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UCCINEAOBAHUE BO3MOXHOCTU CO30AHUA COPBLUOHHO-
YACTOTHOIO XPOMATOIPA®UYECKOIO AETEKTOPA
Voronova T.S., Mazur V.G., Poudalov A.D.
INVESTIGATION OF THE POSSIBILITY OF CREATING A SORPTION
FREQUENCY CHROMATOGRAPHIC DETECTOR

AHHoTauumA. PaccmaTpurBaeTcsa npobrnema oTCyTCTBMSA CENEKTUBHOCTU B aHANUTUYECKUX Npu-
Bopax, koTopas BUAET Ha TOYHOCTb U3MEepPEeHUA. AHaANN3NMPYITCH NPUYUHBI U BO3MOXHbIE peLLeHns
3TON Npobnembl C akLEHTOM Ha MCMoNb30BaHMe XpomaTorpaguyeckmx OeTeKTOpoB U mMeToda Nbe-
30KBapLEBOro MUKpoB3BelLMBaHuSA. B paboTte npeacraBneHbl HOBble COPOEHTbI C rMapOUNbHBIMU
PYHKLMOHAMNbHBIMK CIOSIMU, COAEPXALLMMW aMuaHble, aMUHO-, ONOMbHbIE U LIBUTTEPUOHHBIE TPYMMbI
pPasnUYHOM CTPYKTYpPbl. TN COPOEHTbI ObINTM CUHTE3MPOBAaHbI Y UCNONb30BaHbI AN1A pa3geneHns nonap-
HbIX COEOUHEHU METOAOM rMapodunbHON XxpomaTtorpadmn. B pesynbtaTte nccnegoBaHus Obinu Bbl-
ABMEHbl TEHAEHUUN BNUSHUSA CTPYKTYPbl DYHKUMOHANMbBHbLIX FPYMM, NPUBUTOIO Cros, UCMOMb3yemMoro
cnencepa n maTpuubl HENOABWXKHOM ha3sbl Ha XpomaTorpaduryeckmue xapakTepucTnkm copbeHTa.

KnioueBble cnoBa: COpOUMOHHO-YACTOTHbBIN YYBCTBUTENbHbBIA 3NEMEHT, Xpomartorpaduye-
CKU OeTeKTop, COPOEHT, MHOrOKOMMOHEHTHAsi CMECb, CENNEKTUBHOCTb.

Abstract. The problem of the lack of selectivity in analytical instruments, which affects the ac-
curacy of measurements, is considered. The causes and possible solutions to this problem are ana-
lyzed, with an emphasis on the use of chromatographic detectors and the piezo quartz microweighting
method. The paper presents new sorbents with hydrophilic functional layers containing amide, amino-,
diol and zwitterionic groups of various structures. These sorbents were synthesized and used to sepa-
rate polar compounds by hydrophilic chromatography. As a result of the study, trends in the influence
of the structure of functional groups, the grafted layer, the used spacer and the fixed phase matrix on
the chromatographic characteristics of the sorbent were revealed.

Keywords: sorption frequency sensing element, chromatographic detector, sorbent, multicom-
ponent mixture, selectivity.

