOJICTBE

MCANKAMCHTOB X OCTAaTKU TPYJAHO YAAJIUTD IMOJHOCTBIO, UTO CO3AACT OIMACHOCTh IJIA
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310POBbS. XOPOIINMU alIbTEPHATUBAMU SIBIIECTCS SKCTPATUPOBAHUE CBEPXKPUTHUECKUM
JTMOKCUJIOM YTIIepO/a, a Takke CyOKpuTtuueckoil Bojoil. Tak, CyOKpUTHYECKYIO BOAY
MPUMEHSIIA JJI1 DKCTParupoBaHUs MOJMUUKIMYECKMX apOMAaTHYECKUX YTIEBOAOPOIOB
(ITAY), momuxmopupoBaHHbiXx Oudenuno (I1XB), dheHonOB, MECTUIUIOB, U APYTHX
TOKCHUYHBIX BEIIECTB M3 OCaJOYHBIX MOpPOJ, MO4YB, B3Beceil [16 — 19], a Taxxke s
OKCTParupoOBaHUS TeNaTONPOTEKTOPHBIX OHOJOTUYECKH AaKTUBHBIX COCIMHEHUH W
3(UpHBIX Maced W3 pacTUTedbHOro chipbsi [20 —22]. C mMOMOIIBIO PEryJIUPOBKU
TEeMIIePaTyPbl, U3BMEHSIONIEH MOJISIPHOCTh CYyOKPUTHYECKOM BOJIBI, BO3SMOXKHO U3BJICUCHUE
HE TOJBKO HEMOJISIPHBIX, HO ¥ TOJISIPHBIX KOMIOHEHTOB [ 1, 23, 24].

[Ipeanonarator, YTO MEXaHHW3M OHKCTPAarMpoOBaHUs BKJIOYAET HECKOJBKO
rmocienoBaTeNbHbIX craguid [25]. CHavama MHKPOKOMIIOHEHTHl AUGQYHIUPYIOT U3
[IEHTpa YacTUllbl oOpaslla Ha ee MOBEPXHOCTh, 3aT€M MEPEHOCITCS C IMOBEPXHOCTU
MaTpuilbl 00pa3la B TOTOK OJKcTpareHTa [16, 25 — 27]. CkopocTh WH3BICUYEHUS
JTUMUTHUPYETCS camMoil MeJUIeHHOM W3 3Tux craauil. [lokazaHo, 4TO »KCTparupoBaHUE
KOMIIOHEHTOB W3 MHOTHX MPHUPOIHBIX OOBEKTOB OMpENeNseTcs B MEpPBYIO OdYepe.b
necopOIMeld MUKPOKOMITOHEHTOB € TIOBEPXHOCTH TBEPAOW MaTpHIlsI [25, 26].

MexaHu3M 3KCTparupoBaHusl B TUHAMHYECKUX YCIOBHSIX YCIEUIHO OINKCHIBAIU B
paMkax Teopur (PpPOHTAIBHOM XpoMarorpaguu TEPMOIUHAMUYECKOW MOJEIbIO,
BKJIIOYAIONIEH JIBE€ CTaJuU MaccolepeHoca: JecOpOIMI0 MHUKPOKOMIIOHEHTa ¢
MOBEPXHOCTU MAaTpullbl U smtoupoBanue [28, 29]. Ha npumepe usBneueHus 3pupHOro
Macna u3 yabepa u I[IAY u3 mouyB mokazaHo, YTO MOBEACHHE MUKPOKOMIIOHEHTA
OTIpesieNIsieTCs, B TMEPBYIO oOdYepeab, ero KO3 UIMEHTOM paclpeiesieHus: MEXIy
MaTpulen oOpa3sua u pactBoputeneM [28].

KoMIOHEHTBI 3KCTparupyoT B CTaTMUYECKOM M JWHAMHYECKOM peXuUMax: B
CTaTUYECKOM BapHaHTE MCIOJIb30BAIM (PUKCUPOBAHHBIII OO0BEM pPACTBOPUTENS; B
JTUHAMUAYECKOM — MTOTOK CyOKPUTHYECKOM BOJBI HEMPEPHIBHO MPOITYCKAIN Yepe3 sTUehKy-
KOJIOHKY ¢ oOpa3iom. Jljis cTaTH4ecKoro BapuaHTa MOXHO HCIOJB30BaTh CEPUIHOE
obopynoBanue, Harpumep yctaHoBky Dionex ASE 200 (puc. 5) [2, 3, 29, 30]. Dta
yCTAaHOBKAa MpeJHAa3Hau€Ha [JIsl U3BJIIEUYEHUS OPraHUYECKUX COEAMHEHUN U3

paSHOO6pa3HI>IX TBCPABIX U MOJIYTBCPABIX 06pa3u013. I[J'ISI noAACPIKAHUA pACTBOPUTCIIA B
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Puc. 5. Buemnuii Bug ycranosku Dionex ASE 200.
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KUJIKOM COCTOSIHUM TIpH TIOBBIIIEHHON TeMIlepaType B OKCTPAKIMOHHOW sUeiike
MOJICPKUBAITM  HEOOXOJUMOE JlaBlieHHE. AHAIUTBI TaKXKe JKCTParupoBalid MpU
TOBBIIICHHOM TeMIepaType ¢ TIOMOIIbI0 YCTaHOBOK cepun Soxtherm (puc. 6),
NpeJHa3HAYEHHbIX JJIs ONpeAeNieHHus JKUpa B MPOAYKTaX MUTAaHUA M KOpMmax,
MECTUINIO0B U (PEHOJIOB B IMOYBAX, MUHEPATHHBIX MAaCeIl HJIM KpacHTeJeH B TKaHsIX.

Y CTaHOBKM U1 IMHAMUYECKOTO BapraHTa OOBIYHO COOMPAIM CAaMOCTOSITENIHO U3
gacTel cepwifHOro xpomMarorpaduueckoro obOopynoanus [1, 23, 24]. s
MPEeOTBPAIEHUs KOPPO3UM UCIIOJB30BaIM KANWUIAPhl W3 HEpKaBEIOWeH CTalmu u
MpeABAapUTENbHO JIeTa3upoBalu BOJy. HarpeBaemble 31€MEHThl — 3KCTPAKIIMOHHYIO
SYEHKY U BXOAHOW Kamwuisip (A7l MporpeBa BOABI 10 paboueit TeMiepaTypsl ero JiHa
00BIYHO cocTaBisieT 1,5 M u Oojee) — moMeniaay B rnedb (0OBIYHO MCIIOJIB30BaIH I€YH,
BXOJSIIIME B COCTaB razoBoro xpomarorpada). Ha BbIxojge u3 s4eiiku, BHE Meud,
YCTaHABIIMBAJIM OTPAaHUYUTENh JaBICHUS, OIS KUBAIONINN BOY B KUIAKOM COCTOSHUU
npu temmeparype Boime 100 °C (puc. 7). [dns Oonee 3pGEeKTUBHOIO OXJIaKICHUS
AKCTpaKTa BBIXOAHOM KAIIWIISAP MOMENIAIN B €eMKOCTh ¢ XOJ0AHOU Bojiou [17 — 19] umm
PYroe OXJIaKJarollee yCTponCTBO.

[Ipu craTuyeckoM SKCTparupoBaHUM OOBIYHO 32 BpeMs MPOBEICHUS
JKCIIEPUMEHTa B CHCTEME «00pa3el-pacTBOPUTENIb» YCTAHABIMBAECTCS pPABHOBECHE.
Takum oOpa3oMm, CTENeHb U3BJICUCHHS MPEKAE BCEro 3aBUCUT OT KoddduimeHta
pacmpeielieHusl  MUKPOKOMIIOHEHTa. B auHamMudyeckoM  peXuMme  MOCTOSIHHOE
MOCTYIJICHUE HOBBIX MOPIUN JKCTpareHtra olecreyuBaeT Oojiee OBICTpOE U TOJHOE
M3BJICUCHHE aHAJUTOB, YEM B CTATUYECKOM, BBUY BBICOKOTO I'PaJHEeHTa KOHIIEHTPALUU.
[Ipu aTOM, OAHAKO, pacXoLyeTcss U OONBIINI 00BEM PaCTBOPUTEIIS.

Ha cremenp wu3BiedeHus BIAMSIOT TeMIlepaTypa, AaBiCHHE, BpeMs 00paboTKu
oOpasiia, CKOpOCTh MPOMYCKAaHUS CYOKPUTHYECKON BOJBI, KOHIICHTPAIMS BO3MOKHBIX
nob6aBok-monudukaTopoB skcTparenta. Ha mpumepe wusBneuenus I[IAY u3 noHHBIX
OTJIOKEHHMH MTOKA3aHO, YTO TEOMETPHS SIKCTPAKIIMOHHON SYEHMKH Y HAMPABICHUE MOTOKA

OKa3bIBaIOT HE3HAUNTEIbHOE BIUSHHUE Ha CTEIICHD M3BjaeueHus [31].
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Puc. 6. YcranoBka Soxterm B paspese.
1 — 0OpaTHBIN XOIOAWIBHUK, 2 — CTEKJISIHHBIN COCY]T U1 SKCTPaKUUH, 3 — paCTBOPUTEINb,

4 — obpaszell B MOPUCTOM AKCTPAKIIMOHHOW siUeliKe, 5 — HarpeBaTeIbHBIN AJIEMEHT,

6 — eMKOCTb JIJisi cOOpa pacTBOPUTEIIS.

|

4

Puc.7. VYcraHoBka s TpOBENEHUS SKCTparupoBaHUsS CYOKPUTHUECKOHM BOJOW B
JTUHAMUYECKOM pexkume [1, 23, 24].

l — TpoTOYHBIM Jera3atop pacTBopuTens, 2 — Hacoc, 3 — Kanwuisip A
IIPEIBAPUTEIIBHOTO HAarpeBa pacTBOPUTEN, 4 — JKCTPaKUMOHHAs sYelKa, 5 — Ieub-
TEPMOCTAT, 6 — PETyJIATOp NPOTUBOAABIIEHUS, / — EMKOCTh JJIsi COOpa SKCTpaKTa.
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1.2.1. Temnepartypa

Temnepatypa CcyOKpUTHYECKOW BOJbI CYLIECTBEHHO BIIMSET Ha CTENEHb
U3BJICUEHUS] MHKPOKOMIIOHEHTOB. Kak yxke oOcyxnanoch, TeMmIepaTypa BIHSET Ha
IUBJIEKTPUYECKYI0 TPOHUIIAEMOCTh BOJABI M, TakuM o00pa3oM, Ha pPacTBOPUMOCTh
MHUKPOKOMIIOHEHTa U ero K03 UIMeHT pacupeaeneHus. [Ipyu nosblmeHnn TeMnepaTypbl
TaKKe  yBEIMYMBAETCS  CKOpocTh  aupdy3sum  MukpokommnoHeHToB  [32]  m,
COOTBETCTBEHHO, CKOPOCTh MaccolepeHoca. Tak, II0Ka3aHO, 4TO IOBBILICHHE
temneparypsl 10 300 °C yBennumBaeT pacTBOPUMOCTb M cTeneHb u3BiedeHus [IAY,
(heHOMBHBIX coeMuHEeHMH W mectunuaoB [4, 16, 18, 19, 33, 34]. OxHako HEKOTOpPHIC
COEMHEHUS, HAllpUMEp MPUCYTCTBYIOLIHE B JIEKAPCTBEHHBIX PACTEHHUIX OMOIOTHYECKU
aKTUBHBIE BEIIECTBA, MOTYT ObITh TEPMUUYECKH HEYCTONUYHMBBIMH. OHU MOTYT OKHCIISATHCS
U pasyiaraTbCsl B arpecCUBHOM cpeie CyOKpUTHYECKOW BOJBI, MO3TOMY UX HU3BJICUCHUE

uenecoo6pa3H0 OpOBOAUTD IIPU OTHOCUTCIIbBHO HCBBICOKHUX TCMIICpATypPax.

1.2.2. laBieHue

Hns coxpaHeHUs CyOKpUTHYECKOW BOJBI B JKUJIKOM COCTOSHUU JaBJICHHUE B
JKcTepuMeHTax nojaaep:xkuanu B uatepaie 10 — 80 atm [16, 33 — 37]. Ecnu naBnenue
JOCTATOYHO JJIsI MPEAOTBPAIICHUS 3aKUIIaHHUS BOJbI, TO €ro JAJbHEHIIEE MOBBILICHUE
BJIMSIET HA CTENEHb W3BJICYEHHUS AHAIMTOB HE3HAUUTENbHO. C JIpyrol CTOPOHBI, IO
CPaBHEHHUIO C SKCTParupoBaHUEM MIpHU aTMOCHEpPHOM AABICHHUH, CYOKpUTHYECKas BOJa

110J1 JaBJIEHUEM IIPOHUKAET B O0siee TPYJHOIOCTYIHbIE YUYaCTKU MaTpuLibl oOpasua [32].

1.2.3. IIpoa0/zKNTEIbHOCTh IKCTPATHPOBAHNS B CTATHYECKOM BapHaHTe

Kak u Temmeparypa, BpeMs, B TEU€HHE KOTOPOro oOpasel] MOoABepraercs
BO3JICHCTBUIO CYOKPUTHYECKON BOJABI, 3HAYUTENILHO BIUSET HA CTENEHb W3BJICUCHUS
aHaUTOB. [IpogOmKUTETPHOCTD SKCIIEPUMEHTA 3aBUCHUT OT TEMIIEPATypbl SKCTpareHTa,
MIPUPOJIBI MAaTPHUIIBI 00pa3ila U U3BJIEKAEMBIX MUKPOKOMITOHEHTOB. [loka3zaHo, 4To Bpems,
HE0OX0IMMOe IS KOJTMYECTBEHHOTO W3BJICUCHUSI aHAIMTOB, TAKMX KaK ABI'CHOJ U €r0
MPOU3BOAHBIE, M3 PACTUTEIBLHOTO CBIPbs, MOXHO cokpatuth ¢ 80 g0 15 MuHyT
nosbineHneM temneparypel oT 120 mo 300 °C [38]. YcTaHOBIEHO, YTO CHUYKEHUE

temnepatypsl Boasl ¢ 300 mgo 50 °C mpuBOIUT K PE3KOMY YMEHBIIEHHIO CKOPOCTH
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u3BiedYeHus 6oapmmHcTBa [TAY 13 IMOYB, @ HCKOTOPLIC N3 HUX B 3TUX YCIIOBUAX BOO6H_[€

He u3BieKarorcs [16].

1.2.4. CxopocTb nponyckanus cyOKpuTHYeCKOi BOJbI

[Ipn »KcTparupoBaHWM B JUHAMHYECKOM PEXKHUME TIOBBIIICHHE CKOPOCTH
MIPOITYCKAHUS IKCTPAreHTa YacTO YBEIIMYMBAET CTETIEHb U3BJICYCHHSI MUKPOKOMIIOHEHTOB
M3-32 TOJICPKAHMS BBICOKOTO I'paJiieHTa KOHIEHTpaluil. Tak, CKOPOCTh MPOITyCKaHUS
CYOKpPHUTHYECKOI BOJBI BRIOMPATH, MCXO/IS M3 33JaHHON MPOAODKUTEILHOCTH 00paboTKH
oOpa3la W >KelaeMoil KOHIEHTpaluu aHaIMTOB B d3KcTpakte [39]. Ilokazano, 4To
YBEIMYEHUE CKOPOCTH  II€JIecOO00pa3Ho, KOIJa OKCTParMpoBaHHWE  OrPaHUYCHO
PacTBOPUMOCTBIO M3BJICKAEMBIX BellecTB, Muddy3ueit skcTpareHTa B MaTpuily odpasma

1 CKOPOCTBIO IIEPCHOCA aHAJIUTA HAa ITOBECPXHOCTb MAaTPHUIIbI.

1.2.5. Oprannyeckue 100aBKM K IKcTpareHty (MoangukaTopbl)

[Ipy HemomMHOM SKCTParMpOBAaHUM aAHAJTUTOB B BOJY BBOJAT J100ABKU
OpraHMYeCKUX PacTBOpPHUTENIEH — MeTaHoJIa, dTaHoja U sTujanerara [3, 40]. B kauectse
MOAU(UKATOPOB TaKKe HCIOJIb30BAIM TMOBEPXHOCTHO akTuBHbIe BemectBa ([IAB) —
noneuuncynbdpar Hatpus u Triton X-100 [23]. TlokazaHo, 4YTO BBEAEHHE TaKHUX
MOAM(UKATOPOB CIIOCOOCTBYET 0Opa30BaHUIO MUIIEIUI, YTO OOJIEryaeT SKCTparupoBaHue
[TAY u3 pacturensHoro ceipbs [23]. s 3pPexkTUBHOro 3KCTparupoBaHusl aHAJUTOB B
ATOM clly4ae HEOOXOJUMO ONTUMH3UPOBATh HE TOJIBKO TEMIIEPATypy M BpeMsl KOHTAKTa
obOpasma ¢ CcyOKpuTHYeCKOH BOJOH, HO u KoHieHTparuioo IIAB. Ilokazano, drto
noBbIIeHre KoHIeHTparuu Triton X-100 Bellie onpeneaeHHOro 3HaueHUs He OKa3bIBaeT
3HAUUTEJIBHOTO BIMSHUS Ha creneHb wu3BneueHus [2, 23]. Ilpu BBenenun IIAB
AKCTparupoBaHUE MOXKHO MPOBOAUTH MpU OOJee HU3KOW TemmepaTrype Uisl CHUKCHUS
BEPOATHOCTH TEPMHYECKOIO PA3JI0KEHUs aHAIUTOB [2, 23]. YCTOMYHUBOCTh aHAJIUTOB B
cpene CyOKpUTHICCKOHN BOIBI OyIeT 00CyXKIeHA HIKE.

B T1abn. 1 mpuBeneHbl MpUMEpPHl 3KCTPArUPOBAHUS aHAJTUTOB CYyOKpPUTHUECKOU
BOJIOW M3 Pa3IMIHBIX O0OHEKTOB.

Jns xomuuectBeHHOro wu3BieueHus IIAY w3 mnouB gocratouno 250° C,

NanbHENIIee MOBBIILIEHHE TEeMIepaTypbl HE TMPUBOJUT K YBEIMYEHHIO CTENEHU
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u3Bneyenus [16, 17]. Pa3paboran cnoco0 onpexaenenust pactsopumoctu [IAY u IIXb B
BOJI€ MU MOBBIIEHHBIX Temneparypax [17]. B meus razoBoro xpomarorpada, HarpeTyro
0 HEOOXOIUMOH TeMIepaTryphl, MOMEIIATd SYCHKYy C HAaBECKOH Tecka, K KOTOpOH
nobapmwm 10% mo macce ITAY. Uepes sueliky mpomyckaiad IMOTOK BOabl. B cucreme
MOAJIEPKUBAJIN JaBJICHHE, HEOOXOIMMOE /ISl COXPAaHEHHS BOJABI B JKUJIKOM COCTOSIHUU.
[Tocne ycTaHOBICHHS paBHOBECHS OTOMpPAM HECKOIbKO (Ppakiui, m100aBisuH
BHYTPEHHUH CTaHJAPT M aHATM3UPOBAIH MOCPEICTBOM Ta30Boi xpomartorpaduu ¢ [TH]I-
unu MC-nerektupoBanremM. OTMeUalIH, YTO NMPU UCTIOIB30BAHUH CyOKPUTHUECKON BOIBI
npenensl oOHapykeHus cHikatoTcs B 10 pa3 mo CpaBHEHHIO C AKCTparupoBaHUEM B
annapate Cokcnera [33]. B HEKOTOpBIX ciyuyasx yBeJIMUYEHHUE TEMIIEPATypbl HE BIUSET Ha
MOJIOKEHUS PABHOBECHS, a TOJIBKO HA CKOPOCTh €r0 YCTAHOBJICHHMS, YTO OBIJIO BBISICHEHO
MpU HU3YYCHUU 3aBUCHMOCTH CTEIEHW HM3BJICYEHUS 3BIEHOJIA U €r0 MPOU3BOJHBIX OT
o0beMa dKCTpareHTa Mpu pa3nudHbIx Temneparypax [38]. M3ydanu Takke 3aBUCUMOCTh
3 PEeKTUBHOCTH HKCTPArupoBaHUS OT TeMIEepaTypbl CYOKpUTHYECKOH BOABI U
JUIMTEIbHOCTA ~ MPOLECCa; MOKa3aHO, YTO VYBEJIWYECHHE TEMIIEpaTypbl, Kak H
MPOJIOKATEIILHOCTH 00paboTKH o0pa3iia yBeauIuBaeT 3PHEeKTHBHOCTD.

N3yuanu BausiHUE CKOPOCTH MOTOKA CYOKPUTHYECKOW BOJBI Ha KOI(P(UIIUEHT
W3BJICUYCHHS A(PUPHBIX Macel U3 PACTUTEIBHOIO ChIPhS: 0KA3alloCh, YTO B OOIIEM CIydae
yBEIMYEHUE CKOPOCTHU CIIOCOOCTBYET POCTy U3BieueHus [28, 39].

JloGaBka OpraHMuYeCKHX pPacTBOPUTENEH B CYOKPUTHYECKYIO BOJy HE BCera
MPUBOJUT K YBETUUYCHUIO CTENEHU u3BIedYeHus; muinb nodaska [TAB (Triton X-100 unu
noneIIcynbar HaTpusi) yBEJWYHIIa CTENEHb W3BJIICUCHHUS B TPHU-UETBIPE pas3a, 4To
MOKAa3aHO Ha MPUMEPE U3BJICUYECHUS TMH3EHO3HUIOB U3 KEHbIIEHS [2, 23].

Y cTaHOBIEHO, UTO MPU IKCTPATUPOBAHUU TePOUIIUIOB U3 MOYBBI CyOKPUTHYECKOM
BOJIOM CTENEHb HW3BJICUCHHS AHAIUTOB COMOCTaBUMAa CO CTENEHbIO HMX W3BIICUCHUS
OpraHWYECKMMM PpACTBOPUTEISIMH W  BOJHO-OpraHudeckumu cmecamu [1, 19];
n3BieueHre TaHmuHOHA I w ITA cyOKpuTHYECKOH BOJOH OKaszaloch Jaxke Oolee
s¢dexkTuBHBIM [24]. AHaNOTUYHBIE PE3YNbTATHl MOJYYEHbI W TPU SKCTPArHPOBAHUS
JAKTOHOB M3 KopHsA KaBbl [35]. Iloka3aHo, 4TO 3KCTpardpoBaHUe I(HUPHBIX Macen U3

pacTeHuii cyOkpuTudyeckoil Bofo 3¢ ¢peKkTrBHEe, YeM OTTOHKA C mapom [36].
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Taﬁ.lmua 1. HpI/IMepBI HCIIOJIb30BaHUA CY6KpI/ITI/I‘1€CKOﬁ BOAbI JIA HW3BJICUCHUA

XUMHUYCCKHUX COGI[I/IHCHI/Iﬁ N3 TBEPABIX 00BEKTOB

OOBEKTHI N3Bnekaembie CTteneHp U3BJICUCHUS Jluteparypa
BEIIECTBA
ITouBsl U OaU3KHE K HUM 00bEKTaMHU
ITouBsl TTIAY >90 % [16]
60 — 100 % [28]
_% [31]
_k [33]
Jlonnsie oTioxeHus | ['epOuIust 81-93 % [19]
Mopckoii mecok DeHobl >90 % [34]
OOBEKTHI PACTUTENHEHOTO MTPOUCXOKICHUS
Kopens nmnemuuka baiikanenn -k [1]
(Scutellarie radix)
Kopens conoaku IM'munupusun -* [1]
(Radix glycyrrhizae)
Kopuesuiue kontuca | bepbepun - [1]
(Coptidis rhizhoma)
Kopens konononcuca | HenpenenbHbie =% [20]
(Radix Codonopsis) CITUPTHI
[Tandeit Taummuon I u ITA -k [21]
MHOT'OKOPHEBHUILHBIN
(Salvia miltiorrhiza)
AMepUKaHCKUM I'unseno3uanl ¥ [2]
JKEHBIIICHb
(American ginsene)
Cnupynuna AHTHOKCUIAHTBI 26-51% [29]
(Spirulina platensis)
YailiHble TUCTbS Karexomnbl ¥ [3]
Bunorpan IlecTurnaer =% [4]
denonbHbIE 26 -51 % [40]
COCJIMHEHUS
Kopennb kaBbl JIaKTOHEI - [35]
Awup TarapuHoBa KommnoneHTsl - [36]
(Acorus tatarinowii) | 3UpHBIX Macel
I'Bo3nnka OBreHOI U €ro ¥ [38]

(Syzygium
aromaticum)

aHaJIoIr'n

* He olpenessid
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1.3. [IpuMeHeHMe B KavyecTBe MOABHKHOM ¢a3bl B xpomaTorpaduu
CyOKpUTHYECKYIO BOJY MPUMEHSIM B KadyeCTBE aJIbTEPHATHUBBI BOJIHO-OPTaHUYECKUM
3JI0€HTaM Ha OCHOBE alleTOHUTPUJIA U METaHOJIa IIPHU MPOBEACHUM pa3/IeJICHUsI BELIECTB
B ycioBmsax BOXXX Ha obOpamerHo-da3ubix copoentax [5 — 7, 10, 41 — 49]; manee 3ToT
crioco0 aHanmm3za obo3HaueH kak CB-BI7KX. Temmeparypa CyOKpHUTHYECKOW BOJBI
BIUSICT Ha BpeMs YACP)KUBAHHS AHAIUTOB, Ha 3(PQPEKTUBHOCTh M CEIEKTUBHOCTh WX
pazzneneHus u omnpenencHus. lIpy MOBBIIIEHUM TeMIepaTypbl CHMXKAETCS U BSI3KOCTb
3JIFOEHTA, YTO MO3BOJISIET paboTaTh MpHU O0Jee BHICOKMX CKOPOCTSIX MOTOKA M COKPATUTh
BpeMs 3kcniepuMenTa. [Ipoctas BO3MOKHOCTh PETYIMPOBKU TEMIIEPATYPhl U CBSI3aHHOMU C
Hel 3JTIOUPYIONIeH CITOCOOHOCTH CYOKPUTHYICCKON BOJIbI HECOMHEHHO TIEPCIICKTUBHA JIJIS
paciupenust Bo3moxkHocteln BOXKX.

Ucnons3oBanne CyOKpUTHYECKOW BOJABI B  KauyeCTBE OJJIIOEHTAa BMECTO
OpraHWYECKUX PACTBOpPUTENEH 1enecooO0pasHO W € TOYKH 3PEHUS CHUKCHUS

TOKCHUYHOCTH.

1.3.1. O6opynoBanue

[MpunnunuaneHas cxema obopynoBanus g nposeaenus CB-BOXX paznenenus
npexacrasieHa Ha puc. 8 [10]. Xpomartorpaduueckas koyioHKa (5) moMelieHa BHYTPb
TepMoOCcTaTUpyeMoi neuu (6); B TOM ke Meud HaXOAUTCs Kamwuiap (4), COeTUHSIONMINMA
KOJIOHKY M MHXKEKTOp (3); 3TOT Kamuuisip HEOOXOAUM /i MPEABAPUTENIHHOIO MTPOTrpeBa
3JII0EHTA Tepen nojayer B KonoHKy. Kanusip (7), coeIMHSAIOMMN KOJTOHKY U AETEKTOP,
CIY’)KHT JJISl OXJIQXKIIEHUS DI0EHTA, YTO MO3BOJIAET M30€KaTh MOBPEKIACHHS JIETEKTOPa
u3-3a mneperpeBa. Jlius Toro urToObl BOJAa BHYTPU KOJOHKH IIpU TeMIeparypax
100 — 300 °C He mepexoJuia B COCTOSHUE Napa, JOCTATOYHO IMOAJIEPKUBATH B CUCTEME
nasinenue B 30 — 50 Gap. Kak mpaBuno, kanumistp (7) Takke HCIOIL3YIOT B KadyecTBE
OTPAaHMYUTEINS JABJICHHUSI, TMOO0 TOCIIE HETO YCTAaHABIMBAIOT TOTIOJHUTEIBHBINA PETYISITOP
nasienus (9). OTMeTuM, 4TO B OOJBIIMHCTBE CIy4aeB XpoMaTrorpaduyecKuil JeTeKTop
HE paccuuTaH Ha paboOTy MPHU BBHICOKOM JaBIEHUU, MOITOMY OrpaHUYUTENh TaBICHUS
1enecoo0pa3Ho yCTaHaBIMBaTh A0 JeTeKTopa. B HacTosiee BpeMs KOMMEPYECKH
JOCTyNHBIE cUCcTeMbl aisi mpoBeneHuss BOXKX pazneneHuss cyOKpuTHUECKOH BOAOM
TOJIBKO HAYMHAOT MOSBIISATHCS Ha PBIHKE, TO3TOMY aBTOPHI OOJIBITUHCTBA padoT,
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Puc. 8. Cxema oGopyaoBanus s nposenenuss BOXX paznenenus ¢ ucnoiib3oBaHHEM
cyOkpuTnueckoit BoasI [10].

1 — GamioH ¢ a3otoM, 2 — Hacoc, 3 — UHKEKTOp, 4 — KawuIsAp s IpeaBapUTEeIbHOTO
Harpesa, 5 — xpomaTorpaduueckas KoJoHKa, 6 — TepMOCTaTupyeMas reub, / — Kaluuisap

JUISL OXJIKJICHUS, 8 — NETEKTOp, 9 — OrpaHuYUTENb JaBiieHus, /() — KOMOBIOTED.
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PaccMOTPEHHBIX B HacTosIIeM 0030pe, coOupalii mo100HbIE CUCTEMBI CAMOCTOSATEIbHO:
u3 oobryHOro BOXKX xpomarorpada, neun — kak npaBuio, OT ra3o0Boro xpomarorpada, u
HeOonpIIoro Habopa JIOTMOJHUTENBHBIX 3JEMEHTOB — KalWUIIPOB U CEpHUIHO

BBIITYCKAaC€MBbIX orpaHHqHTeneﬁ JaBJICHHA.

1.3.2. HoBble BO3MOKHOCTH 1€TeKTHPOBAHUS

Hcrnonp3oBaHne CyOKPUTHYECKOW BOJBI BMECTO BOJHO-OPTAHHMYECKUX CMECEH,
TPaJULIMOHHO MPUMEHSEMBIX JJIs pa3zieneHus B oopameHHo-paszHoit BOXXX, no3sonser
PacCIIUPUTH KPYT IETEKTOPOB JJIS )KUIKOCTHOU XpomaTorpaduu.

Hanpumep, ninamenno-nonuzanuonusiid nerexktop (IU ), mupoko mpuMeHseMblit
B Ta30BOM Xpomarorpaduu, JTaeT CUTHAII IPU TOMaJaHUH B TIJIaMs MPAKTUIECKH JTFOOBIX
OpraHM4YeCKUX BEHIECTB, UTO JETAET HEBO3MOXKHBIM €0 UCIIOJIb30BAHUE NIPU Pa3/ICICHUHI
aHAJIMTOB BOJHO-OPraHMYECKUMHU 3Jt0oeHTaMu. B psge padot (Hanpumep, B [41, 50, 51])
MPEUIOKEHO MPOBOJUTH pa3leieHUe AaHAJIUTOB (CHOUPTOB, YIJIEBOJOB, KapOOHOBBIX
KHUCJIOT U aMUHOKHUCIIOT) C UCIIOIb30BaHUEM CYOKPUTHYECKOM BOJABI U JETEKTUPOBAHUEM
¢ momomisto IIMJl: mis 3TOro moTOK MOABMXKHOW (a3l Tocie Bbixojga u3 BDOXX
KOJIOHKM TMOJaBaJiM B Iuamsl AeTekTopa. OTmeTum, 4TO mpu ucnoib3oBanuu [1A]]
OTMaNaeT HEOOXOAMMOCTh OXJIAXIAaTh BOJY Mepen Mojaadeld B JAETEKTOp, TaK Kak
nuana3zoH pabounx temmeparyp ans IIW]/] cocraBaser 200 — 400°C. B HekoTOphIX
cinyyasx [1IM]] momemianu B TOT ke TEPMOCTAT, YTO U KOJOHKY At BOXX [50].

Jns  JoCTHKEeHHUsT  MAKCUMaJIbHOW  UYBCTBUTEIBHOCTH  OMpEACNCHUS U
JOJTOBpeMeHHOM cTabmibHOCTH padoTel [TN]] B codyerannn ¢ CB-BOXX HeoOxomnma
ONTHUMH3ALMS TapaMeTpoB paboThl naeTekTopa. Tak, MpU pa3AeieHUH CIHUPTOB,
YIJIEBOJIOB, KapOOHOBBIX KHUCJIOT M amMuHOKucCIOT [42, 50 — 52] ycTraHOBIEHO, YTO
ONTUMAJIbHAsl TeMmIepaTypa HETEKTOpa 3aBUCUT OT CKOPOCTH IOTOKa IOAaBAEMOM
MOABUXKHOW a3pl: Mpu OoJiee BBHICOKOM CKOPOCTH SIIOCHTa TPeOYIOTCS Oobiias
TeMIieparypa ucrnapurens A 3p(HEeKTUBHOTO UCHApeHUs. B HEKOTOPBIX ClIydasx Takas
ONITHMU3AIIMS TIO3BOJIMIIA CHU3HTH MpeJIebl 00HapyxkeHus 0ojee yem B 10 pa3 [52].

[Ipsimast cTeikoBKa BeicokoTeMiieparypHoit BOXX u IIM/] e Bcerma Bo3mMokHa
M3-32 HECOBIIJICHUS ONTHUMAJIbHBIX CKOPOCTEW MOoJayd MOABUKHOU (ha3bl HA CTaAUSIX

paszeneHus u nerekrupoBanus. Hanpumep, nmokasaHo, 4To MpU aHAJIM3€ CMECE CIUPTOB
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npu ucnonb3oBanuu [1N]] ontumanbHa ckopocTh nmojauun pactBopa B aerekrop 20 — 50
MKJI/MHH, @ TUIOUYHbIE CKOpPOCTH mpomyckanus BDXKX smoeHTa mpu MCHoab30BaHUU
KOJIOHOK BHYTpeHHUM auamerpoM 2 —4 wmm coctaBisitor 200 — 1000 mxa/muna [50].
Heobxomumo 1100 MCMONb30BaTh KAaMWJUIPHBIE KOJOHKHU JUTSL Pa3fesieHUs] MPU MaJIbIX
CKOPOCTSIX TOTOKAa TMOJABIDKHOM (pa3el (Kak IOCTyIajad, HalpuMmep, aBTOPBI paboT
[50, 51]), nubo ycranaBimuBaTh B kKauecTBe nHTEepdeiica mexxmy BOXKX kononkoit u [T1]]
CIIeIMATBHBIN JEIUTEh TOTOKA (CM., Harpumep, [42]).

[IpennoxxeHna opuruHanbHas KOHCTpyKuus uHTepdeiica mexxay BOXKX kononkoit
nu [INJ nns ompeneneHus JErKONETy4yux aHaiutoB (puc. 9) [53]. DmroeHT mocie
OXJIAKJCHUS B BUJIE OTJEIBHBIX Kameib Mmoctymnai co ckopocthio 30 — 1000 Mkii/MuH B
kamepy uHTep(deiica, Kyaa mogaBaim reauii co ckopocthio 100 — 120 ma/mus. [Ipu 3ToM
JeTYy4YHe AaHAIUTHl YaCTUYHO IMEPEXOAMSIM B ra3oByl0 (a3sy M MEpEeHOCHJIUCh MMOTOKOM
renus B riams ferekropa. [lpu Takoil KOHCTpYKIMM HHTepdeiica aHaTUTUUECKUNA CUTHAT
dbopMupoBali  TOJIBKO  JIETYYHME€  AQHAJIUTBI, YTO  TMOBBIMAJIO  CEJEKTUBHOCTD
nerexktupoBanus. llpu omnpenenenun OyraHona, TOJIyoJla U JPYTHX JIETKOJETY4HX
BEIIECTB Tpeneiasl oOHapykeHus coctaBwid 1 — 10 MKr/m, amama3oH JHMHEHHOCTH
I'payupOBOYHON 3aBUCUMOCTH — 6 MOPSAJIKOB BEJIMYUHBI — OT 1 110 10° mxr/m1.

