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OBLUAA XAPAKTEPUCTUKA PABOTDI

CoBpemMeHHas MeTo4osMOrMs aHanu3a Ha opraHu4yeckue rnpMMecy OCHOBLIBAETCHA Ha
npegsapuTensHon nNpobonoaroToBke, BKIOYaKOLWEN BblOeNeHMe npuMecen U KX
KOHLEHTPMpPOBaHME, a TakKkKe CENeKTUBHOM BbICOKOYYBCTBUTENIBHOM WX OMpeneneHuu.
Ncnonb3yemble B HacTosilee BpeMs MeToAbl BbICOKOYYBCTBUTENBHOMO U CENEKTUBHOIO
AETEeKTUPOBaHUS [Af19 ra3soBOW M BbICOKOI(EEKTMBHOM XMOKOCTHOW XpomaTorpaduu
Takme, Kak  Macc-crekTpomeTrpuyeckme,  obrnagatoT  abCconTHbIM - npenenom
netekTMpoBaHusa Bnnotb Ao 107*-10"2 r. Takum oBpasom, npu pabote ¢ NpuemnemMbiMu
obbemamu npob 1 onpegeneHun BCero KonmyecTsa NpuUCyTCTBYOWKUX B Npobax uenesbix
KOMMOHEHTOB Ha TakOM YpPOBHE, CyLecTBYyeT BO3MOXHOCTb [JOCTWXEHUs npegena
obHapyxeHnua Bnnotb Ao 10™-10"%%. CnegmoBatenbHo, mMorna 6bl 6biTb obecrneveHa
BO3MOXHOCTb OOHapy>XeHWs BCEX HOPMMUPYEMbIX COEOUMHEHUN, B TOM YUCME U CaMbIX
onacHblX M3 HUX. TeM He MeHee, ornpegeneHne Havbonee oOnacHbIX OpPraHUYecKux
coeguHeHun Ha yposHe [1[0K, ocHoBaHHOe Ha oOOWenpuHATbIX MeTodax, Tpebyer
KornoccarnbHbIX 3aTpaT BpeMeHU U cpeacTs, 00yCnoBneHHbIX B OCHOBHOM OCOBEHHOCTSMM
Npo6onoaroToBKMy.

Hanbonbllee pacnpocTpaHeHWe B HACTOSAWWMA  MOMEHT NONyyYunu  MeTtoabl
XWOKOCTHOW, ra3oBon 1 TBepaodasHom aKCTpakuuun. Micnonb3oBaHne Ans aHanusa nuulb
ManorM 4YacTu MOMy4YeHHOro 9KCTpakTa Ha psagy € NPUMEHeHUeM Ha  craguu
Npo6onoAroTOBKN OpraHMYecKux pacTBOpPUTENEN BHOCUT CYLLECTBEHHbIE OrpaHU4YeHus B
obLenpuHAaTbIe MeToabl onpefeneHns opraHMyeckux Bewects. A MMEHHO, NPUBOAUT K
MCKa)KEHUIO COCTaBa aHanuaupyemomn npobbl 3a CYEeT NnoTepu 4acTu onpeaensieMbix
COEeMHEHUN U MPUBHECEHUS NPUCYLLUMX PacTBOPUTENSM MpUMeEcern, YTO Kak CrencTBue
NPMBOOUT K HEBO3MOXHOCTU paboTbl C ynbTpamanbiMu KOnM4ecTBaMym onpeaensieMbix
OpraHU4YecKnx COEeAUHEHWUN, HU3KOM BeSindMHe KO3duuMeHTa KOHUEHTPUPOBaHUS,
HeobxoammocTn paboTbl ¢ GonbwmMu Npobamn, a Takke K CEPbe3HOMY YBEMUYEHUIO
Tpygosatpat M BpeMeHu aHanusa. CyuwlecTBeHHbIM HeOOoCTaTKOM TaKke SBMsieTcH
TOKCMYHOCTb, B3PbIBO- M OFHEOMACHOCTb OpraHU4ecKUx pacTeBopuTenen (QuxnopmeTtaH,
rekcaH). Cnegyetr Takke OTMETUTb, YTO NPUMEHEHWe pacTBOpuUTENen npuBoOaUT K
3arpsA3HeHno paboyumx MOMELLEHMI U OKpyXatollen cpedbl (Boda, BO3ayX), YBENNYEHUIO
puycka npyv NpoBegeHnn aHannsa.