B aHanutudeckux namepeHusix, koraa npoM3BoasaTCA UCCreaoBaHUA cocTaBa
Pas3fnnYHbIX BELECTB, UMEEeTCS pPaa OrpaHUYeHNIN Ha BO3MOXXHOCTM UCMOSb3YyEMbIX Me-
ToOoB aHanm3a. K ogHOM M3 Takumx OCOOEHHOCTEN OTHOCMUTCS BbICOKasi CITOXXHOCTb
onpegeneHns KonnyectTea OTAENbHbIX BELLECTB U UX COEOUHEHUIN, BXOOSALLMX B CO-
CTaB MHOrOKOMIMOHEHTHbIX Napora3oBbix cMecen. [TpumMeHaeMble B HacTosiLee BpeMS
MeTobl HE MO3BOSIAOT U3roTaBnMBaTb CEHCOPHbIE AfIEMEHTLI C BbICOKOW YyBCTBU-
TENbHOCTLIO K OTAENbHBIM KOMNOHEHTAM TaknMx CMECeMn.
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OcHoBHbIM TpeboBaHMEM, NPeabABSEMbIM K aHaNUTUYECKUM npubdopam, SB-
NseTcH BblCOKas napameTpuyeckas YyBCTBUTEMbHOCTb K U3MEPSAEMOMY KOMMOHEHTY.
OT0 CBONCTBO 0b6ecneymBaeT OCHOBHbIE METPOSOrMYECKME XapaKTEPUCTUKKN Npnbopa,
Takue Kak gvanasoH U3MepeHui, OCHOBHbIE U JOMNOMHUTENbHbIE MOrPeLUHOCTN U3Me-
peHnn n ap. OQHAKO TOYHOCTb M3MEPEHUI MOXET ObITb NOABEPrHyTa COMHEHWIO, eCNi
B aHanu3npyemom cMecu, MOMUMO U3MEPSEMOro KOMMNOHEHTa, ByaeT NpucyTcTBOBaTb
Apyroe BellecTBO, obragatoliee CXOXMMN XxapakTepuctukamu. Noatomy BaxxHOM 3a-
Aadven npu Bolbope cpencrea n3aMepeHun aensietTca obecneyeHne cenekTMBHOCTH (U3-
BupaTenbHOCTUN) B flaHHbIX KOHKPETHbIX YCNOBUSIX NU3MEPEHUIA.

AHanu3 napka aHanuTuyeckux npubopoB NokasbliBaeT, YTO GONbLUMHCTBO U3
HUX He ABNATCA CeNneKkTUBHbIMU. Tak, Hanpumep, Ans npubopoB, OCHOBaHHLIX Ha
KOHOYKTOMETPUYECKUX MeToAax N3MepeHui (cornemepax), HaCTPOEHHbIX Ha uamepe-
HWe KaKoro-To onpeaenéHHoro MOHHOro BELLECTBa, NOrPeLLIHOCTb B U3MepeHus byaeT
BHOCUTb OAHOBPEMEHHOE MPUCYTCTBME MOHOB nNpumecen. MoxHo npueectu 6onee
NPaKTUYECKNUA NpUMeEpP, KacaloLUNCcs NMPUMEHEHUS ankoTeCcTepoB, YTO BaXXHO 3HaTb
Kak ans sogutenen asBtomodunen, Tak n ana cotpygHmkos MMbOL. O6bI4HO NpyHLUMN
paboTbl TakMx NpnbopoB OCHOBAH NMBO Ha TEPMOXMMUYECKOM, NMMBO Ha ONTUYECKOM
meTofe. B naHHOM cny4vae npucyTCTBMUE B BblAbIXaeMOM YENOBEKOM BO34yxXe OpYruX,
NOMUMO MapOB 3TaHONa, BELeCTB MOXET yka3aTb Ha OfbsHeHue. Takas cutyauus
MOXET NPOU30NTU, HaNpPUMep, Hanu4ne NapoB aLeToHa, CONPOBOXAALWNA HEKOTO-
pble 6onesHu.

3 cka3aHHOro Bbille SCHO, YTO OTCYTCTBUE CENEKTUBHOCTU U3MEPEHUI ABMS-
eTCcH BaXHbIM (PaKkTopoM, Y4ET KOTOporo Heobxoaum. OgHaKo MMEETCA HEKOTOpPbIN
Knacc aHanuTmyecknx npnbopos, AN KOTOPbIX OTCYTCTBME U3bupaTenbHOCTU SBMs-
€TCs QOCTOMHCTBOM. TakMmu npubopamu SBASIOTCA XpomaTorpaduyeckune OeTek-
TOpbI.