[Ipn wucnonp30BaHUMM TIpagueHTa TeMIEpaTypbl MOABUXKHOW (a3bl (BMECTO
rpaiieHTa cocTaBa B kiaccuueckoMm Bapuante BOXKX) He Habmromanu cyniecTBEHHOTO
nperipa GazoBoil muuum [IUJ] nmpu pabore c¢ cunmkarenemM-Cl18, momuMepHbBIMH U
yriepoaHsiMu copOeHTamu [6, 43]. OgHako mpu pa3feNeHud CIUPTOB M aJIbJIETUJIOB C
WCIOJIb30BaHUEM TpaJUeHTa TEeMIlepaTyphl HaONIONalN CYIIECTBEHHOE YBEIHMUYCHUE
«myma» 6azoBoit muHuM [IW]] o cpaBHeHMIO C M30TEPMHYECKUM pexxumoM [6]. [lns
CHW)KEHHUS «IIIyMa» MPEJIOKEHO MOIJIEPKUBATh TEMIEPATypy OTPAaHUUYUTENS JaBICHUS
(«pecTpuKTOpa») Ha IOCTOSSHHOM YpPOBHE, HE3aBUCHMO OT TEMIIEpaTypbl KOJIOHKH M
MOABMKHOM (a3bl. I TOro NCHOIb30BAIH IOTIOIHUTEIbHBIA TEPMOCTAT.

CriekTpoOoTOMETPUYECKOE JETEKTHPOBAHHE AHAIMTOB, KaK IPaBUIIO, TpeOyeT
MCIOJIb30BaHUS TIOPOTOCTOSAIIUX 0CO00 YHCTHIX OPTaHUYECKUX PACTBOPUTETICH, KOTOPHIE
He 00J1a/1al0T CYIIECTBEHHBIM ONTHYECKUM ToriomieHneM B Y@ obnactu. 3ameHa 3TUX
pacTBopuTeNeld Ha CyOKpPUTHYECKYI0 BOAY IO3BOJISIET YMEHBLIUTH 3aTpaTbl Ha

MpOBEJIEHUE aHaiu3a. lak, OTMEYeHa BO3MOXHOCTb CHEKTPO(POTOMETPHUUECKH
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JNETeKTUPOBATh ANBJAETUIbI TpH JHHAX BOJH MeHee 200 HM mOpH HMCHOJIb30BAHUU
CyOKpUTHYECKOM BOJBI B KayecTBe OdiioeHTa [54]. B ornuume OT oOpraHMYecKUxX
pacTBOpHUTENEH, BOIa HE 00JIaJaeT CYIIECTBEHHBIM ONITUYECKUM MOTIIOMIEHUEM TIPH ITHX
JUIMHaX BOJIH, YTO I[IO3BOJISIET IOBBICUTH YYBCTBUTEJIBHOCTH ompezeneHus. OaHako
JaHHOE TIPEHMYIIECTBO CIIOKHO pEaNM30BaTh IMPH aHAJIHM3€ pEaNTbHBIX OOBEKTOB,
collepKaliuX OONBIIOE YHUCIO OPraHUYeCKHUX BEIIECTB, KOTOpPhIE HMEIOT IOJOCHI
IOTJIOLIEHUS B 9TON 00JIaCTH.

[Ipu pazpeneHun HSKaUCTEpoUIoOB U OapoutTypatoB [44, 55] mnpemnoxeHo
ucnonb3oBath AMP B kadectBe gerekropa B BOXX 1npu  ucnosnb3oBaHUH
NEeHTEepUPOBAHHON CYOKPUTHYECKOW BOJBI B KadecTBe amroeHTa. Coueranne BOKX-
SAMP wucnonp3oBaIM U paHee, OAHAKO 3TO IPEAINOoarajio HCIOIb30BaHHUE OOJBIINX
KOJIMYECTB  JOPOTrOCTOSIINX  JIEUTEPUPOBAHHBIX  OPraHUYECKUX  PACTBOPUTENECH
(MeTaHoOIa, allETOHUTPUIA U AP.), YTOOBI YCTPAHUThH JUHUU MPOTOHOB PACTBOPUTEINS B
cuektpe SAMP. JleiitepupoBaHHas BOAAa CYLIECTBEHHO JCIIEBJE, YTO MO3BOJISIET
pacUIMpUTh BO3MOKHOCTH TaKOT0 CIoco0a aHaln3a.

Jns ompenenenus mapareramoia, kodewHa, (eHaleThHa B JIEKaPCTBEHHBIX
npenaparax [45], a Takke psa OMOJIOTMYECKH aKTUBHBIX BEIIECTB B SKCTPAKTE UMOUPS
[49] wucnonp3oBanmu BOXKX cucremsl, Bkimouaromue oaHoBpemeHHo SMP u MC
JETEKTOPhl, UYTO IO3BOJSJIO CYIIECTBEHHO YBEIUYUTh HHGOPMATUBHOCTH aHaIU3a.
Bo3MoOXHOCTE  HCHONB30BaHUS TAKOTO  COYETAHUS JIETEKTOPOB  OOECIeYMBajo
MPUMEHEHHE CYOKPUTHUYECKOM BOJIBI B KAU€CTBE DIIOCHTA.

OTMedeHo, YTO 3aMeHa BOJHO-OPTaHUYECKUX JJIIOEHTOB Ha CYOKPUTHYECKYIO
BOAy CHIDKaeT apei¢ 6a3oBoi nunHuu npu BOKX-MC onpenenenun ankuiaOeH30I10B,

(heHOJI0B, apUITANTKUIKETOHOB, KAPOOHOBBIX U AMUHOKUCIIOT, YTIJIEBOJIOPOAOB [56].

1.3.3. Bo03MOXXHOCTb HCHOJb30BAHUSI TPaJMeHTa TeMIepPpaTyp BMeCcTO
rpagueHTa cOCTaBa MOABUKHOM (pa3bl

K npeumymiectBaMm cyOKpUTHUYECKOW BOJBI IO CPABHEHUIO C OPraHUYECKUMHU
pPacTBOPUTENSIMU OTHOCHTCS BO3MOXKHOCTH M3MEHEHHUS €€ CBOICTB HENOCPEACTBEHHO B
mporecce dIIOUPOBAaHUS 33 CYET U3MEHEHHUsS TEMIIEPaTyphbl BOJBI M KOJOHKH — IIPUEM,

aNbTepHATHBHBIA T'PATUECHTHOMY OJIIOMPOBAHUIO B JKUIKOCTHOW XpoMarorpadum.
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Y cTaHOBIEHO, YTO MOBBIIIEHUE TeMIlepaTypbl BoJbl Ha 4 °C 3KBUBAJIIEHTHO YBEITUUYEHUIO
COJIepKaHUs OPraHMYEeCKOro KOMIIOHEHTa Ha 1% B BOAHO-COUPTOBOW WM BOJHO-
aleTOHUTpUIIbHOW cMecu [57, 58]. Takoit BapuaHT TpaJWE€HTHOTO SJIIOMPOBAHUSA, TPU
KOTOPOM U3MEHSETCS TOJIBKO TeMIleparypa CHUCTEMbl, TEXHHYECKH MpOIle, YeM Mpu
CO3JJaHUU TpaJleHTa COCTaBa MOJBIMXKHOW (asbl, T.K. ISl TMPOBEACHUS pa3leleHUs B
3TOM ciy4ae TpeOyeTcs TOIbKO YCTPOMCTBO Ui PETyJIUPOBKHU TemIepaTypsl [S9].

B pexume rpamumeHta TemiiepaTyp JOCTUTHYTO pa3/ieJieHHE BEIIECTB, MHUKU
KOTOPBIX HE pa3pelleHbl MpU ATIOMPOBAHUM MPU MOCTOSTHHON Temnepatype [43, 45, 49,
50, 60]. CB-BOXX B pexume mporpaMMHUPOBAHUSI TEMIIEPATYPbl HUCHOJb30BAIN IS
paznenenus cnuprtoB [40], Omoynornuecku akTUBHBIX BemiecTB [45], repouruaos [60].
Hampumep, pa3aeneHne KOMIIOHEHTOB OKCTpakTa HMOHUpS TMPOBOAWIA B PEKUME
rpagueHTa remneparyp B quanasone ot 50 qo 130 °C [49].

UccnenoBanu pasneneHne KapOOHOBBIX KHCIIOT, CHUPTOB, T'€TEPOLMKINYECKUX
coenmMHEHMH Ha Xxpomatorpadudeckom copb6ente BEH CI18 mpu wucnosb3oBaHun
CyOKpUTHYECKOM BOJBI B KA4eCTBE OJJIIOEHTA B pEXUME MPOrpaMMHUPOBAHUS
temneparypsl [59]. Temneparypy amtoeHTa usmeHsanu B auanazone 60 — 180 °C nByms
crocob6aMu: B MEPBOM CKOPOCTH IMOTOKA AJIFOEHTA 0CTaBajlach MOCTOSTHHOM, BO BTOPOM —
IIOCTOSIHHO YBEJIMYUBAJIU CKOPOCTbh MPU IMOBBIIIEHUU TEMIEpaTyphbl AJs MOAJAEpKaHUS
IIOCTOSTHHOTO JaBJI€HUSI B CHUCTEME. YCTAHOBJIEHO, YTO IIOJHOE pa3lejeHUuEe CMecU
BEIIECTB JIOCTUIAeTCsl TOJBKO B M300apHBIX YCIOBHSX; MPH 3TOM CKOPOCTh MOTOKAa 3a

BpeMsl aHaJIM3a MOXHO YBEIUYUTH MOYTH B 4 paza — ot 0,3 mi/mMuH 10 1,1 mii/muH.

1.3.4. CoxkpaumeHue BpeMeHH aHaJM3a U YyBeJudeHHe IPPeKTHBHOCTH
xpomaTtorpaguyeckoro pasjejieHus NPy MOBbIMIEHHBIX TEMIIEPATypPax

Hcrnonp3oBaHne CyOKPUTHYECKOW BOJBI BMECTO BOJHO-OPTAHHMYECKUX CMECEH,
TPAAUIIMOHHO TPUMEHSEMBIX JJsi pa3fesneHuss B oOpameHHo-(pazHoit BIXX, B
HEKOTOPBIX CIIydasix IO3BOJISICT YJYUIIUTh XapaKTEPUCTUKU paszjeneHus. Tak, mpu
MOBBIIIICHHOW TeMIIEpaType BpEMEHa YACPKHUBAHHUS aHAJTUTOB OOBIYHO YMEHBIIAIOTCS,
YTO MO3BOJISICT YMEHBIIUTh BpeMs pasjesieHusi. CHHKEHUE BSI3KOCTH M IIOBEPXHOCTHOTO
HATSDKEHUS BOJIBI MPU MOBBIIIIEHHBIX TEMIEpaTypax TaKKe YBEJIMUYMBACT KUHETUUYECKYIO

3¢ dekTUBHOCTE cucTeMbl. [lanee paccMOTpuM JBa 3TUX (akTopa NoapoOHEe.
28



Bnusaue TtemmepaTypsl Ha KOI(QQUIMEHT yACpKHBAaHHS B OOIIEM Ciydae
onuchIBaeTcs (pyHKIMEH M3MEHEHHsI CBOOOJHON SHEPTUU NMPH B3aMMOJCHCTBHH MEXKIY
PacTBOPEHHBIM BEIIECTBOM M HETOJBIKHOM (hazoii (ypaBHeHUeM Bant-I'odda).

23RT 23R

logk =—
rae AHy u AS) — SHTaIbIIUS U SHTPONHS CUCTEeMbI, T — aOCOIOTHAS Temmeparypa, R —
YHUBepcaabHas ra30Bas MOCTOsSTHHAS U @ — (a30BbIi KOA(DOUIIHMEHT CHCTEMBI.

Jlunelinocts 3aBucuMoctu log k ot 1/T B nuanazone Temneparyp ot 25 go 180 °C
MpoBepsin dKcrepuMeHTasbHo [10, 61, 62] mpu pa3aeneHun psiga TECTOBBIX BEIIECTB,
TaKMX KakK aJKWJIOCH30JIbl, Ha PA3JIMYHBIX HEMOJBIKHBIX (a3zaX C HCIOJIb30BaHUEM
BOJIHO-OPTaHUYECKUX DITFOCHTOB. Y CTAHOBJICHO, YTO JIJIsi OOJBIIMHCTBA HCCIIEIOBAHHBIX
cucrteM 3aBHCUMOCTh Bant-I'odpda coxpaHseT IMHEHHOCTH BO BCEM JHAIa30HE
M3YUYEHHBIX TEeMIepaTyp, HO Ha IUOKCUJIEC IUPKOHHS, MOKPBITOM MOJUOYyTaAUEHOM,
Ha0I0aeTcs U3IoM Ha rpaduke 3aBucuMocTH log k ot 1/T, yTo MOXeT yka3pIBaTh Ha
YaCTHYHYIO CMEHY MeXaHu3Ma yJepkKuBaHus. OqHaKo oOmias TeHICHIUs K CHUKCHHIO
KOA((HUIIMEHTOB yAEP)KUBAHHS COXPAHIETCS U B 9TOM CiIyd4ae, CJIeJOBAaTEeIbHO, MOXKET
OBITH JOCTUTHYTO COKpAllleHHWEe UIUTEIBHOCTH XPOMAaTOTpadUvecKoro pasfesieHus 3a
CYET MOBBIIIECHUS TEMITEPATypPhl MOJIBHKHOU (ha3bl.

OddexkTuBHOCTS XpoMaTorpaduyecKoro pasJielieHus TMPUHATO OMHCHIBAaTh C
HCIIOIh30BAaHUEM TTOHATHSL O TEOPETUUECKUX Tapeikax. BrICOTy TeopeTHYecKol Tapenku
MOXHO paccyuTaTh Mo ypaBHeHUI0 Ban-Jleemtepa:

H=A+B/v+Cv
rae A — kodpdunuent BuxpeBod audPys3uu (omnpenenseTcs TeOMEeTpUel YacTHIl
HENOJBWXKHOWU (a3el), B — kod3dduuuent npogonsHoit nuddysun, C — korpduuueHT
COMPOTHUBIICHUS MAaCCOMEPEHOCY, Vv — JIMHEWHas cKopocTh moToka. Kosddumuent C
CBSI3aH C 3aTpyJHEHHUEM MaccOOOMEHa B KOJIOHKE U ONpeIeNisieT MoBeeHne KpuBoii Ban-
JleemMTepa TIpH BBICOKMX CKOPOCTSX TIOTOKA TOJMBYMOKHOW asbl. Jlmsi cHUXeHUs
kod¢pdunmenta C 1 yIydiieHus pa3ieieHnsi HEOOX0AUMO CHU3UTh BA3KOCTb MOABMKHOM
¢da3er [10]. B paGore [10] mpuBemeHBI CBeOEHUS O BSI3KOCTH TOABMXKHBIX (a3,

HCIOJIb3yeMBbIX B oOpateHo-(a3zHoM Bapuante BOXX (tabin. 2).
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Tao6auua 2. Baskocts BOXKX aimroeHTOB

[MogsuxkHas daza Temneparypa, °C Bs3kocts, cllz
Meranon 25 0.56
ALICTOHUTPUIT 25 0.35
Bona 30 1

100 0.3

200 0.15

Kak BuagHO m3 Tabmuiel, cyOKpuTHYEeCKas BOJa MPU YBEIMUYEHUH TEMIIEpaTyphl
CTAaHOBUTCS MEHEE BSI3KOM 10 CPAaBHEHHUIO C OPraHUYECKHUMH pPacTBOPHUTENSIMHU, UTO
NPUBOJUT K YBEJIMYEHHUIO CKOPOCTH AU(PPYy3uH B CHCTEME «pPacTBOP-PACTBOPEHHOE
BEILECTBO». 3a CYET HTOr0 YJIydllaeTcsl MacCONEepeHOC M, COOTBETCTBEHHO, CHHMKAETCS
koa¢ppuuuent C ypaBHeHus Ban-JleemTepa, MUHUMYM KPHUBOH CMEIIAETCS B CTOPOHY
OOJBITUX JTUHEHHBIX CKOPOCTEH MOTOKa. TakuM 00pa3oM, MOKHO YBEITHYHUTH JTUHEHHYO
CKOPOCThH ITOTOKA 2IroeHTa 0e3 motepu 3 dekTuBHOCTH pasneneHus [S, 63]. Hanpumep,
MOBBIIIICHUE TEMIIEPaTyphl MOABIKHOHN (ha3el 10 150° C mo3BONMHIIO YBEIHYUTH CKOPOCTH
MOTOKA MOJBMKHOM (ha3bl 10 15 mu/MuH U cokpaTuth Bpemss BOXX pasnenenus cmecu
nsatu ankmideronor ¢ 20 mun 10 20 ¢ [5].

[loka3zaHo, 4YTO UCHOJIB30BAHWE TIPaJUEHTA TEMIEPATYpPhl MPU IOCTOSHHOM
COCTaBE AIIOEHTA BMECTO KJIACCUYECKOIr0 IPaJIMEHTHOrO 3JIIOUPOBAHUS COKPALIAET BpeEMs

aHaju3a, Ipyu 3TOM pa3felieHue He yxyamaercs [59].

1.4. OrpanuyeHnusi ¥ TeXHMYECKHE NMPOOJIeMbl, CBA3aHHbIE ¢ UCIIOJIb30BAHUEM
CyOKpHMTHYECKOH BOJAbI B KAa4eCTBE PACTBOPHUTEJIs

[Tpu paboTe ¢ CyOKPUTHUYECKON BOJIOM BO3HUKACT PsJI CIIOKHOCTEH, CBSI3aHHBIX C
BO3JICHICTBHEM BBICOKMX TEMIIEpaTyp Ha 00OpyJOBaHHME, aHAIWTHI M COpPOEHT, Ha
KOTOPOM MPOMCXOJUT H3BJICUYEHUE WM Ppa3lelICeHHEe KOMIIOHEHTOB. OJTH CII0KHOCTHU
OTPaHMYMBAIOT KPYr BEIIECTB, KOTOPbIE MOXXHO H3BIEKATb M Pa3leisTh C
HCIOJIb30BAaHUEM CYOKPUTHYECKOM BOJbI, a Takke Kpyr COpOEHTOB, MCIOJNb3YyEMbIX B

CB-BOXX.
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1.4.1. VYcroiluuBOCTHL pa3gejsieMbIX BelIeCTB IMPU  HMCIOJIb30BAHUU
CYOKpUTHYECKOH BOAbI B Ka4eCTBE MOJABUKHOM (pa3bl

B cBs3u ¢ TeM, 94TO CYOKPUTHYECKYIO BOJY B XMMHYECKOM aHAIN3E HCIOIB3YIOT
OTHOCHUTEIILHO HEJaBHO, CBEJACHUS OO0 YCTOHYMBOCTH pPa3IMYHBIX BEIICCTB B ITOH
arpecCUBHOM CpeJie OTHOCUTEIILHO HEMHOT'OUHUCIICHHBI U IIOCTOSIHHO TOTIOJIHSIIOTCS.

Tak, HaOmOmaTM 3a YCTOWYMBOCTBIO AaJIKMJIOCH30JI0B, Ko(dewHa, aHHW30Ia,
METHJIOEH30aTa TMPU  XpOMATOrpauUecKoM  pa3feiecHUH TP HCIIOIb30BaHUU
cyOkpuTHueckoil Boabl [64]. OTMeUaroT, YTO OKUCJICHHE Pa3eNiIeMbIX BEIIECTB MOKET
MPUBOIUTE K (POPMHUPOBAHUIO PACHICTICHHBIX «JIBOWHBIX» IMHKOB Ha XpOMaTOTpaMMe.
CrerneHb HMCKaXKCHHUS IMHKa TIPOMOPIHOHATLHA BPEMEHHU IpeObIBaHUS BEIISCTBA B
KOJIOHKE (B 30HE C TOBBIIIEHHOW TeMIepaTypoid) U CKOPOCTH MPOTEKAHUS DPEaKIIMH.
OnHako, eciau CKOPOCTh PEaKIMM JOCTAaTOYHO BBICOKA M BEIIECTBO IOJTHOCTBIO
MEePEXOUT B MPOAYKT PEaKIMU 32 KOPOTKOE (Majoe MO CPaBHEHUIO ¢ OOLIUM BpeMEHEM
npeObIBaHUs B XpoMaTorpaduyeckoil KOJIOHKE) BpeMs, Ha XpoMaTorpaMMe eMy JOJDKEH
COOTBETCTBOBATh OJIMH HEUCKaxkeHHBIM muk. [IpoBomunu [64] skcnepuMeHTalbHOE
M3y4YeHHE YCTOWYMBOCTHU PsJia BEIIECTB (TKMIOSH30I0B M 3aMEIICHHBIX apOMaTHYECKUX
aMUHOB,  SIBJISIIOLIUXCS  JIEKAPCTBEHHBIMU  MperapaTaMu) TpH  TOBBIIICHHBIX
TeMmIepaTypax: HHKEKTUPOBAIIU 30HY, COAEPKAILYIO BEIIECTBO B KOJIOHKY, HArPETYIO /10
100 — 190 °C. B kayectBe copOeHTa MCHOJIB30BAIM JUOKCHJ IIUPKOHHUS, MOKPBITHII
nonuOyTaaueHoM. Y CTAHOBUIIM, YTO M3 BCETO PsAJia MOJIEIbHBIX BEIIECTB B KOJOHKE MpPU
MOBBHIIICHHBIX ~ TEMIIepaTypax IMpeTepreBal XUMUYECKOE MPEBpAllleHHE TOJIBKO
HopriceBoddenpuH. s 3TOro BemecTBa C yBEIMYCHHEM TEMIIEpaTyphl Ha
XpoMaTorpaMMe HaOII0ald UCKaKeHHe (DOPMBI MHKA; OJJHAKO JaKe C YY€TOM ITOrO He
MPOUCXOAMIO 3HAYMMOTO YXYIIICHUS UYyBCTBUTEIBHOCTH U BOCHPOU3BOAMMOCTU
ompeneieHus. YMEHBIIEHHE BpPEMEHU MpeObIBaHUS pa3JeisieMbIX BELIECTB B
HarpeBaeMoil 30He B S5 pa3 TPUBEIO K BOCCTAHOBICHHUIO (OPMBI  MHKa
HopriceBH03deaprHa.

CyOKpHUTHYECKYIO BOJY HCITOIB30BAIHU JIJIsl M3BJIeUeHUsT aMUHOB U [IAY u3 mous B
CTaTUYECKUX YCJOBHUSX, MOCJIE YETro BEIIeCTBA M3BJIEKAIM W3 OXJIAKIESHHOTO BOJHOTO
JKCTpaKTa €  TOMOIIBIO  TBEpAO(Pa3HOW  MHUKPOIKCTPAKIMA U MPOBOAMIU

razoxpomarorpaduueckoe onpesnencHue [65]. CTONKHYINCH C pa3IoKEHUEM HEKOTOPBIX
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M3BJIEKaeMbIX BEIIECTB B Xoe skcTparupoBanus (60 mun, 250 °C), mpudeM pasznaraiuch
TOJBKO JEHTEPUPOBAHHBIN aHTpalleH (BHYTPEHHUI CTaHAApT) U MPOU3BOTHOE MOYEBUHBI
c o0pa3oBaHMEM METWJIAMHUHA, 4YTO TPUBOJAMIO K HEKOPPEKTHOMY OIPEIEICHHIO
MetuiamMuHa. HenelitepupoBanasie I[IAY rmokazanu ceOs yCTOMYMBBIMH B Cpelie
CyOKPUTHYECKON BOJIBI.

[Mectummabl kapOodypan, kapObocynbhaH W UMHIAXJIONPHI IKCTPArMpOBAIN W3
oOpasnoB neuH cyokputraeckoit Bogou (30 muH, 250 °C) B TMHAMHYECKHX YCIIOBHSX
[66]. Crenenb u3BineueHus kapoodypana cocrapmia 115%, a kapbocynbbhan u3BIeYb HE
yaanock. BpIcka3aHO MpeAnoioKeHHWE O TOM, 4YTO B XOAE OJKCTparupoBaHUs
kapOocynedan pasznaraercs A0 kapbodypaHa W TeM CaMbIM 3aBBIIIACT €0 CTENEHb
W3BJICUEHUS. ODQUPBI AKCTParupoBalidi M3 TOYBBI CYOKPUTHYECKOW BOJOH TMpH
temneparype 100-150 °C [67]. OtrMmedeHo, YTO B OTUX YCIOBUAX 3(UPHI
TUAPOIU3YIOTCA, TOCNIE Yero WX OMNpelessii B (opMe KHUCIOT; CTENEHb H3BICUCHUS
cocrasuia 80%.

CyOKpUTHYECKYI0O BOJAY HCIOJB30BAIM TakXke Mg XpomaTorpaduyeckoro
pasneNeHus CTEPOHJIOB, MPOTHUBOOITYXOJIEBBIX JIEKAPCTB U aHTUOMOTHUKOB HAa KOJIOHKE
ZirChrom-PDB [11]. Ilpu pazngenenun cMecu CTEpPOUAOB (3CTpHOIA, aHAPOCTEHIMOHA,
3CTpPOHA ©  JACTUJPOINHMAHAPOCTEPOHA)  TeMIepaTypy  CyOKpUTHUECKOW  BOMBI
BappupoBain oT 120 °C go 185 °C, npu 3TOM pa3yiokeHUs BELIECTB He HaOIoalu.
OmHako Tpu pa3felieHHd CMECH JIEKApCTBEHHBIX MIPernapaToB aMOKCHUIIMILINHA,
nurapabuHa, xjaopaM(peHHKoNIa U 3TOMO3KAa Pa3I0KEeHUEe aMOKCHUIIMILIMHA HAOII0aamu
yxe nipu temnepatype 40 °C.

Ha ycToitunBoCTh BEIIeCTB BIUSET HE TOJIBKO TEMIEpaTypa CyOKpUTUUECKON BOJIBI,
HO U COCTaB HEMOABMKHOM (ha3bl [68]. [list onpeeneHus TaauaoMu/ia B OJJHOM CIIy4ae B
KauyecTBe COPOCHTA UCIOIB30BANIM COMOIUMED CTHPOiIa U TUBUHUIOEH30Ja, B IPYTOM —
OKCHUJI LHUPKOHUSI, TOKPBITHII yTIEPOJHON IJIEHKOW, TEeMIepaTtypy CYOKpUTHUYECKON
BoJIbI u3MeHsM B auarna3zoHe 60 — 180 °C. Ilpu ucnonab30BaHUM OPTraHOMOIUMEPHOTO
copOeHTa ¥ yBEJIIMUECHUU TeMIlepaTypbl BIUIOTh 10 180 °C accuMeTpus muka CHHUXKAIach
NpH HE3HAUMTENBHOM CHIDKEHHWH ero riomanu. [IpumeHeHune copOeHTa Ha OCHOBE

OKCHJa NUPKOHHA TIPUBOAWIIO K IIPOTUBOIIOJIOKHOMY B(b(l)eKTy'Z IIpru TOBBIIICHUUA
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TEMIICPATYPHI IJIOIIa/Ib ITMKAa CHUKAJIACh, YTO T'OBOPHUT O PA3JIOKCHUU TAJIMIOMU A, ITPU

180 °C paznoxxeHue ObLIO MOTHBIM.

1.4.2. YcroiiunBocth copOenToB (HemoaBHkHBIX (pa3 B BIKX) k aeiicTBuio
CYOKpUTHYECKON BOABI

B 00630pe [69], mOCBAIIEHHOM YCTOMYMBOCTH HEMOABMXHBIX (a3 mis BOXKX mpu
MOBBIIIEHHBIX TEMIIEpaTypax, OTMEUYEHO, YTO YCTOWYMBOCTH COPOCHTOB Ha OCHOBE
CUJIMKAressl B TaKUX YCIIOBUSX HU3Kas — JErpajalyio CBOMCTB COpPOEHTOB HaOJIIOJaIN
yXKe TMPU TPOIYCKaHUM CyOKpuTHdeckod Boabl B kommuectBe 300 — 500 oObeMoB
KOJIOHKH. MakcumaibpHas TeMIleparypa dJtoeHTa npu 3ToMm He mpesbimana 120 °C.
OTMmedeHa TIOBBIINIEHHAsE YCTOMYMBOCTH cuiMkareneid wapku XTerra (Waters) k
JNEHCTBUIO CYOKpPUTHYECKOW BOJBI MO CPAaBHEHHUIO C AHAJOTUYHBIMHU CHJIMKAreIsiMHu
JIPYTUX MapoK U MPOU3BOJUTENEH, OIHAKO MaKCUMaJlbHAsl pEKOMEHlyeMas TeMIeparypa
JUTSl 9TUX COpOEHTOB Takke HeBennka u coctapisuia 130 °C [49].

UccnenoBanu ycroitunBocTh AByx cuimkareneit XTerra m XBridge (Waters) c
NPUBUTHIMKH  (DEHUIBHBIMH ~ TpyNIaMHd TPH  TOBBIIICHHBIX —TeMmmeparypax [7].
D¢ PexkTUBHOCTD pa3/ieeHns] CMECH TECTOBBIX COeAMHEHUN Ha KonoHke XTerra 3aMeTHO
YXYALIUIach MOCHE HECKOJbKUX JHEW HCIOJIb30BaHMUS CYOKpUTHUECKOM BOJIBI IpPHU
200 °C B xayecTBe MOJABMXKHOU (pa3bl; CYLIECTBEHHOM Jerpaaauuu kojoHku XBridge B
THUX K€ YCIOBHSAX He oTMmeuyand. CpaBHUBAIM YCTOMYHMBOCTh «THOPUAHBIX» (C
STHJIEHOBBIMM MOCTUKaMH MEXIy aToMaMu KpemHus) cuiukarened Gemini CI8 u
Gemini NX (Phenomenex) [70]. Herpanamus cBoiictB Gemini C18 HacTymnuia ropasao
obicTpee, ueM Gemini NX.

Kononku ¢ copbeHTaMM Ha OCHOBE JAMOKCHJA LHUPKOHUS, MOIU(PHUIIMPOBAHHOTO
Pa3IUYHBIMU OPraHMYECKUMH COECIUHEHHUSMH, MPOSBISAIOT JIYUIIYH0 YCTOWYMBOCTD MPHU
MOBBILLIEHHBIX TemrepaTypax [69]. Hampumep, ZrO, ¢ mokpeiTHeM u3 moiauOyTaaneHa
ycroiunB mipu 200 °C mpu mpoIyCcKaHWHM CyOKpPUTHYECKOW BOabI B KosmdectBe 1300
00beMOB KOJIOHKHA. COpOEHT Ha OCHOBE JMOKCHIA ITUPKOHHUS YCIEIIHO MPHUMEHSUIM B
psane paboT B KayecTBE HEMOIBMIKHOW (ha3bl MPH XPOMATOrPAPUIECKOM pa3aelieHUN
BEILIECTB B cpejie CyOKpUTHUECKOU BoAbI pu Temmepatypax 10 200 °C [5, 71]. duokcun

IIUPKOHUS C TONMHOYTaAMCHOBBIM IOKPHITHEM Oojiee THAPOPOOCH IO CPaBHEHUIO C
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aHajoraMM Ha ocHoBe cwiukarens. C SToW TOYKM 3peHHs COpOEHThl Ha OCHOBE
MOJAU(PUIMPOBAHHOTO OKCHJIA LUPKOHMS 00JanatoT OONBIIUM MPEUMYIIECTBOM MEpes
copOeHTaMM Ha OCHOBE JMOKCHAA KpPEMHHs, TIIOCKOJIBKY TIO3BOJIAIOT JTOOUTHCS
3(PeKTUBHOTO pa3JeeHUs BEIIECTB NpH 0Oojiee HHU3KUX TEeMIIeparypax W MEHbIIEM
COJIEpKAaHUU OPTaHWYECKOI'O PACTBOPUTENS, YTO OCOOEHHO BAa)KHO NPH HCIIOJIb30BAaHUU
CyOKpPUTHYECKOW BOJBI B KauecTBE MOABMXKHOW (a3wl [72 — 74]. U3BecTHB M Ooiee
ruapodoOHBIE COpPOSHTHI HAa OCHOBE OKCHIA IUPKOHHUS, HAIpPHUMEpP C YTIEPOJIHBIM
nokpsitieM  (ZirChrom-Carb) u ¢ npuButeiMu  Cpg-rpynnamMu  (ZirChrom-
Diamond Bond). ZirChrom-Carb moka3an HCKIIOUHTEIHHYIO YCTOMYHMBOCTH B paboTe
npu Temneparypax mo0 225 °C u npu 3HaUYMTENHbHOM M3MeHeHHH pH moaBHKHOM (azbl
[75].

JInst pa3zneneHns BEIIECTB B YCIOBUAX BbIcOKOTeMIepaTypHoil BOXXX npumensnu
U CcOpOEHThl Ha OCHOBE JAMOKCHJA TUTaHA, MOKPBHITOrO pa3iMYHbIMH TOJUMEpPAMHU,
Hanpumep Noau3TuiIeHoM. Kak ¥ TUOKCHA IUPKOHUS, JUOKCU] TUTAaHA MOAU(PHUIMPYIOT
YacTULIAMU  yIJIepoda, TMpUYeM COpOEHT C YIJIEPOJHBIM IOKPBITUEM HaMHOTO
rupodoOHee aHamora ¢ TOJUMEPHBIM clioeM. [Ipy WuCHoib30BaHUMM B KadyecTBE
MOABMKHOM (ha3zbl CyOKpUTHUECKOM BOABI 0e3 J00aBOK OpraHHMYECKHX pacTBOpHUTENEH
KOJIOHKM Ha OCHOBE JAMOKCHJIa TUTaHa, MOKPBITOrO MOJUITHIIEHOM, IOKA3aJId BBICOKYIO
yCTOWUYMBOCTh. OJHAKO MPUMEHEHHE B KAUE€CTBE TFOEHTOB BOJAHO-OPTaHUYECKUX CMecel
IIPH BBICOKOH TemrepaType NPUBOIUT K pa3pyLIESHUIO TOJMMEPHOIO CI0S U YXYIIICHHIO
CBOMCTB KOJOHKH. Tak, OTMEUEHO 3HAYMTEIbHOE CHI)KEHUE BEJIIMYMH YAECpPKUBAHUS
n-Kpe3ojla, HUTPOOEH307a M ATHIOEH30JIa TOCNe HCIOJIb30BAHUS JJIIOEHTa HAa OCHOBE
cMecH BoJa-Terparuapodypan [76].

CopOeHThl Ha OCHOBE COINOJUMEPOB CTHUPOJA W JTUMBUHUIOEH30Ja U UX AHAJIOTH
00a1al0T JIOCTaTOYHO BBICOKOM YCTOMYMBOCTBIO K JEHCTBHIO CyOKpPUTHYECKOW BOJIBI
npu temrneparype 100 — 200 °C. B kauecTBe CyIIECTBEHHOIO HEIOCTAaTKa TaKHX
COpOEHTOB OTMEuUeHa HEJOCTaTOYHAsI MEXaHWYecKas YCTOWYMBOCTh B TAKUX YCIOBHSX.
[Tpu m3MeHeHHMH TeMIepaTypbl MOABHKHOW (a3bl TPaHyNbl ITUX COPOEHTOB MEHSIOT
CBOH 00BEM, YTO HE MO3BOJSET MX MCIIOJIB30BaTh NPU TPAJAUEHTHOM HIIIOMPOBAHUU
cyOkputnueckoi Bogo [41, 42, 69, 77]. U3yyanu DOATOBPEMEHHYIO YCTOWYMBOCTH

copOeHTa Ha OCHOBE COMOJIMMepa CTHpoia u auBuHUIOeH30ia (PRP-1, Hamilton) mpu
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UCIOJIb30BaHUN CYOKpUTHMYECKOW BOJbI B KadecTBe MOABMXKHOU (a3l [41]. Yepes
KOJIOHKY HEMPEePHIBHO MPOIYCKAIA BOJY CO CKOpOCThI0 0,2 MJI/MHUH TIpHU TeMmIeparypax
100 — 150 °C B Teuenue 144 gacoB (6 cyTok). Uepes kaxaple 24 yaca MHKEKTHPOBAIH
pacTBOp ¢eHoJa U M-Kpe30Jia U CPAaBHUBAIIM TAapaMETPhl yIIEPKUBAHUS; 32 BPEMs BCETO
JKCIICPUMEHTA U3MEHEHNE BPEMEH yAepKUBaHMs cocTaBUiio He Oosee 1%. CpaBHUBAIN
JOJITOBPEMEHHYIO YCTOMYHMBOCTh PA3IUIHBIX COPOCHTOB (CHJIMKAreJed ¢ MPUBUTOU
aNKWIbHON (a30i, NUOKCHIA MHUPKOHUS, TMOKPHITOTO IMOJHUCTUPOIOM, COTOJIHMMEPOM
CTUPOJIa U JUBUHWIOEH30J1a) MPH HCIONb30BAHUU CYOKPUTHYECKOW BOJIBI B Ka4eCTBE
noaBMXKHOW ¢asel ais BOXKX paznenenus moaenbHol cMecu Bermects [78]. ITokazano,
4TO HamOoJiee YCTOMYMB COPOCHT Ha OCHOBE CTHPOJIA M JTUBHHHIIOCH30J1a; JIerpaaaliuu
copOeHTa HE HAOMIOAAIM JaXe TIOocie MPONMyCKaHWS 3 J TOJIBHXKHOH (a3l IpHU
temmeparype 150 °C.