lMoaTtomy akTyanbHa pa3paboTka 3KCMPEeCCHbIX, Heagopormx u 6esonacHbIX METOA0B
Npo6OonOAroTOBKM UM KOHLEHTPUPOBAHUS, MO3BOMNSAIOLWMX YBENUYUTL YYBCTBUTENBHOCTb
onpegeneHnss npu MUHMManbHOM UCKaXeHun coctaBa npobbl. OCoBGeHHO akTyanbHbIM
ABNSAETCA COKpalleHVe BpeMeHW aHanmusa B CBA3W C HeobxoouMMocTbio obecrneveHus
BO3MOXHOCTU BbICTPOro CKpMHUHIa NOCTyNatwLWmMx Ha aHanns npob.

OOoHMM 13 BO3MOXHbIX MyTEN YCTPAHEHUS YKa3aHHbIX OrpaHUYeHun SBnsieTcs
MCNONb30BaHME TaKOro MeTod4a BbIAENEHUA U KOHLEHTPUPOBAHUS  OpraHU4ecKmMx
COEANHEHUN, KakK npsMasa cBepxkpuTuyeckas dnongHas akcTpakums (CP3I) Ha
copbumMoHHOEe YCTPOWCTBO C MocnegylwmMm Tepmudeckum aecopbuposannem (TH)
9KCTpaKTa HernocpeacTBEHHO B razoxpomMarorpaduyeckyto cuctemy. B Bbicokoumnctom CO-
copepxaHve npumecerd Ha NOpPSALAKM MEHbLUe, YeM B CaMblX YUCTbIX OpraHUYecKux
pacTBopuTensax. ECnu ncknounTe MCNonb3oBaHNe OpraHNYeckux pactBopuTenein B crnyyae
npuMmeHeHnss CO BO3MOXHO 3HaYUTENbHOE CHUWXEHME npeaena obHapyxeHus. B cBssu ¢
TeM, 4YTO Ha Bbixoge M3 COPD cuctembl aKCTparupyrowasa dasa CTaHOBUTCS ra3oBbiM
MOTOKOM, MUMUTUPYIOLWMMKN dhaKTOopaMn SBMNAIOTCA BbIOOP MeToda ynaBnNmBaHMs SKCTpakKTa
1 cnocob nepeBoaa 3KCTpParMpoBaHHbIX COEAMHEHUI B XpOMaTorpauyeckyto CUcTemy.

Ony6nukoBaHHble paboTbl B GonblUMHCTBE cBOeM, Kacawwwueca npsmon CPI,
NPOBOAUITUCE C BOMbLUMMW KOHLEHTpaUMaMM uccnegyemMblx COeANHEHUA U HE YCTPaHAT
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NepeYnCrieHHbIX Bbille HEQOCTaTKOB, TakK Kak aBTOpbl Ha 3Tane BblAENEeHUsl JKCTpakTa
MCNONb3YIOT OpraHUYecKU pacTBOpPUTENb, a TakkKe MPOBOAAT MOCNeaylLWUn aHanua
Manon 4acTu OpraHW4ecKkoro aKcTpakta. ABTOPblI UCCNeaykT TOSMbKO onpedeneHHble
rpynnbl OpraHNYeCKUX COeQUHEHUN U He pacCMaTpyBalOT BO3MOXHOCTU OOAHOBPEMEHHOIO
onpedeneHnss  LUMPOKOrO  Kpyra BewlecTtB. BoO3MOXHOCTb  kOMOWHauum  NpsiMoOW
O[HOBPEMEHHON CBEPXKPUTUYECKOWN (PNIOMOHON IKCTPaKUUK ynbTpacrenoBbiX KONMMYEeCTB
Pa3nNYHbIX OPraHNYEeCKUX COEQUHEHUN N UX MEPEHOC B aHANUTUYECKY0 CUCTEMY METOAOM
COpOUMOHHOrO ynaBnuBaHWs C Mocneaylwen Tepmogecopbumen npakTU4eckn He
paccmaTpuBanack. HeobxoamMmo ckasatb, YTo paHee B pabote’ Takke 6binv npeanpuHSATHI
nonbiTkn npumeHeHns COD ¢ nocnegywowen Tepmogecopbuven psga OpraHMYecKUx
COeANHEHUN B rasoxpomatorpadguyeckyto cuctemy. OgHako criegyetr OTMETUTb, YTO B
KayecTBe copbGeHTa MCNonNb30Banoch TOMbKO KBapLeBas BaTa, YTO MPMBOOUIIO K KECTKON
3aBMCUMOCTU CTEMEHN MU3BMEYEHNSA UCCredyeMblX COEAUHEHUI OT YCOBUIM 3KCNEepUMEHTa
TaKux, Kak Bpems aKCTpakuuun, Temnepartypa v AasrneHne cBepxkputuyeckoro dnovaa. B
pesynerate 6bIM nogobpaHbl yCrioBust ANs KONMYECTBEHHONO aHanu3a CcoefuHEHUN,
npuHagnexawmx pasnuyHbiM  rpynnaMm, HO He Oblio  npegnoxeHo  crnocoba
OLHOBPEMEHHOIO UX onpeaeneHus.