Hanbonee pacnpocTpaHEHHbIMN XpomMaTtorpadmnyecknmm getektopammn sBns-
IOTCSl KATApPOMETP U NrIaMeHHO-NoHu3aumoHHbIM aeTekTop (MAL). MNepBbin N3 HUX pe-
armpyeT Ha U3MeHeHne TennonpoBOAHOCTU, a BTOPOW - Ha ANEKTPUYECKY0 NpoBOAN-
MOCTb MOHU3NUPOBAHHOW Napora3oBon cMmecu. HecMoTps Ha To, 4To oba aTuX MeToaa
N3MEPEHNN He ABMSAIOTCSA CENIEKTUBHbLIMU, B JAaHHOM MPUMEHEHUN 3TO ABMSEeTCS npe-
MMYLLIECTBOM, NMOTOMY YTO BCNeACTBME pasfennTesbHbIX CNOoCOBHOCTEN XpomaTorpa-
doMyecKom KOMNOHKM Ha BXO AeTeKTopa Kaxabl pa3 nocTynaet buHapHasa cMecChb: ras-
HOCUTENb C OAHUM aHanuM3npyemblM KOMMOHEHTOM, 3aTeM ras-HocuTesnb C Opyrnm
KOMMNOHEHTOM U1 T.4. KayecTBeHHbI COCTaB CMeCcK onpeaensieTcs no BpeMeHam yaep-
XUBaHUA OaHHOW XpomMaTtorpaun4eckon KOSTOHKOW Npu (PUKCUPOBAHHbLIX YCIOBUAX, a
KONMYEeCTBEHHbIN COCTaB Mo nowaaam xpoMmartorpadpuyecknx nmko. O6a HazBaHHbIX
BblLLE JeTeKTopa ABMSOTCS BbICOKOYYBCTBUTESNBHLIMWU, YTO obecneymBaeT ux LWMpo-
Koe npumeHeHune. OgHako 0bounx oTnnyaeT ogHa 0COBEHHOCTb: UX YYBCTBUTENBHOCTb
nagaeTt npw MOBbILLEHNUN MOJSIEKYNSIPHON MacChbl aHanNU3npyeMblX OpraHU4Yeckux Be-
LLIeCTB B O4HOM rOMOSIOrM4YeCKOM psay.
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Mcxoos m3 M3noXeHHOro Bbllwe, pa3paboTka xpomaTorpaduyeckoro AeTek-
Topa, cBOOOAHOrO OT YKa3aHHOro HeocTaTka, ABNAETCA akTyanbHOW 3ajayen.

[MepcnekTUBHBIM B 3TOM OTHOLUEHUWN ABMSIETCH MeTo KBapLLeBOro MMKpPOB3Be-
lWwmBaHKUA [1], Tak Kak ero YyBCTBMUTEIbHOCTb YBENMYMBAETCA NPWU NOBbILLEHNN MOSe-
KYNAPHOW Macchbl aHanuanpyemoro BellecTtBa. [lpumeHeHne copOuUMOHHOIo MOKpPbI-
TUS, HAHECEHHOIO Ha 3ANeKTpPoAbl Macc-4yBCTBMTENMbHOIO KBapLEBOro pes3oHaTtopa,
No3BOMSET pellaTb NocTaBneHHyo 3agady. B gfaHHOM crnyvae K OCHOBHbIM TpeboBa-
HUSAM, NpeabsBnsemMbiM K cOpOeHTy, crnefyet OTHECTU BbICOKYH) COPOLIMOHHYO Crno-
COBHOCTb K pasrfvMyHbIM Knaccam aHanusmpyeMblX OpraHM4eckux Bellects, obpatu-
MOCTb MpoLEeccoB copbumm — gecopbummn, xopoLume AUHaAMUYECKNE XapaKTePUCTUKN,
CTabunbHOCTb PU3NKO-XUMUYECKUX CBOMCTB BO BPEMEHW.

Ha nepBbii B3rnag nepcnekTUBHbIMU B 9TOM OTHOLLUEHUU ABNAOTCA HEMOABUX-
Hble XpomaTorpadguyeckme ¢asbl (CKBanaH, NONNaTUNEHINIMKOMb, kapboBakc 1 ap.),
T.e. BelwecTBa, KOTopble NMPUMEHSIOTCH B KayecTBe cOpbeHTOB B Xpomartorpagude-
CKUX KorioHkax. OfHako oka3anocCb, YTO, HECMOTPSA Ha BbICOKYIO BA3KOCTb 3TUX COp-
BGEeHTOB, OHU MOCTENEHHO YHOCATCHA NMOTOKOM rasa-HOCUTENS, YTO Bbl3blBaeT Apend
Hyns geTtekTopa.