CopOeHTBhl Ha OCHOBE COMOJMMEPOB CTUPOJIA M BUHIJIMMUPPOIUIOHA (HAIIPUMED,
Oasis, Waters) Taxxe MpOSIBISIIOT BBICOKYI0 YCTOHYUBOCTD K JIEHCTBUIO CYOKPUTHYECKOU
Bojbl. Hampumep, copbent Oasis ucnonb3oBainu npu temmeparypax 160 — 210 °C [79].
Onmnako oOHapyxeHo, uyTo copOeHT Oasis MEXaHWYECKH pa3pyIiaeTcs I0J JACHCTBUEM
BBICOKUX JaBJICHUIN, HEOOXOIUMBIX ISl AecopOIu cyOkputuueckon Bojoit [80].

OTMeueHa YCTOMYMBOCTH COpPOEHTOB Ha OCHOBE MOPHUCTOrO T'paUTHPOBAHHOTO
yraepoga (III'Y) [62]. Mexanu3m yJaepKUBaHUS Ha 3TOM COPOEHTE CUIBHO OTIMYAETCS
OT MEXaHH3Ma, M3BECTHOrO IJisi COpOEHTOB Ha OCHOBE OuOKcuja kpemuus [81, 82],
notomMy 3(h(PEeKTUBHOCTh U CEIEKTUBHOCTH MPHU UCIOJIb30BAHUU ITHX COPOCHTOB TaK e
pasnuubbl. [II'Y Xxopoiio copaBisieTcss ¢ 3aaaded pas3feieHHUs CTPYKTYPHO CXOXKHUX
COeIMHEHU, HarpuMep cTepeonsomepos [10, 50, 75].

B Tabn. 3 mpuBenensl Oojiee mOAPOOHBIE CBEICHHS O JMala30HAX TeMIEparyp, B
KOTOPBIX YCTOMYMBBI pa3nyHble HEMOABUKHbBIE (a3bl 111 BOXKX.

Tak xak cmnoco6 CB-BOXX mnpennokeHn HegaBHO, OOJBIIMHCTBO padoT
MOCBSIIIICHO M3YyYEHUI0 BO3MOKHOCTEH M OTpaHUYEeHHUI METO0J/ia, OJTHAKO OMyOJIMKOBAH M
pAIl cTaTel, HaNpaBJICHHBIX Ha pElIeHUEe MpakTU4YeCcKuX 3ajad ¢ nomoinbio CB-BOXX.
Hampumep, ¢ wucnonp3zoBannem CB-BOXX omnpenensnu OHOJOTMYECKH aKTHBHBIC
BEIllECTBA B PACTUTENBHBIX JKcTpakTax [44, 49], denonsl B Bomax [41], cnupTel B
MUIIEBBIX MPoayKTax [43].
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Ta6auna 3. CopOeHThl M Juana3oHbl Temmeparyp, npumensemsie B BOXX npu

HCII0JIb30BaHHUH CY6KpI/ITI/I‘1€CKOﬁ BOJbI B KAYCCTBEC HOI[BH)KHOﬁ (1)33]:1.

Tun copdenta Mapka, JAunana3zon Jlureparypa
U3rOTOBHUTEIIb TeMmeparyp,
°C
1 2 3 4
[Topuctsii Hypercarb , Thermo | 180 — 225 [79]
rpauTHpOBaHHBIN Scientific
YIIIepo
Cononumep crtupona u | PLRP-S, Polymer 140 - 205 [79]
JUBUHUIOEH301a Laboratories 100 - 150 [78]
PRP-1, Hamilton
To xe 100 - 200 [78]
Cononumep ctupona u | Oasis, Waters 165 -210 [79]
BUHUJIITUPPOITUIOHA
[ToBepxHOCTHO- Zir-Chrom PDB, 100 — 130 [79]
MoaudunupoBanueii | ZirChrom
THOKCHUJ IUPKOHUS Separations
To xe 50-130 [49]
Zir-Chrom CARB, 180 — 220 [79]
ZirChrom
Separations
ZirChrom-PS, 100 [79]
ZirChrom
Separation
Cunukarens ¢ npuBu- | XTerra RP18, 20 - 160 [79]
TOM ankunbHOU (azoit | Waters
Tot xe C18 BDS, Hypersil | 20— 160 [79]
Zorbax RX-CS, 100 [78]
DuPont
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2 3
Nucleosil C18 AB, | 100 [78]
Keystone Scientific
Hypersil BDS C18, | 100 [78]
Keystone Scientific
Xterra C18, Waters | 50 — 130 [49]
Chromatorex C-18, | 80 — 140 [83]
Fuji Silysia
Zorbax RX-C-18, 60 — 140 [83]
MAC-MAD
Analytical
XTerra C8 XTerra 160 [44]
C18, Waters

Bonee monpobHO

Taomn. 4.

1.5. KoMOMHUpOBaHHbIE€ METO/bI C MCIIOJb30BAHUEM CYOKPUTHYECKOH BOIBI
CyOkpuTnyeckas BoJa MOXET OBITh HCIIOJIb30BaHA HE TOJBKO IS pean3aluu
OTJIETBHBIX ATANOB aHAJIN3a — YKCTPArMPOBAHUS UM pa3/IeNieHUs, HO U IS pealn3aluu

BCEro IMKJIa aHamW3a. Tak, TPeNIOKEeHBI CIIOCOOBI aHalu3a II0YB, BKJIIOYAIOIINE

cnenytoue craguu [60, 84 — 86]:

1)
2)

3)
4)

Bech mmkn ananmu3za, BKIIIOYAIOLIUP SKCTparupoBaHue, COpPOIMIO, AECOpPOLUI0 U

CB-BOXX onpenenenue, OblT OCYIIECTBIEH B aBTOMAaTH4yeckoMm on-line pexxume 0e3

oOparieHHO-(pa3HbIM COPOEHTOM;
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HKCTPArupoOBaHUE aHAIUTOB CYOKPUTUYECKOM BOJOM;

uHdopmarus o ucnonas3oBannio CB-BOXX npencrabiiena B

HU3BJICUCHUC aHAJIUTOB HU3 3KCTPAKTA IIOCJIC €TI0 OXJIAXKICHUS Ha KOJIOHKE C

JecOpOLIMIO AHATTUTOB € COpPOEHTA CyOKPUTUYECKON BOAOH;

aHaJIM3 MOJIy4YE€HHOTr0 KOHIIEeHTparta ¢ momoibio CB-BOXX.




Ta6auna 4. Meroauku BOXXX pazneneHus BemecTs, BKIFOYAOIINE UCIIOIb30BaHUE CYOKPUTHYECKON BOJIBI B KAUSCTBE DITFOCHTA

O0BeKT Onpenensiembie Henonsuxuas daza VYcenoBus
Jerextop Jluteparypa
aHaJIn3a COCIUHCHHS Tun Mapxka pazaeneHus
1 2 3 4 5 6 7
Peunas Bojga ®eHOoIbI CBepXCIIUTHII PS-DVB | 150 °C Co, 220 aMm [41]
MOJUCTUPOJT

Pacturensubie | Ctepounibl Cunukaresb C18 160 °C H' SIMP, CO, [44]
AKCTPaKThI XTerra MC

Banwmnus, Tot xe XTerra 50 - 130 °C, SIMP [49]

murupodepyioBas RP C18 | mporpamMmmupoBaHnue

KHCIIOTA, TeMIIepaTyphbl

LIUHT€POH
[TuieBrie CrnupTsl CBepXCIHIUTHIHI PRP-1 120 — 150 °C, 8140 [43]
MPOIYKTHI MTOJIUCTUPOIT porpaMMHUpPOBaHUE

TeMIepaTypbl

MopensHbIe AnkuiieHOITBI MopaudutnmpoBanusiii | ZrO,-PS | 150 °C Cd, 254 am [5]
pacTBOpHI JTUOKCHU/T ITUPKOHUS

Kap6oHoBsie CBepxcmmThIi PRP-1 160 °C 13140l [42]

KHCIIOTHI MOJUCTUPOIT

Couptsl Tort xe PRP-1 125 °C 814011 [6]




1 2 3 4 5 6 7
JlekapcTBeHHBIE | >> PS-DVB | 80 — 150 °C, H' IMP, MC | [45]
npenaparsl MporpaMMHpOBaHHUE

TeMIepaTypbl
Buramune: >> PLRP-S | 200 °C H! SIMP, MC, [47]
dJI
MopenbHEIe DeHOIIBL, Cunukaresb XTerra 100 °C; 200 °C C®, 230 aMm [7]
pacTBOpHI areTodeHOHBI MS C18,
XBridge
Crepoubl Tot ke XTerra 130 °C Cd, 230 am [46]
MS C18
AHTHOKCUIAHTEI | >> Kromasil | 30 — 100 °C, Cd, 280 am [48]
C18 IIpOrpaMMHUpOBaHUE
TEeMIIepaTyphl

Hetexropsl: CO — cnekrpodoromerpudeckuid, [TN /] — minamenno-nonn3anuonnsii, MC — macc-criekrpoMerpuyeckuii, AMP —

CIIEKTPOMETD SIIEPHOTO MarHUTHOTO pe3oHanca, ®JI — dayopumerpudeckuid.
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UCIOJIb30BaHUSl OPraHMYECKUX PpACTBOPUTENEH — BMECTO HHUX HCIHOJb30BAIH
cyOkputnueckyro Boay [60, 84, 86]. M3Bnekanu OWMONIOTMYECKHM AaKTHBHBIE BEIIECTBA
[84, 87], repouniuner [60] u I1XbB [86], TeMriepaTypa npu IPOBEICHUH YKCTPArHPOBAHUS
cocraBuia 120 — 170°C, npu necop6rmu 165 — 200°C, nmpu CB-BOXX paznenenun
75 —250°C.Ins onpeneneHusi aHUIMHOB U (PEHOJIOB B MECKaX, a Takxke (p1aBOHOUIOB B
amneslbCUHOBOM KOXYype Mpeao’KeHa aHaJOTM4Has CXeMa, OJHAKO IOClie MpPOBEACHUS
COpOLIMM KOJIOHKY C COPOEHTOM BPYUYHYIO OTCOEIMHSUIA OT CHUCTEMbI U MOAKIIOYAIN K
CB-BOXX xpomarorpady ans nposenenus aecopounu (mpu 130°C) u paznenenus (mpu
80°C) [85]. IIpennoxensl crocodsl copObunonHo-CB-BOXX omnpenenenuss HeKOTOpbIX
(deHonoB, MOHO- U JAu-3aMelleHHbIX (ramaTtoB [88, 89]. AHanmuThl W3BIEKAIU Ha
yriepogHoM copOente Hypercarb, necopbupoBaiin cyOKpUTHYECKOM BOJOW, BbIpe3asin
30HYy KOHIIEHTpaTa C IOMOILbIO METJIN-103aT0pa, (POKYCHPOBAIM AHAJIUTHI Ha HAYaJIbHOM
yuactke BOXX KoIOHKHM C OKTaJeluiICWIMKareieM, pasleisuidi U OIpenesuid B
M30KPAaTUYECKOM PEKUME CO CIEKTPO(OTOMETpHYECKUM JeTekThpoBaHueM. IlokaszaHo,
910 3((PEKTUBHOCTH ACCOPOIMHU AHAIUTOB CYOKPUTHYECKOW BOJOW TIPH TeMIlepaType
175 - 200 °C mnpum wucnonp3oBanuu copbeHta Hypercarb comocraBuma c
3((HEeKTUBHOCTBIO 1€COPOIMH alleTOHUTPUIIOM NP KOMHATHOW TeMIIEpaType, a IUPHUHbI
IIMKOB Ha XpOMaTorpamMme, MOJy4YeHHOU MPH MPOBEIEHUU KOHLIEHTpUpOBaHUS U3 10 M

pactBopa B 1,5 — 2 paza Huxke, yeM 1ipu npsmom BIXX ananuze 20 Mk pacTBopa.

1.6. BoiBoanl k riaase 1

ITokazaHa TEPCIEKTUBHOCTh MCIOJIB30BAHUS CYOKPHTHYECKOW BOJBI BMECTO
OpraHMYeCKUX PACTBOPUTENCH U BOJHO-OPTaHMYECKUX CMECEH Ha Pa3WyHBbIX CTaIUsIX
aHanu3a. CyOKpUTHYECKYIO BOJY NMPUMEHSUIN ISl U3BJICUEHUS 1[EJIEBhIX COCTUHEHUIN U3
TaKUX MPUPOJHBIX 00BEKTOB, KaK TMOUYBHI, TIECKH, PACTUTEIBHOE ChIpbe. M cmoap30Banme
CyOKPHTHYECKOM BOJBI TakKe JaeT HOBbIE BO3MOHOCTH MeTony BDXX. Omaako
MPpUMEHEHHE CYOKpUTHYECKON BOJIBI B KadecTBe doeHTa B BOXKX ocnmokHEHO TeM, 9TO
MPU TIOBBIIICHHBIX TEMIIEpaTypaX BO3MOXKHO pa3pylIeHHEe COpPOCHTa M Pa3JIOKEHUE
ompenensieMbIX BellecTB. B cpeae cyOKpUTHUECKOW BOJIBI YCTONYMBBI COpOEHTHI Ha
OCHOBE OKCHJIOB IIUPKOHHUS M TUTaHA, HEKOTOPHIC MOJUMEPHBIE COPOCHTHI U MOPUCTHIN
rpaguTupoBaHHbld yriepona. IlokazaHo, 4TO CyOKpuUTHYECKass BOJla MOXKET OBITh
HCIIOJIb30BaHa HA HECKOJIbKMX CTaAusAX aHaju3a, HallpuMep JIsd SKCTparupoBaHUS U

MMOoCJICAYIOIICTO XpOMaTOFpa(l)I/I‘-ICCKOFO Pa3aCIICHUS aHAJIUTOB.



I'naBa 2. DxcnepuMeHTAIBHASA YACTh
2.1. PeareHTbl U COPOEHTHI

JUIs TpUrOTOBJIEHUS PAaCTBOPOB M 3JIIOEHTOB MCIOIb30BAIN JIEMOHU30BAHHYIO
BOAY, KOTOpyro mnonydanu Ha ycraHoBke Millipore Simplicity (Millipore, CIILA),
yIEIbHOE COMPOTUBJICHUE BOABI cocTaBisuio 18,2 MOwmxcm. Hcnosb3oBaiu Takke

aneToOHUTpuI crenenu yucTorsl Super Gradient (Lab-Scan, Upnanaus).
2.1.1. ®eHoubl U PpTATATHI

Hcxonuple pacTBOphl ¢eHona, 4-HutpodeHona, 2-xiaopdenona, 2-HutpodeHona;
2,4-mumeTtundenona; 4-xmop-3-metmindenona; 2,4-nuxnopdeHona, GTaaeBol KHUCIOTHI,
MOHO3THI(TaNaTa, MOHOMeTHI(dTanara, MoHoOyTwiI(dTanara, MoHoOeH3u(TaNaTa,
MOHO-IIUKJIOTeKCWI(TanaTa, aurenTwidranara, auMmeTwidranara, gudTUITANATA,
mupenmndranata, aubytundranara, Ouc(2-3tunrekcun)dranara, AU-n-OKTUI(TaANATA,
MOHO-S-OKTHII(Tanara KoHmneHtpamued 2,00 — 2,20 mr/n, a Taxke 2-xmopdeHona, 2-
HUTpPOAHWINHA, 2-HUTpodeHona, 3-Opom¢peHona, 4-xyopaHuinHa, 4-xjopdeHona, 4-
MeTwiI(eHona, 4-HUTpOaHWIMHA, alleTaHWIWAa, aueToeHOHa, aHWJIMHA, aHU30I1a,
Oenzammaa, OeH3MMMIa307a, OeH30THA305a, OpoMOeH307a, o-ToNyuaAuHA U (eHomna
KOHLEHTpauuerd 1 Mr/Mjl TOTOBMJIM PAacTBOPEHHEM HABECOK 3TUX BEIIECTB (CTENEHb
qucTOThl >98%, Sigma-Aldrich) B aneronutpune. Bce pacTBOpbl XpaHWIN B CTEKISIHHOM
MOCy/Ie C IPUTEPTHIMU MpoOKaMu. McXoHbIe pacTBOPHI XpaHWIH B TeMHOTE ipu +4 °C.
JUis mpenoTBpallleHus pas3oXKeHHs BEIIeCTB B CpeAe CYOKPUTHUECKOH BOJbI

aHAIM3UPYEMbIe PACTBOPHI M MOABMKHYIO (Da3y POIyBau a30TOM.

OObekTbl aHanmm3a — o00pa3lbl BOJONPOBOJHOW M  MHUHEPAJIbHOM  BOZIBI
¢unbTpoBanu yepe3 mMemOpaHHbId GuiIbTp (kampon 0,45 mMkwm, auamerp 50 mMMm) s
ynaineHus  B3BemeHHbIX dyactun. CoctaB  MHHepaipHOW  Boabl  «BonAqua»:
ruapokapoonarsl (HCO;3) — menee 150 mr/m, SO42' - meHee 80 Mr/n, xaabIul (Ca2+)—
MeHee 80 Mr/n, MarHui (Mg2+) — menee 50 mr/n, Hatpuit (Na+) — menee 20 mr/mn, kamui

(K™ — menee 10 mr/m.
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2.1.2. CopOeHnThbI

JUIs KOHLIEHTpUPOBAHUS MCIOJIB30BAIM KOJOHKM pasmepoM 30x2,1 MM co
cnenyromumu copoentamu. Hypercarb — mopuctslil rpaduTHpOBaHHBIN yriepos, pa3mep
YacTUIl 5 MKM, CpeIHU aAuaMeTp nmop 25 HM, yJenbHas noBepxHocts 120 M/t (Thermo
Electron Corp., CIIIA). Strata-X — moJuMepHbIi COpOEHT, pa3mep 4acTHIl 33 MKM,
cpenHuil nuameTp nop 85 HM, yaenbHas noBepxHocTh 800 m>/r (Phenomenex, CIIIA).
MN-200 — cBepXCIINUTHINA NOAUCTUPOI, pasmep yacTul 300 MKM, cpeqHUN IHAMETP IOp
2 HM, yaenbHas nosepxHocts 1100 M/ («BroXumMaxk CT», Poccns).

[Ipu nporounom copOunoHHO-BOKX onpeneneHun aHamuThl pa3fessid Ha

kojonke (150x4,6 mm) Luna C;g (Phenomenex, CIIIA), pazmep gacTuIl copOeHTa 5 MKM.

2.2. Annaparypa.

Hcnonp3oBanu KoMIUIEKC 000pYyIOBaHUS sl MPOTOYHOTO copOImoHHO-BIXKX
aHaJIM3a, COCTOSIIUNA W3 Y3JI0OB CEPUMHO BBITycKaeMoro oOopymoBaHus (AKBWIOH,
Poccus). Kommnekc Bkioyan JBa Hacoca BBICOKOIO JaBJIEHHUS, aBTOMAaTUYECKUN
JIBYXUHKEKTOPHBIA OJIOK, CIIEKTPOPOTOMETPHUECKHIA JETEKTOP C aHAJIOTOBBIM BBIXOJIOM
(UVV 104). Curnan paeTeKkTopa PETUCTPUPOBAIUA C IOMOIIBIO BHEIIHETO aHaJoro-
nudposoro mpeodpazoatens (E-18 AQU ADC). VYmpapieHue y3iaMd KOMILIEKCa
OCYIIECTBIISJIM C OMOIIBIO EPCOHANBHOIO KoMmnbiorepa (MynpTXpom miig Windows).
Jljist yMeHbIIeHus COpOIMU KOHIIEHTPUPYEMBIX BEIIECTB HA MAarHCTPAIIAX T€ KalUJUISPHI,
yepe3 KOTOpble TMPOKAYMBAM BOJHBIE PACTBOPHl MHUKPOKOMIIOHEHTOB, OBLIH
M3TOTOBJICHBI M3 HEPXKABEIOIICH CTalli, ocTallbHBIE — 13 moJnddupapupkerona (PEEK).

Marucrtpanu, mnpeqHa3HauY€HHbIE I HarpeBa U OXJ&XIECHUS  BOJBI,
M3TOTaBIUBANIM U3 KalWJUISIPOB M3 HEPKaBEIOUIeH cTalv JIMHON 1,5 M ¥ BHYTpEHHUM
muamerpom 0,25 Mm.

Hcnonp3oBanu koprnyc mneun (BHyTpeHHUE pa3zmepsl 22x25x17 cm, oobeM 9 )
ot ra3zoBoro xpomatorpada JIXM-80 (3AO «Xpomatorpad», Poccus), B KOTOpbId HaMu
OB yCTaHOBJIEH TpyOUaThiii anekrpoHarpesarens (TOH) momuocTeio 1800 BT. Harpes
Y TEPMOCTATUPOBAHHUE OCYIIECTBISIN C MOMOUIBIO 3JEKTpOHHOro TepMmoctara TPM 10 ¢
tepmonaporr JTIIK (BAO «OBEH», Poccus), k koTopoMy OBLIO MOAKIIOYEHO

tBepaorenbHoe pene (PFE-240-D25, Crydom, CIHA) ans ynpaBiaeHUs mnojade
42



HanpspkeHus cetn (220 B) ma TOH. CoOpaHHOe ycTpoWCTBO IMO3BOJISUIO 3a/laBaTh U
noanepxkuBath Temneparypy a0 300 °C ¢ Tounoctsio He Xyxe 0,5 °C. Bpems HarpeBa oT
20 °C no 250 °C cocrapisuio He Oojiee S MUHYT.

Ucnons3zoBanu orpannuutens gaBiaeHuss P-455 (Upchurch Scientific, CIIA),
HOMHUHAJIBHOE cO3/1aBacMoe IpoTtuBojasiieHHe 70 aTM (IpH IpOIyCKaHUM BOJBI CO
ckopocthio 1,0 mui/mun nipu Temneparype 20 °C).

Jlist onpeneneHus aHaJIUTOB TAK)KE HCIIOJIb30BAIM KUIKOCTHOM XpOMaTO-Macc-
cnektpoMeTrp Shimadzu (SInonust), cocToAmuil U3 CIEAYIOMUX MOIYJICH:

® KBaApyNnoJabHbIM Macc-criektpomerp LCMS-2020 ¢ unoHM3anued aHaauTOB
anekTpopacnbuieHueM (ESI), xumuyeckoil MoHM3anued npu aTMOC(HEPHOM JIaBICHUHU
(APCI) u nmpucraskoit DUIS mist onHoBpemeHnHoM nonu3anuu B pexxumax ESI u APCI;

e 1Ba BOXX macoca LC-20;

® CcrnekTpoOTOMETPUUECKH ETEKTOp ¢ nuoaHoi Marpuieit SPD-20;

e aprocamiuiep SIL-20AC.

KauecTBeHHOE oOIpenelieHne aHAJIMTOB IMPOBOAMIM ¢ nomoupo MC-aerekropa,
KOJMYECTBEHHOE — C TIOMOIIBIO CHEKTPO(POTOMETPHUUECKOIO JETEKTOpa € JUOJHOM
MaTpulen. JleTeKTopsl ObUIM COeIMHEHBI TOCIIE0BATENBHO.

[Ipu sTtoM aHamutThl paznensau Ha kojoHke Luna Cig 150x4.6 MM, auametp
gactury 5 MkM (Phenomenex, CIIIA). Jlnsd mnpUTOTOBICHUS TIOABMIKHON (a3l
MCIOJIb30BAJIM JIEMOHMU30BAaHHYIO BOJY, MOdy4deHHYI0 Ha yctaHoBke Milli-Q (Millipore,
CIIA); aneronutpun creneHu yuctorel «HPLC Super gradient» (Panreac, Mcnanus),
pacTBOp MypaBbUHOH Kuca0Thl B Boae (50% mo macce), creneHb unctoTsl «for HPLC»
(Sigma-Aldrich, CIIIA). Ananutsl pa3fensid B TpaJueHTHOM pexume. B kadectse
KOMITOHEHTa A TOABMXHOW a3l ucnosb3oBamu 0,1%-Helii pacTBOp MypaBbHHOU
KHMCIJIOTHI B BOJIE, B KauecTBE KOMIOHEHTa B — 0,1%-HbIi1 pacTBOp MypaBbUHOW KHUCIIOTHI
B aneToHuTpuiie. CKOpoCTh NOTOKA MOJIBUXKHOU (ha3bl coctaBisiia 0,8 Mi/MUH.

Jns  gerekTHpoBaHHMS — (PTANaTOB  HMCIHOJB30BAJIM  CIEAYIOLIUME IapaMeTpsl

MC-nerekTopa u untepdeiica:
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Tabauua S. [Tapamerpst MC-nerexropa u untepdeiica

[Tapametp 3HaueHHe
Bpems HakoruieHus curnaina Ha BeiOpanHoW Macce (SIM event time) 0,2¢
Hanpsixenue Ha nerexkrope (Detector Vtage) 1,1 xB
Hanpsoxenne Ha uatepdeiice (Interface Vtage) +4.5 xB
Hanpsxenne Ha nunun aeconsBatanuu (DL Vtage) 0B
Temnepatypa unrepdetica (Interface temperature) 350 °C
Temnepatypa auaum aeconbBarauuu (DL temperature) 250 °C
[Torok raza-pacnsututens (Nebulizing gas flow) 1,5 n/mun
Temnepatypa 61o0ka HarpeBarens (Heat Block) 400 °C
[Totok raza-ocymutens (Drying gas flow) 15 n/mMun
Pesxum nonmsanum (Ionisation mode) DUIS (ESI+APCI)

[Tapamerper MC-unTepdeiica U JIeTEKTOpa HE ONTHUMH3WPOBAIH, HCIIOIB30BAIN
PEKOMEHI0BaHHBIE TPOU3BOIUTENEM 000PYA0BaHUS 3HAUCHUSI.

[TapameTpsl perucTpanid HWOHOB AHAIWTOB TIPEJCTABJICHBI B Talmuie 6.
BenuunHbl m/z ¥ peXUM PETUCTPALMU HOHOB (ITOJIOKUTEIBHBIA MM OTPHUIIATEIHHBIN)
BBIOMpAIH, UCXOJS U3 CTPOSHUS OTpEeNIIeMbIX BEemecTB. [l aHAIUTOB, COAEPIKAIINX
MOJBUKHBIC TPOTOHBI ((PTaseBas KHUCIOTa W €€ MOHO3(HPHI) BBIOUpATH PEKUM
perucTpanu OTPUIIATEIHHBIX HOHOB TOCIE AJIEKTPOPACHBUICHUS; I TUIPUPOB —
pPEXKUM PETUCTPALMU TOJIOKUTEIBHBIX HMOHOB IMOCIE XHMHYECKOW HOHHU3AIMHU TMpU
aTMoc(hepHOM JIaBJICHUU.

[Ipu wucnonp3oBaHUM CHEKTPOGHOTOMETPUUYECKOTO JIETEKTOpa IEePBOHAYATHHO
PErUCTPUPOBATM XPOMATOTPaMMbl BO BCEM JOCTYITHOM JHalla3oHe JUIMH BOJIH
(190 — 850 HM), 3aTeM I KOJIMYECTBEHHOTO aHaliM3a OblIa BHIOpaHa JJIMHA BOJIHBI
275 HM, TpU KOTOPOHM JIOCTUTallach HaWOOIbIlas YyBCTBUTEIBHOCTH OMpPEIeTIeHUs

OOoNBIIMHCTBA (PTANATOB.
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Tab6auuna 6. [Tapamerps! peructpannuy HOHOB

Anannt Bpewms ynepxxkuBanus, | m/z | Perucrpupyemsiii HOH
MHH*
dTanepas KuciaorTa 2,85 165 [M-H]-
MonomeTundranar 3,69 179 [M-H]-
Momnostundranar 4,57 193 [M-H]-
Jumerundranar 6,97 195 [M+H]+
MonoOyTundranar 8,33 221 [M-H]-
Momnoben3undranart 8,74 255 [M-H]-
Momno-nukinorekcuiadranat 10,28 247 [M-H]-
Justundranar 11,29 223 [M+H]+
MoHno-s-okTuigTanar 14,09 277 [M-H]-
Hubenmndranar 14,56 319 [M+H]+
Jubytundranar 15,55 279 [M+H]+
Jurentundranar 18,68 363 [M+H]+
Ju-n-oxtundranat 19,69 391 [M+H]+
buc(2-stunrekcun)dranat 20,07 391 [M+H]+

* - npu HCIOJIBb30BAHUNU OKOHYATCIBHOI'O BapHUAHTA HpO(i)I/IJ'ISI IpaAuCHTHOT'O

pasneneHusl.

2.3. IIporpammMHoe obecriedeHue

JlunaMuueckue BBIXOAHBIE KPHUBBIE, KPHUBBIE JUCHEPCHH U JecopOIuw,
XpOMAaTOrpaMMbl ~ PETUCTPUPOBAIM C  MOMOIIBID  MPOTPAaMMHOTO  OOecreyeHus
Mynbtrxpom 2.4 (Ampersand Ltd., Poccus).

2.4. MeToauKH NPOBeeHHs IKCIIEPUMEHTOB M PACUYeTOB
2.4.1. IlocTpoeHne KPUBBIX MPOCKOKA

Ha CTauu KOHUIIMOHUPOBAHUS POy CKaJIN 5 MUT cMecH
M30MpoIaHo:alleTOHUTpua  (75:25) w5 M alneTOHUTpWIAa dYepe3 KOJOHKY ISt

KOHIIEHTPUPOBAHUSI.
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1. Ha cragum copOumm mpomycKaiu dYepe3 KOJOHKY [UIS KOHLEHTPUPOBAHHS
10-50 mn pactBOopa ¢eHonoB (peHon, 4-uutrpodenon, 2-xaopdpeHon, 2,4-
muautpodenon, 2-uutpodenon, 2,4-mumetunpeHoN,  4-XJI0p-3-MeTHII(PEHO,
2,4-nmuxnopdenon, 2-metuin-4,6-quaUTpodeHon). Comepkanue Kaxaoro ¢geHona B
3THX pacTBOpax CoOCTaBsI0 4 MKr. PacTBopbl (EHONOB TOTOBWIHM B
JI€MOHN30BaHHOM Boje ¢ po6asienueM 0,1 06. % H;PO,4. CkopocTs nponyckanus
pactBopa 1 Mi/MuH.

2. Ha craaum necopOrun 4epe3 KOJIOHKY Il KOHIICHTPHUPOBAHUS MPOITYCKAI 5 MIT
aneroHuTpusa (ckopoctb 0,5 MJI/MUH), pacTBOp MOCHE JAecopOLuu codupaiu u

AHAJIM3UPOBAJIN.

2.4.2. Ilpeaennbl 00HAPYKEHUSA

[Ipenensl oOHapyXeHHs] AHAJIUTOB PACCUUTHIBAIA MO JUCIEPCUU TapaMeTpoOB
rpagyupoOBOYHON 3aBUCUMOCTH [88].

[TycTh rpamynpoBOYHAsi 3aBUCUMOCTH UMEET BU/I:

Y=A-x+B,
rae Y — pacCuMTaHHOE 3HAYCHHWE AHAIMTUYECKOTO CUTHANa, X — KOHIICHTpAIUs
BEIIIECTBA B IPAJyHPOBOUYHOM 00pasIie.

[Ipu »TOoM pgucmepcus pacCYUTHIBAEMON MO TpaaydpPOBOUYHOMY YPAaBHEHHIO

BCIINYHHBI Yk HUMCECT CHCI[y}OH_II/Iﬁ BUI:

—\2
S, =8, L, (x, -x)

2 S ()

rac m — 4YHUCIO0 S3KCICPHUMCHTAJIBHBIX H3M€p€HHI>'I AHAJIMTUYCCKOI'O CUIrHalla B XOJ€

2)

2
IrpaayupoBKH, a X — KOHICHTpALlUA, COOTBCTCTBYIOIIAA Yk, So — AUCICPCUS PAa3HOCTU
MCIKAY 3KCIICPUMCHTAJIbHBIMU (yk) " paCCYUTAHHBIMU (Yk) 3HAa4YCHUAMU aHAJIUTHYCCKOI'O
CHUIrHaja.

JloBepHTEIIbHBIN WHTEPBAT BEIMYMUHBI Y; paCCUUTHIBAIIN TI0 (popMYyIIe:

AY, =t(P, f)S; ,
rae t(P.f) — xoapdunment CTbrofeHTa A BEPOSTHOCTH P M 4YKclia CTereHe cBoOOIbI

f=m—2. BepostHocTh npuHUManu pasHou 0,95.
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I[J'ISI KaXxaoro Yk 0003HaAYNIU BCPXHIOIO U HWKHIOKO T'paHUIbBI JOBCPUTCIHLHOTO

__y6epxu _ _ \HUICH
unTeppana kak ¥ tAY, =Y V=AY, =Y, Hamom Y"™™ mis x, = 0 (To ecTh

b

pacCUMTAIM MAKCUMAIbHBIA AQHAJIMTUYECKUNA CUTHAJ, KOTOPBIA BO3MOXHO C 3aJaHHOM

BCPOATHOCTBHIO P MOJIYYUTDb IPpU OTCYTCTBUH OIPCACTIACMOr0 KOMIIOHCHTA B HpO6€)Z

Dix, —x)

Bemuuuna Ymin ABJICTCA MMOPOTOBBIM 3HAUCHUCM AHAJIMTUYCCKOTO CUTHaJId: €CJIN

1
Y., = B+HP,f)X.|s; = B+t(P, f)xs,X |—+
m

B PC3YJIbTATC aHAJIM3a IMOJYUYCH CUTHAJ Yk < Ymina TO HCJIB34 CACJTIATh BBIBOJ O HAJIUYHUU
onpecacisieMOoro KOMIIOHCHTA B npo6e, TaK KaK TaKOM CHUTHAl MOXHO MMOJIYYUTb OT
HpO6BI, HC co;[epmameﬁ OonpecACisIEMOro  KOMIIOHCHTA. HOpOFOBaH BCJIMYHMHA

KOHICHTpAalHH, CBA3aHHas C Ymin T'paaAyupoBOYHBIM YPABHCHUCM:

=2

mil Z(xi _x)z .

X pin :lxt(P,f)xSox l+
A m

Ecnu B pe3ynbTaTe aHann3a MOJy4eH aHATUTUYECKUNA CUTHANI, MEHBIINHN YyeM Y,
(ypaBHEeHHE 3), TO KOHIICHTpAIHS OIPEACIIEMOr0 KOMIIOHEHTa B MPOOE ¢ 3aJIaHHOMN
BEPOSITHOCTBIO (P) HE MPEBBIMIACT Xy, (ypaBHEeHHE 4). [Ipenenom oOHApYKEHHUS METOJIa
SIBITAETCS Xppins Yimin — KPUTHYECKONM MUHUMAJIBHOM BEJIMYMHOM aHAUIUTUYECKOTO CUTHAJA,

HUXKE KOTOPOH KOJIMYECTBEHHAsI HHTEPIIPETAIIHS PE3yIbTaTOB aHAIN3a HEBO3MOXKHA.

OctanbHbIE  METOJWKH, WCIOJNB30BaHHBIE B  HAcTosiied pabore s
IKCHEPUMEHTAIBHOTO  W3YYCHUS  COPOLIMOHHBIX  CHUCTEM,  MPEUIOKEHBI WM
MOAU(UIINPOBAHA aBTOPOM pabOTHI, IMOATOMY ONHMCAaHWUE OSTUX METOJIUK Oyner

MIPEJICTABIICHO B TJI. 3 U TJI. 5 BMECTE ¢ 00CYKI€HHEM TIOyUYEeHHBIX Pe3yIbTaTOB.
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I'naBa 3. BbiOop yc/i0BMii KOHIEHTPUPOBaAHUS (PeHOJOB M (PTAIATOB C
HCIOJIb30BAHMEM CyOKPUTHYECKOH BOAbI

UysctButenpHoct  BOXKX  3agacTyio  HEIOCTAaTOYHO JUJIL  OMPEACIICHUS
comepkanusi BemecTB Ha ypoBHe IIJIK, mosTomy HeoOXomMMo mpenBapUTEIbHOE
KOHIICHTpUPOBaHUE, yalle Bcero copOruoHHoe. KoMOMHUpOBaHHBIE METONBI aHAIU3a,
BKJIIOYAIOIME KOHIEHTPUPOBAHUE, MOTYT MPOBOAMUTHCS ABYMs criocobamu: B off-line
unn  on-line pexumax. CoueraHue KOHIEHTpUpoBaHus B off-line pexume c
XpomaTorpapuueckuMu METOJaMU aHaJlM3a XOpOIIO OCBEIIEHO B psie 0030poB H
MoHorpadwuii [89].