OCHOBHbIM HegocTaTkoOM MeToda Tepmogecopbunn SBNAETCS OrpaHUYEeHHOCTb Kpyra
COEANHEHUN, KOTOPblE MOXHO KOSIMYECTBEHHO MEPEHOCUTbL C COPOEHTOB B aHanuasaTop.
CyulecTBytolne aaHHbIe NO TepMUYECcKon gecopbunmnm opraHM4ecKnx BeLecTB C TBepAbIX
copbeHTOB nokasanu, 4To, B OCHOBHOM, METOA MPUMEHSETCA ONA KOHUEHTPUMPOBaHUS
HENOnNsApPHbIX, NETYYNX U CpeaHeneTyuymx coeamHeHuin. VI3 aHanmsa npoBedeHHbIX paHee
UCCReaoBaHUi? MOXHO 3aKMioYMUTb, YTO OOHUM M3 BO3MOXHbLIX CMOCOBOB peLLeHUs: 3TOW
npobnembl ABNSETCA WUCNONb30BAHWE MHOFOCIONHBIX COPOLMOHHBLIX MNaTPOHOB C
copbeHTamn HebOonbLIOW eMKOCTM npuMmeHsiBlMMuca B X ¢ HabOMBHBLIMWM KOSTOHKaMK C
HaHeCEeHHOW Ha TBEPAbIN HOCUTESb HENOABWXHOWN (ha3on.

Llenbio Hactosiwen pabotbl sBnsnacb paspaboTka CUCTEMbl  yaBfMBaHUS
OpraHMYeckMx COefMHEeHUN M3 MOoToKa dnionga M KOMMYEeCTBEHHOrO nepeHoca WX B
rasoxpomarorpadmyeckyto cuctemy metogom Tepmogecopbumm (6e3 ucnonb3oBaHUs
OpraHMYeCcKMxX pacTBopuUTENEN).

[na [ocTuxeHs NoCTaBNeHHON Lienu, cneaoBano pewwnTb crnegyouime 3agadu:

1. Ha ocHoBe cyllecTByWOWMX METOAMK MOnyuYnTtb psg  CcopbeHToB C
razoxpomMmarorpauyeckuMmmn HeNOABMXHbBIMU XUOKUMU pazaMm Ha NOBEPXHOCTH
HocuTens. MccrnegoBaTb  BOCMPOW3BOAMMOCTL — CBOWCTB copbeHTOB B
3aBMCMMOCTN OT METOOOB M YCNOBUMA UX MNONy4vyeHusa. M3yuymTb YCTOMYMBOCTb
NnonyyYeHHbIX COPOEHTOB B YCNOBUSIX TepMmogecopbumm, a Takke YCTONYNBOCTb K
AEenNCTBUIO pacTBOpUTENS.

2. OueHnTb COpOBLUMOHHbIE CBOWCTBA MOMYYEHHbLIX COPOEHTOB C TOYKM 3pEHUS
Tepmogecopbunn ManbIX KONMMYECTB OPraHUYEeCKUX COEAMHEHUN PasfnnyHON
neTy4yecTu, a Takke CMOCOOHOCTb ynaBnMBaHUsS U3 MOTOKa CBEPXKPUTUYECKOro
dnonga aKCTparnpyembix BELLECTB.