B peaynbTate novcka noaxoasawmx copbeHToB 6b1nn BbibpaHbl TBEpAbLIE NOPU-
CTbl€ KpEMHUNOPraHnyeckne copbeHTbl — reninm NonmopraHocunokcaHos [2]. boinu nc-
cnefoBaHbl AaTYMKM ¢ copbeHTaMu Ha OCHOBE MOIMMETUIICUNOKCaHA U NoNMdeHu -
CUITIOKCaHa B XpomaTtorpadomyeckomMm pexmmMe npu aHanmse cMmecemn anmgaTmyecknx n
apomMaTtuyeckux yrnesoaopoaos.

lMony4eHHble pe3ynbTaTbl NokKasanu, YTO NPy OOCTAaTOYHO BbICOKOW YyBCTBU-
TENbHOCTK 3TK AaTYMKM He obnagatoT JOCTaTOYHbIM ObICTPOAENCTBMEM, OCOOEHHO B
pexume gecopbuun. Tak NOCTOSIHHAA BPEMEHWU MpPU CKavyKkoobpasHOM yBenuyYeHUn
KOHLIeHTpaLuMM NapoB rekcaHa 1 3TaHoma CoCTaBuna HECKONbKO CEeKyHA, a Npu ckau-
KOOBPAa3HOM YMEHbLUEHUN KOHUEHTpaumu (T.e. npyn gecopbunn aHanmsmpyemoro Be-
LLecTBa) aTa XapakTepuCcTuKa NpeBbIlaeT OAHY MUHYTY. OTOT hakT, NO-BUOUMOMY,
MOXHO OOBACHUTb HanMuYMEM akKTUBHbIX a4COPOUMOHHBIX LEeHTpoB, obragaroLimx
GonbLLIOK 3HEPr1en CBS3M C MOSEKyNaMmn aHanmanpyemMbliX BELLECTB.

Bbinu onpoboBaHbl cnocobbl MoANMUKaALMKN YKa3aHHbIX KPEMHUNOPraHNYeCKMX
NOKpbITUI. Hanbonee npeanoyTTENbHLIM OKasasncs cnocob NPUBUBKK Ha HUX XXNOKNX
Xpomatorpaguyeckmnx cas.

B kauectBe copbeHTa, HAHECEHHOIO Ha Nbe3035IEMEHT, UCMOMbL30BasiCa O4HO-
POOHOMOPUCTbIV KCeporenb NoNMMeTUNannncunokcaHa, nopbl KOTOPOro NPONUTLIBa-
nncb ckBanaHoM. locne 3Toro Nbe3oanemMeHT ¢ COPOLMOHHBbIM MOKPbLITUEM NoABep-
ranca Tepmoo6paboTke. NMony4yeHHble TakMM CNocOBOM YyBCTBUTENbHbLIE 3fIEMEHTbI
Takke 6biniM NpoBepeHbl Ha BbICTpoaenCcTBME NpoueccoB copbumn — agecopouuu. MNo-
CTOSIHHasA BPEMEHW NPWN CKAa4KOoOOpa3HOM yBENUYEHMM KOHLIEHTPALMKN rekcaHa u aTa-

28



Hona oT 0 oo 1000 mnH? (Npouecc copbuun) coctaBuna wecTb cekyHa. Mpu obpat-
HOM CKaudke KOHUeHTpauun (npouecc gecopbummn) NocTosiHHasi BpEMEHU ANsi rekcaHa
TaKke paBHa LLeCTU CeKyHAaM, a AN 3TaHoMna — OeCATb CEeKyHA.

OKcnepuMeHTanbHas npoBepka MNofyyYeHHbIX YyBCTBUTESbHbLIX 3N1IEMEHTOB B
XpomaTorpaguyeckoM pexmMme npoBoaunacb C NOMOLLbLIO pa3paboTaHHOro mMakeTta
aetektopa. MakeTt cogepxan TepMmocTtatypyemyto kamepy (TemnepaTypa TepmMmocTta-
TnpoBaHua nntoc 50 °C) ¢ NOMELWEHHBIM B HEN YyBCTBUTESbHBLIM 3rieMeHTOM. KOH-
CTPyKUuMs kamepbl obecneymBana HenocpeAcTBEHHOE NonagaHue ras-HocuTens no-
cne xpomaTtorpaduyeckon KOMOHKN B LieHTparbHY0 0651acTb YyBCTBUTENBHOMO arie-
MeHTa.