[IpoTouHbie METOBI aHATK3A, BKIIOUYAIOIINE CTAANIO On-line KOHIIEHTPUPOBaHUS,
B TOM YHCJIE MPOTOUHbIE cOpOIMOHHO-BOXKX MeTonbl, Moayunian akTUBHOE pa3BUTHE B
TeUeHue TmocieaHuXx JaecaTtuieTudd. (OCHOBHBIM  OTJIMYHMEM TaKoro BapHaHTa
KOMOWHHUPOBAHHON MpOLEAyphl SBISETCA TO, UTO JAecopOlMs MPOUCXOIUT B
HEPAaBHOBECHBIX  YCIIOBUAX, a AaHalM3MpyeMble BEUIECTBAa  JIOCTABJISIOTCS B
XpoMmaTorpapuueckyo KOJIOHKY B TIOTOKE pacTBOPUTENS. DTO OTPAaHUYMUBAET KPYT
JecCOpOUPYIOIMIUX PACTBOPOB, IIOTOMY YTO MaKpOCOCTaB KOHIIEHTpATa MOCie JAeCOPOIHH
JIOJDKEH COOTBETCTBOBATh COCTaBY JJIIOEHTA JJIs XpomaTorpaduueckoro pasleicHus
BEIECTB.

Otmeueno [90, 91], yTo WMPUHBI MUKOB HAa XpOMaTOrpaMMax MpU IPOBEIACHHUU
on-line coderaHuss COPOIMOHHOTO KOHIIGHTPUPOBAHHWSA U Tocienyromero BIXKX-
OmpejieNieHUs] BBINIE, YEM IPU TPSIMOM OIpENeJeHUH, TIe B XPOMAaTOrpaduyecKyro
KoJIoHKY BBojuTCs 10 — 20 MK 06pasiia. 9To 00BSICHIETCS TEM, YTO B IIEPBOM CIIydac B
KOJIOHKY IIOCTYIaeT 3HAYUTENBHO OONBIIMA 00BEM KOHIEHTpaTa, YeM NpU TMPSIMOM
BBOJIE. ABTOPBI paboThI [92] NpOAEMOHCTPUPOBAIIHN, YTO IUPUHBI TUKOB MIPH IPOTOYHOM
copbrmonH0-BOXKX onpenenennu denonoB B 10 pa3 Oombliie, 4eM MpU MPSMOM BBOJIE
10 Mk obpasna. st CHUKEHUS 3TOT0 HeTaTUBHOTO 3 (deKTa MpeIoKeH P IPUEMOB:
JecopOITrs aHATUTOB ¢ oOpalieHreM moToka [93 — 98], BeIwIeHeHHe 30HbI KOHIICHTpATa
Moce JecopOIMy ¢ MOMOIIBIO MeTin-ao3aTopa [98, 99], necopOums aHATUTOB TOJIBKO
OpraHWYECKUM  KOMIIOHEHTOM  OMHApHOTO  BOJHO-OPTaHUYECKOrO0  JJII0EHTa C

MOCTIEYIOIUM pa30aBIeHUEM 10 COCTaBa, HEOOXOIMMOTO Il XpOMaTorpaduyeckoro
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pasnenenus [98, 100, 101]. OnHako Bce 3TH MpHEMBbl MPUBOAAT JMILIb K HEOOIbLIOMY
CHI)KCHHUIO  YKa3aHHOTO  HEratuBHOro  3¢¢ekra, CBOMCTBEHHOIO  MPOTOYHBIM
copbrmorH0-BOXKX cucremam.

KapaunaneHO cHTyali0o MOXXET HW3MEHUTh HCIOJIb30BaHHE CYyOKpUTHYECKON
BOJIbI B THOPHIHBIX CHCTEMaX aHallu3a, TaK Kak ee CBOWCTBA B KauecTBe AMtoeHTa B OD-
BOXX nerxko BappupylOTCS B HIMPOKHUX Mpejeiax Mpu U3MEHEHHH Temmeparyphl. Ha
Hall B3MJISJ, TAaKOE€ M3MEHEHHE CBOMCTB BOJBI IMO3BOJISIET MCIOJNb30BaTh €€ Kak
JecCOpOUPYIOIIUNA PaCTBOP IIPU MOBBIIIEHHBIX TEMIIEPATYPAX, a MOCIE OXJIAXKIACHUS U KaK
KOMIIOHEHT OMHApHOrO0 BOAHO-OpraHuyeckoro snroeHta B OP-BOXX, uto nomkHO
NPUBOAUTH K CHIDKCHUIO IIMPUHBI TMKOB Ha XpomatorpamMme 0e3 TOTepu
3(PEeKTUBHOCTH U3BICUCHUS.

OO0111en3BECTHO, YTO TOKCUUYHBIE BEILIECTBA, TaKue KaK ()EHOJI U €ro MpOUu3BOJIHBIE,
HEO0OXOIMMO OIpeeNsaTh B BOJaX, 00jiee TOr0, OHU BHECEHBI B CHUCOK IMPUOPUTETHBIX
3arpsiI3HUTENEHN (COTJIacHO JaHHBIM ATEHTCTBA IO oxpaHe okpykaromied cpeanl CILIA).
BBugy  1NOBCEMECTHOTO  WCHONB30BaHUS  IJIACTUKOBBIX  HM3ACTUH  MOHO- W
muankuiadTanaTel (qanee Ui KPaTKOCTH «(PTanaThl»), Kak MIacTH(UKATOPHI, IMOMATAI0T
B MULIEBBIE NMPOIYKTHl U MUTHEBYIO BOAY U, CI€OBATEIbHO, B OpraHu3M uenoBeka. [1o
HeJaBHO Moixy4YeHHbIM JaHHBIM [102 — 104] ¢granaTel MOryT 06saaTh KaHIEPOT€HHBIMHU
CBOMCTBAMHM M BJIHATh HA PEMPOAYKTUBHYIO (YHKIHIO Y >KUBOTHBIX. MOHO3(HPHI
(draneBoit KUCIOTHI SABJISIOTCS MPOAYKTaAaMH MeTaboimm3Ma AudPUPOB (PTaeBoi KUCIOTHI
B OpraHW3Me, MMO3TOMY OHHM MOTYT BBICTYIIaTh B KQ4eCTBE MapKEpOB KOHTAKTa YeJIOBEKa
¢ mociemnuMmH. Takum oOpa3oMm, pa3paboTKa CIIOCOOOB BBICOKOYYBCTBHUTEIHLHOTO
ompeneiaeHuss (HEHOIOB, MOHO- U TU(TATATOB B O0BEKTAX OKPYIKAIOIMIECH Cpeabl TakKe
aKTyaJlbHa.

B psge pabor mnpoBomwim XpoMarorpadmueckoe pasnueicHHe (EHONOB ¢
WCIOJIb30BaHUEM CYOKPUTHUYECKONM BOJBI B KadecTBE TOJIBMXKHOW a3bl, 4YTO
CBHJICTEIILCTBYET 00 YCTOMYMBOCTH JTUX BEIIECTB B TaKOW arpecCHBHON cpeje
[43, 86, 105]. Ddupsr ¢draneBoii KUCIOTH ((TamaTbl) MOTYT THAPOIM3OBATHCS IIPH
MOBBIIIEHHONW TemmepaTtype [106], mosToMy Ba)kHO BHUMATENbHO HAOIIOJATh 3a HX

MOBEJIEHUEM B cpejie CYOKpUTUUYECKON BOJIBI.
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3.1. Bbi6op cop0eHTOB, YCTOWUYNBBIX B cpe/ie CYOKPUTUYECKOI BOAbI

YCTOMYMBOCTh Pa3IUYHBIX COPOCHTOB B CYOKPHUTHYECKOH BOJIE HMCCIICIOBAIHM B
HECKOJIbKUX pabotax (7, 41, 42, 44, 45,49, 71, 78, 79, 83], momy4eHbl CXOIHbIE BHIBOJbIL:
HaWMEHee YCTOWYMBBI COPOEHTHI HA OCHOBE CHIIMKArelss, 0ojee yCTONYMBHI pa3invHbIe
OpraHOMOJIMMEpPHBIE COPOCHTHI U COPOEHTHI Ha OCHOBE yriiepoja. M3yyanu B OCHOBHOM
M3MEHEHHEe XpoMarorpauueckux mapamMeTpoB COPOEHTOB, IMOITOMY Jisi pEHICHUs
MOCTaBIIEHHBIX B HACTOfAlIEH paboTe 3amady ATH J@aHHBIE YacTO HE JaBalu
vcuepnbiBaroiieil nHGopMauu. ITO CBA3aHO C T€M, YTO MOCJE eCOpOLUHU aHAIMTOB
CyOKpUTHYECKOM BOJOM B TMpe[jaraeMod HaMH CXE€ME€ MPOUCXOJUT TMOBTOPHOE
KOHIIEHTpUpoBaHue ((POKycHpOBKa) aHAIUTOB M MPOAYKTOB JAETpajallid COPOCHTOB B
HayaJdbHOM YacTH XpomaTtorpapuyecKkoil KOJOHKH, MOITOMY [UIsl BBHIOPAHHBIX HaMU
nenel  HYXXHBI  CYIIECTBEHHO  Oojiee  yCTOWYMBBIE  COPOEHTBHI, YeM I
XpomaTorpapuueckoro  pasfelieHus ~BemecTB (B IMOCJIETHEM  BapuUaHTE  HET
KOHIIEHTPUPOBAHMSI, TIOITOMY Jerpajaiusi COpOEHTOB YacTO TPUBOAHUT TOJBKO K
HE3HAYHUTEIILHOMY Jpelidy 0a30BOH JTMHUHM Ha XpoMaTorpamme).

Jlns mpoBeneHus OecopOIMU OPraHUYECKUX BEHIECTB CYOKpPUTHUECKOW BOJOM C
oOpamieHHO-(pa3HBIX COPOEHTOB MBI COOpaM YCTaHOBKY, MPEICTaBICHHYIO Ha puc. 9.
Kamumsipel U1 mpeABapUTEIBHOTO HArpeBa W JUISl OXJIKICHHS W3TOTOBJICHBI U3
HepkaBewIed craimu. JuaMmerp KamwuisApoB, pa3Mepbl KOJOHKM W JIaHHBIE 00
OTpaHMYUTENIC JaBJICHHUS TpPUBEJCHHI B T1aBe 2. I3ydanm  ycTOMYMBOCTH
pacrpocTpaHeHHBIX 00pareHo-pa3HbIX COPOSHTOB K JEHCTBHIO CYOKPUTHYECCKON BOJIBI
MIPU pa3IUYHBIX TeMiiepaTypax. Ha craguu copOuuu aHAIUTHI B JEMOHU30BAHHYIO BOAY
HE BBOJWIH, PETUCTPUPOBAIMA XPOMATOTPaAaMMBI T.H. «KOHTPOJILHOTO» omnbiTa. Ha puc. 10
u 11 mpexacraBiaeHbl pe3ynbTaThl, nojydeHHble mpu 150 m 200 °C. J{nuHa BOJHBI
JIETEeKTUPOBAHUSL COCTaBHIIA 275 HM, Uil KaXJOH TeMIeparypbl ObLIO MOITYYEHO TPH
XpomaTorpaMmMbl. Kak BUIHO U3 MpeICTaBICHHBIX PUCYHKOB, TTPH OJAMHAKOBBIX YCIOBUIX
MPOBEACHUS ASCOPOIIMN HAaUMEHBIIIEe YHCIIO MUKOB Ha XpOMaTOrpaMMax KOHTPOJIBHOTO
OmbITa HAOMIOJAETCS MPU HUCIONB30BAaHUU yriaepogHoro copbdenta. IIpu Temmepatype
150 °C cop6entsl Hypercarb 1 MN-200 comocTaBiUMBI 110 yCTOWYUBOCTH, Strata-X MeHee
ycroiunB. Oxrako pu 200 °C copoerT MN-200 mokasain ce0si MEHEee YCTONYMBBIM, YeM
Hypercarb.

50



B3XX Hacoc
TepmocTtaT Kanwnnap ans

| _— npeaBapuUTenbHOro

l:l —] Harpesa

KonoHka gns
—_  —T KOHUEHTpUpoBaHus

Kanunnap ana

/ oxXnaxaeHus

NHxekTop

Obpaszel, aecopbupyowmii
1 NPOMbIBOYHbIA pacTBOpbI

DpakuMn KOHLEeHTpaTa nocne gecopbuwnmn \ q

OI'DBHMHVITEHb AaBneHna

11

Cnus

Puc. 9. VcraHoBka Ui mpoBeneHUs  JA€COpPOLMU  OPraHUYECKUX  BELIECTB

CyOKpHUTHYECKOM BOJIOM ¢ 00paiieHHO-(a3HbIX COPOSHTOB.
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Puc. 10. XpomaTorpamMmmsl, MOJIyYEHHBIE B X0JI€ «KKOHTPOJIbHOr0» omnbITa npu 150 °C nns
paszubix copOentoB: Hypercarb (A), MN-200 (B), Strata-X (C). Y®-nerexktupoBaHue,

JUIMHA BOJHEI 275 HM.
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Puc. 11. XpomaTorpamMmsl, MOJIyYEHHBIE B X0JI€ «KOHTPOJIbHOr0» omnbITa npu 200 °C nns

paszubix copOentoB: Hypercarb (A), MN-200 (B), Strata-X (C). Y®-nerextupoBaHue,

JUIMHA BOJHEI 275 HM.
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Takum 06pa3om, moKa3aHoO, YTO BCE UCCIEAOBAHHBIE COPOSHTHI MPU TeMIIEpaTypax
150 — 200 °C gactuuHO paspyuiaroTcs (Mo KpaliHel Mmepe, U3 HUX BBIMBIBAIOTCS HEKHE

(bparmenTsl), HanboJIee yCTOMUMB yriaepoanbiii copoent Hypercarb.

3.2. Bbi0op yc0BHii KOHIIEHTPUPOBaHKs (eHOJI0OB U (PTAIATOB

3.2.1. U3yuenne craauu copOunu (peHoJI0B HA YyIJIePOIHOM copOeHTe

N3BecTHBI MaHHBIC MO U3BJICUEHUIO M YIEPKUBAHUIO (PEHOJIOB HA Pa3UYHBIX
ManonoJisipHeix copOentax [107, 108]. OOblyHO »STHM BelecTBa U3BJIEKATH B
Moutekyssipuoit popme npu pH 1 — 3 [109]. [lokazaHo, 4TO Hamidydilee HU3BICUCHUE
JOCTUTAETCs Ha IOJUMEPHBIX COPOEHTAaX — MOJIMCTUPOIIAX C BBICOKOM CTENEHBIO CIIMBKHU.
[ToBeITIICHHOE CPOJCTBO K (peHONMaM OOBSACHSIIM HAIWYHEM B CTPYKType copOeHTa
MenKux nop auamerpoM ~ 1 HM [107]. OgHako mOpHUCTHIN Tpad)UTUPOBAHHBIA YIIIEpO]
TOXKE€ MOJKET TaKXe ObITh BeCbMa IMEPCIEKTHBEH JUIsl U3BJICYEHMs], B TIEPBYIO OUYE€pE.b,
HauOoJjee MOJAPHBIX (PEHOJIOB, TaK KaK MEXaHU3M COpOLMHU CHJIBHO OTJIMYAeTCs OT
TaKOBOT'O Ha Jpyrux copOeHTax (oOparieHo-(pa3HOro CHIIMKArenis, CBEPXCUIMTOrO
nosmctupona). Tak, CYMTAIOT, YTO MOJSIPHBIE MOJIEKYJIbI, HAXOISICh BOJIM3H yTIEPOIHOM
MMOBEPXHOCTH, IMOJSAPU3YIOT €€, MOCie Yero aHaauThl d¢dexTuBHO copobupyrores [110].
[ToxazaHna BO3MOXXHOCTH H3BJICYeHUS (EHOJIOB Ha TpapUTHPOBAHHOM YTJIEpOJE W3
HeOopmnx 00beMoB obpasma [110]. B ¢Bs3u ¢ TeM, 4T0 CBOMCTBA IpaUTHPOBAHHBIX
VIIIEPOAHBIX COPOCHTOB pa3HbIX MAapOK MOTYT pa3jnyaThCsi, MBI HCCIIEOBAIN
M3BJICUCHHE HEKOTOPHIX (DEHOJIOB Ha oOparmieHHO-(a3HbIX copOeHTax. CTpouId KpUBBIC
Mpockoka (MeToauka B 1. 2), [Iporoammm npsimori BOXKX ananu3 nporesamiero yepes
KOJIOHKY pacTBOpa. 3aBUCUMOCTH CTEIEHH W3BIEYeHUS (EHOIOB OT oObeMa
poryckaeMoro odpasia nmpecTaBiIeHbl Ha puc. 12 — 14,

N3Bnekaembie henomsl konuyectBeHHO (R=80 — 100%) copbupyrores ripu oobeme
npo6sl 10 50 M1, 3a uckitoyeHrueM HezamenieHHoro ¢enona (R=50% npu V=15 min) u
TUHUTPONPON3BOIHBIX (R=71% tipu V=30 mn mnsa 2,4-quautpodenona u R=54% mnpu
V=30 mu mis 2-metrii-4,6-nquauTpodenona). s nanpHEie padoTel BEIOpain 00beM
pactBopa obpasua, paBHblii 10 mit. [Ipn HEOOXOIUMOCTH JAOMOIHUTEIBHOTO YBEIUYCHUS
YyBCTBUTEIBHOCTHU ONpezesieHus: (PeHOJIOB, 3TOT 00bEM MOXKET ObITh yBesnnyeH 10 50 mi,

C YUCTOM IIOTCPb (bCHOJ'Ia U JUHUTPOHIPOU3BOAHBIX Ha CTalUN COp6I_II/II/I. TaK, B
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Puc. 12. 3aBUCHMOCTH CTENEHHM H3BJICUCHHUS OT OOBEMa IMpoIycKaeMoro oobpasia.
1 — ¢enon, 2 — 4-uutpodenon, 3 — 2-xaopdenon. Coaepxkanue Kaxaoro ¢eHona B
pactBopax cocTaBisano 4 MKr. CKOpOCTh IPOIYCKAaHMSI PAacTBOpa AHAIUTOB | MJI/MHH.
Pasmep komonku 30x2,1 mm, copbent Hypercarb. Ilocne copOuuu u3 yka3zaHHOTO
o0beMa aHAIUTHI JECOPOMPOBAIH AalETOHUTPUIIOM IPH KOMHATHOW TeMIeparype B

off-line pexxume.
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Puc. 13. 3aBucMMOCTb CTENEHM M3BJIEUEHUS OT OOBEMa IMpoIycKkaeMoro ooOpasua.
1 — 2,4-nuautpodenon, 2 — 2-wutpodenon, 3 — 2.4-numerundenon. CoaepkaHue
Kaxaoro Qenona B pactBopax cocraBisieT 4 MKkr. CKOpOCTb MpPOIYCKaHUS pPacTBOpa
aHanmutoB 1 mi/muH. Pazmep komonku 30x2,1 mm, copbent Hypercarb. Ilocie copOruu
U3 YKa3aHHOro oObeMa aHaJUTHl JECOPOMPOBAIM AIETOHUTPUIIOM IIPH KOMHATHOM

temneparype B off-line pexume.
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Puc. 14. 3aBUCHMOCTB CTENEHM H3BJICUCHHS OT OOBEMa IMpOIycKaeMoro obpasia.
1 — 4-xnop-3-metundenon, 2 — 2.4-nuxnopdenon, 3 — 2-metui-4,6-1uHUTPOGEHOI.
Copepxanne kaxaoro (peHona B pacrBopax coctasiisieT 4 MKr. CKOpPOCTh MPOIYCKaHUS
pactBopa aHanmuToB 1 mui/mMuH. Pazmep komonku 30x2,1 MM, copbent Hypercarb. [locne
copOLIMM M3 YKa3aHHOrO 00bE€Ma aHAIUTHI JeCOPOMPOBANIM ALIETOHUTPUIIOM MpU

KOMHATHOU TeMIiiepaTtype B off-line pexume.
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MPOTOYHBIX CHCTEMaX aHalih3a YacTO HCIONb3YIOT CHUCTEMbI KOHIEHTPUPOBAHUS, HE
oOecreunBaroie KOJIMYECTBEHHOTO U3BJICUEHUS AaHAIMTOB (HAmpUMeEp, CHUCTEMBbI
muanu3a). OCHOBHBIM TpeOOBaHHMEM SIBIISIETCSI BOCHPOM3BOAMMOCTH CTEMEHU HUX
W3BIICUCHHS.

3aBUCUMOCTH CTENEHH M3BJEUYEHHUs (PTamaToB OT 0ObeMa MpoIycKkaeMoro oopasia
He wu3ydanu. OJHaKo J[aHHbBIE, NOpUBEACHHBbIE B paznene 3.2.6. (mo aecopOiuu
alETOHUTPUIIOM), TIOJITBEPKAAET KOTMUYECTBEHHOE 3BIICYCHUE BHIOPAHHBIX (DTAIaTOB HA

yriepogHoM copdenrte u3 10 M BogHoro odpasua.

3.2.2. Pazpat6orka Mmetoaukn npsimoro BI7’KX onpenesienus gpenosion

B Hacrosmeit pabote myis mpoBENEHHUS SKCHEPUMEHTOB Hcmosb3oBaiu BOXKX
xpomarorpad ¢ VYD-gerektopoM (mpu ASTOM ObUIa BO3MOXKHOCTH ITPOBOJUTH
AJIOMPOBAaHUE TOJBKO B M30KPATUYECKOM PEKHUME, HO M BO3MOXKHA pealu3aius
MPOTOYHOTO COYETAHHUS KOHIIEHTPUPOBAHUS M XPOMATOTPaPUUECKOro OMpeeNIeHuUs) U
BOXX xpomatorpad ¢ Macc-CIieKTpOMETPHICCKUM JIETEKTOPOM (BO3MOXKHO pa3jielieHre
B TPaJMEHTHOM pEXHUMe, HO ©0€3 BO3MOXKHOCTH pealn3alud KOMOWHUPOBAHHOM
nporueaypsl B pexkume omiaiiH). [locrme skcnmepuMeHTanbHOW MPOBEPKH O0EUX CXeM
(eHoNBl peluiu OnpeAeisTh B OHJaliH pexume ¢ YD-merekropom, a ¢ranarsl — ¢
nomotbio BOXX-MC.

Yeaopus BOXX ompenenenus BBIOMpany, PyKOBOACTBYSCH JHTEPATYPHBIMU
naHabiMU. M3ectHo [111], uro mmas BOXXX paspenenuss Ha oOpamieHHO-(a3HBIX
copOEHTax OMUHHAALATH TPOM3BOAHBIX (eHoma, BHeCEHHBIX B cmucok EPA, kak
MPaBUJIO, TPUMEHSIIOT TPAJUEHTHOE DIIIOMPOBAHME, TaK KaK Cpeau pa3lessieMbIX
(heHoJI0B ecTh Kak BechMa ruApodunsHbie coequnenus (penon, 1g P = 1,5), Tak u cuiibHO
ruapodobHbie (nmeHtaxnopdenon, lg P=4,9). OgHako rpaaveHTHOE JIIOMPOBAHUE
TpebyeT Hammuus pomnosHuTenbHOro BOXXX Hacoca W OMHAMHYECKOTO CMECHTEIS.
Bonee Toro, mpu npoBeaeHUN IPaIMEHTHOIO AIIOUPOBAHUS, KaK MPaBUIIO, YCUIMBAETCS
npeiid 0a3oBOM JTUHUK XpoMarorpaMmbl. [1o3TOMY 1 yHpOIIEHUS CXEMBI aHajan3a
HaMM BBIOpAaH HM30KpaTUYECKHil cmoco0 pa3aeneHus. B cBi3sm ¢ 3TuM U3
MEePBOHAYAIILHOTO CHOUCKA OJMHHAAUATA (EHOJIOB UCKIIOUMIU JIBa Haumbolee

ruipo@oOHBIX, @ UMEHHO: 2,4,6-TpuXjI0op(eHO0 U MEeHTAXJIOP(EHON, IS IMIOUPOBAHUS
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KOTOpBIX TpeOyeTcss BbICOKAs KOHLEHTpAlUsi OPraHUYECKOTO KOMIIOHEHTa OMHApHOTO
BOJIHO-OPT'aHUYECKOT0 3/MI0eHTa. BpiOupann onTUManbHbIN COCTaB BOAHO-OPraHUYECKOM
MOJIBMKHOM (assl. [t 3TOro mpoBesin cepuio 3KCIEPUMEHTOB I10 pa3esieHHIo GeHoa 1
BOCBMH €TI0 TPOM3BOAHBIX (4-HUTpOodeHona, 2-xmopdenona, 2,4-muHUTpodeHoNa, 2-
HuTpodenona, 2.4-numerundenona, 2.4-nuxnopdenona, 4-xaop-3-metuidenona,
2-metun-4,6-nuHuTpoeHona) MOABMXKHBIMM — (pa3aMM C  pa3HbIM COOTHOLICHHEM
«aleTOHUTPUI:BOJa». s mopaBneHus aucconanvu (EHOJIOB B PACTBOPHI BBOJMIM
0,1 06. % H;PO,. Bogunu 20 mka pactBopa (peHonoB B arietoHuTpuie. Vcnonp3oBanu
CHEKTPO(HOTOMETPUUECKUNA ETEKTOpP (JIETEKTUPOBAHUE MPOBOIIIIN MPHU JUIMHE BOJHBI
275 uMm [111, 112]). OGpa3zusl 1715 aHAIM3a TOTOBIIIN pa3baBieHneM cmecu penonos. Ha
puc. 15 mpencraBieHbl (pparMeHTBl XpOMaTOrpaMM. Y CTAHOBJIEHO, YTO ONTHMAaJIbHOE
coJiepkaHue BOJbl B 3mtoeHTe cocTaBisgeT 60 00. %. [lpu ncnonb30BaHUU 3IIOEHTA,
coneprkauiero 50 06. % BoOAbI MUKH HEIOCTATOYHO pa3peuieHsl (cM. muku 1,2 u 4,5 Ha
puc. 15), a npu comepkanuu Bojbl B 70 00. % 3HAYUTEIIBHO YBEIMUYWBACTCS BpEeMS
paznenenus cmecu. Jlia paspeneHus wucnonb3oBaid KosoHKy Luna Cig, pasmep
150x4,6 mm.

Tunnunas xpomarorpamma npu npssmom BOXXX onpenenennn npencrasieHa Ha
puc. 16. B pe3ynbraTe ONTUMM3ALMM TOJYYEHBbl CIEAYIOIIUE XapPaKTEPUCTUKU
xpoMarorpaduaeckoro pasaencHus: paspemenue (Ry) coctaBuio 1,3 st mukoB 4 u 5,
JUIS OCTJIbHBIX 3HA4YeHUsl BbIle. YMCI0 TEOpeTHUECKUX Tapesiok Bapeupyercs ot 1500
st HesamerieHHoro  ¢enoma gmo 3000  mus 2-meTua-4,6-muHATpPOgEHOIIA.
Koaddumuentsr accumerpum cocramwmm ot 0,76 mo 1,21. ITlo momydeHHBIM
XpOMaTorpaMMaM pacCYUTHIBAIIN MTapaMeTphl IPalyMpOBOYHBIX 3aBHUcUMOcTeil (Tabum. 7),
MHTEpBAJl OINpeAesieMbIX KOHIEeHTpauuil ¢enonoB coctraBun ot 0,1 go 10 mr/n. B
KAauecTBE aHAJIMTHUUYECKOTO CUTHAJA HCIOJIB30BAIM IIIOMAAM NMHUKOB. OTHOCHUTENBHOE
CTaHJApTHOE OTKJIOHEHHE pe3ynbraToB mnpsmoro BDXKX ompenenenus ¢enonos
Haxoautcs B mHTEepBasie 0,01 — 0,25 (tabdn. 8). PaccuntanHble mpeaesbl OOHAPYKEHUS

MpeCTaBICHBI B Ta0. 9.
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Puc. 15. Xpomarorpammsl, nosrydeHHsle npu npsmom BOXKX onpenenenuu ¢peHonos.

1 — d¢enon, 2 - 4-aurpodenon, 3 — 2-xaopdpenon, 4 - 2,4-muHUTPOEHOI,
5 — 2-autpodenon. Paznenenne npoBOAMIN CMECHIO «all€TOHUTPUII:BO/Ia», COAEPKAHME
BojieI 50 (A), 60 (b) u 70 (B) 06. %. Boawmu 20 Mk pactBopa, coaepxkaiiero 0,02 mMkr
Kaxaoro aHaimuta. Pasmep komoHku  150x4,6 MM, copbent Luna Cg

Y ®-nerexkTrpoBaHue IPpH AJIMHE BOJTHBI 275 HM.
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Puc. 16. Xpomarorpamma, noiaydersas npu npsimom BOXKX onpenenenuu ¢peHonos

1 - denon, 2 - 4-uurpodenon, 3 — 2-xaopdpenon, 4 - 2,4-muHUTPOdEHOI,
5 - 2-autpodenon, 6 — 2 4-mumerundenon, 7 —  4-xjop-3-MeTHI(EHOI,
8 — 2,4-muxnopmetmidenon, 9 — 2-metun-4,6-nuautpodenos. KoHmeHTpanus Kaxmaoro
aHanuTa 1 MKT/MiI, MOABIIKHAS (ha3a «alleTOHUTPUII:BOAA», coaepkanue Bosl 60 00. %.
Pasmep xomonku 150x4,6 mm, copbent Luna C,g Y®-nmerekTupoBaHue npu IMHE

BOJIHBI 275 HM.
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Tabnuua 7. IlapameTpsl rpaayupoBOUYHBIX 3aBUCUMOCTEM Npu npsmoM BOXX
onpeneneHuu ¢penonos (n =3, P =0,95)

Hcnonb3oBanu ypaBHeHue Buja: S = AXc + B

OnpenensemMoe BEIIECTBO A, MBxcxi/t B, MBxc R®

denon 5345 543 0,98
4-HutpodeHnon 87+5 443 0,99
2-XopdeHnor 607 4+4 0,96
2,4-TuautpodeHon 136+6 6+4 0,99
2-Hutpodenon 17248 g 0,99
2,4-IlumeTundeHon 55+6 * 0,96
4-X1op-3-meTundeHon 377 g 0,92
2,4-Jluxnopdenon 36+7 * 0,91
2-Metun-4,6-nuautpodenon | 23010 1547 0,99

ES
- KO3(h(PUIIMEHT CTaTUCTUYECKU HE3HAUYMM, MCTIOIh30BAIM YpaBHEHHE BUaa S = AXC.

Tadoauna 8. OTHOCUTENBHOE CTAHAAPTHOE OTKIOHEHHE pe3yJbTaToB Mpsimoro BOIKX

onpeneneHus penonos (n =3, P =0,95)

C c, Mr/n
OCHHERHE 0.1 ] 025 | 05 | 075 1
deHon 0,61 |0,06 0,04 0,06 0,02
4-Hutpodenon 0,06 |0,12 0,02 0,06 0,04
2-XopdeHnor 0,15 |0,21 0,07 0,08 0,11
2,4-TuauTtpodeHon 0,12 | 0,11 0,02 0,03 0,04
2-Hutpodenon 0,21 (0,01 0,04 0,02 0,03
2,4-IumeTrndeHor 0,26 | 0,09 0,05 0,1 0,05
4-Xop-3-meTundeHon ¥ 0,15 0,14 0,19 0,02
2,4-Tuxnopdenon -k 0,26 0,18 0,05 0,16
2-Metun-4,6-nuHUTPOGEHON 0,3 0,09 0,05 0,03 0,01
* - HIDKE TIpeJiesia OOHapyKEHUS.
3.2.3. Pa3paborka METOAUKH XpOMAaTO-MaCC-CIIEKTPOMETPHUY ECKOT0

onpeneneHus ¢praaaros (0e3 KOHIEHTPUPOBAHUS)

B paGotax [113, 114] moHodTanaTel U AudTaIaThl SKCTPArHPOBAIN T'€KCAHOM U3
KOCMETHYECKUX CPEACTB U pa3Aeiisliii Ha KOJOHKe ¢ cuimkareneM-C18 ¢ mocnenyromum

Y®-nerexrupoBanueM. B pabore [115] cpaBHUBaNM pe3yabTaThl ONpeaeIeHUS psaa
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Tabéauuna 9. [Ipenenst oOHapyxeHus GpeHosnoB npu npsmom BOXX onpenenenuun

OmnpeznensieMoe BEIIECTBO Crnin» MI/TT
Denon 0,06
4-Hutpodenon 0,04
2-XitopdeHnor 0,07
2,4-luauTtpodeHoa 0,03
2-Hutpodenon 0,03

2,4- lumeTundeHor 0,07
4-Xnop-3-meTundeHon 0,1
2,4-luxnopdenon 0,1
2-Metun-4,6-nguautpodenon | 0,03

mudramaToB MerogamMu BOXX u ymeTpa-BOXKX. BOXKX-paznmeneHue mpoBoawM Ha
konoHke Zorbax SB-phenyl, ynerpa-BOXX — na xononke Acquity UPLC BEH phenyl, B
000X Ciy4asX HCIIOJIb30BAJIM BOJHO-METAHOJIBHBIE CMECH B KadeCTBE IOABHKHOM
¢a3el. Oxazanoch, 4YTO mNpUMEHEHHE YibTpa-BOXXX mo3BONsSET COKpaTUTh Bpems
aHajgn3a M TIOBBICUTH YYBCTBUTEIHHOCTh 3a CUET CHIDKCHHS IIUPUHBI MHKOB IO
cpaBHeHnto ¢ BOXKX. C momompio BOXXX omnpenensinu comaepkanue audraiatoB B
OyrumupoBaHHOM Boje Ha kojonke LaChrom ODS2 C8, wucnonb3ys BOJHO-
alleTOHUTPUIIBHYIO CMECh C JI0OABKOH MeTaHoJIa B KadecTBE MOABMKHOU (pa3er [116]. B
pabore [117] wmccrmemoBanu ¢Tanarel, coaepKamuecss B OyMaKHBIX YIaKOBKax.
Paznenenne mnpoBoguu Ha koioHke Eclipse XDB-C18 BoaHO-aleTOHUTPHIBHON
cmecbto. JlamHpie 1o  xpomaTtorpaduyeckoMy — ompeneneHuto  ¢GTajaToB  Ha
cunukarene-C18 u nocnenyromem MC-omnpeneneHun B JIUTEpaType HE MPE/ICTABICHBI,
mo3ToMy TpeboBanack pa3paboTKa COOTBETCTBYIONIEH METOTUKH.

OnTuMU3UpOBaAId MPOPHUIL TPaTUEHTa COCTaBa IMOABMXKHOW (aszwl st BOXX-
MC pasznenenus aHanuToB. Jlns pazgenenus ciabo- W CpPeAHEYIEPKUBAEMBIX
MOHO(TANATOB U AUQPTANIATOB C HEOOIBIIMMHU 3aMECTUTEIIIMU TPeOyeTcsl CpEeIHUi IO
cune amoeHT (40 — 70% pacTBOp aLETOHUTPWIA B BOAE), Ui DIIIOUPOBAHUSA
CUJILHOYICP)KUBAEMbIX AU(PTATATOB ¢ KPYMHBIMH 3aMECTUTENSAMU (TUOKTUI-, TUTCITHII-
U T.I.) HeoOXoauM cwibHBIA Am0eHT (100% aneronuTpui). [lepBoHavansHO BBIOpaN
IrPaIMEHTHYI0O TPOTpaMMy, B XOJiIe KOTOPOM [0JiS alleTOHUTPWJIA YBEIWYUBAIaCh

nunerHo ¢ 70% no 100% 3a 5 MuH, 3aTeM NPOBOAMIM HU30KPATUUECKOE DIIOUPOBAHUE
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npu 100% koHueHTpanuu aneToHuTpuia B TeyeHue 5 MuH (mpopuas Nel). ITpoduns
rpaJueHTa U IoJyuYeHHasi XpoMaTorpaMma npecTaBieHbl Ha puc. 17.