3. Ha ocHoBaHMM NOMyYeHHbIX AaHHbIX paspaboTaTb CUCTEMY YyraBfMBaHUS
9KCTparMpyemblx COeAMHEHMM U3 rasoBOr0 MOTOKA Ha  BbIxoge M3
CBEPXKPUTNYECKOro (ONIOUAHOIO 3KCTpakTopa, obecrnevmsaioLLyo ynaenmBaHue
cnegoBbix  KormdecTB (4o 107'°r) opraHWYeckux COEAMHEHWIA PasnUYHOW
NONAPHOCTU M NETY4eCTU U KONMMYECTBEHHbLIN MEPEHOC 3TUX COeAUMHEHUA B
rasoxpomMarorpaguyeckyto CucTemy.

1 1.I'maskos WN.H. ucc. kaHg. xvM. Hayk. Mocksa: Xum. cdak. MY um. M.B. JlomoHocoBa, 1998. 126 c.
2 1.l'onoeko W.B., Peeenbckuin W.A., AwmH tO.C., 3upko b.U., Edmmos W.MN.//BecTH. Mock. yH-Ta. Cep.2. Xumusa. 1996. T.37. Ne2. C.
137-143.



Hay4yHasa HoBM3Ha paboTbl:

1. WUccneposaHa BO3MOXHOCTb NCNoNb30BaHNA pasnnyHbIX MeTOL0B
cTabmnmsaumm HenoaBwXHOM hasbl Ha MOBEPXHOCTM HOcUTENs. Bbinn nayyeHol
cnegywowme crnocobbl ctabunusaumm nonumepa: crtabunusaumsi HENOABMXKHOWN
dasbl 3a cyeT MogMdurKaumm NOBEPXHOCTM copbeHTa — TPMMETUNCUNNPOBaHME,
cBobogHopaaukanbHas CLUMBKa-NpUBMBKA MOMMCUIIOKCAHa, CLUMBKa-NpuBMBKa
nonMmepa C KOHLEBbIMW CUMNAHOMbHLIMK rPynnamMu B Mpouecce 305b-refb
CMHTE3a M CUHTE3 HenoaBwKHOW ha3bl U3 MOHOMEPOB HEMOCPEACTBEHHO Ha
NOBEPXHOCTU HOCUTESS B NpoLecce 305b-reflb CUHTe3a. Noka3aHa BO3MOXHOCTb
MCNONb30BaHNSA 3TUX NOAXOOOB AN NofyyYeHuss copbeHToB ¢ TpebyembiMn
ceonctBamn. bBbino nokasaHo, 4TO Haubonee nogoxoaswMM — METOAOM
cTabunmsaumm HenogBMXKHOM hasbl HA NOBEPXHOCTU HOCUTENS ABNAETCS CUHTES
Mo 30rb-reflb TEXHOSOrMu.

2. W3y4yeHbl 3aBUCMMOCTM CBOWCTB MOSlyYaemoro copbeHTa OT yCrnoBUA CUHTE30B
Ans BCexX MeToaoB crtabunmsaumm. Ha OCHOBaHMKM MNOMyYeHHbIX pe3ynbTaToB
YCTaHOBSIEHbI ONTUMarnbHbIE YCNOBUA CTabunusauumn ons Kaxgoro u3 noaxoaos.

3. WccnepoBaHbl CBOMCTBA MNOMYyYEHHbIX COPOEHTOB METOA4aMWU CKaHMpPYHOLLEN
9MNEKTPOHHON MWKPOCKOMUM M 3NEeMEHTHOro aHanusa. M3yyeHa Tepmuyeckas
CTabMNbHOCTb M YCTOMYMBOCTb HEnoaBWXKHOW ba3bl copbeHTa K OencTButo
opraHuyeckux pacteBoputenen. HamgeHbl copbeHTbl, COOTBETCTBYHOLLME
nocTaBneHHbIM Lensam. OTpabotaHa meToamka CnMHTe3a BblOpaHHbIX COPOEHTOB.

4. Bbbina u3yyeHa BO3MOXHOCTb WCMOMb30BAHUSA MOSYYEHHbIX COpPOEeHTOB Ans
TepMmuyeckoro  aecopbupoBaHuss  ynbTpamanbsix — konmdvects  (107°-1077r)
OpraHNYeCKUX COeaUHEHN PasNNYHON NETy4YeCcTU U NPUPOAbI.