OrnekTpuyeckasi cxema OeTeKTopa COCTOMT M3 paboyero (C YyBCTBUTESIbHBIM
3N1IEMEHTOM) U ONOPHOro (C ONOPHbLIM KBapLEBbLIM PE30OHATOPOM) FreHepaTopoB, CMe-
cUTens, yeunutensa n TepMoperynatopa, cCobpaHHbIX Ha UHTErpanbHbIX MUKPOCXEMax.
Bnok npeobpasoBaHua MHpOPMaUUN OeTekTopa COAEPXKUT LUGPOBON U3MEPUTENDb
YyacToTbl, paboTalLWwun B peXxXnme naMepeHus nepuoga, n undpoaHanorosbi npeob-
pasoBaTerb. JNeKTPOHHas cxemMa Mo3BOMSET PerucTpmpoBaTb U3MEHEHMEe YacTOThbl
konebaHun ¢ norpewHocTbro +0,1 My,

B akcnepumeHTe ncnonb3oBancs xpomartorpad «LiBeT-100» co ctanbHoOM Ko-
noHkon (Tpukpesundocgat, 15 % Ha xpomaToHe N-FW), pacxog rasa-Hocutens
(azoTa) coctaBun (50+5) cM3/MUH.

[nsa onpegeneHns napameTpruyeckon YyBCTBUTENbHOCTU AeTEKTOpPa UCNOSb30-
Banacb CMeCb B paBHbIX OOBbEMHbIX KONIMYecTBax npeactaBuTenen pasnuyHbiX Knac-
COB OpraHM4ecKnx BELLECTB: rekcaHa (KOHTpOSibHOe BewecTBO), 6eH3ona, Tpmxmnop-
3TUNEeHa, METUNITUIKETOHA M 3TaHoMNa. JTa CMeCb BBOAMSACHL B UCNApUTErb XpoMa-
Torpacha mukpownpuuyom MLU-1. O6bem BBOAMMON B MUCMApUTENb O03bl BapbUpO-
Banca ot 0,1 go 1,0 mkn. XpomaTtorpammbl peErMcTpupoBaniucb aBToMaTU4eCkum no-
TEHUMOMETpOM. XpoMaTtorpadudeckne nNmkn angd rekcaHa n 6eHsona nmenun gopmy,
BrIM3Ky0 K CUMMETPUYHON, @ Yy OCTarbHbIX TPEX BeLecTB Obinv 6onee AnvHHbIE ThiSbl.

Mpn aHanu3e xpomaTtorpamm no ctaHgapTHOM MeToauke Obin onpeaenéH Ko-
3(pPULUMEHT OTHOCUTENBHOW YYBCTBUTENBHOCTU (KOHTPOSIbHOE BELLECTBO — FEKCaH).
Ero sHaueHus coctasunu: ana 6eHsona 5,8; ana Tpuxnopatunena 7,4; ana mMeTun-
aTunkeToHa 23,5; ansa ataHona 31,0. MMHMManbHbI npeaen AeTekTMpoBaHus (B Mr/n)
cocTtaBun: ans rekcana 3,14; ons 6ensona 0,54; ona Tpuxnopatunena 0,43; ona me-
Tunatunketona 0,14; ana atanona 0,10.

[anbHenwune nccnegoBaHns ans roMonorndyecknx psagoBs npeaenbHbIX yrieBo-
A0pOoAOB, CMMPTOB U apOMaTUYECKMX YriieBO4OPOA0B NOKa3ann yBennydeHne 4yBcTaum-
TENbHOCTU AeTeKTopa Npu NOBbILLEHUM MOSIEKYNSIPHON MaccChl 3TUX BeLecTs [3].

lMpoBeaéHHbIE UCCreaoBaHNA Nokasann BO3MOXHOCTb CO34aHus COpOLMOHHO-
4YacTOTHOro XxpomaTtorpaduMyeckoro getekropa, OTIIMYNTESNIbHON OCOBEHHOCTLIO KOTO-
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poro ByaeT ABNATbCH BbICOKas YyBCTBUTEIbHOCTb K MapamM BbICOKOMOSEKYNAPHbIX Be-
wect. OgHako cnefyeT NPoaoMKUTb paboTbl MO NOUCKY COPOUMOHHBIX MOKPLITUI C
6onee BbICOKON NapaMeTpu4eckon YyBCTBUTENBHOCTbLIO
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