B »oTux ycnoBusx He yHaloch JIOCTHYb pas3fielieHuss MOHOOeH3wiIdTanara,
MoHOOyTHI(TaNaTa, TUMeTHUIPTaTaTa U (HTaIEeBOH KHUCIOTHI — BpPeMs BBIXOJA 3THX
BEIECTB OKOJIO 3 MMH. [l yiIydIeHus: pa3AeiaeHus 3TOM IPYIbl AHATUTOB YMEHBIIUIIN
HayaJlbHyl0 KOHIIEHTpaluio areroHutpuia 10 60% (mpoduns Ne2). Pesynbrarhl
paszaeneHus npuBeeHsl Ha puc. 18.

OToT npodusib TpagleHTa He MO3BOJWI JOCTUYb pa3lieleHus TuMmeTwidranara,
MOHOOeH3ua(TanaTa M MOHOOyTHiI(Tanara, BpeMs BBIXOJAa KOTOPBIX COCTABHIIO
3,45 Mun. Crnenywomas wMoaupukauus npoduias TIpagueHTa BKIOYala JIMHEHHOEe
BO3pacTaHMe KOHLEeHTpanuu ameroHutpuna ¢ 50% npo 100% 3a 10 MuHYT H
M30KpaTHYECKOE HIIOUPOBAHKE B TEUEHUE 5 MUHYT, CM. puc. 19.

[Ipu »5TOM moO-Npe)kHEMY HE YJIAIOCh pa3AeluTh Mapy MOHOOYTUI(TAT-
MoHOOeH3uapTanar (BpeMs BbIxojga 4,46 MUH); TakKe BO3HHKIM MPOOJIEMBI ¢
pasneneHueM MOHOMETIII(Tanara u GprareBoil KHCIOTHI (BpeMs BeIxoaa 2,675 MUH).

Cnenyrommii  BapumanT mnpodmis rpaaueHta (Ned) BiIrouand HavaJIbHBIN
n3okpatudyeckuii ydactok (50% aueroHUTpuia B TEYEHHE S5 MMHYT), JHMHEHHOE
BO3pacTaHue KOHIEHTpauu aneroHuTpuia A0 100% B TeueHue caeayoumx 5 MUHYT U
emne oauH u3okparudeckuit ydyactok (100% ACN) B TeueHue 5 MuUHYT. Pe3ynbTarhl
pazzesneHus npeacTaBiaeHsl Ha puc. 20.

[IpuHIMTIMATBEHBIX YIIYYIICHHH 10 CpaBHEHHWIO C mpoduiaeM Ne3 1oCTHYL HE
yaanock. bputo mpUHATO penieHue yMeHbIIUTh KoHLeHTpauuio ACN Ha HayalibHOM
n3okparudeckom ydactke ¢ 50% mo 20% (npodmme  NeS), cm. pumc. 21.
[1poa0mKUTENEHOCTD 3TOTO N30KPATHUYECKOIO YUaCTKa YMEHBIIWIH ¢ 5 MUH JI0 3 MUH.

Ynanock paznenuTh mapy QTaneBas KHUCIOTa - MOHOMETHI(Tanmar, OJHAKO
MOHOOyTHI(TATAT U MOHOOEH3MI(TAIAT TTO-TIPE)KHEMY HE pa3aenuianuck. [Ipu 3ToM BUI
XpOMaTOTpaMMbl YKa3bIBa€T Ha TO, 4TO HavasbHast kKoHIeHTpauust ACN B 20% ciuiikom
Maja IS DJIIOMPOBAHUS CpedHEYNepKUBAaeMbIX aHaiuToB. l[loaTOoMy, HavalbHYIO
koHueHTpauuto ACN yBemnuuiu ¢ 20% no 40%. Cnenyrouuii Bapuant (Ne6) mpoduis
rpaJueHTa BKJIIOYal JBa JUHEHHBIX yyacTKa: C HYJIEBOH IO 7-10 MUHYTY BO3pacTaHUE

koH1neHTpanuu ACN ¢ 40% no 50%, 3atem ¢ 7-oii mo 14 MUHYTY — BO3pacTaHue
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Puc. 17. IIpoduns rpaguenta Nel u nomyueHHas XxpoMarorpamma.

1 — morometmiiranar; 2 — moHOITHI(dTANAT; 3 — MOHOOeH3MIdTaNmaT, drajgeBas
KHCIIOTa, MOHOOyTwidranar, aumerwidranmar, 4 — MOHO-IMKJIOTeKCHI(TAaIaT;
5 — mmaTundranat; 6 — MoOHO-S-OKTHI(TaNaT; 7 — qudeHmwidranar; 8§ — guOyTmidranar;
9 — nqurentungranar; 10 — 6uc(2-strnrekcun)pranar; 11 — quokrTundranar.

Pa3zmep kosonkm 150x4,6 mm, copbent Luna Cig. IlpoBogunm ogHOBpPEMEHHO
MC- u YO®-paerexkTupoBaHue, Ha pUCYHKE IIPUBEJIEHAa XpoMaTorpaMma pu JUIMHE BOJIHbI

275 um.

65



A, 15000 8 XpoMaTorpamMmma 7 120
yon. e, 8
Mpodwne rpaanedta ACKH C(ACN). %
13000 |-
100
11000
80
9000
7000 60
5000
40
3000
4 20
1000 / LL
._'.! . . . . .
2om © a 6 8 10 12 ],
t, min
Puc. 18. IIpoduis rpaguenta No2 u mosmydyeHHasi XpoMarorpamma.
1 — w™oHoMmerundtanat; 2 - MoHOdTMWIA(TanaT; 3 — ¢raneBas KHUCIOTA;
4 - MOHOOEH3uI(TaNIaT, MOHOOYTUII(TANIAT, IUMeTUN(TaNar;
5 - wMoHo-tuKIoreKkcuiadranar; 6 — mgmdTHAdTanaT; 7 — MOHO-S-OKTHJI(TAjAT;
8 — nudenundramar; 9 -  gubyrundranmar; 10 - purentundranar;

11 — 6uc(2->tunrexkcun)dranat; 12 — nuokrundranar.
Pasmep kononku 150x4,6 mm, copbent Luna C;g. IlpoBogunu ogHOBpeMEHHO
MC- u YO-aerexktupoBaHue, Ha PUCYHKE MPUBEIEHAa XpoMaTorpaMma Mpu JUTMHE BOTHbI

275 M.
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Puc. 19. IIpoduns rpaguenta Ne3 u nosyueHHass XxpoMarorpamma.
1 - ™oHomerwindtanar, QTajeBas KHCIoTa; 2 —  MOHOATHI(TANIAT;
3 - TuMeTuI(TaNaT; 4 - MOHOOCH3MI(TANAT, MOHOOYTHII(TANIAT;
5 - wMoHo-tuKIoreKkcuiadranar; 6 — mgmdTHAdTanaT; 7 — MOHO-S-OKTHJI(TAAT;
8 — mudenundramar; 9 -  muOyrmndramar; 10 -  purenrtundranar;

11 — 6uc(2->tunrexkcun)dranat; 12 — nuokrundranar.
Pasmep kononku 150x4,6 mm, copbent Luna C;g. IlpoBogunu ogHOBpeMEHHO
MC- u YO®-paerexkTupoBaHue, Ha pUCYHKE MIPUBE/IEHAa XpoMaTorpaMma pu JUIMHE BOJIHbI

275 HM.
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Puc. 20. [Tpoduns rpaguenta Ned u momydeHHasi XpoMarorpamma.

1 - w™moHomerundranar, ¢raneBas KHCIOTa; 2 — MOHOATWI(TANAT;
3 - aumeTuidranar; 4 - MOHOOeH3uI(TaNAT, MOHOOyTUI(TANIAT,
S5 — MoHo-uukiorekcunadranar; 6 — mgudTUAdTANaT; 7 — MOHO-S-OKTHII(Tanar;
8 — nudenundramar; 9 -  gubyrundranmar; 10 - purentundranar;

11 — 6uc(2-3trnrexkcun)dranat; 12 — nuokTuadTanar.
Pa3zmep kosonkm 150x4,6 mm, copbent Luna Cig. IIpoBogunm ogHOBpPEMEHHO
MC- u YO-aerexktupoBaHue, Ha PUCYHKE MPUBEIEHAa XpoMaTorpaMma Mpu JUTMHE BOTHbI

275 M.
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Puc. 21. IIpodunb rpaguenta NoS u mosmydeHHasi XpoMarorpamma.
1 — d¢raneBas xkucnora; 2 — wmoHoMerundranmat; 3 — MOHOITWI(TANAT;
4 - nmumerwndranar; 5 — MoHOOeH3undTanat, MoHoOyTundramat; 6 — MOHO-

nukiorekcungranar; 7 — aud3tuadTanar; 8§ —MoHO-S-OKTHiI(TanaT; 9 — nudenundranar;
10 - mubGyrundranar; 11 — pmurentundranar; 12-06uc(2-s>Tmirexcun)dranar;
13 — nuokTuidranar.

Pasmep xononku 150x4,6 mm, copbent Luna C;g. IlpoBogunu ogHOBpEeMEHHO

MC-n y(D—I[CTeKTI/IpOBaHI/Ie, Ha PUCYHKC IIPUBCACHA XpOMaTOorpaMMa Ipu JJIMHC BOJIHBL

275 M.
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koHnentpauuu ¢ 50% no 100% wu wu3okparuueckuit yyactok (100% ACN)
JUIMTEJIBHOCTBIO 7 MHUHYT, CM. puc. 22. B 3TOM cily4ae yAajJoch JOCTUTHYTbH IOJHOIO
paszeneHus BCEX aHAJIUTOB, BKIIOYAs Mapy MOHOOyTHiI(Tanmar u MOHOOCH3WI(TaIaT.
Jlns xadecTBEHHOro aHaiu3a wucnojb3oBain MC paerektupoBaHue. B pesynbrare
ONTHMHU3ALMKA  TIONYYEHBl  CIEAYIOIIME  XapaKTEPUCTUKU  XPOMAaTOrpaduyeckoro
paznenenus: paspemieHue (Rg) coctaBunmo 1,8 mist mukoB 5 um 6, A1 OCTabHBIX
3HaueHUs BhIIe. YKCIo TeopeTrudeckux Tapenok Bapbupyercs oT 5S000 mns draneBoit
kucnotsl 10 163000 mis nurentundranara. Koadduuuents accumMeTpun cCOCTaBUIN OT
1,3 no 1,6.

ITo momy4eHHBIM XpoMaTOrpaMMaM pPAaCCUMUTBHIBAIM IApaMETPhl IPayHPOBOYHBIX
3aBucumocteil (tabn. 10). MaTepBan onpenenseMbx KOHIEHTpauui coctaBuia ot 0,5 1o
50 mr/n. B kauecTBe aHAJIMTUYECKOTO CUTHAJA MCIIOJIb30BAJIH IUIOIMIAN MUKOB. [Ipeaensl
oOHapyxeHus (ranaroB coctaBwin ot 0,25 mo 1,6 mr/n (tabn. 10). OTHOCUTENBHOE
CTaHJApTHOE OTKJIIOHEHHE pe3ysibTaToB mpsimoro BOXKX ompeneneHus HaxoauTcs B

unrtepsaine 0,001 — 0,1 (tabn. 11).

3.2.4. Pazpadorka ynpomeHnoii BIXKX-C® wmeroauku onpeaeaeHus

(l)TaJIaTOB, BRJIOYAKOIIasA pasaeJicHue B H30KPATUYE€CKOM PEKHUME.

Y Hac He OBUIO TEXHHMYECKOM BO3MOXHOCTU HCIOJIb30BAaTh YCTAaHOBKY JJIf
necopOuuu cyOKpuTHdeckoil Bogoi B on-line coueranuu ¢ BOXX-MC onpenenenuem.
[MTosTomy nns  pa3paboTku on-line METOAMKM UCIONB30BaIM Oojiee MPOCTOU
xpoMartorpad ¢ U30KpaTHYECKON CHUCTEMOU IMIOUPOBAHUS U CIIEKTPOPOTOMETPUUECKUM

ACTCKTOPOM.

OTcyTCcTBHE BO3MOYKHOCTH TPOBOAMTH IPAIMEHTHOE Pa3JieICHUE TPUBEIIO K TOMY,
YTO W3 MEPBOHAYAILHOIO HaOOpa aHAJMTOB MPUIILJIOCH OCTABUTH TOJBKO CIICIYIOIIUE:
¢draneByl0  KHCIOTYy, MOHOMETWI(Tanar, MOHOITWI(TAIAT, MOHOOyTHI(TANIAT,
MOHOOeH3uA(TanaT. Jljisg SIIOUPOBAaHUS OSTUX BEIIECTB HE TpeOyeTcs BBICOKAs

KOHIOCHTpalHuA OPraHu4CCKOro KOMIIOHCHTA 6I/IHapHOFO BOJHO-OPIraHUYCCKOI'0 3JIFOCHTA.
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Puc. 22. I[Ipoduns rpaguenTta Neb u mosrydeHHas XpoMaTorpamma.

1 - ¢rameBas kwmcimora; 2 — MoHoMeTuadTamar;, 3 — MOHOATHI(TANIAT;
4 — ngumerundranar, S5 — MoHOOyTmadTamat; 6 —  MoHOOeH3uI(Tanar,
7 — ™oHo-nmKIoTeKcwiIpranar, 8 — mudTHIdTanar, 9 — MOHO-S-OKTHI(TAIAT;
10 - mudenmndramar, 11 -  gubOyrmiadramar; 12 -  gurentmidranar;

13 — 6uc(2-atrrekcuin)dranat; 14 — nuoktuindranar.
Pasmep xomonku 150x4,6 MM, copbent Luna Cig. IIpoBomunu omnoBpeMenHo MC- u
Y ®-nerexkTpoBaHue, Ha PUCYHKE MPHUBEICHA XpoMarorpamMma MpH JJIMHE BOJHBI 275

HM.
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Ta6imuna 10. IlapameTpbl TIpaJyHpOBOYHBIX 3aBHUCHUMOCTEH HpU MOPSIMOM

XpOMaTO-MacCC-CIICKTPOMETPUICCKOM OIpCACICHNN (bTaHaTOB n nx MpCaCIbL

oOHapyXeHUs
OnpenensemMoe BEIECTBO A B R” C min, Mr/a
draneBad KucioTa 2651 -706 0,99 1,75
Monometundranar 2170 -158 0,99 0,47
Momnoatundranar 3514 -203 0,99 0,31
Jumerundranat 2140 -168 0,99 0,57
MonoOytundranar 1764 5 0,99 0,25
Momnob6en3undranar 1565 =27 0,99 0,37
Momno-nuknorekcuidranar 1532 -93 0,99 0,36
Jusytundranar 1770 1 0,99 0,25
MoHno-s-okTrII(TaNaT 1553 -244 0,99 0,33
Judenundranar 2453 2570 0,99 1,33
Jubytundranar 1339 3278 0,99 1,6
Jurentundranar 990 13 0,99 0,44
Ju-n-oxktundranar 932 35 0,99 0,44
buc(2-stunrekcun)dranat 937 789 0,99 1,05

Hns pasgeneHuss (TajaToB WCIOIB30BAIA BOJHO-AIETOHUTPUIBHYIO (a3y B
cootHomeHun 60:40 006. %. [ns mopamieHUs AUccOlManuu (HTajJaTOB B PACTBOPHI
Beoaunu 0,1 00. % H;PO,. Bromunu 20 Mxi pacTtBopa (pTaysiaToB B alleTOHUTPUIIE.
Ucnonws3zoBanu crekTpoOTOMETPUUYECKUM TETEKTOp, AETEKTUPOBAHUE MPOBOIMIM MPHU
JUTHHE BOJIHBI 226 HM). OOpas3Iisl 1 aHaIM3a TOTOBWIIM pa30aBlieHHEM CMECH (PTaIaToB.
Tunuunas xpoMmarorpamma npu npsimoM BOXXX onpenenenun npencrapieHa Ha puc. 23.
B pe3yibTaTe ONTUMH3ALNU MOJIy4YEHBI clenyrIue XapaKTEPUCTUKU
xpoMarorpaduaeckoro pasaencHus: paspemenue (Rg) coctaBuio 2,2 st TukoB 2 u 3,
JUIS OCTJIbHBIX 3HA4YeHHUsl BbIle. YMCI0 TeopeTHdecKuX Tapesok Bapeupyercs ot 3000

s praneBoit kucnotsl A0 15000 m1st MmoHO3TMAGTaNaTa. KO3 puumenTsr accumerpun
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Taﬁ.lmua 11. OTtHOCHUTEIBHEIE CTAaHAAPTHBIC OTKIIOHCHUA PE3YJIBTATOB HPAMOIO

BOXX onpenenenus pramaros (n =3, P =0,95)

C, Mr/n
OrnpenensemMoe BEIECTBO

dranesas Kuciaora 0,07 10,001 | 0,003 | 0,02 | 0,006 | 0,006 | 0,001
Monometnndranart 0,1 | 0,01 [0,005 0,003 0,003 0,003 0,003
Momnoatundranar 0,04 | 0,006 | 0,003 | 0,002 | 0,001 | 0,005 | 0,001
HMumerundranar 0,06 | 0,06 | 0,001 | 0,004 | 0,001 | 0,001 | 0,003
MonoOyTundranar 0,06 | 0,08 | 0,005 | 0,02 | 0,001 | 0,004 | 0,001
MonoOen3uidranar 0,1 {0,009 | 0,004 | 0,01 |0,002 |0,003|0,001

Momno-nuknorekcuiadranar | 0,03 0,1 0,02 {0,001 | 0,01 |0,001 0,001

Justnngranat 0,07 | 0,001 | 0,006 | 0,03 |0,002|0,003 | 0,001

MoHno-s-okTungTanat 0,08 | 0,02 | 0,005 | 0,004 | 0,001 |0,002 0,001

Hudennndranar -k 0,06 | 0,009 | 0,002 | 0,001 | 0,001 | 0,002
Jubytundranat -k 0,02 | 0,05 | 0,01 |0,003 0,003 ]| 0,006
Jurentundranar 0,08 | 0,008 | 0,02 |0,012 | 0,002 | 0,001 | 0,003
Ju-n-oxtungranat 0,09 | 0,005 | 0,04 | 0,013 | 0,004 | 0,001 | 0,004

buc(2-stunrekcun)dranat -k 0,05 | 0,003 | 0,005 | 0,010 0,001 | 0,001

* — HUOKe TpeJiena OOHaApYKEHUS.

nukoB coctaBwin oT 0,9 mo 1,1. Ilo momyyeHHBIM XpomaTorpaMMaM pacCUUTHIBAIIN
rapamMeTpsl TPalyHpPOBOYHBIX 3aBUCUMOCTEH M Ipesenbl oOHapykeHHs (TanatoB (Taoll.
12). Ilpenmensl  OOHApyXEHUsS  PACCUYUTHIBAIM 110  JIUCICPCHH  TapaMETPOB
rpagyupoBouHor  3aBucumoctu  [110].MHTEpBan  ompenenseMbplx  KOHIEHTpPAIUI
¢ranatoB coctaBun oT 0,1 mo 1 wmr/n. B kadecTBe aHATUTUYECKOrO CHTHAla
HCIIOIb30BaJIM IUIOMAAN MUKOB. OTHOCUTENBHOE CTaHAAPTHOE OTKIIOHEHUE PE3YyJIbTATOB

npsimoro BOXX omnpenenenus granatos Haxonutcs B uatepaie 0,01 — 0,13 (tadmn. 13).
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Puc. 23. Xpomarorpamma, mosrydeHHas pu npsmom BOXKX omnpenenennn ¢ranaros.
1 - ¢raneBas kuciora,2 — MoHOMeTundTamar, 3 — MOHOITWI(TANAT,
4 — moHO-u300yTHI(dTANaT, 5 — MOHOOeH3MI(TanaT. KoHeHTpalus KaxaI0ro aHajluTa
1 mMr/n, moaBM>XHAs (a3a «alleTOHUTPUI — BOJAA», cojepkaHue Boabl 60 00. %. Pazmep
KosoHKH 150x4,6 MM, copOent Luna C;g Y®-ngerektupoBaHue NpH UIMHE BOJIHBI

226 HM.
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Ta6smua 12. [lapamerpsl TpagyupOBOYHBIX 3aBUCUMOCTEH M Mpenesbl
oOHapyxenus npu npsmoM BOXKX onpenenenuu dranaros (n =3, P =0,95)

Hcnons3oBanu ypaBHeHHE Buaa: S = Axc + B

OnpenensemMoe BEIECTBO A B R” Cnin» MI/JI
draneBas KUCIOTA 82,52 1,8555 0,99 0,1
MonomeTtundranar 63,872 -0,4752 0,99 0,1
Monostundranar 95,35 -0,1273 0,99 0,1
Mono-u300yTHI(TANTAT 56,532 -1,5742 0,99 0,2
Monoben3undraiat 58,513 0,6071 0,99 0,2

Taﬁ.lmua 13. OTtHOCHTEIBEHOE CTAaHAAPTHOC OTKJIIOHCHUC PE3YJIbTATOB IIPAMOTO

BOXX-C® onpenenenus ¢pranaros (n =3, P =0,95)

OmnpenensieMoe BELECTBO C, Mr/1
0,10 | 0,25 ] 0,50 | 0,75 | 1,00
dranesas xuciora 0,07 1 0,02 | 0,01 | 0,01 | 0,01
MonomeTtundranar 0,06 | 0,04 | 0,02 | 0,01 | 0,01
Momnoatmidranar 0,11 10,05 | 0,02 | 0,01 | 0,01
Momno-u300yTHI(TATAT 10,13 10,03 10,01 (0,02
Momno06en3undranar -F10,05 10,030,021 0,01

* — HUOKe TpeJierna OOHapyKEHUS.

3.2.5. BbiGop yciaoBuii aecopOouuu (eHONI0B € YIJIEpPOAHOr0 CcOpOeHTa ¢
HCIO0JIb30BAHMEM CYyOKPHUTHYECKOM BOABI B Ka4eCTBe 1eCOPOHUPYIOLIero pacTBopa

Crnenyromum 3TanoM pa3pabOTKH TMPOIEIypbl KOHIEHTPUPOBAHUS SIBISETCS
BbIOOD ycnoBHil necopbunu. Heo6xoaumo BeIOpaTh Takue yCcloBHs, KOTOpbIe o0ecrneydar
KOJIMYECTBEHHYIO JIeCOPOIMI0 aHAJUTOB MHUHHUMAJIBLHBIM O0BEMOM J1eCOPOUPYIOIIETO
pactBopa. Ilpum mpoBeneHHHM JECOPOIMU  CYOKPUTHYECKONM BOJOW OCHOBHBIMHU
rnmapaMerpamu, omnpeaensomuMu  3PHEKTUBHOCTh  JaecopOuuu, sBisitores  [118]:

TeMreparypa  CyOKpUTHYECKOW  BOJBI, CKOPOCTh €€  NpPOMyCcKaHus, o0beM
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JeCOpOUPYIOIIETO PacTBOPA, a TaKXKe BPEMs BbIACPKHBAHUS CHUCTEMBbI MpPU 33JaHHOMN
TeMIlepaType 10 Hayalla IpoIyCKaHUsl 1eCOPOUPYIOIIEro pacTBopa.

Hanbonee  BakHBIM  TapaMeTpoM,  KOTOPBIH  ONpeaeNseT  IOBEICHHE
MUKpPOKOMIIOHEHTa TPH JeCOpOIMH CyOKpPUTHYECKOW BOAOH, SBISETCS TeMIepaTypa
npoBeAeHus: Aecopouuu. M3 nurepaTypHbIX NaHHBIX u3BecTHO [41, 119], uto deHomb
AKCTParupoBajiu CyOKPUTHUECKON BOJIOM U3 TIOYB U APYTUX 0OBEKTOB MPHU TEMIIepaTypax
100 — 200 °C. Mbl mOpoBeNIM CEPUI0 SKCHEPUMEHTOB MO JAecopOuuu (EHOJOB IpH
temmeparypax 150 — 200 °C.

CornacHo nuTepaTypHbIM naHHBIM [5, 120], Ha CKOpPOCTH MaccolepeHoca B
COpPOLIMOHHBIX CHUCTEMax MpPU HCIOJIB30BAHUU CYOKPUTHYECKON BOABI B KadyecTBe
MOABWXKHOM (pa3pl NMOMHMMO TemIepaTypbl I€4M CYIIECTBEHHbIM OOpa3oM BIUSET
CKOPOCTh MOTOKa TMOABMXXKHOH (a3sl U 3PPEeKTUBHOCTh TEMJIOOOMEHa MEXITY
TEPMOCTAaTUPYEMON Cpeloi (Kak MpaBHIIO, 3TO BO3AYX) M MOABIKHOM (a3oi. Panee B
pabore wHame rpynmel [118] ObUIO  W3yYeHO BIMSHUE CKOPOCTH  IIOTOKA
JeCOpOMPYIOIIETO pacTBOpa M BPEMEHHU TMPOTpeBa Me4Yd Ha BUJ KPHUBOW JecopOIuu.
[TokazaHo, 4TO onNTHMalIbHAsE CKOPOCTh MPOMYCKaHUs Jecopoupytomiero pactsopa — 0,5
MJI/MUH, BpeMs npeaBapureiabHoro mporpeBa neun — 10 mun. B HacTtosmeilt pabore
TaK)K€ UCIOJIB30BAIM 3TH MapaMeTphl.

Jis M3ydeHus BIUSIHUS TEMIIEPATypbl CyOKpUTHYECKOW BOABI HA 3(PPEKTUBHOCTD
JECOPOITMU CTPOUIM 3aBHCHMOCTh: coOMpanu (ppakmuu IecoOpOHPYIOIIEro pacTBopa Ha
BBIXOZIE M3 KOJIOHKH M aHAJTM3UPOBAIN KaXaylo (pakiuio oTaenbHo. Cxema yCTaHOBKH
npejcTaBieHa Ha puc. 9.

Hcnonb3oBanu  claeAyrollyl0 MpoUenypy s IOJYy4YeHUs  3aBUCHUMOCTHU
necopOuuu 0T 00beMa IPONYIIEHHOTO 1IeCOPOUPYIOIIEro pacTBOpa:

1. Ha cragum copOmmu mpoIryckaid depe3 KOJIOHKY I KOHIeHTpupoBaHus 10 mu
pactBopa (heHOI0B (KOHIIEHTpanus Kaxaoro anammrta 0,4 Mr/ir) B IeHOHU30BAaHHOW BOJIC
¢ mobasnenuem 0,1 00. % H;PO,.

2. Ilocne 10-MUHYTHOTO MpOrpeBa IMEYd BKJIIOYAIXM MOTOK BOJBI Yepe3 KOJIOHKY IS

KOHLEHTPUPOBAHUSI, PaCTBOP MOCJE JecopOLMU coOupaii anukBOTaMH 1o 0,5 M.
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3. Ilocne mecopOuMM KOJOHKY MPOMBIBATH S5 MII CMECH H3OMPOIAHOI-alEeTOHUTPHUIT
(75:25% 06. /06.) B Teuenue 10 MUHYT, 3aTeM 5 MJI allETOHUTPHUIIA TAK)KE€ B TEUCHUE
10 MunyT.

B kaxmoit anmkBoTe mpoBoawim mpsimoe BOXKX ompenenenne cMmecu (heHOIIOB.
CTpown 3aBUCHMOCTh KOJMYECTBAa (PEHOJIOB B aJIMKBOTE OT OOBEMa MPOMYIICHHOTO
JecOpOUpYIOIIEr0 pacTBOpa. PaccuuThiBali MOJNHYIO CTENEHb JeCOpPOLMH  Kak
OTHOIICHHE CYMMAapHOTO KOJIHMYECTBa KaKAOro ()eHoJa BO BCEX AMKBOTaX IMOCTE
JeCcOpOIMH K UCXOJHOMY COPOMPOBAaHHOMY KOJIMYECTBY.

CpaBHuBaiu 3(PGEKTUBHOCTh MPOIEAYPHl JIECOPOIMHM C  HCIOJIb30BAaHUEM
CYOKpUTHYECKON BOJIbI, U TPAJAUIMOHHON MPOLETYPhI TECOPOIMU C UCIOIB30BaHUEM B
Ka4yecTBe JIECOPOMPYIOIIEr0 pacTBOpa alleTOHUTPUIIA ITPH KOMHATHOHM Temreparype. s
ATOr0 aHAJOTHYHBIM 00pa3oM (HO Oe3 HarpeBaHWs) MOJydYaldH JaHHBIC IO JECOPOITUH
(EHOJIOB alleTOHUTPHIIOM.

PesynbraTel npuBeneHsl Ha puc. 24 — 27. PaccuuTaHHBIE CyMMapHbIE CTEIEHU
JecopOIuy MpUBEIeHHI B Ta0. 14.

Kak BUAHO W3 PUCYHKOB, B BBIOPAHHBIX YCIIOBUSX IIMPHHA 30HBI KOHIIEHTpaTa
npu JaecopOruu  (QEeHONOB CYOKPUTHYECKOH BOIOW W alETOHUTPHIIOM OTJINYAeTCS
He3HauuTesnbHO. [lecopObumst  OonpmmHCTBa  (eHonoB  (deHon, 4-HUTpodeHod,
2-xnopdenon, 2-aurpoderon, 2,4-qumMeTundenon) cyokputudeckoid Bogor npu 175°C
TpeOyeT Takoro >Ke€ WM MEHBIIEro o0beMa JIeCOpOMPYIOIIETO pacTBOpa, Kak M
necopOuusi  alleTOHUTPUIOM TP KOMHATHOM Temmeparype. llpu mMOBBIIIEHUH
TEeMITepaTypbl CyOKPUTHYECKON BOJBI CHHMIKAETCS CTENEHb JecopOlrU He3aMEeNIeHHOTO
(deHoa, YTO TOBOPHUT O €ro YaCTHYHOM pazinoxeHuu. s sddexkTuBHON necopOIum
4-xnop-3-metundenona u 2,4-guxiopdpeHona CyOKpUTHUYECKOW BOJOW TpedyeTcs
temmneparypa 200°C. MakcuMalbHBIH 00hEM JECOPOMPYIOIIETO PacTBOPa COCTABHII 2,5
M.

JlaHHbBIE, TTOJIyYeHHBIE B HACTOAIIEM paszfelie padoThl, TO3BOJIMIN HaM BhIOpaTh
CJIeyIOIINe yCIOBUS aecopOiuu ¢peHomos ¢ copoerTa Hypercarb:

e Temneparypa neuu 175 °C;

® CKOpOCTh IpOITyCKaHus ecopoupytomiero pacreopa 0,5 Mi/MuH;

® 00BEM JICCOPOMPYIOIIETO pacTBOpa — 3 MIT;
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Puc. 24. Jlecopbumst ¢peronoB aneToHuTpriiom mpu 25 °C.

1 — denon, 2 — 4-autpodenon, 3 — 2-xmopdenon, 4 — 2,4-nuautpodenon,
5 - 2-mautpodenon, 6 — 2 4-mumermndenon, 7 — 4-xyop-3-MeTuiadeHom,
8 —  24-muxmopmerundenon, 9 - 2-merun-4,6-nuHutpodenon.  DeHoms
KOHUEHTpUpoBami u3 10 M pacTBOpa, Cyenonos = 0,4 Mr/in. Pasmep komonku 30x2,1 mm,

copoent Hypercarb. CkopocTs npomnyckanus qecopoupyroriero pacrsopa 0,5 Mi/MuH.
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R, %

No dbeHona

Puc. 25. Jlecopbumst ¢penomno cyokputudeckoi Bogou npu 150 °C.

1 — denon, 2 — 4-autpodenon, 3 — 2-xmopdenon, 4 — 2,4-nuautpodenon,
5 - 2-mautpodenon, 6 — 2 4-mumermndenon, 7 — 4-xyop-3-MeTuiadeHodm,
8 —  24-muxmopmerundenon, 9 - 2-merun-4,6-nuHutpodenon.  DeHomsl
KOHUEHTpUpOoBami u3 10 M1 pacTBOpa, Cyenonos = 0,4 Mr/in. Pasmep komonku 30x2,1 mm,

copoent Hypercarb. CkopocTs npomnyckanus qecopoupyroiiero pacrsopa 0,5 Mi/MuH.
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R, %

Puc. 26. [Ilecopbumst ¢penono cyokputudeckoi Boaou npu 175 °C.

1 — denon, 2 — 4-autpodenon, 3 — 2-xmopdenon, 4 — 2,4-nuautpodenon,
5 - 2-mautpodenon, 6 — 2 4-mumermndenon, 7 — 4-xyop-3-MeTuiadeHom,
8 —  24-muxmopmerundenon, 9 - 2-merun-4,6-nuHutpodenon.  DeHoms
KOHUEHTpUpoBami u3 10 M pacTBOpa, Cyenonos = 0,4 Mr/in. Pasmep komonku 30x2,1 mm,

copoent Hypercarb. CkopocTs npomnyckanus qecopoupyroriero pacrsopa 0,5 Mi/MuH.
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Puc. 27. JTlecopbumst ¢penonos cyokputudeckoi Bogoi npu 200 °C.

1 — denon, 2 — 4-autpodenon, 3 — 2-xmopdenon, 4 — 2,4-nuautpodenon,
5 - 2-mautpodenon, 6 — 2 4-mumermndenon, 7 — 4-xyop-3-MeTuiadeHom,
8 —  24-muxmopmerundenon, 9 - 2-merun-4,6-nuHutpodenon.  DeHoms
KOHUEHTpUpoBami u3 10 M pacTBOpa, Cyenonos = 0,4 Mr/in. Pasmep komonku 30x2,1 mm,

copoent Hypercarb. CkopocTs npomnyckanus qecopoupyroriero pacrsopa 0,5 Mi/MuH.
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Tabauna 14. Crenens necop6uuu penomnos, % (n = 3, P =0,95)

OnpenensemMmoe BEIIECTBO JecopOupyromiuii pactBop
anerouutpus | CB, 150°C | CB, 175°C | CB, 200°C

deHon 58+2 68+4 80+6 362
4-Hutpodenon 9442 94+1 99+6 962
2-XnopdeHnon 86+1 100+6 9749 80+6
2,4-Jlunutpodenon 7745 0 0 0
2-Hutpodenon 96+4 7710 832 7443
2,4-IumeTundeHor 8342 T7+1 7443 7643
4-Xnop-3-meTrindenon 91+4 74+4 7247 711
2,4-Jluxnopdenon 9242 67+1 7043 73+4
2-Metun-4,6-n1uHuTpodeHo 2241 0 3242 7£2

® [peBapUTENbHBIA MporpeB mneun B TeueHwe 10 MHUHYT mepes Hadaaiom

MPOIYCKaHUS 1eCOPOUPYIOIIETO pacTBOPA.

3.2.6. BpiOop yciaoBuii aecopOuum ¢ragaToB ¢ YrjiepoaHoOro copOeHTa
CYOKpUTHYECKOW BOAOM

B m. 3.2.1. ontumaibHBIH 00BEeM pacTBOpa (EHOJIOB, IPOITYCKAEMOro Yepes
KOJOHKY MAJisi KOHIIeHTpupoBaHus ¢ copbentom Hypercarb (pasmepom 30x2,1 mm),
cocrapnser 10 M, BO3MOXKHO yBenudeHue oObema a0 S50 MJ, KOTOpO€ MNPUBOAUT K
noTepsiM ciaboyAepKuBaeMbIX aHanuToB. Ha HavanbHOM 3Tame JaHHON pabOTHI MBI
IPOBENIN HKCHEPUMEHT JJIsl YCTAaHOBJICHHUS CTENEHHM H3BJICUYEHUS (TaJaToB B TEX JKe
ycnoBusx (copbums u3 10 M oOpasua, necopbuust S ma auneronutpuia). [Ipouenypa
noJlyueHus KoHueHTpara B off-line pexxume u moctpoenus off-line kpuBbix aecopOIUN
aHaJIorMyHa onucaHHoW B 1. 3.2.2. nns ¢eHonoB. KoHUEHTpauuio KaxJIoro aHaauTa
BbIOpanu paBHOU 5 mr/in. dranarsl B KOHIIEHTpATe ONPEAesId IO METOIUKE, OMMCAHHOMN
B pazzene 3.2.3.