5. bbina wun3sydyeHa BO3MOXHOCTb MCMONb30BaHMUSA MOfyYeHHbIX COpPOEHTOB Ans
ynaBnvBaHUsa  9KCcTparvpyembix  ynbTpamanbix — konudects  (107°-107r)
OpraHN4YecKUx COEAMHEHWUA Pa3NUYHOM NeTy4yecTM W npupoabl U3 MNOTOKa
CBepxXKTpuTUYeckoro nomaa. MN3ydyeHa 3aBUCMMOCTb CTEMEHU W3BIEYEHUS
MOAESNbHbIX COEANHEHUI METOAOM CBEPXKPUTUYECKOWN (ONHOUMAHON 3KCTPaKLUKN C
nocriegywowen  Tepmogecopbumen  ons NOMyYeHHbIX  cOpbGeHToB  OT
TemnepaTypbl KMMNEHUS MCCReQyeMbIX OpraHM4Yeckux coeguHeHun. BbisiBneHa
3aBUCUMMOCTb, NoKasblBaloLlasa ycnewHy paboty nomnydeHHoro copbeHTta ans
coeauHeHWI ¢ Temneparypoin kunexns ot 250°C go 400°C.

6. MNpeonoxeH akcnpeccHbin Metogq npsamon CPD  6e3  MCnonb3oBaHUS
OpraHM4ecKkMx pacTBOPUTENEN, OCHOBAHHbIN Ha MNPUMEHEHUN MHOFOCITOMHbIX
KapTpUIXKEN-NIOBYLLEK U TEPMUYECKOM JecopbupoBaHuM a3kcTpakta B [X-
cucTemy. [Mony4yeHHble copbeHThI obecneyvBaet KONnn4ecTBeHHoe
ynaenueaHue/gecopbuunio 107'°r cpegHeneTyumx coeduHeEHWin ¢ Temneparypou
kuneHua ot 170°C go 400°C, a ncnonb3oBaHWE MHOTMOCMONHBLIX COPBLIMOHHbBIX
NaTpoOHOB C MNOflyYEHHbIMU W KOMMEPYECKMMU copbeHTaMu, TakMMn Kak
akTuBMpoBaHHble yrnun, Tenax GC n kBapueBas BaTa NO3BOMSET KONMYECTBEHHO
ynaBnuBaTb OpraHu4eckne coegvHeHus 6onee LWMPOKOro Kpyra TemnepaTyp
kmneHna nocne CO®3 wun  KonMMyecTBEHHO TepmogecobupoBatb WX B
razoxpomarorpadguyeckyto cucteMy 6e3 ncnonb3oBaHWUs PacTBOPUTENEN.

npaKTVI‘-IeCKaFI 3Ha4YNMOCTb Qa6OTbIZ
I'Ipe/:l,nomeHHblﬁ nogxod MOXeT ©OblTb UCMNONb30BaH B 9KO-aHANUTUYECKOM,

CaHUTAPHO-TUTMEHNYECKOM KOHTPOSE LUMPOKOrO Kpyra HOPMUPYEMbIX OpraHUYeCcKmnx
coeanHeHun. Pesynbtatbl paboTbl akTUBHO MCMNOMb3YHTCA Ha XMMUYECKOM dhakyrnbTeTe
MIY nm. M.B. JllomoHocoBa.



Ha 3alunTy BbIHOCATCA criefyowmne NooXeH s:

1. Pesynbratbl WCCNeQoOBaHUA pPasfuuyHbiX MOOAXOAOB Ans  cTtabunusauumm
HEeNoOABW>XHON a3bl Ha MOBEPXHOCTU XpomaTtorpadguyeckoro copbeHTa
Marnon eMKOCTU (HOCUTENb).

2. Cnocob nonyyeHuss ctabunmanmpoBaHHbIX COPOEHTOB ONsi KONMMYECTBEHHOMO
yrnaBfvMBaHUA 3KCTpaKTa U3 NoToKa CBEPXKpUTUYecKoro dromaga n nepesoaa
9KCTparnpoBaHHbIX COEOWHEHWA B rasoBbli  Xpomartorpad MeToaoM
Tepmudeckon pgecopbummn. OnTMMmM3aumsi yCnoBuKM CuUHTe3a. PesynbraThl
NccneaoBaHUs MosyYyeHHbIX cCopBGeHTOB M noaxoabl K Bblbopy copbeHTa ans
MCNONb30BaHNS €ro B Ka4ecTBe OCHOBbI COPOLIMOHHOIO YCTPOMCTBA.