YcTaHOBNIEHO, YTO CTENEHW H3BIedeHus ¢ranaroB (mocine copbumu u3z 10 mu
oOpasia u AecopOIuu 5 MII alleTOHUTPHIIA) COCTaBIAIOT OT 89 1o 96 % (Tabn. 15). Otu

YCJIOBUS UCIIOJIb30BAJIN B KAUYCCTBEC «KOHTPOJIBHBIX>» B naﬂbHeﬁmeﬁ pa60Te.
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Crnenyromum ATANoM pa3paboTku 130101 (S 0} i KOHLIEHTPUPOBAHUS
CyOKPUTHYECKOM BOJOW SBJSETCS BBIOOp ycloBui nmecopOumm. Hambomee BakHBIM
nmapamMeTpoM, KOTOPBIA OIpenessieT MOBEJICHWEe MHKPOKOMIIOHEHTa TpU JIeCOPOIUH
CyOKpUTHYECKOM BOJOH, ABISIETCS TeMIlepaTypa MPOBEACHUS NeCOPOIUU U KOJIUYECTBO
no0aBJIeHHOIro aneTroHuTpmia. B kaxmol amukBore mpoBoauwian mpsmoe BOKX-MC
onpeneneHue cmecu (pranatoB. CTpowsid 3aBUCUMOCTh KOTUYECTBa ()TaIaTOB B aTMKBOTE
oT o0beMa MPOIMYIIEHHOTO JecopOupyromero pactBopa. llonydeHHBIE 3aBUCHUMOCTH
npuBeneHbl Ha puc. 27 —31. PaccuuThiBaiM TMOJHYH CTENEHb JAECOpPOLMH Kak
OTHOIIIEHHE CYMMapHOTO KOJMYEeCTBa KaXKIoro (rajmaTta BO BCEX alMKBOTax IOCIE
JecopOIMd K HCXOJAHOMY COpPOMpPOBAaHHOMY KOJIMYECTBY. PaccuMTaHHBIE CyMMapHbIE
CTENEeHM JecopOLMHU peIcTaBIeHbI B Ta0m. 15.

Jns monomerundranata, MoHOdTUI(TaIaTa W AUMETHI(TANIAaTa JecopOLuUs
cyOkputraeckoit Bojoi mipu 150 °C maet muk, Mo IMIHUPHUHE COMIOCTABUMBIA C ITMKOM IPH
JecopOIny areTOHUTPUIIOM, XOTSI BBIXOJIUT OH UyTh IMO3XKe IMOCIEAHEero. B KpuBBIX
nipu 0oJiee BRICOKMX TEMIIEPATypax yYKa3bIBaeT Ha CYIIECTBEHHOE YBEITMUYECHUE CKOPOCTEH
Kak JecopOIuu, TaK U THAPOIIN3A.

W3 nanHOrO SKCIEpUMEHTa MOKHO C/IeNIaTh CIEAYIOIINE BBIBOIBI:

1. dna gecopOuum BCeX aHAIMTOB JOCTATOYHO 5 MJI, YTO TOATBEP)KIAECT paHee
cieTaHHBIC BBIBOJIBI O KOJIMYECTBEHHOH J1€COPOITUH.

2. [l psiia uccieAyeMbIX BEIIECTB ASCOPOIUs CyOKPHUTHIESCKOM BOION TIPOXOIUT
HEKOJIMYECTBEHHO. DTO MOXKET OBITh CBSA3aHO Kak ¢ Hed(h(PeKTHBHON AecopOIue, Tak u
C THAPOJIU30M (TATATOB.

[TonyuyeHHble AaHHBIE CBUACTEIBCTBYIOT O HE0OXoauMocTH Oojee AEeTalbHOIrOo
M3YYCHHs TPOLIECCOB, MPOUCXOAIIMX TpU jaecopOruu. st 3Toro HYXHO H3YYUTh
YCTOMYMBOCTH (PTAIATOB B YCIOBUSAX JIECOPOIIMH CYOKPUTHICCKON BOIOM.

J1J1st 3TOro Mbl NPOBOJMIIM CIEAYIOIIYIO POUEAYPY:

1. IIpomyckamm 10 Ma pactBopa dramaroB ¢ koHmeHTpanueir C = 5 mr/m gepes

KOJIOHKY /i1 KOHIIEHTpupoBaHus ¢ copoentom Hypercarb co ckopoctsio 1 Ma/MuH.
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Ne ¢pranara

Puc. 28. [lecopOuus dranaros aneroHuTpusiom mpu 25 °C.

1 - 4-moHomermndramar, 2 — MoHOdTWIdTamaT, 3 — gUMeTWI(TaNaT,

4 — moHOOyTHA(TANAT, 5 — MOHOOEH3MITANAT, 6 — MOHO-ITUKIIOTEKCUII(TAIAT,

7 — mmatundtanat, § — MoHO-s-okTHi(pTanar. dranarel KOHIEHTpUpoBanu u3 10 M

PACTBOPA, Cyranaros = O MI/I. Pasmep xononku 30x2,1 mm, copbent Hypercarb. Ckopocts

npormyckaHus gecopoupytoiero pactsopa 0,5 mi/mMuH.
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Ne ¢pranara

Puc. 29. Jlecopbuus granaTos cyokpurnyeckoit Bogoi mpu 150 °C.

2 - wMoHodTHAdTamar, 3 — auMeTuidTanar,

1 - 4-monomermindranar,
4 — wmoHoOyTwiadTamar, 5 — MoHOOeH3WI(TaNIaT, 6 — MOHO-IMKIOTreKCUI(TaNaT,

7 — mmatundtanat, § — MoHO-s-okTHI(pTanar. dranarel KOHIEHTpUpoBanu U3 10 M

PACTBOPA, Cyranaros = O MI/I. Pasmep xononku 30x2,1 mm, copbent Hypercarb. Ckopocts

npormyckaHus gecopoupytoiero pactsopa 0,5 mi/mMuH.
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Ne ¢pranara

Puc. 30. [decopOuus dranaroB cydbxputrdeckoit Bonoit mpu 175 °C.

2 - wMoHodTHAdTamar, 3 — auMeTuidTanar,

1 - 4-monomermndranar,
4 — wmoHoOyTwiadTamar, 5 — MoHOOeH3WI(TaNIaT, 6 — MOHO-IMKIOTreKCUI(TaNaT,

7 — mmatundtanat, § — MoHO-s-okTHI(pTanar. dranarel KOHIEHTpUpoBanu U3 10 M

PACTBOPA, Cyranaros = O MI/I. Pasmep xononku 30x2,1 mm, copbent Hypercarb. Ckopocts

npormyckaHus gecopoupytoiero pactsopa 0,5 mi/mMuH.
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Ne ¢pranara

Puc. 31. Jlecopbuus granatos cyoxpurnyeckoit Bogoi mpu 200 °C.
1 - 4-monomermndranmar, 2 — MoHOdTWIdTaAmaT, 3

4 — wmoHoOyTwiadTamar, 5 — MoHOOeH3WI(TaNIaT, 6 — MOHO-IMKIOTreKCUI(TaNaT,

—  mumetmiadranar,
7 — mmatundtanat, § — MoHO-s-okTHI(pTanar. dranarel KOHIEHTpUpoBanu U3 10 M

PACTBOPA, Cyranaros = O MI/I. Pasmep xononku 30x2,1 mm, copbent Hypercarb. Ckopocts

npormyckaHus gecopoupytoiero pactsopa 0,5 mi/mMuH.
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Ta6auna 15. Crenens necop6iuu ¢ranatos (n = 3, P =0,95)

HecopOupyromiuii pactBop
OnpenensemMoe BEIIECTBO ACN | CB, 150°C | CB, 175°C | CB, 200°C
Monometungranat 9245 4045 2045 1545
MounosTtungranar 9542 752 5045 1545
MounoOyTtundTranar 90+1 60+20 4545 2045
MoHo-s-okTriTanar 9542 - - -
Mounob6en3undranat 8945 - - -
Momno-mmkinorekcmidramar | 93+1 -k 40+20 45+5
Humetungranar 91+1 93+10 9545 94+10
Jvotundranar 96+1 - 80%15 100£15

* — He 1ecOpOUPYIOTCS.

2. AwnamuThl AecopOMpOBaid  JEMOHW30BAHHOW BOJAOW TP KOMHATHOM
temneparype u npu 150°C, 175°C u 200°C niam n1ernoHn30BaHHON BOAOH ¢ 100aBKOM 5%
nm 10% aneroHUTpUIIa IpU TEX K€ TeMIlepaTypax B TedeHue 10 MUHYT IIpU CKOPOCTH
Tpormyckanus aecopoupyromiero pacrsopa 0,5 mu/muH. KoHIieHTpaT coOupaiv B BHAIHI.

3. Oxyaxganu KOJOHKY JJisi KOHIIEHTPUPOBAaHUS JO KOMHATHOW TeMmIlepaTypbl U
MPOBOAMIIA JECOPOIMI0 OCTAaBIIUXCS (PTATaTOB YHCTHIM AallETOHUTPUIOM B TEUCHUE
10 MunyT TIpu cKopocTu npomyckanus 0,5 ma/mMuH. Ha BbIxoJ1e U3 KOJIOHKH MOTy4YeHHBIN
pacTBOp coOMpaiu B BUATIBL

4. Tlocne KaxaAOro IMKJIA SKCIEPUMEHTA KOJOHKY Jis KOHIIEHTPUPOBAHUS
MPOMBIBAIM 5 MJI CMECH H30IponaHoi:aneToHuTpmwt (75:25% 006./06.) m 5 ™
alleTOHUTPUJIA CO CKOpOCThIO 0,5 MII/MUH.

B xaxmoit mpobde mpopoauan npsimoe BOXKXX-MC onpenenenne cMecu GraiaTos.
[To monmyyeHHBIM NAaHHBIM PACCUMTHIBAIA CYMMAapHYIO CTENEHb W3BIICYCHHs (TANaToB
Mpu iecopOnuu CyOKPHUTHYECKOW BOJOW W MPU JCCOPOIIMU YHUCTHIM alleTOHUTPHIIOM.
CpaBamBamy  3(PQPEeKTUBHOCTh  MPOIEAYPHI  JIECOpOIMM ¢  HUCIOJIb30BAaHUEM
JIEMOHN30BAHHOW BOJIBI, BOJBI ¢ oOaBineHneM 5% u 10% areToHUTpHIIa Mpyu KOMHATHOU

150°C, 175°C n 200°C,
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HCIOJIb30BAaHUEM B KauecTBE JeCOpPOMPYIOIIEro pacTBOPa alleTOHUTPUIIA TPU KOMHATHOM
teMreparype. [laHHBIE 3TOro SKCIEpUMEHTa MO3BOJWIM pa3fesuTh (ramaTsl Ha
CJIEIYIOILME YCIOBHbBIE TPYIIIbI:

B nmepByro rpymnmy  MOXHO ~ OOBEIMHHTH  MOHOOyTHI(TAIaT, MOHO-
HUKJIorekcungranar, MoOHOMeTHI(dTanar U MOHO3TWI(Tanar. s HUX XapakTepHa
HauOonbias necopbuuss npu Temneparype 150°C. Ilpu yBenuuyeHMH TeMIleparypbl
YBEJIMYMBAETCS CTENEHb THAPOIN3a JAHHBIX (PTagaToB. DTU aHAIMUTHI HE 1€COPOUPYIOTCS
BOJIOM IIpU KOMHATHOW TeMIeparype, A00aBJIeHHe alleTOHUTPUIIA HE JaJ0 pe3yibTaToB,
UCKJIIOUEHHEM CTalld MOHOATUI(TaNar, KOTopsld mpu nobaBke 10% aneroHuTpuia
JecopOUpOoBaJICS KOJIMYECTBEHHO, U MOHOMETUI(TANAT, HO B 3TUX YCIOBUSAX U HETO
JecopOLMsl MpPOXoAuia HE KOJUYECTBEHHO. JluarpaMMbl cTeneHed W3BJICUEHMS s
JAHHOM TpYMIIbI MPEJCTaBIEHbI Ha puc. 32 — 35.

Bo BTOpYyIO Ipymniy MOXHO YCIOBHO OTHECTH AMMETWUI(TANAT U AUITUI(TAIAT.
Jlst maHHOM TpyIIIBl (TATaTOB XapaKTepHa KOJIMYecTBeHHas necopOius yxe mpu 150°C.
VYBenuueHue TeMIepaTrypbl HE NPUBOJUT K YBEIMYEHHUIO Tuaponu3a. Jluarpammbl
CTeTeHeHN U3BJICUEHUS JIJIsl TAaHHOW TPyl MpeIcTaBIeHbl Ha puc. 36 — 37.

Tperpto  rpynmy — aHaJIMTOB  COCTaBIsSIET  MOHOOeH3midrTanart. s
MoHoOeH3undTanara Ttemneparypsl 150°C  HemocTaTouHO i  KOJIUYECTBEHHOMU
necopOuMM, W yXKe TpU OTOW TemrepaType uAeT ruaponus. llpu yBennmueHUH
TeMIlepaTypsl MOHOOEH3mI(dTanar MOJHOCTBIO pasjaraercs. TuUMUYHAs auarpamma
CTeTeHel N3BJICUeHHS [Tl MOHOOeH3mI(Tamara mpeacrasieHa Ha puc. 38.

Taxxe Ba)XHO OTMETUTh, UTO OTJIMYHUTH MOBEIEHNE MOHOOEH3mI(Tanara 1 MOHO-
s-oKTHJI(TaTaTa Ha OCHOBaHMM aHayim3a off-line KpUBBIX JecopOIHMH HEBO3MOXXHO, HO
NP HM3yYEHUU YCTONYMBOCTH AHAJIMUTOB BBIICHHIIOCH, YTO MOHO-S-OKTHUJI(TAIaT HE
necopOupyercs, W JHIIb HEOONbIIas €ro 4YacTh THUAPOJIU3YETCS, B TO BpeMsl Kak
MOHOOCH3MIPTANIAT TOJHOCTBIO pasnaraercs mpu Temmeparype 200°C. Jlmarpamma
CTETeHEeW N3BJICUCHHS] MOHO-S-OKTHII(TalIaTa MpecTaBieHa Ha puc. 39.

JlaHHBIE, TIOJTyYeHHBIE B HACTOSAIIEM pa3ziesie paboThl M B MPEABLAYIINX pa3/enax,
MO3BOJIMJIM HaM BbIOpaTh CIEAYIOUIME YCIOBUS jAecopOuuu (ramaTtoB ¢ copOeHTa
Hypercarb:

. temneparypa neun 150 °C;
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Puc. 32. Crenenun wusBneuenus (%) MoHoOytundramara c copbenta Hypercarb.
Hecopbuuto mnpoBomminu amnetoHUTpwioM (ACN) mpu KOMHATHOH Temmeparype,
cyokputrueckoit Bomoit (CB) mpu 150 — 200°C u cmecbto Boaa - anetoHuTpuia (5%,
10%) npu xomHaTHO¥ Temmepatrype u mpu 150 — 200°C, a Taxxke IEMOHU30BAHHOMN
BOJIOM IIpU KOMHATHOW Temneparype. MonoOyTundranat ussiekanu u3 10 Mia BogHOTO

pactBopa (5 mr/mn).
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Puc.33. Crenenn wu3Bneuenus (%) MoHo-LuKiIorekcundranata ¢ copOeHTa
Hypercarb. JlecopOuuto mnpoBogunu auneroHutpuioM (ACN) mnpu  KOMHaTHOM
teMmreparype, cyOkputuueckoi Bomoil (CB) mpu 150-200°C u cmecbto Boja -
aneroHutpun (5%, 10%) npu komuHatHOU Temmepatype u mpu 150-200°C, a Taxxke
JIEMOHM30BAaHHOW BOJIOM TMpU KOMHATHOM TemmepaType. MoHo-nukiIorekcuiadranar

u3Biekanu u3 10 mi BogHoro pacteopa (5 mr/i).
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Puc. 34. Crenenn wusBneuenus (%) wmoHoMetundranata ¢ copOenta Hypercarb.

Hecopbuuto mnpoBoamiau aunetoHUTpuioM (ACN) mnpu KOMHATHOM Temrmeparype,

cyokputndeckoit Bogoi (CB) nmpu 150-200°C u cmechio Boaa - ateToHUTpr (5%, 10%)

Ipu KOMHaTHOM Temriepatype u npu 150-200°C, a Takke JEMOHHU30BAaHHOM BOJOW MpuU

KOMHAaTHOW Temneparype. MoHometungranar u3zBiekand u3 10 M BOJHOTO pacTBopa

(5 mr/n).
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Puc. 35. Crenenn wusBneuenusi (%) ™oHodTMidTanata ¢ copbenta Hypercarb.
Hecopbuuto mnpoBonunu anetroHUTpwioM (ACN) mpu KOMHATHOH Temrmeparype,
cyokputrueckoit Bogoi (CB) mpu 150-200°C u cmeckio Bofa - anieToHuTpud (5%, 10%)
npu KOMHaTHOM Temmeparype u npu 150-200°C, a Takke JeMOHU30BaHHOM BOJOM mpH

KOMHATHOW Temreparype. Monoatmndranar ussinekaaun u3 10 M BOIHOTO pacTBopa

(5 mr/m).
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Puc. 36. Crenenu u3Bneuenus (%) numeruidranara ¢ copoenta Hypercarb. [ecopbumro
npoBoawin anetoHUTpuiIoM (ACN) mpu KOMHATHOM TeMIlepatrype, CyOKpHUTHUECKOM
Bogoi (CB) npu 150 — 200°C u cmeckio Boaa - auetoHuTpui (5%, 10%) npu KOMHAaTHON
temneparype u npu 150 — 200°C, a Takke EMOHHU30BAHHOW BOJOW MPU KOMHATHOM

temieparype. Aumerundranar uzsnekanu u3 10 mi BogHoro pactsopa (5 mr/n).
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Puc. 37. Crenenu uzBneuenus (%) nudtundranara ¢ copoenra Hypercarb. [lecopbumro
npoBoawin aunetoHUuTpuiaoM (ACN) mpu KOMHATHOM TeMIlepaTrype, CyOKpHUTHUECKOM
Bozoi (CB) mpu 150-200°C u cmecbio Boga - anetoHuTpui (5%, 10%) npu koMHaATHOM
temneparype u npu 150-200°C, a Takke AEHMOHU30BAHHOM BOJOW MPU KOMHATHOM

teMreparype. Austundranat uzsnekanu u3 10 ma BogHoro pactsopa (5 mr/n).
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Puc. 38. Crenenu uzBneuenus (%) monoOen3mindranata ¢ copoenra Hypercarb.
Hecopbuuto mnpoBonuiu amnetoHUTpwioM (ACN) mpu KOMHATHOH Temrmeparype,
cyokputndeckoir Bogoit (CB) mpu 150 — 200°C u cmechio Bona - auneroHUTpuia (5%,
10%) npu xomHaTHOU Temmneparype u npu 150 — 200°C, a Taxke NE€MOHU30BAHHOMN
BOJIOM NMPU KOMHATHOM TemriepaType. Monoben3midranar u3siekain u3 10 M BoIHOTO

pactBopa (5 mMr/m).
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Puc. 39. Crenenu usBieuenus (%) MoHo-s-okTUi(Tanara ¢ copoernra Hypercarb.
Hecopbuuto mnpoBonunu anetoHUTpwioM (ACN) mpu KOMHATHOH Temrmeparype,
cyokputndeckoit Bogoi (CB) nmpu 150-200°C u cmechio Boaa - ateToHuTpr (5%, 10%)
Ipu KOMHaTHOM TemriepaType u npu 150-200°C, a Takke J€MOHM30BaHHOM BOJOU mpu

KOMHaTHOW TemmnepaType. MoHo-s-okTungranar u3siekaid u3 10 Mia BOAHOro pacTBopa

(5 mr/n).
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. CKOPOCTh MPOITYCKaHus Jecopoupyromiero pacrsopa 0,5 Mi/MuH;

. 00beM J1ecopOUpYIOIIEro pacTBOpa — S MIT;
. n00aBKa alleTOHUTPHIIA B IEMOHU30BAHHYIO Boty — 5%
. MpEeABAPHUTEIILHBIA TIPOrpeB Medn B TedeHwe 10 MUHYT mepen HadaioM

MPOMYCKaHUs 1eCOPOUPYIOIETO PacTBOpa.

BrbiBoab! K ri1aBe 3

[TokazaHo, 4To MOpHUCTHIN rpaduTUpoBaHHBIN yriaepoaHsli copbent Hypercarb
0osee ycTOWUYMB B cpeie CyOKpUTHUUECKOH Bonbl npu temneparypax 175 u 200°C, yem
opranonosuMepHbsie copoeHTsl MN-200 (cBepXCIIMTBIN NOAUCTUPON) U Strata-X.

[Tosnydensl naHHBIE O COPOIMHM (PEHONOB U3 PA3NUYHBIX OOBEMOB, B KAaueCTBE
ontuMaibHoro BbiOpaH oObem 10 mi. Ilomydensl gaHHble O AecopOuuu (EHOJOB U
¢TanaroB cyOKpUTHYECKON BOJION C yIiiepoHOro copOeHTa nmpu temmneparypax 150, 175
n 200°C. ITokazaHno, 94To BO3MOXHa 3 deKTHBHAS AccopOIus psna GpeHoysoB (peHoa,
4-autpodeHona, 2-xnopdeHona, 2-auTpodeHona, 2,4-mumeTmideHorna,
4-xnop-3-metundenona) ¢ copoenra Hypercarb npu 175 u 200°C. Monostundranar u
mumetundranar  s¢dektuBHo  aecopOupyrorcs npu  150°C, nmns pecopOuumn
mytungranara tpedyercs 175-200°C. Ilokazano, 4To 3(PeKTUBHOCTH AecopOIUN
2,4-nuxnopdenosia, MOHO-ITUKJIOTeKCcHII(TaTaTa 1 MOHOOYTHII(TaNaTa CyOKPUTHYCCKON
BOJOM  HWXKe, ueM  aneroHuTpwioM. Haubompmiyto — cremeHs — JecopOruu
MOHOOyTHI(TaIaTa, MOHO-IIMKJIOreKcriIdraara, MOHOMeTHII(TaIaTa "
MoHOdTHIPpTammara Habmomamu npu  150°C. Ilpm  yBemWYEHWH  TEeMIIEpaTypbl

YBCINYUBACTCA CTCIICHb TMAPOJIN3a 3THX BCIICCTB.
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I'nmaBa 4. Bo3MOKHOCTBH TNpeICKa3aHUs yIepP:KUBAaHUS BelIeCTB B cCHCTeMe
cyOkpuTHYecKasi BoJa — mnopuctblii rpagurupoBanubiii yriaepoa (Hypercarb) c

HCIO0JIb30BAHMEM MOe1u AOpaxama

C MoMeHTa MOosABJICHUs] XpoMaTorpaduu MOCTOSHHO CYIIECTBOBaja MOTPEOHOCTh
Mpe/ICKa3aHusl pe3yJIbTaTOB HKCIEPUMEHTOB MO pa3feleHuio BemecTB. M3 Teopun
XxpoMatorpauu M3BECTHO, 4YTO JUIsl TaKOro TMpejcKa3aHusi HEOOXOIMMO 3HaTh
KUHETHYEeCKYyl0  3(Q(EeKTUBHOCTh  pa3elieHus W [apaMeTpbl  PaBHOBECHOTO
pacrmpeziesieHus pa3ieNiieMbIX BEIIECTB MEXAY MOJBMKHOM M HEmoJBMKHOU (azamu. B
o0nacTu TmpeAcKazaHus KUHETUYeCKOW 3(DPEeKTUBHOCTU HCCIEOBaHUS MPOJBUHYIUCH
JIOCTaTOYHO JIaJIeKO, U B HACTOSIIEE BPEMs ITOT MapaMeTp MOXKET ObITh PacCUMTaH Kak
GyHKIMS TTapamMeTpoB KOJIOHKHM MPU MOMOIIM KUHETUYECKOW TEOpUH XpomaTorpaduu.
Ho nns pacuera mapaMeTpoB pPaBHOBECHOI'O PACHpPENENCHUSI CYIIECTBEHHBIX YCIEXOB
JTOCTHTHYTO HE ObuTO [121].

Jns  mpenckazaHusl CHJIbI  B3aUMOJEMCTBUSL  PAaCTBOPUTENb-PACTBOPEHHOE
BEIIECTBO pa3paboTaHo OONBIIOE YHUCIO MOJEICH W Teopwit, Hampumep, P’ mkama
CHaiinepa, BKJIIOUaromias B ceOs TPOUMKY CBSI3aHHBIX IapaMEeTPOB CEJIEKTUBHOCTH
pactBOpUTENS (Ypn, Xe» Xa)- I3BECTHBI U IpyTHE: TEOPUS PETYISIPHBIX PACTBOPOB U MOJIEIH
MOIU(PHUIIMPOBAHHOTO pacHpelieleHns] TUIOTHOCTH JHEPTUU CPOJICTBA, pazpaboTaHHAas
OxkepTom [121].

Opnoli n3 Hamboyiee COBPEMEHHBIX M IIUPOKO HCIOJIb3YEMBIX TEOpUN IS
MpeAcKa3aHusi  pacrlpelieNieHuss  aHaluTa MeXAy JByMmMs  ¢a3zamMu B XOJe
XpoMaTorpapuueckoro HSKCHepUMEHTa SIBISIETCS MOJETh JIMHEHHOTO0 COOTHOIIEHUS
sHepruu conbBatanuu (LSER), monararomas, yto JiorapumM KOHCTaHTHl YAECpKUBaHUS
MOJKET OBITh MPEACTABIIEH KaK JIMHEHHAss KOMOWHAIUS Pa3TUMYHBIX BEJIHUYWH, CBSI3aHHBIX
C pa3IMYHBIMHU THUIIAMH B3aUMOJCHCTBUH B CHCTEME TOABMKHOM W HETOJBIKHOH (as3.
DTa MOJIeNb ONKUCHIBACTCS YpaBHEHUEM, TTPEIOKeHHBIM AOpaxamom [122]:
SP=c+eE+sS+aA+bB+VvV,
rae SP MoxeT ObITh 000N BETMYMHOM, CBA3AHHOW C pacIpeeICHHeM PacTBOPEHHOTO
BEIIECTBA, a ¢ — CHUCTEMHas KoHcTaHTa,. Ilapamerpsl E, S, A, B, u V sBusercs Tak

Ha3bIBACMBIMH JCCKPHUIITOpAaMH BCIICCTB MW CBA3aHbI C €ro IOJAPHU3YEMOCTHIO,
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JTUIOJIBHOCTBIO, KHCJIOTHOCTBIO BOJOPOJHBIX CBsI3€d (JOHOPHOM AKTHUBHOCTHIO),
OCHOBHOCTBIO BOJOPOJHBIX CBsI3€H (AKLENTOPHOW AKTUBHOCTBIO) M MOJIEKYJISIPHBIM
ooveMoM. Kaknprii mapameTp npeaHaMmepeHHo BKIoueH B ypaBHeHne LSER st yuera
OTJICTILHBIX THIIOB MEXMOJICKYJIIPHBIX B3aumojeicTBuid. Koadgdunuenrs e, s, a, b u v
3aBUCAT OT CaMOM COPOLIMOHHOM CHUCTEMBI M OMPENETSAIOTCs MyTeM u3MepeHust SP ms
IIMPOKOr0 CHEKTPa PA3IMYHBIX PACTBOPEHHBIX BEIIECTB, MOCJE YEro K IMOJTYyUYECHHBIM
JAHHBIM MPUMEHSIETCS METOH JHUHEHHOW perpeccun. Takum oOpa3om, HMccleqOBaHUS B
pamkax mogenu LSER moryT mo3BoiuTh CpaBHUTH pa3iM4HbIe HEMOABHKHBIE (Da3bl C

XUMHYCCKOU TOUKHU 3pCHUA U UBYUYUTH MCKMOJICKYJISIPHBIC IIPOLCCCHI.

4.1. MH3ydyenme cucrembl cyOKpuTHYeckas BoJa —  NOPHUCTHIN
rpapuTpoOBaHHbIN YIJIEepPO

JUis TOoJay4yeHUs COJIbBATALIMOHHBIX MApaMeTpOB CHUCTEMbI, COJAEpXKallell B
KauecTBe copOeHTa MOpHUCTHIA rpadutupoBansbiii yriaepoa (Hypercarb), Mbl mpoBemnu
pSAI SKCHEPUMEHTOB IO YCTAHOBJIEHUIO BPEMEH YJIEPKUBAHUSA DPA3JIMYHBIX BEILECTB.
BemiectBa ObliM BBIOpaHBI B COOTBETCTBHH C PEKOMEHAALMSIMH, MPHUBEIACHHBIMH B
mutepatrype [123], a ux geckpunTopsl ObUTH B3AThI U3 AJIEKTPOHHOM 0a3bl JaHHBIX [124]
U TIpuBesieHbl B Tabnuue 16.

Bpemena yaepkuBaHUs ONpEAEIIsN, HCIOIb3Ysl B KA4eCTBE MOJIBUKHOU (a3bl
cyOkpuTHYecKy0 Boay mnpu Temriepatypax 150 °C, 175 °C u 200 °C. UH)eKTHpOoBaIu
pacTBOpPbl  MHIUBUIYAJIbHBIX  BELIECTB, PETUCTPUPOBAIN  XpOMATOTpaMMbl  Ha
ompeIeJICHHOW JTMHE BOJHBI (Tabn. 16). JlnmmHa BOMHBI ObUTa BHIOpaHA HA OCHOBAaHUU
paHee IMPOBENCHHBIX B HAIlleW IpyIIe M3MEPEHHM ONTUYECKHUX CHEKTPOB MOTJIOLIEHUS
aHAJIUTOB.

B kauecTBe OCHOBHOrO IapaMeTpa, XapaKTEpPHU3YIOLIEro yJAepKUBaHUE,

Hcronb3oBanu Jiorapudm dakxropa yaepxkuBanus log k; pu 3TOM k pacCUUTHIBAIHN I10

dbopmyie:
k — ZR _Zm
tm - Zexcol
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Tab6auna 16. 3HaueHUs JECKPUNTOPOB «MOJIEIIbHBIX» BEIIECTB

Bewecmeo Aam | E S A B Vv

2-Hurtpoanunmnx 287 1,180 1,370 0,300 0,360 0,990
2-Hutpodenon 275 1,015 1,050 0,050 0,370 0,949
2-XnopheHnon 275 0,853 0,880 0,320 0,310 0,898
2,4-benzodypan 320 0,888 0,830 0 0,150 0,905
3-bpomdenon 275 1,060 1,130 0,700 0,160 0,950
4-MetuadeHon 275 0,820 0,870 0,570 0,310 0,916
4-HutpoaHunuH 359 1,220 1,920 0,460 0,350 0,990
4-X mopaHuIIMH 275 1,060 1,130 0,300 0,310 0,939
4-XnopheHon 275 0,915 0,080 0,670 0,200 0,898
AHHN30]T 275 0,708 0,750 0 0,290 0,916
Anunna 275 0,955 0,960 0,260 0,410 0,816
AlleTaHMIIN T 275 0,900 1,370 0,400 0,670 1,114
AnetropeHOH 275 0,818 0,010 0 0,480 1,014
Benzamu 275 0,990 1,500 0,490 0,670 0,973
bensumugazon 247 1,270 1,400 0,380 0,760 0,905
Benszorunason 275 1,330 1,100 0 0,400 0,969
HUnnon 260 1,200 1,120 0,440 0,220 0,946
KopuuHslii ciupt 252 1,081 0,987 0,481 0,594 1,155
o-Tonyunux 275 0,966 0,920 0,230 0,450 0,957
denon 275 0,805 0,890 0,600 0,300 0,775
OTUiI0eH30I1 215 0,613 0,510 0 0,150 0,998

JUia pacuera BenuuuMH log k onpenensad MepTBOE M BHEKOJIOHOYHOE BpeMs,
ucnosb3ys pactBop NaNOj koHueHTpaiuu 26 mr/mi. Paccuutanubie 3HaueHus log k npu
Pa3IMYHBIX TeMIEepaTypax NnpuBeaeHsb! B Tadbmunax 17 — 19.
tn, = 0,921 £ 0,004 muH.
towcor= 0,591 £ 0,001 muH.

Jlaee  METOOM  MHOXXECTBEHHOM  JIMHEMHOW  PErpecCHH  pacCUUTaHBI
COJIbBaTallMOHHBIE napameTpsl CHCTEMBbI HOPUCTBIN rpadUTHPOBAHHBIH
yriepoa-cyokputudeckass Boja (mpu Ttemreparypax 150°C, 175°C u 200°C) mo
YPaBHEHHUIO:
logk=c+eE+sS+aA +bB+VV,
rae E, S, A, B u V — neckpunTopsl BeUIeCTBa, €, S, d, b U v — MapaMeTpbl CUCTEMBI,
a [ — HOMEp BELIECTBA.

Paccunrannble nmapameTpsl npuBeAeHsl B Tadauie 20.
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Ta6auna 17. 3nauenus log k Ay aHATUTOB MPH TeMIEpaType CyOKPUTHUECKON BOJBI

150°C (n=3,P=0,95)

Bewecmeo tr, MUH* k log k
2-Hutpoanunux 12,481+0,04 35,10 1,55
2-Hutpodenon 13,7710,04 39,00 1,59
2-XnopdeHnon 4,90%0,02 12,06 1,08
3-bpomdenon 6,2510,02 16,17 1,21
4-Metwnderon 4,131+0,02 9,75 0,99
4-HuTtpoaHuauH 12,60+0,2 35,45 1,55
4-Xn10paHUINH 11,2440,02 12,20 1,09
4-Xopdenon 5,02+0,02 12,44 1,09
AHn3o0x 8,24+0,03 8,30 0,92
AHnnmH 2,021+0,01 3,34 0,52
AlleTaHuIN I 6,51+0,03 16,98 1,23
AuetodeHon 6,9610,05 18,34 1,26
Benzamu 3,30%+0,03 7,21 0,86
Bensumuazon 5,00+0,02 12,38 1,09
Beunszorunaszon 19,41+0,07 56,13 1,75
o-Tonyunun 3,318%0,006 7,28 0,86
deHon 2,084+0,05 3,53 0,55

* CpenHee M JOBEPHUTENbHBIM MHTEPBAI PACCUUTHIBAIM JUJIS TPEX MapauIeIbHBIX
SKCIIEPUMEHTOB

Kak BumHo wu3 Ttabmuuel 20, mapameTpsl e, s, a4, b ¢ POCTOM TeMIepaTypsl
M3MEHSIFOTCSI HE3HAYUTEIFHO TI0 CPAaBHEHHIO ¢ mapameTrpoM v. C pocToM TeMmeparypbl
OH CHIDKAETCs, YTO O3HAYaeT YBEJIMYEHHUE 3IIoUpYIollel crnocoOHOCTH BoJbl. Bkiiag B
BEIMYMHY yJnepxkuBaHus (log k) BHocutT ciaraemoe vV. Takum 00pa3oMm, MOBBIILIEHUE
TeMIepaTypbl IPUBOAUT K CHIDKCHUIO BETUYUHBI YACP>KUBAHUS.

JUis TpOBEpPKM «KauyecTBa» IOJYYEHHBIX IapaMeTpPOB CpPAaBHUBAJIM 3HAYECHUS
MpeNCKa3aHHBIX W JKCIEPUMEHTAJIbHO TIOJMY4YeHHBIX [og k, pe3ynbTaThl pacuera
npuBeIeHbI B Tabmuiax 21 — 23.

[Tocne pacuera mapameTpoB COPOIIMOHHOW CHUCTEMBI BbIUMCIUIU log k s
HECKOJIbKUX BEIIECTB, HE BKJIIOYEHHBIX B MPEABLAYUIMH 5SKCHEPUMEHT. 3aTeM
onpeaenunu log k sxcnepuMmeHnTtanbHoO. Pe3ynbTaThl mpezactasieHsl B Tabnuue 24. Ha
OCHOBE TMOJYYCHHBIX JAHHBIX MOXKHO YTBEpPXJaTh, YTO PACCUYUTAHHBIC IapaMETPHI

CUCTCMBI €€ OIMUCBIBAIOT JOCTATOYHO XOPOIIO.
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Ta6auuna 18. 3nauenus log k A aHATUTOB MPH TeMIEpaType CyOKPUTHUECKON BOJIBI

175°C (n=3, P = 0,95)

Bewecmeo tr, MUH* k log k
2-Hutpoanunux 6,10+0,01 15,68 1,2

2-Hutpodenon 5,38+0,02 13,52 1,13
2-XnopdeHnon 3,02+0,03 6,37 0,8

3-bpomdenon 4,03+0,03 9,43 0,97
4-Metwnderon 2,611+0,003 5,12 0,71
4-HuTtpoaHuauH 6,04%0,05 15,5 1,19
4-XnopaHWIMH 6,79+0,04 6,42 0,81
4-Xopdenon 3,30+0,01 7,22 0,86
AHuson 5,57+0,02 4,83 0,68
AHnnmH 1,694+0,004 2,34 0,37
Aueranunung 3,67+0,04 8,34 0,92
AuetodeHon 3,87+0,01 8,94 0,95
Benszamun 2,246x0,008 4,01 0,60
beusnmunazon 3,29+0,01 7,19 0,86
Beunszorunaszon 11,01£0,02 30,58 1,49
o-Tonyunun 2,49+0,06 4,75 0,68
deHon 1,73+0,03 2,45 0,39

* Cpe;[Hee n HOBGpHTGHBHBIfI HUHTCPBAJI paCCUUTBHIBAIIN JI TPEX IMapaJUICJIbHBIX

OKCIICPUMCHTOB

4.2. Uunrtepnperauusi ¢paxropa yaepxxkuBaHusi ¢(eHoJoB u (TanaToB u
MPOrHO3MPOBaHNeE yAePKUBAHUS AHUJIUHOB

Ha cnenyromem »stane paboOThl CONOCTABHIIM OSKCIIEPUMEHTANIbHbIE JaHHBIE,
ONMCaHHbIE B NMpEAbIAYIIEH I1aBe B XoJe M3yueHus jaecopOuuu (eHosoB u (ranaToB
CYOKpPHTHYECKOH BOAOH MpH TpeX TeMIlepaTrypax, U pacCUYMTAaHHBIC JUISI ITHX BELICCTB
log k. PesynbTatel pacueta log k s ¢peHoJIOB B (TajgaToOB MPeACTaBICHBI B Ta0mIe 25.
B 06a3e meckpunTopoB JOCTYITHBI JaHHBIE HE BCeX (PTANATOB, MCIOIB3YEMBIX B padore,
pacueTsl TpoBeleHbl Uil uMmerommxcs B Oaze. Ilpu log k< 1, sddexTuBHOCTH
necopOuuu CyOKpUTHUYECKOH BOAOH comocTaBuMa ¢ 3((EKTUBHOCTBIO JAeCOpOIUN
aneronutpusiom. Ilpu 1<logk < 1,2 aueToHUTpUI  HEMHOTO  MPEBOCXOIUT
CyOKpPHUTHYECKYIO BOMY, a NpHu log k > 1,2 ncronp30BaHUe CYOKPUTHYCCKOW BOJBI JIJIs

JecopOITMU HelleIecoo0pasHo.
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Tabauua 19. 3nauenus log k nns

200°C (n=3,P=0,95)

BemectBo tr, MUH* k log k
2-Hutpoanunux 3,91+0,02 9,06 0,96
2-Hutpodenon 4,11%0,03 9,66 0,99
2-XnopdeHnon 2,277+0,003 4,11 0,61
3-bpomdenon 2,833+0,007 5,79 0,76
4-MetwndeHon 2,077£0,009 3,5 0,54
4-HuTtpoaHuauH 3,65%0,02 8,26 0,92
4-XnopaHWIMH 5,58+0,05 4,84 0,69
4-Xopdenon 2,44+0,01 4,59 0,66
AHuson 4,07£0,03 2,88 0,46
Aunnmng 1,578%+0,007 1,99 0,30
AlleTaHuIN I 2,57+0,03 5,01 0,70
AuetodeHon 2,6610,01 5,26 0,72
Benszamun 1,862+0,003 2,85 0,46
beusnmunazon 2,49+0,04 4,75 0,68
Beunszorunaszon 6,28+0,02 16,24 1,21
o-Tonyunuu 2,013+0,002 3,31 0,52
deHon 1,58+0,01 1,98 0,30

aHAJIUTOB TNPU TeMIlepaType CyOKpUTHYECKOW BOJbI

* Cpe;[Hee n HOBGpHTGHBHBIfI HUHTCPBAJI paCCUUTBHIBAIIN JI TPEX IMapaJUICJIbHBIX

OKCIICPUMCHTOB

Tadauua 20. Paccuntannpie CoJbBaTAllMOHHBIE TTAPAMETPhI CUCTEMBI «ITOPUCTHIN

rpaduTHpOBaHHbIN yriiepo — cyOkpuTHueckas Boga» mpu 150 °C, 175 °C, 200 °C

[TapameTpnl cOpOLIMOHHOMN CUCTEMBI

CopOunonHas cucrema
e ) a b v

Hypercarb - . 1,020,4 | 0,140,3 | -0,4+0.2 | -1,040.3 | 2,8+0.8
cyokputraeckas Boga 150 °C

Hypercarb - . 1,140,3 | 0202 |-03402 |-0,940.2 | 2.440.6
cyokputrieckas Boga 175 °C

Hypercarb - . 09403 | 0402 | -0,340.2 | -0,740.2 | 1,8+0.5
cyokputraeckas Boga 200 °C
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Tabdaunma 21. DOkcrnepuMeHTallbHbIE W pacCUUTaHHblE 3HaueHus log k cuctembl

«IIOPUCTBIN rpapUTUPOBAHHBIN yIiiepo] — cyOkputuyeckas Bojaa» mnpu 150 °C

BemectBo [Ipenckaszannsiii log k | DxcniepuMenTtanbhblil log k
2-Hutpoanuiana 1,525 1,545+0,001
2-Hutpodenon 1,313 1,590+0,007
2-XitopdeHnor 0,938 1,081%0,002
3-bpomdenon 1,296 1,208+0,002
4-Metwmnderon 0,851 0,988%0,003
4-HutpoaHuivH 1,561 1,549+0,007
4-X1opaHuInH 1,289 1,090+0,002
4-Xnophenon 0,977 1,094+0,002
AHHU301 0,990 0,920%0,003
Anunnu 0,749 0,523+0,005
Aueranunng 1,254 1,229+0,002
Anerodenon 1,212 1,263+0,004
Beusamuy 0,925 0,857+0,005
bensumugazon 0,960 1,092+0,002
beusornason 1,672 1,748+0,002
o-Tonyunun 1,121 0,861+0,001
®deHon 0,444 0,547%0,002

B pamkax mporHO3MpOBaHUS pacCUUTaHbI [0g k Ui psAlla 3aMeIIeHHBIX aHUJIMHOB
npu temmeparypax 150 °C, 175 °C, 200 °C. JleckpunTopsl BEIIECTB MPEACTaBICHbI B
tabnuue 26, log k — B Tabnmuue 27. W3 mpeacTraBieHHBIX NaHHBIX CIEAYET, YTO MpHU
temneparype cyOokputudeckoid Boawsl 150°C um 175°C necopOuus OONBIIMHCTBA
aHWIMHOB Oyner HekonmudyectBeHHOW (log k > 1,2) mo cpaBHeHHMIO C jaecopOIueit
areroauTpusiom, a nmpu 200 °C Bo3MoxkHa 3(PexkTrBHAS ecOpOIMsS BCEX AHHUIIMHOB,
kpome 2-3tunanwimHa (log k <1).

4.3. BoiBoablI K ri1aBe 4

[TokazaHa BO3MOXXHOCTH MCIOJIb30BaHUSI MOJeNn AOpaxama JIJis pacuera BpeMeH
yACpKUBAHUS BEIIECTB B CHUCTEME «IOPUCTBIA TpaUTUPOBAHHBIA yIIEpon —
cyOkputnueckas Boga» mpu 150, 175 m 200°C. Paccuutanbl mapaMeTpbl CHCTEMBI
«TOPUCTHINM TPaUTUPOBAHHBIA yTiepos — cyOkpuTmdeckas Boma» mpu 150, 175 u
200°C. Iloka3ano, yto moBeAcHUe 2,3-OeH30(dypaHa, WHIONA, KOPHYHOTO CIUPTA U

3TI/IH6€H3OHa, HC HCIIOJIB30BAHHLIX ITPU PACUCTEC 3TUX MMAPAMCTPOB, YAOBJICTBOPUTCIIBHO
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Tabamnuna 22. DxcriepuMeHTaIbHbIE U pACCUUTAHHBIE [0g k CUCTEMBI «ITOPUCTHIH

rpauTHpPOBAaHHBIN yriiepos — cyOkpuTHUecKas Boga» mpu 175 °C

BemectBo IIpenckazannbiii log k | DxcniepuMeHTanbHbIl log k
2-Hutpoanuiana 1,233 1,195+0,001
2-Hutpodenon 1,043 1,131£0,002
2-XitopdeHnor 0,720 0,804+0,005
3-bpomdenon 1,067 0,974+0,001
4-Metwmnderon 0,650 0,709£0,002
4-HutpoaHuivH 1,209 1,190+0,004
4-X1opaHuInH 1,036 0,810£0,005
4-Xnopdenon 0,763 0,804%0,001
AHHU301 0,734 0,681%0,003
Anunnu 0,563 0,370£0,001
Aueranunng 0,924 0,921+0,003
Anerodenon 0,908 0,951%0,001
Beusamuy 0,649 0,604+0,002
bensumugazon 0,749 0,857%0,001
ben3ornazon 1,415 1,485+0,001
o-Tonyunun 0,89 0,677%0,01
®deHon 0,296 0,390£0,001

Tadauua 23. DxcrniepuMeHTalbHbIE U pacCuuTaHHbIE log k CUCTEMBI «ITOPUCTHIN

rpauTHpOBaHHBIN yriiepo — cyOkpuTHueckas Boga» mpu 200 °C

BemectBo [Ipenckaszannsiii log k | OxcnepumenTanbHblii log k
2-HuTtpoaHuaux 0,983 0,958+0,003
2-Hutpodenon 0,845 0,985+0,002
2-XitopdeHnor 0,568 0,614%0,001
3-bpomdenon 0,829 0,763%0,001
4-Metundenon 0,492 0,544+0,003
4-HutpoaHuIvH 0,950 0,917+0,001
4-XnopaHuianH 0,828 0,692+0,002
4-XnopdeHnor 0,583 0,662+0,001
AHU301 0,589 0,459+0,003
AHUINH 0,458 0,299+0,003
Aueranunnsg 0,693 0,699+0,006
Aneroderon 0,718 0,721+0,002
beusamug 0,487 0,455+0,001
Beusumunazon 0,598 0,677£0,009
beunsornason 1,162 1,211+0,001
o-Tonyunuu 0,705 0,520£0,001
®deHon 0,220 0,297£0,002
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Tabamna 24. DxcnepuMeHTalbHbIE U pacCUUTaHHble [og k CUCTEMBl «IIOPUCTHIN

rpauTHpOBaHHBIN yriiepos — cyOkpuThnueckas Bojga» mpu 175 °C (n =3, P =0,95)

BemectBo IIpenckazanusbiii log k | DxcnepuMeHTaIbHBIN log k
2,3-ben3odypan 1,27 1,0+0,2
WNunon 1,19 1,2+0,4
Kopuunslii cnupt 1,42 1,3+0,2
OTUIO0EH30IT 0,91 1,0+0,1

Ta6auua 25. Paccuurtannsie log k mist ynepxxkuBanus (EHOJIOB U (TalaTOB B
CUCTEME <«IOPUCTBHIA TpaUTUPOBAHHBIN YIJIEPO — CYOKpHUTHYECKas BOAa» MPH

150 °C, 175 °C, 200 °C

BemectBo log k

150 °C 175 °C 200 °C
denon 0,444 0,296 0,220
4-HutpodeHnon 1,219 0,922 0,697
2-XtopdeHor 0,938 0,72 0,568
2,4- luantpodenon -0,959 -0,929 -0,646
2-Hutpodenon 1,313 1,043 0,845
2,4-JlnmeTundeHor 1,192 0,952 0,722
4-X1op-4-meTundeHon 1,349 1,090 0,831
2,4-Tluxnopdenon 1,419 1,183 0,921
2-Metuin-4,6-nuHUTPOGEHO 2,284 1,841 1,453
Jumerundranar 1,988 1,513 1,146
JusTrndranar 2,693 2,105 1,586
MonoOyTtundranar 4,217 3,379 2,540
dTaneBasg KUCIOTa 0,698 0,432 0,277

Tadauua 26. JleckpunTopbl aHUIUHOB.

BemectBo E S A B \%
2,3-Jlumetunanmmme | 1,01 0,96 0,2 0,49 1,098
2,4-Jlumernnanmwmme | 0,95 0,95 0,5 0,5 1,098
2,4-JIluxnopaHuiInH 1,14 1,15 0,3 0,22 1,061
2-MeTuaHuIng 0,966 0,92 0,23 0,45 0,9571
2-Hutpoanunux 1,188 1,37 0,3 0,36 0,9904
2-DTUIIaHUINH 0,962 0,85 0,23 0,45 1,098
2-Hutpoanuana 1,22 1,92 0,46 0,35 0,9904
4-OTOpaHUIUH 0,76 1,09 0,2 0,4 0,8339
4-DTUnaHuInH 0,942 0,91 0,23 0,45 1,098
AnnimH 0,955 0,96 0,26 0,41 0,8162
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Tabimua 27. Paccuurannbie log k ans yJaepXKuBaHUsS AHWIMHOB B CHCTEME
«IIOPUCTBI  TpaUTUpPOBaHHBIA  yriepol —  cyOKpuTHYeckas  BoJga»  IpH

150 °C, 175 °C, 200 °C

BemiectBo log k

150 °C 175 °C 200 °C
2,3-JluMeTHIaHUIINH 1,534 0,563 0,458
2,4-JluMeTHIaHUIINH 1,465 1,223 0,959
2,4-JIuxnopaHuIuH 1,795 0,888 0,705
2-MeTHnnaHuInH 1,121 1,241 0,991
2-Hutpoanunux 1,533 1,244 0,979
2-DTUIaHUINH 1,502 1,491 1,185
2-Hutpoanunux 1,561 1,172 0,917
4-DropaHunaH 0,656 1,199 0,938
4-DTUIIaHUIINH 1,489 0,419 0,330
AHunnng 0,749 1,209 0,950

OMMHUCBIBACTCA B paMKax YKa3aHHOﬁ MOJCIIN. HpeI[CKEBaHO IMMOBCACHUC PiAda aHUJIIMHOB

MIPHU AeCOPOIMH CYOKpUTUYECKON BOOM.
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I'naBa 5. Paspabdorka cmoco00B NpOTOYHOro copOounoHHo-BIYKX onpenenenus

(¢enos10B U GPTAIATOB C MCNOIb30BAHNEM CYOKPUTHYECKOI BOABI

B riraBe 3 6putn BBIOpaHb! yeiaoBuss BOXKX pasznenenus ¢eHooB U PTanaToB, UX
copbuuu Ha copbente Hypercarb, necopOiuuu ¢ 3Toro copOeHTa CyOKpUTHYECKOI BOJOM.
B mHacrosmied TiaBe W3JIOKEHBI Pe3yJbTaThl pa3pabdOTKA CIIOCOOOB MPOTOYHOTO
copbrmonHo-BOXKX omnpenenenuss runpoPoOHBIX OPraHUYECKUX BellecTB (PEeHOIOB U
(TanaToB), BKIIOYAIOIIETO COPOIMIO aHATUTOB, UX J1COPOLINI0 CYOKPUTUUYECKON BOJIOH,

a Tak)Ke pasfeseHue u onpeaeneHne Merogom BOKX.

5.1. Pa3zpaborka crnocoda NMPOTOYHOI0 onpeaeaeHus (penoJioB,
BKJIIOYAIONIET0 COPOLMI0 AHAJIUTOB, MX JAeCOPOIUI0 CYyOKPUTHYECKO BO/OH,
¢okycupoBanue u BIKX pasznenenue

I[Ipu mporounom copbmuoHHO-BOXXX ompeneneHny BemecTB KOHIICHTpAT,
MOJTYYSHHBIN TIOCIIE IecopOIHy, MOKHO 1mojaBaTh B BOXKX komoHKY IByMs criocoOaMHu.
Tak, MOXXHO IOJaBaTh BECh KOHIICHTPAT C MEPEMEHHBIM MPOQUIEM KOHIICHTPAIIMH B
BOXX konoHKy, WM mojaBaTh €ro B JIO3UPYIONIYIO METI0, a 3aTEM U3 METIH B Ty XKe
KOJIOHKY. BTOpoil BapuaHT B aHTJIOSI3bIYHON JIMTEpaType HOCUT HaszBaHue heart-cutting
[98, 99]. OgHuM M3 JOCTOMHCTB 3TOTO MpHUEMa SIBISETCS TO, YTO MOXXHO «OTpe3aTh»
4acTh pacTBOpa TMoOcje JAecopOonuu (Hampumep, TMepeIHud WM 3aJHUA  (POHT
KOHIICHTpATa), 4TO II03BOJIIET YMEHBIIUTH BBOAUMBIMN B BOXXX KoIOHKY 00BEM
pacTBopa M «OTpe3aTh» YacTh COIYTCTBYIOIIUX KOMIIOHEHTOB, JEeCOPOHPYIONTUXCS 0
WU TIOCJ€ aHaJNUTOB. JIpyruM JIOCTOMHCTBOM  SIBJISICTCS CHIDKGHHE OOIIEro
MPOTUBO/IABJICHUS B CUCTEME IMPHU MPOBEJECHUU CTAJIUU JAECOPOILHNH, TaK KaK OTCYTCTBYET
HETOCPEJICTBEHHOE TMOCEI0BATEIbHOE THAPABIMYECKOE COCTUHEHUE KOJIOHKH JUIs
KOHIIEHTPUPOBAHUS M KOJIOHKH I pasjaesieHus. CyliecTBEHHBI HEAOCTaTOK 3TOro
rpreMa 3aKjIo4daeTcsi B TOM, YTO B KOJIOHKY JUIsl pa3fiel€HUs IOIMAaaaeT TOJbKO YacTh
KOHIIEHTpAaTa, YTO CHUIKAE€T BOCIPOU3BOJUMOCTh W YYBCTBUTEIBHOCTH aHaln3a. ITOT

HCIOCTATOK BO3MOKHO ITPCOHOJICTh, UCIIOJIb3Y4 IMMETII0 JOCTATOYHO OonbIoro oobeMa.
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5.1.1. IIporounoe copounonHo-BIKX onpeaenenue ¢eHosoB ¢

HCIOJbB30BAHUEM nosnpymmeﬁ HneT/In

Kak yxe o0cyknanoch BEINIE, AecOpOmuio (eHOIOB CYOKpUTHYECKOW BOJOH B
JO3UPYIOIIYI0 TETJIK  HUCIOJb30Bajd, B TNEPBYHD OuYepelb, i1 CHUKECHUS
MPOTUBOMABJICHUs] B cucteMe. [lo maHHBIM, TMONMy4eHHBIM B pazaene 3.2.5., o0beM
KOHIIEHTpaTa MocJje Aecopounu cyOKpUTUIeCcKoi BoIo He mpesbimman 3 mi. Hamu Obiia
BbIOpaHa netiis oobemMoM 3,8 mMil (A7IMHa 5 M, BHYTpEeHHUN quameTtp 1 Mm).

CxeMa yCTaHOBKH, IMO3BOJISAIOIICH MPOBOIUTH AECOPOIUIO B METIII0, MPEICTaBlIeHA
Ha puc. 40.

[TocnenoBarenbHOCTh ONepalyii, MO3BOJISIOMIAs IPOBOAUTH COPOLIUIO, AECOPOLIUIO
B TMETN0, mojady KoHueHTpata B BOXX komonky u ¢dokycupoBanue, BDIXKX

pasneneHue u onpeseeHue, nprupeieHa B Tabdmn. 28.

Tadauma 28. ITocaienoBaTenbHOCTE omepanum npu MPOBEICHUHU

KOMOMHHPOBAHHOW MPOIEAYPHI aHAIN3A.

CKopocTb, MJI/MUH,
Bpewms, Temmneparypa 1meuu, | IpOKaYMBaHUsA
Onucanue craauu
MWH °C pacTBOpOB
Hacoc 1 Hacoc 2
0-10 KonnnnnonupoBanue KOMHAaTHast 1 0
10-20 | CopOrus KOMHAaTHast 1 0
20 - 30 | IIporpes neuu pasorpes or |0 0
KOMHAaTHOU bi (o)
paboueit*
30-36 | HecopOuus pabouas 0,5 0
CyOKpHUTHYECKOM BOJIOM
36 —55 | Xpomartorpadpuueckoe oxnaxnaenue neuu 10 | 0 1
paszeneHue KOMHaTHOM

" - TeMmepaTypa necoporuu

110




® g((

= /
 — | @
~1 e

Puc. 40. Cxema ycranoBku ans copounonHo-BOXKX onpenenenus ¢eHonoB c

WCIIOIb30BaHUEM JIO3UPYIOLIEH TETIH.

KomOuaMpoBaHHas Tpoleaypa aHaim3a BKIOYaeT B cedsi copOmmio (eHOJIOB,
JecOpOLHI0 CYOKPHUTUYECKON BOJION B O3UPYIOILIYIO MeTio, ¢hokycupoBaHue u BOXX
paznenenue. Kpanbl 7 1 10 HaXoaaTCs B MOJIOKEHUH JISCOPOITMY M BBOJa KOHIIGHTpAaTa B
JO3UPYIONIYIO METIIIO.

1 — o6pazen, aecopOUpYyIOUIMII U MPOMBIBOUHBIM pacTBOpbI, 2 — Hacoc 1, 3 —
KaluIAp JUIA TIPEABAPUTEIIBHOIO HarpeBa, 4 — KOJIOHKA Il KOHIIEHTPHPOBAHHUS, 5 —
TepMocTaT, 6 — Kanmwuisip s OXJIaXIeHus, 7 — WHXekTop 1, 8 — orpaHuyuTesb
nasieHus1, 9 — gosupyromas neris, 10 — urxkekrop 2, 11 — Hacoc 2, 12 — konoHKa A

pazaenenus, 13 — nerekTop.
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[TonoxxeHne MakCUMyMOB Ha  3aBUCHMOCTSAX JaecopOuuu OT oObeMma
MPOMYIIEHHOTO JAECOPOUPYIOIIEr0 PacTBOPA, MOJIYYEHHBIX B pazzene 3.2.5., oTInvYaeTcs
JUISL pa3HBIX (EHOJOB, T.. HA CTAOUU JECOPOIMHM MPOUCXOJWT HUX YaCTHYHOC
pasmenenue. B cBA3M ¢ 3TUM, HEOOXOAWMMO BBIOpPaTh ONTUMAIBHYIO MPOIEAYPY
coueTaHusl AecopOIHH, BRIpE3aHuUs 30HbI KOHIIEHTpaTa B MeTJie u nocieayromero BOXX
paznenenus. Jljis 3TOro MPOBENH CEPUI0 IKCIEPUMEHTOB, BKIIIOUAIOIIMX CIEAYIOIINE
CTaIVH:

1. Ha craauu copOuuu mpormycKaiu 4epe3 KOJIOHKY JUis KOHIeHTpupoBaHus 10 M
pactBopa ¢denomnos (0,4 mr/in) B 1emoHn30BaHHOM Boje ¢ nobdasnenuem 0,1 06. %
H;PO, co ckopoctero 1 Mi/mMuH.

2. Ha craguu necopOuuy BKIIOYAIM HArpeB MEYH, MPOBOJIUIU IPEIBAPUTEIBHBIN
nporpeB neud B TeyeHwe 10 MHH, Mociieé 4Yero BKJIIOYAIM TMOTOK BOJIBI uyepes
KOJIOHKY Il KOHIIEHTPUPOBAHUS, MPOIyCKald 2 —5 MJI BOJbBI MPU CKOPOCTH
notoka 0,5 MJI/MUH, pacTBOP IMOCJIE TeCOPOIMH OXJIAKIAIA U MOAABAIH B IETIIO-
7103aTop.

3. TlomaBanmu KoOHIIEHTpaT (BOAHBIA PacTBOpP ()EHOJIOB) COJEPIKAIIUKICS B TETJE, B
BOXX ko5oHKY, IpH 3TOM MPOUCXOIUI0 (POKYCHPOBAHHUE AHAIMTOB B BUE Y3KOU
30HHI B Hayasie BOJXKX komoHKH.

4. Ilpoomumu BDXX pazneneHne aHaIMTOB CMECHIO «allETOHUTPHI:BOJA» IpHU
KOMHATHOM TeMmrepaType. Y CIIOBHS pa3JieJieHUus yKa3aHbl B TJIaBe 3.

5. Tlocne Kaxaoro IHMKJIA DSKCIEPUMEHTAa KOJOHKY JUISi KOHIEHTPUPOBAHMS
MPOMBIBAIM 5 MJI CMECH H30MpOIaHoI:alleTOHUTpua (75:25% 006./06.) u 5 M
alleTOHUTPUJIA CO CKOpocThio 0,5 MII/MUH.

Crpowiu 3aBUCUMOCTh CTENEHU W3BJICUEeHUS (PEHOJOB OT 00bheMa MPOMYIIEHHON
CyOKpHTHYECKOW BOABI Ha cramuu necopOumu. OtmeTtnM, uto B BOXKX KoIOHKY B
Ka)KJIOM ClIydae IMOCTymal OJWH U TOT ke 00heM KOHIICHTpATa — 3a CUeT HEM3MEHHOCTH
o0beMa rnetiu-go3aropa. [lomydeHHBIC 3aBUCUMOCTH MPUBEICHBI Ha puc. 41 — 47.

VYcraHoBieHO, 4YTO JUIi OOJBIIMHCTBA AaHAJWTOB ONTHMAJIBHBIE  00BEM
JeCOpOUPYIOIIETO pacTBOPa, MPOIYCKAEMbIN Yepe3 METII0, COCTABISET 3 MIIL.

TunuyHbie XpoMaTOrpaMMbl, TTOJy4eHHAs! TIPU MPOBECHUN TECOPOIMU B METIIIO,

npeacTaBieHbl Ha puc. 48. [Ipu necopOuuu cyOKpUTHYECKOM BOION TPOUCXOAUT
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Puc. 41. 3aBucuMOCTh CTENICHU U3BJICUEHUS (EeHOJIa OT 00beMa AeCOPOUPYIOIIEro
pactBopa. Jlecopoupyromuii pactBop (cyOkpurmueckas Bojga mpu 175 °C u 200 °C)

ocJIe IecopOIHH MoAaBaIu B JO3UPYIOIIYIO METI0 00beMOM 3,8 MIT.
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Puc. 42. 3aBucumocTb CcTemeHW u3BiIeueHUs 4-HuTpodeHora oT oObeMa
necopOupymoiiero pactsopa. Jlecopoupyromuii pacTBop (cyOkpuTHUeckass BoAa MpHU

175 °C u 200 °C) mocie necopOuuu MojaBajin B JO3UPYIOIIYIO METI0 00beMOM 3,8 MIL
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V,mMmn

Puc. 43. 3aBHCHMOCTh CTEIICHH W3BIICUeHUs 2-xJopdeHosa oT oObeMa
necopOupyroIiero pacreopa. Jlecopoupyromuii pacTBOp (CyOKpUTHYECKas Boja TpH

175 °C u 200 °C) moce necopOuuu 1moaBajiy B JO3UPYIOIIYIO METI0 00beMOM 3,8 MIL

60 ——175°C

—e—200°C

V, Mmn

Puc. 44. 3aBucuMocTh cTemeHU wu3BlIeueHUs 2.4-nuxiopdeHonra oT olObeMma
necopOupyroIiero pacreopa. Jlecopoupyromuii pacTBop (CyOKpUTHYECKas Boja TpH

175 °C u 200 °C) nocne necopOuuu nojaBaiu B JO3UPYIOIIYIO METI0 00beMOM 3,8 MIL
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Puc. 45. 3aBucuMOCTh cTerneHW wu3BIedeHUs 2,4-muMmetrmiderona ot oObeMa
necopOupyroIiero pacreopa. Jlecopoupyromuii pacTBOp (CyOKpUTHYECKas Boja TpH

175 °C u 200 °C) moce necopOuuu 1moaBajiy B JO3UPYIOIIYIO METI0 00beMOM 3,8 MIL
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Puc. 46. 3aBucuMOCTb CTENEHW U3BJIEUEHUS 2-HUTpodeHora oOT oObeMa
necopOupyroIiero pacreopa. Jlecopoupyromuii pacTBop (CyOKpUTHYECKas Boja TpHU

175 °C u 200 °C) nocne necopOuuu nojaBaiu B JO3UPYIOIIYIO METI0 00beMOM 3,8 MIL
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Puc. 47. 3aBucuMOCTb CTENEHU U3BJIEUEHHS 4-XJ0p-3-MeTwideHona oT odbema
necopOupyromiero pactsopa. Jlecopoupyromuii pacTBop (CyOKpUTHYECKas Boja MpuU

175 °C u 200 °C) nocne necopOuuu nojgaBaiu B JO3UPYIOIIYIO METI0 00beMOM 3,8 MIL

60} A
50}
m 40
= 30}
U')20,
10}
O_

6 7

500 600 700 800 900 1000 1100
a0}

2 3 4
30}

Sl T T N (W
B A AU A AVANS -

O 1 L 1 1 1 L 1
500 600 700 800 900 1000 1100
L, c

gl

Puc. 48. Xpomarorpammsbl, MOJXy4YeHHBIE TIpu on-line aecopOIMu ¢GeHOJIOB
cyokputrueckoit Bonoit mpu 175 °C (A) u 200 °C (b).

1 — ¢enon, 2 — 4-autpodenon, 3 — 2-xmopdenon, 4 — 2,4-mUHATPOGEHOIT,
5 - 24-muxmopdenon, 6 — 2 4-numermwindenon, 7 —  2-HUTpodeHOI,
8 — 4-xnop-3-metundenon, 9 — 2-metuin-4,6-TMHATPODEHOI.
[Ipomyckanu 3 M1 1ecopOUpyIOIIETo pacTBOPa, KOHIIEHTPAT MOAABAIIN B METIIO-103aTOP.
[ToxBrmxHas (a3za «alleTOHUTPUI — BoAa», cogepxanue BoJsl 60 00. %. PazMep KOTOHKH

150%4,6 mm, copbenT Luna C,g Y ®-nerekTupoBaHue Ipy JUIMHE BOJIHBI 275 HM.
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¢doxycupoBaHie (EHOJIOB HAa HAYAIBHOM YYacTKe XpOMAaTorpauyeckoil KOJOHKH.
CrnenctBueM 3TOro sBisercs HeOoJblIas MIMPUHA U XOpOIlee pa3pellieHre MUKOB Ha
XpoMaTorpaMMe.

Ha puc. 49 npencrasieHsl XpoMaTorpaMMBbl pacTBopa (heHOJIOB, MOTyYeHHbIE TIPU
npsiMmoM BBoJie 20 MKJI pacTBopa ()€HOJOB C KOHIIEHTpAlMell 5 MI/in U mpouenypsl C
KoHUeHTpupoBanueM u3 10 mur pactBopa (eHonoB ¢ koHueHtpauue 10 mkr/n. Takum
oOpa3zoM, oOmasi Macca Kaxnaoro ¢enona B oboux ciyyasx coctaBuna 0,1 mkr. Jlns
IIpsIMOTo BBOJa (XxpomarorpamMma A) paspemienue (R,) cocraBmio 2,9 mis nukos 2 u 3.
IIpn copbumonHo-BOXX onpenenennn R tex e BemectB coctaBuio 4,8. YHucio
TeopeTHueckux Tapenok Bapupyercs ot 1300 mis 2-xmopdenona go 3100 qis 2-meTun-
4,6-nunutpodenona (xpomatorpamma A), u ot 8000 mus 2,4-nuxnoppenona no 19000
g 4-xnop-3-metungenona  (xpomarorpamma  b).  Koaddunuentst accumerpun
coctaBuiu oT 0,7 7o 1,0 (A) u ot 0,9 mo 3,1 (b).

BunHo, 4To mpu nNpoBeAECHUH MPOLENYPhl C KOHLIEHTPUPOBAHUEM ILIMPHUHBI ITHKOB
yxe. OHaKo, IJIONIaM MUKOB TOXE paziauyaroTcs. s Gojee KOPPEeKTHOTO CpaBHEHUS
IIMPUH THKOB IIPOBEIM CpaBHEHHWE ULIMPUH THKOB (EHOJIOB pABHOW ILIOLIAH,

pe3yabTaThl MPEJCTaBICHBI B Ta0M. 29.

Tadoauna 29. [lIupuHEI TUKOB MPH MPSMOM BBOJIE W MPOTOYHOM COPOITMOHHO-

BOXX paznenenun. (n = 3)

OmnpenensieMoe BEIIECTBO Wi/ npu OpsIMOM | Wi,  TIPH  COPOITMOHHO-
OmpeeICHUH, C B2XX onpenenenuu, ¢
deHon 15 10
4-Hutpodenon 18 10
2-XopdeHnor 21 11
2,4-Tuxnopdenon 23 16
2,4-Jlumetundenon 26 16
2-Hutpodenon 27 16
4-X1op-3-meTundeHon 30 20
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Puc. 49. XpomaTorpaMMmebl, moJydeHHbIE TTPH MpsiMoM BBojie 20 MK pacTBopa (eHOJIOB ¢
KOHIIeHTpalnue 5 mr/n (A) u npouenypsl ¢ KOHIIEHTpupoBanueMm u3 10 M pacTBopa
¢denonos ¢ konmnentpamuet 10 mkr/n (b). IloxBmwkHas (aza «aleTOHUTPHII — BOA»,
conepxanue Boasl 60 00. %. Pa3mep kononku 150x4,6 mMm, copbent Luna C;g3 Y-

JCTEKTUPOBAHUE MPH JTUHE BOJIHBI 275 HM.
1 — ¢enon, 2 — 4-autpodenon, 3 — 2-xmopdenon, 4 — 2,4-mUHATPOGEHOIT,

5 - 24-muxmopdenon, 6 — 2 4-numermwindenon, 7 —  2-HUTpodeHOI,

8 — 4-xnop-3-metundenon, 9 — 2-metuin-4,6-TMHATPODEHOI.
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Takum o0pa3zom, B HacToslleM pa3zzesie BbIOpaHbl yclioBHs on-line necopOuuu
aHAJIMTOB B METIIIO-I03aTOP, a TAKXKE IPOBEJICHO CPAaBHEHHUE IIUPHUH ITMKOB IIPH MPSIMOM
BOXX omnpenenernn (EHOJIOB W MPOTOYHOM copOIHoHHO-BOXKX ompenenenun ¢
UCIOJIb30BAHNUEM CYOKPUTHUECKON BOJIBI.

Onenka MeTPOJIOTMYECKHMX  XapPaKTePUCTHK  omnpeaegeHusi  (eHOo10B.
3aBUCUMOCTh ~ AQHAJIMTUYECKOTO CHUTHajda CTPOMIM B  KOOpPAMHATaX  IUIOIIAJb
xpomatorpaduueckoro nuka B MB*c — KoHIeHTpauus ()eHOJIOB B TI'paJlyHMpPOBOYHBIX
pactBopax (2,5 — 15 mxr/m). PaccuuThiBamu mapaMeTpbl JIMHEHHOW I'palydpOBOYHOMN
3apucuMocTd (cM. Tabdn. 30), mpemensl oOHapyxkeHus (tabn. 30) U 3aBHCHUMOCTh
BOCIIPOM3BOJUMOCTH OT KOHILIEHTpanuu aHanuToB (Tabm.  31). Ilo-Bumumomy,
temreparypa 175 °C HegocTaToyHa il KOJMYECTBEHHOTO M BOCHPOM3BOAMMOIO
u3BineyeHus 4-xnop-3-merundenona. [pagyupoBka mo »ToMy (eHoy OKazanach

HCYHOBHGTBOPHTCHLHOﬁ, B nocneny}omeﬁ pa60Te €T0 HC pacCMaTpHuBaJIN.

Tadoauua 30. IlapameTpsl TpaayMpOBOYHBIX 3aBUCUMOCTEH TMpU MPOTOYHOM

copbrmonH0-BOXKX onpenenennu geromnon (n =3, P =0,95)

Cmins  MKI/J,
Crmins CHmKeHne
JUISt
Onpenensemoe 5 MKT/I1, Cmin 3@ CUET
A, MBxcexi/r | R COpOITMOHHO-
BEIIECCTBO psIMOU KOHIICHTPH-
BOXX
BBO/JI poBaHUs
oTnpeIeICHUS
denon 34 +4 0,9621 | 60 1 60
4-Hutpodenon 23 +£2 0,9765 |40 0,6 70
2-XnopdeHnon 18 +2 0,9511 |70 0,9 80
2,4-luxnoppenon |28 +3 0,9327 | 30 1 30
2,4-lmmetundenon |17 £3 0,8659 |70 2 40
2-Hutpodenon 7+1 0,9434 | 100 2 50

Kos¢pdunuent B cratuctuyecku He3HAUUM, UCIIOJIB30BaIM YpaBHEHHE BUJa S = AXc.

Kax BuaHO M3 TaOnuIpl 26, 61aromaps MPoOBEACHUIO KOHIICHTPHPOBAHUS TIPEICIIbI

oOHapyxeHus: cHu3uimuch B 30 — 80 pa3 u coctaBuiu 0,6 — 2 MKr/i. 3Ha4eHHs MIPeeIoB
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OoOHapyXeHHsI COIOCTaBUMBI ¢ ONMyOJIMKOBaHHBIMU paHee B 003ope [103]. Hampumep,
npu mnpoBeneHUM on-line  copOmuoHHO-BOXX ompenenenuss ¢enonoB ¢ YO
JNETEKTUpOBaHUEM TMpeaenbl  oOHapykenus cocrtapwm 0,7 — 1 mxr/m  [103], HO
KOHIIeHTpupoBanue mnpooawin u3 100 M. B mHamrelr pabore (eHOIBI H3BICKATH U3
10 M1, TOCTUTHYTHI CPaBHUMBIE MPEEsIbl OOHAPYKEHHS, UTO JaeT HaM JOIOJIHUTEIbHbIE

BO3MOXHOCTHU IJId UX CHUIKCHUA 3a CUCT YBCIIMYCHUA o0beMa MpOITyCKacMOoro 06pa3ua.

Taﬁ.lmua 31. 3aBHCUMOCTH BOCIIPOU3BOAUMOCTH OIIPCACIICHUA OT KOHICHTPAIIUuN

AHAJIMTOB MPU IPOBEJCHUH KOMOMHUPOBAHHOM mpoueaypsl (n = 3)

C, MKI/II
CoenuHenne
2,5 5,0 7,5 10,0 12,5 15

denon 0,31 0,08 0,20 0,12 0,06 0,06
4-Hutpodenon 0,35 0,03 0,21 0,13 0,07 0,03
2-XnopdeHnon 0,24 0,05 0,13 0,23 0,13 0,10
2,4-Jluxnopdenon 0,24 0,07 0,02 0,15 0,14 | 0,17
2,4-lumeTundeHon 0,16 0,18 0,26 0,23 0,22 0,25
2-Hutpodenon -* 0,03 0,18 0,15 0,04 0,04
4-Xnop-3-metundeHon -* -* 0,74 0,38 0,25 0,09

* - He ompeaesIn.

AHa/Iu3 peajbHbIX 00beKTOB. /1 MOATBEPKICHUSI IPABUIIBHOCTH ONPENEIICHUS
(heHOJIOB aHAIM3UPOBATIM BOAONPOBOJAHYIO U MUHEPATbHYIO BOAY MO METOJYy «BBEICHO-
HalJIeHO». AHaJlu3 MPOBOJMUIN aHAJIOIMYHO onucaHHoMy B 1. 5.1.1. IlomyueHHble npu
BBITIOJTHCHHH aHAJIM3a XPOMATOIPaMMBI TIpeacTaBieHsl Ha puc. 50 u 51; manaple 00
M3BJICUYCHHH J100aBOoK B TaOiu. 32. Kak BHIHO W3 JaHHBIX, MaKpOCOCTaB BBIOPAHHBIX

00pa3IoB HEe MeIIaeT ONpeIeIeHUI0 (PEHOIOB.
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Puc. 50. XpomaTorpamMmmsl, nosrydeHHble pu on-line copOunonno-BOXKX onpenenenun
(dbeHoOB B BOAOMPOBOAHOW Boae. Temmeparypa aecopoumu 175°C, o0bem
necopbupyromero pactBopa 3 M. IlogBuxHas ¢a3za «alleTOHUTPUI — BOZAA»,
comepkanue Boabl 60 00. %. Pasmep komonku 150x4,6 MM, copbent Luna Cig
VY ®-nerexTrpoBaHKE IPU JJIMHE BOJIHBI 275 HM.
A — BBeneno 0 MKr/m;

b — BBeneno 10 Mxr/m.
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Puc. 51. XpomaTorpamMmmsl, nosrydeHHsle pu on-line copOunonno-BOXKX onpenenenun
¢deHonoB B MuHepanbHON Bojae, BBeneHOo 10 wkr/m. CoctaB MHUHEpPaIbHOM BOMABI
npuBeeH B riaBe 2. Temmeparypa paecopbuun 175°C, o0beMm necopOHpyrOLIero
pactBopa 3 mu. [logBuxkHas (aza «alleTOHUTPHII — BOJIa», cofepskanue Boasl 60 006. %.
Pa3smep xononku 150x4,6 mm, copoeHT Luna Cg Y ®-gerekTupoBaHue Npy JUIMHE BOJIHbI
275 HM.

A — BBeaeHno 0 MKT/;

b — BBeneno 10 mxr/m.
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Tabimua 32. Pesynbrarsl onpenenenuss (peHonoB (MKI/JI) B BOAONPOBOAHOM U

MUHepanbHOM Boje (n = 3, P = 0,95).

BononpoBoanas Boga MunepanbHas Boaa
Onpenensiemoe BBeneno Beegeno Beeneno Beegeno
BEIIECTBO 0 10 0 10
deHon <1 7+3 <1 9+1
4-HutpodeHnon <0,6 10£1 <0,6 11£2
2-XmopdeHnor <0,9 9+1 <0,9 9+2
2,4-Jluxnopdenomn <1 9+2 <1 1242
2,4-JlumeTundeHor <2 1243 <2 10£2
2-Hutpodenon <2 12+4 <2 11+2

5.1.2. IIporounoe copomuonno-BIKX onpenenenue ¢eHos0B ¢ BBedeHUEM

Bcero konunenTpara B BOXKX kosnonky

Cxema ¢ jgo3upyromied meTiaed  yCIOXKHSeT TNpoleaypy W CHHXKAET
BOCITPOM3BOJUMOCTh. [l AE€MOHCTpallud MAaKCUMAIbHBIX PE3yJIbTaTOB, IOCTHUKHUMBIX
MOCPEACTBOM pa3pabOTaHHONW METOJUKH, MPOBEIM AaHAJIOTHYHBIA OSKCIEPUMEHT C
nmojavell KOHIEHTpaTa HEMOCPEICTBEHHO B Xpomarorpaduueckyr KoJoHKy. (Cxema

YCTaHOBKH NpeJCTaBleHa Ha puc. 52.

1. Cop6uus. [Tponyckanu depes KOJOHKY JUIsl KOHIeHTpupoBanus 10 M o6pasiia
¢ nobasieanem 0,1 06. % H;PO4 co ckopocThio 1 MI/MHUH MpU KOMHATHOM
temneparype. [Ipu 3ToM Ha BbIX0/i€ U3 KOJIOHKH PacTBOP IMOJABAJIH B CIIHB.

2. Jlecopbums. IIpoBomwim mpeaBapuTeabHBIM HarpeB KoJoHKH 10 175°C B
teuenue 10 munyTt. [locnme BKIIOYAnU MOTOK BOABI 4Yepe3 KOJOHKY IS
KOHIIEHTpUpPOBaHUA co ckopocThio 0,5 mu/muH. KoHueHTpar nocie necopOuuu
nocTynaj B CTAIbHOW  KamwuIsp JJIs  OXJIAXKIEHUs, a 3aTeM B
XpoMaTorpagpuIecKyro KOJIOHKY.

3. BOXX omnpenenenne GpeHOIOB IPH JITHHE BOITHBI 275 HM.

4. Tlocne KaxaOTo IUKIA AKCIEPUMEHTAa KOJOHKY JIIi KOHIEHTPUPOBAHHUS
IPOMBIBAJIA 5 MJI CMECH M30IporaHoi:aneToHuTpuil (75:25% 00./06.) u 5 mn

aleTOHUTpUIIA CO CKOPOCThIO 0,5 MiI/MUH.
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Puc. 52. Cxema ycraHOBKM i KOMOMHUpPOBaHHOM on-line  mpouemypbl

KoHleHTpupoBanus 1 BOXX onpenenenus aHamuToB.

KoMmOuHHMpoBaHHas Tpolieypa aHajdW3a, BKIIOYAeT COPOIMIO aHAJIHWTOB,
TecopOIMi0 CyOKpUTHUECKOW BOJONM B Xpomarorpaduueckyro KoiaoHkKy Luna Cig,
dokxycupoBanue m BDOXKX pazpenenue. IlonokeHne KpaHa COOTBETCTBYET CTaIuU

necop6iuu (BBoay mpodsl B BOXKX komoHKY).

1 — oOpazen, necopOUpYIOIIUI W TPOMBIBOYHBIM pacTBOpbl; 2 — Hacoc 1;
3 — CTAIbBHOW Kanmwjuisip [Jii  NPEABAPUTENIBHOrO HarpeBa; 4 — KOJOHKa it
KOHIICHTPUPOBAHUSA; 5 — TepMoCTaT; 6 — CTaJIbHOW KamWUIp IJIS OXJIAXKICHUS;

7 — MHXEKTOp; 8 — XxpomaTorpaduueckas KojioHka; 9 — gerekrop; 10 — Hacoc 2.
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[locne  kaxmoro HMKJIa  HKCIOEPUMEHTAa  MIPOMBIBAIM  KOJOHKY  JUIS
KOHLEHTPUPOBAHUS S5 MJI cMecu Hu3omponaHoi-anetoHuTpua (75:25% o06. /06.) co
ckopocTh moToka 0,5 MJI/MUH W 5 MJI YHCTOTO alleTOHUTPHUJIA CO CKOPOCTHIO IMOTOKA
0,5 ma/MuH.

[To momyyeHHBIM XpOMaTOrpaMMaM PAaCCUMTHIBAIM MapaMeTpbl I'PadyHupPOBOUYHBIX
3aBUCUMOCTEN u IIPEAEIIBI OOHapyKEeHHs pu on-line
copbmonHo-BOXKX onpenenennu gpenomnon (tadmu. 33).

PaccuutbiBamu mpenensl oOHapykeHUsT (EHOJOB MO AMCIEPCHH MapaMeTpoB
rpaxyupoBouyHoii 3aBucumoctu [110].

B kadecTBe aHaJIMTUYECKOrO CUTHaja MCHOJIb30BAIM IUIOMIAIU NMUKOB. [Ipenens
oOHapyxeHHs (eHonoB Haxoxsrcs B auanasone ot 1,0 mo 1,8 mkr/n (tabim.29).
OTHOcUTENbHOE  CTAaHJApTHOE  OTKJIOHEHHE  pPe3yJbTaToB  copOunoHHO-BOKX
onpeneneHus penonos Haxoautcs B uaTepBane 0,02 — 0,13 (Tabn. 34).

Ta6oauna 33. IlapameTpsl TPagyHpPOBOYHBIX 3aBUCHMOCTEH IMPH COPOIIMOHHO-

BOXX onpenenenuu u peaeibl oOHapykeHus peHooB (n = 3)

OrnpenensieMoe BEIIECTBO A B R® C min, MKI/1
deHoa 9,3 -12,4 0,97 1,6
4-autpodeHon 9,7 10,3 0,91 1,5
2,4-nmumeTundeHo 33,2 -20,2 0,90 1.4
2-HUTPO(EHOT 10,8 4.7 0,88 1,0
2,4-nuxnopdenon 12,3 -18,3 0,99 1,0
2-xnopdeHon 7,7 -4,5 0,95 1,8
4-x70p-3-MeTundeHon 7,3 -10,0 0,97 1,5

Tadamua 34. OrtHOcUTENIbHBIE CTaHJAAPTHBIE OTKJIOHEHHUS  pe3yJIbTaTOB

copbrmonH0-BOXKX onpenenenns ¢penosnos (n = 3)

OmnpenenseMoe BEMIECTBO C, MKr/n

0,5 1 2 3 5
Denon -k ¥ 0,03 | 0,06 | 0,04
4-autpodeHon 0,03 | 0,10 | 0,08 | 0,06 | 0,03
2,4-numeTundeHoI -k 0,10 | 0,07 | 0,07 | 0,02
2-HATPOhEHOT -k 0,04 | 0,13 | 0,08 | 0,09
2,4-muxmopdeHo -k ¥ 0,11 | 0,04 | 0,03
2-xmopdeHon -k 0,10 | 0,03 | 0,09 | 0,09
4-x10p-3-meTrindeHon -* -k 0,02 | 0,04 | 0,04

* — HIDKE TIpejienia OOHapyKeHUSI.
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IIpoBepka npaBHJIBHOCTH ompenejJeHus (eHonoB. [Iposepsanu npaBUIBHOCTH
onpejeneHusi A00aBOK (PEHOJOB B BOJONPOBOJHYIO, PEYHYIO U MUHEPAJIBHYIO BOJY.
brnarogaps OTCYTCTBUIO JO3MPYIOLIEW IETIM B CHCTEME CTal0 BO3MOYKHBIM CHHM3UTh
npeesibl 0OHapyKEeHUsl aHAIUTOB M YMEHBIINTh KOHIEHTPAIMIO «BBEJICHO». Pe3ysbTaThl

aHalin3da BOJ MPCACTAaBJICHLBI B tabm. 35. Kak BHUAHO M3 IOJYUYCHHBIX PEC3YyJIbTATOB,

MaKpOCOCTaB pacTBOpPa HEC MCIIACT OIIPCACIICHUIO (bCHOJ'IOB.

Tab6amnuna 35. Pe3ynbraThl onpezenenus (eHoa0B (MKI/J) B BOJONPOBOIHOM,

MUHEpaJIbHOU U peuHoii Boze (n =3, P =0,95)

BoponpoBoanas
BOJA MuHepanbHas Boja Peunas Boma

Bseneno | Beeneno | Beeneno | Beneno | Beeneno | BBeneno

O Mxr/n, | 2 Mxr/n, | O Mmkr/m, 2 MKr/11, 0 MKr/m, 2 MKT/I,

Onpenensemoe HalieHo, | HalieHo, | HalJieHo, | HaliJeHo, | HalleHo, | HalaeHo,

BEIIIECTBO MKT/11 MKT/TI MKT/11 MKT/T1 MKT/11 MKT/11

deHoI -* 2,0£0,5 -* 2,1£0,3 -* 2,1+0,4
4-autpodenon - 1,9+0,4 - 2,1+0,2 - 1,9+0,3
2-xnopheHon -* 1,8%0,5 -* 2,0+0,4 ¥ 2,2+0,2
2-HuTpodheHon - 1,9+0,2 - 2,1+0,2 - 2,3+0,3
2,4-numeTtundeHon -k 1,9+0,4 -* 1,9+0,1 -* 2,3+0,3
4-x710p-3-MeTHIIHEHOTT - 2,0+0,4 - 2,0+0,3 - 2,1+0,3
2,4-nuxnopdenon - 2,020,2 -* 1,9+0,2 -* 2,2+0,2

* — HUKe mpeJiena oOHaPYKEHUS
5.2. Bo3MOKHOCTH NPOTOYHOTO copOuMOHH0-BIYKX onpenenenus pranaron

B pazpaene 3.2.6. moaTBepKIeHa KOJMYSCTBEHHAsI COPOITUS aHAJTUTOB HAa COPOCHTE
Hypercarb, BeiOpans! ycroBust aecopOiuu cyOkputudeckoii oo u BOXX paznenenus
¢dranaroB. CremyromM 3TarnoM paboThl SBISUIACH pa3pabOTKa crocobda MPOTOYHOTO
OTpe/IeNICHUs] HEKOTOPBhIX (PTAIaTOB, YCTOHYHMBBIX B CpEle CYOKPHUTHYECKOW BOJIBI,
BKJTFOYAIOIIEro cOpOLnIo, 1ecopOino, XxpoMaTtohoKycupoBaHUE U pa3/IeieHIEe aHAIUTOB.

Tak ke, Kak U TpU ONpeAesieHUH (EHOJIOB, TIOCIe COPOIUU-IeCOPOITUN MOXKHO
BBIPE3aTh 30HY KOHIIEHTPATa C UCIOJb30BAHUEM JIO3UPYIOIICH METIN WIH MOJaBaTh BECh
KOHIIEHTPAT B KOJIOHKY JJIsi pa3iesicHus. Tak Kak Mpu onpelneicHUuH (EHOJIOB JIyYIInue
METPOJIOTHYECKHE XaPAKTEPUCTUKU MOJTYYCHBI BO BTOPOM BapHaHTE, MPH ONPEACICHUN

(bTaHaTOB HCIIOJIB30BaJIU UMCHHO 3TOT BApPHUAHT. IIo AaHHBIM, IOJYYCHHBIM B PA3aciic
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3.2.6., o0beM KOHIIEHTpaTa mHociie JecopOLuu CyOKpUTHYECKOM BOJOM paBeH 5 M,
HauOosnee 3¢pdexTuBHAsT aecopOLUs AOCTUTAETCs IPU HCIOJIB30BAHUUM B KayecTBE
JecOpOMpYIOIIero pactBopa 5% areToHUTpUiia B Boje. Tak kak mpu pa3padboTke on-line
COUeTaHWs CTOMT 3amada (OKyCMpOBaHWsS aAHAIWTOB HAa HAYaJlbHOM Y4YacTKe
XpomaTtorpauueckoil KOJIOHKH, OBbUIO pELIEHO IepBOHAYalIbHbIE AKCHEPUMEHTHI B
on-line pexxume TpOBOAUTH O6€3 J0OABKH alleTOHUTPUIIA B AECOPOUPYIOIIUNA PACTBOD.
Cxema yCTaHOBKH, MO3BOJISIONIEH 0/1aBaTh KOHLIEHTPAT B XpOMaTOrpapuuecKyro
KOJIOHKY, IpeacTaBieHa Ha puc. 52. IlocrnegoBarenbHOCTh oOnepanuii, MO3BOJSIOLIAS
MPOBOANTH CcOpOLHUIO, JecopOuMio M mnojady KoHieHTpata B BDXXX kononky u
¢doxycupoBanue, BOXX paznenenue u onpenenenue, npueaeHa B Tadn. 36. Bes on-line
npoueaypa aHaJlOrMyHa NpPUBENECHHOW a1 (DEHOJIOB 32 MCKIIOUYEHHEM TEMIEpaTypbl
CyOKpUTHYECKON BOJABI M JJIMHBI BOJHBIL. B 3kcnepuMmeHTe ¢ (ramatamu Temieparypa

cocrapisia 150 °C, A = 226 um. Tunuyable XpoMaToOrpaMMBbI IIPEICTaBICHBI Ha puc. 53.

Taboaunma 36. IlocienoBaTenbHOCTh Olepalliii TPH  MPOBEISCHUH pa3pabOTaHHON

KOM6HHHpOBaHHOﬁ nponcaypbl aHaJln3a

CkopocTtb
Bpewms MPOKAYNBaHUS
- Onucanue craauu Temneparypa neuun PACTBOPOB, MII/MHH
Hacoc 1 Hacoc 2
0-10 KonaunmonupoBanue KOMHAaTHas 1 0
10 -20 | CopOuus KOMHATHast 1 0
20 — 30 | IIporpes neun pasorpeB or KomHarHOH | 0 0
10 pabouei™
30 -40 | JdecopOmms pabouast 0,5 0
CyOKPHUTHYECKOM BOJIOM
40 — .... | Xpomarorpadguyeckoe | oxnaxaeHue rmeun o |0 1
paszneneHue KOMHATHOU

* — Temmeparypa Jaecoponum
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Puc. 53. XpomaTorpammsl, nosyueHHsle npu on-line copounonno-BOXKX onpenenenun

cMecu (ranmaTos.

1 - ¢raneBas kucnora, 2 — MoHoMmerwiadramat, 3 — MOHOAITWI(TANAT,

4 — MmoHOOyTHA(TANIAT.

[TonsrkHas ¢aza «aleTOHUTPHII — BOJa», coaepkanue Boabl 60 00. %. Pazmep KooHKH
150x4,6 mm, copbenT Luna C;g Y ®-nerexkTHpoBaHNE P JAJTHMHE BOJTHBI 226 HM.

A — gecopbmus  xpomatorpadudeckuMm dmroeHToM  (C =20 mr/m, KOMHaTHas
Temmeparypa).

b — necopOuus cyokpurnueckoit Bojoit (C =20 mr/i, T = 150°C).
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IIpu on-line mponeaype MpPOBOAMIIM ONpEAEEHUE TOJIbKO UYETHIPEX AHAIMTOB:
¢dTaneBoll KUCIOTHI, MOHOMETUI(TaNaTa, MOHO3TUI(TANaTa, MOHOOyTHI(Tanara. [Tpu
JecOpOITMA BOJIHO-AIICTOHUTPUIBHON cMechio pazpemenue (R;) cocraBmno 2,7 ms
nuKoB 2 M 3, a mpu JecopOIuHM CyOKpUTHYECKOH BOJOW aHAJIOTWYHOE 3HA4YEHUE
coctaBuiio 4,2. Yucno TeopeTnueckux Tapenok Bapbupyercs ot 2200 mis ¢ranesoit
kucnotsl 10 12000 mist moHosTundranata (A), u ot 2800 ans ¢TaneBoll KUCIOTH 10
7000 mnsa monostmidranara (b). Koadpduuuentsr accumerpun cocraBunu ot 0,5 no 1,2
(A)u or 0,9 no 1,9 (b).

Kak BHAHO M3 NPHUBEACHHBIX XpOMAaTOrpaMM, MHUKH XOpOIIo pazpemieHsl. [Ipu
HCIOJIb30BaHUU B KayeCcTBE JECOPOMPYIOIIEr0 areHTa XpoMaTorpaduuecKkoro 3Jr0eHTa
BpEMs YJIEP)KUBAHUS ONpPENEIsIeMbIX BEIIECTB YBEIMUYUBACTCS 3a CYET YACpPKUBaHUS
AQHAJIUTOB B KOJIOHKE U KOHLIEHTpUpOBaHMs. BpemeHa yaepkuBaHMsI OIpelesieMbIX

BEIIIECTB MpEJICTaBICHBI B TabmuIIe 37.

Tabauua 37. Bpemena ynepxuBanus Bemects (MuH). (n = 3)

Omnpenensemoe Bpewms ynepxuBanusi, MUH
BEILECTBO
IIpu necop6ruu | [pu necop6ruu | [Ipy mpsmom
IIOABYKHOM CyOKpPHTHYECKOW  BOJIOH, | ONIpeACIICHUH
dbazoi temrieparypa 150 °C
dTaneBas KUcI0Ta 8,9 3 2,2
MonomeTundranar 11,3 3.5 3,2
Monoatundranar 12,6 4.4 4,1
MonoOyTtundranar 19,7 9.4 9,7

OueHka MeTpPOJIOTHYECKHX XapaKTePUCTHK onpenejdeHuss (raaarTos.
[[IupyHbI MUKOB MPHU MPSMOM ONPENEIEHUU U MPU JAecOpPOIMH CyOKpUTHUECKOU BOJOH
MpaKTHYEeCKH He pa3nuuarorcs. [lukm Ha  XpoMmarorpamMme TpU  JA€COPOIUH
CyOKpHUTHYECKOM BOION B 2 — 3 pasa yke, 4eM MPH JIeCOPOIMH BOTHO-AIETOHUTPHIBHON
MOABUXKHOW (a3oif, uTro o0OBsIcHAETCS (OKYCUPOBAHHMEM Ha HAYalIbHOM YYacTKe

XpomaTorpauueckoil KOJIOHKM NIpU MOJadye BOJHOTO KOHIEeHTpara (Tabn. 38). D10
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JEMOHCTPHUPYET MOTEHUIUAIbHYI0 BO3MOKHOCTh MCIOJIb30BAaHUSI CYOKPUTUYECKOM BOJIBI
JUIS aHaju3a CIOXKHBIX cMecedl ¢ OJMM3KUMHU MHAEKCAMH YIEpKUBaHUs, e TpedyeTcs
KOHIICHTPHUPOBaHHUE U BBICOKAs 3((HEKTUBHOCTH XpoMaTOrpauuecKoro pasaeieHusl.

[To moNyd4eHHBIM XpoMaTOrpaMMaM pAaCcCUHTHIBAIM Tpenebl OOHapyKeHUS
aHaJIUTOB, KOTOphIe cocTaBmwin 10 — 35 MK/ tipu AecopO1uu cyOkpuTUudeckoii Booil. B
KauecTBE AHAJMTHYECKOIO CHUTHAla MCHOJIb30BAIM IUIOMIA]b MUKOB. OTHOCUTENBHOE
CTaH/JapTHOE OTKJIOHEHHE PEe3yJbTaTOB OMpezesieHus: (TanaToB HAXOAUTCS B MHTEpBaje
0,02 -0,19 npu necopOuuu BoaHO-aneTOHUTpuUibHON cmechto U 0,02 — 0,24 npu
necopOuuu cyOkpuTHueckoil Bomol. Takum o0paszoMm, mpeneibl OOHApyKEHUs IpH
copouronHo-BOXX onpenenenun camkensl B 30 — 50 pa3 mo CpaBHEHHIO C MPSAMBIM
onpezaenenueM (tabda. 10). OTo oObsAcCHsAETCA pa3iauuveM B 00beMax aHAIM3UPYEMOTO
pacTBopa (1mpu npsiMOM ompeaeneHun B xpomarorpad sBoast 0,02 mi, a npu NpOTOYHOM
OTpe/IeIeHUN aHaJIUThl KOHUEHTpUpYyroT u3 10 mu oOpasla M CKOHIEHTPUPOBAHHBIE

AHAJIMThI BBOJAT B XpOMaTOl"paq)I/I‘-ICCKYIO KOJ'IOHKY).

Taboauna 38. [IupuHBEI TUKOB MpU JeCOpOIMU TOABMKHON (ha3oi, MpU JaecopOIuu

CyOKpUTHYECKON BOIOH U MPH MPSIMOM OIlpeseieHud. (n = 3)

Omnpenensemoe Wiz, €
BEILECTBO
[Ipu necop6uuu | [Tpu necopouuu | Ilpy  mpsimom
OABYKHOM CyOKpPHTHYECKOW  BOJIOH, | ONIpeCIICHUH
dazoi temrieparypa 150 °C
dTaneBas KUCIOTA 24 8 5
MonomeTundranar 15 6 7
MounosTtungranar 14 7 8
MonoOyTtundranar 37 16 17

5.3. BuIBOAKI K rJ1aBe 5

Pazpaboran cmoco® mpoTodyHOro ompenenacHus ¢enona, 4-autpodeHona, 2-

xynopdenona, 2,4-muauTpodenona, 2-autpodenona, 2,4-mumerundeHona, 4-xmaop-3-
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MeTwidenona, 2,4-puxnopdenona,  2-mMeTui-4,6-AMHUTPOdEHONa,  BKIIOYAIOLIHUIA
COpOLIMIO AHAUTOB, HUX JECOpPOLMIO CYOKPUTHUYECKON BOJOM, BBIpE3aHHE 30HBI
KOHIIEHTpaTa B JIO3UPYIOIIY IO METIIIO, dhoxycupoBaHue u BOXX
paznenenue/onpenenenue. Ilpu  UcCHoib30BaHUM  JO3MPYIOLIEH METIM  MHpPEesbl
oOHapyxeHuss coctaBw 0,6 — 2 Mkr/n (mpu KOHUEHTpUpoBaHUU u3 10 wmi),
OTHOCUTENbHOE CTaHJapTHOe OTkiIoHeHue coctaBwio 0,03 — 0,18. I[IpaBunbHOCTE U
CEJICKTUBHOCTh ONpENENEeHUs JJ00aBOK JIIEMEHTOB B MOPCKOM BOJE€ Ha YpOBHE
coaepxxanui 10 MK/ moATBEpKAEHA METOIOM «BBEAEHO-HANUICHO».

IIpu BBeneHun Bcero koHueHTpara B BOXKX konoHky npenensl oOHapyKeHUs
coctapm 1,0 — 1,8 Mkr/n (npu koHueHtpupoBaHun u3 10 M) OTHOCHTENBHOE
ctanaaptHoe oTkiIoHeHue coctaBuio 0,02 — 0,13. IIpaBUIBHOCTP U CEIEKTUBHOCTH
ornpejeneHus: 100aBOK 3JIEMEHTOB B MOPCKOH BOJE Ha ypOBHE COAEpkKaHUM 2 MKI/1
IIOATBEP)KJICHA METOJIOM «BBEACHO-HaWaeHO». [llMpuHBI NHKOB NpU NPOTOYHOM
copbrmonHo-BOXKX ompenenennn ¢enosoB B 1,5-2 yxke, YeM MNpuU MPSIMOM
OIpe/IeJICHUH, HE BKIIIOYAIOILIEM KOHIIEHTPUPOBAHUE.

Pa3paboran  cmoco0  TPOTOYHOrO  ompenenieHus  (prajeBod  KHCIIOTHI,
MOHOMeTWI(TanaTa, MOHOATHI(TaNaTa 1 MOHOOYTHI(TaNaTa, BKIOYAIOIINI COpOLINIO
AHAJINTOB, HUX JECOpOLUI0 CcyOKpuTHyecko Bomol, ¢okycupoBanne u BDXKX
pasznenenue/onpenenenue. [Ipu konmeHnTpupoBanuy u3 10 M mpenenasl oOHAPYKEHUS
aHamuToB cocTaBwd 10 —35 MKI/J, OTHOCHUTEIIBHOE CTaHJAPTHOE OTKJIOHEHHE
cocrawio 0,02 — 0,24. IlupuHBI THKOB MpPU TMPOTOYHOM copOIHOHHO-BOXX
ornpezeneHuu (TanaToB COMOCTABUMBI C IMIUPUHAMH TTHKOB TIPH MPSMOM OTpeeIICHUH,

HC BKIIIOYAOIEM KOHOCHTPHUPOBAHUC.
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OBIME BBIBOJBI

1. [Ipemmoxen cmocod mpoToyHoro copburoHHo-BOXX —omnpenenenus
BEIIIECTB, BKIIIOYAMOIIMA COPOITMI0 aHAIMTOB, MX JIECOPOIHMIO CYOKPUTHYECKON BOIOM,
OXJIaXJIEHUE KOHIIEHTpara B TIOTOKE, XpOMaTo(pOKyCHpOBaHWE aHaJUTOB B
Xpomarorpauyeckoil KOJIOHKE, MX pa3/ieJeHue M ONpeAclieHHEe B H30KPATHYECKUX
YCIIOBHSIX.

2. [Tokazano, 4YTro mMOPHUCTBIA TpaUTUPOBAHHBIMN YIIIEPOAHBIH COPOEHT
Hypercarb Oonee ycroituuB B cpele CyOKpUTHUECKOM BOJBI MpH TeMmieparypax 175 u
200°C, uem opranononuMmepHble copOeHThl MN-200 (CBEpXCIIMTBIH MOJUCTUPOI) U
Strata-X.

3. [Momyuyens! qanHbIe 0 cCOPOLUMU (HEHOIOB U3 Pa3IMIHBIX 00BEMOB PAaCTBOPA,
B KayecTBE ONTHMaibHOro BeIOpaH 00beM 10 mu. [lomyuyensl naHHbIE O mecopOuuu
¢deHonOoB W (TajmaToB CYOKPHUTHYCCKOH BOJOH C YIJIEPOJHOTO COpOCHTA IpHU
temmeparypax 150, 175 u 200°C. ITokazano, yTo Bo3MokHa 3 (PeKTUBHAS TecopOIns
psana  ¢enonoB  (denoma, 4-murpodeHoma, 2-xjopdeHona, 2-HUTpodeHOIa,
2,4-numetundenona, 4-xnop-3-metuindenona) ¢ copdenta Hypercarb npu 175 u 200°C.
Mounostundranar u auMmeruiadpranar 3ggexktuBHO necopobupyrores npu 150°C, nus
necop6rmu  amdTUiadranata tpedyercs 175-200°C. Ilokazano, 4to 3¢ ()EKTHBHOCTH
necop6run  2,4-nuxiopdeHona, MOHO-IUKIOreKcwiIdTanmara W MOHOOyTHiI(Taara
CyOKPHTHYECKOM BOJONW HFJKE, YeM arlleTOHUTpUiIoM. Hanbopiyio cTerneHb aecopoIuu
MOHOOyTHI(TaIaTa, MOHO-IIMKJIOreKcriIraara, MOHOMeTHII(TaIaTa U
MoHOdTHI(pTammara Habmomamu mnpu  150°C. Ilpm  yBemWYEHHUH  TEeMIIEpaTypbl
YBEIIMYUBACTCS CTENICHb THIPOJIN3a ITHX BEIECTB.

4. [Tokazana BO3MOXHOCTh MCIOJIB30BaHUsI Mojaenu AOpaxama Uisi pacdera
BPEMEH YJICPKUBaHUS BEIIECCTB B CUCTEME «IIOPUCTBIA I'pa)UTHPOBAHHBIA YTICPOI —
cyOkputrdeckass Boma» mpu 150, 175 m 200°C. Paccumranbl mapaMeTpbl CHCTEMBI
«TOPUCTHIM TPaUTUPOBAHHBIA yTiepoJ — cyOkpuTmdeckas Boma» mpu 150, 175 u
200°C. TIlokazaHo, uyTo moBeneHue 2,3-06eH3o(dypaHa, MHI0JIA, KOPUUHOTO CIOUPTA U

3TI/IH6€H3OHa, HC HUCIIOJIb30BAHHBIX IIPU PACUYCTEC I3TUX IMAPAMCTPOB, YAOBJICTBOPUTCIILHO
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OMKCHIBAETCS B paMKaxX yka3zaHHOU Mmopenu. [IpeackasaHo moBeneHHE psjia aHUIMHOB
IIPH J1eCOpOIMH CYyOKPUTUYECKOM BOOM.

5. Pazpaboran cnoco6 mporodHoro ompeneneHus (eHomna, 4-HUTpodeHoza,
2-xnopdenona, 2,4-nmuaATpodeHONa, 2-HUTpodeHona, 2,4-muMmeruindenona, 4-xmaop-3-
MeTwidenona, 2,4-puxnopdenona,  2-metui-4,6-AMHUTPO(EHONa,  BKIIOYAIOLIHI
COpOLIMIO AHAUTOB, HUX JECOpPOLMIO CYOKPUTHYECKOH BOJOM, BBIpE3aHHE 30HBI
KOHIIEHTpaTa B JO3UPYIOIIYIO MEeTIIIO, dboxycupoBaHue u B2XKX
paznenenue/onpenenenue. Ilpu  uUCHoNb30BaHUM  JO3UPYIOMIEH TETAHM  MHPEIesb
oOHapyxeHust coctaBw 0,6 — 2 Mkr/n (mpu KOHLEHTpUpoBaHUU u3 10 wmi),
OTHOCHUTENIFHOE CTAaHJApTHOE OTKIOHEHUE OIpejesieHus] OOJBIIMHCTBA AaHAIMTOB
coctaBuio 0,03 — 0,18. [IpaBUIBHOCT M CEJIEKTUBHOCTH ONpeneNeHus 100aBOK B
MOPCKOM BOJ€ Ha YpoBHE coiep:kaHuid 10 MKI/n moaTBepKAeHa METOIOM «BBEIEHO-
HalIeHO».

IIpu BBemeHuM Bcero KoHIEHTpara B BOXKX KkoloHKY mpenensl oOHapyKEeHUS
coctapmm 1,0 — 1,8 Mkr/n (mpu KoHUEHTpUpoBaHUU U3 10 MJ) OTHOCHUTEIBHOE
ctanmaptHoe oTkioHeHue coctaBuiio 0,02 — 0,13. IIpaBUIBHOCTD U CEJIEKTUBHOCTH
ornpejeneHus: 100aBOK 3JIEMEHTOB B MOPCKOH BOJE€ Ha ypOBHE COAEpkKaHUM 2 MKI/1
MOATBEPXKJIEHA METOJOM <«BBEACHO-HalieHo». LllupuHbl NHKOB TpU MPOTOUYHOM
copbrmonHo-BOXKXX omnpenenenun ¢enonmoB B 1,5 — 2 yxke, yeM NpH MPSIMOM
OTIpe/ieNIeHUH, HEe BKJIIOUYAIONIEM KOHIICHTPUPOBAHUE.

6. Pazpaboran cmoco0 mpoTOYHOrO ompeneiacHus (TaaeBON  KUCIOTHI,
MOHOMeTHI(TaNaTa, MOHOITHUIPTATaTa U MOHOOYTHII(TaNaTa, BKIIOYAIOMIUNA COPOITHIO
aQHAJMTOB, WX JECOPOIMI0 CYOKpHUTHYECKOW BOJOM, (okycupoBanue u BDIXX
paznenenue/onpenenenue. [Ipu konunentpupoBanun u3 10 mu mpenenasl oOHApYKEHUS
aHamuToB coctaBwin 10 — 35 WMKI/JI, OTHOCHUTEJIBHOE CTaHJIAPTHOE OTKJIOHEHHE
cocrawino 0,02 — 0,24. IlupuHBI THKOB MpPU TMPOTOYHOM cOpOIHOHHO-BOXX
ornpezeneHu (TanaToB COMOCTABUMBI C IMIUPUHAMH THKOB MPH MPSMOM OTpeeIICHUH,

HC BKIIOYAOIEM KOHOCHTPHPOBAHUC.
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