3. 3aKOHOMEpPHOCTM MCMOMb30BaHUA MOMYy4YEeHHbIX COPOEHTOB ANA ynaBnvBaHus/
TepMmogecopbuun OpraHMYecKUx COeQMHEHUM W NOAXOoAbl ANA aHanuaa
LLUMPOKOrO Kpyra opraHM4ecknux CoOeanHEHN pasfmyHOn NeTy4ecTu.

4. Cnocob aKkcnpeccHOoro onpeaeneHnst ynstpamarbiX KONMYeCcTB OpraHU4ecKnx
COE€AMHEHUI METOOOM MPSMOM CBEPXKPUTUYECKOW (PrtoMOHON SKCTpaKuumn C
nocneaywouwen  Tepmogecopbumen  akctpakta B [X-cuctemy  6e3s
MCNONb30BaHNS OpraHMYECKNX PacTBOpPUTENEN, OCHOBAHHbLIM Ha NMPUMEHEHUN
MHOFOCITOMHbIX COPOLNOHHBIX JTOBYLLEK.

[My6nukaumn:
Mo maTepuanam gucceptaumm onybnmnkosaHo 7 paboT B ToM uucrne 4 ctatbn n 3

Tesnca JOKIafoB Ha MeXAYHAPOAHbIX KOHEepPEHUUNAX.

Pesynbrathl paboTbl OblnM NpeacTaBneHbl B BUAE YCTHbIX M CTEHO0BbLIX LOKTaA0B Ha
4-om MexagyHapogHon KOHepeHuun WHCTpyMeHTanbHbIX MeTogoB aHanusa, IMA-05
(WpaknuoH, Mpeuus, 2005), 4-om MexagyHapogHoOM cumnosnyme no CBepXKPUTUYECKUM
dnongHbIM TexHonormsam ans AHepreTukn, OKpyxatolen cpeabl U OnNEKTPOHUKN, Super
Green 2005 (Tannen, TanBaHb, 2005), MexayHapo4HOM KOHrpecce no aHanuTU4ecKon
xumun, ICAS-2006 (Mockea, Poccus, 2006).

C1pykTypa n o6bem paboThbi:
[ducceptaums COCTOUT U3 BBEOEHMs, TPEX [MaB, 3aKIOYeHUs, BbIBOAOB 4YeTbIpex

NPUNoOXeHNNn n cnucka nutepatypbl. [Oucceptauma wusnoxeHa Ha 149 cTpaHuuax,
cogepxut 34 pucyHka, 14 Tabnuu, 4 NpUNOXeHUa U CNUCOK nutepatypbl n3 143
HanMeHOBaHUMN.

OCHOBHOE COOEP>XXAHUE PABOTbI

Bo BBeneHun o60CHOBaHA akTyanbHOCTb TEMbI, COOPMYIIMPOBAHbI Lienb paboTbl n
NOMOXEHWS!, BIHOCUMbIE Ha 3aLUMUTY.

[MepBas rnaBa npeacrtaBnser cobon nurepatypHbin _ 0630p COBPEMEHHOM
METOAONOrMM aHanm3a Ha cogep)XaHue CrefoBbIX KOMYeCTB OpraHUYecKuX coequHEeHUN.
OcHoBHoOe BHMMaHue yOoeneHo PacCMOTPEHUIO O6LLENPUHSTBIX MEeToa0B
Npo6onoaroToBKN, WCMNOMNb3YEMbIX MPU XMMUYECKOM aHanmse, MX BO3MOXHOCTAM U
OfPaHMYEHMAM C TOYKM 3PEHUSA  OMPEAENeHuss  YNbTPacnedoBblX  KOHLEHTpauun
OpraHM4YeckMx CcoeguHeHun. PaccMoTpeHbl KNH4YEBbleE WUCTOYHUKU  CYLLECTBYHOLLMX
OrpaHuMyeHnn  OOLLEeNpUHATBIX MeTogoB NpobonoaroToBkM, nNpeanaraetcss nNyTb WX
yCTpaHeHMs.

B atoM e rnaeBe paccmaTpyMBaeTCs COCTOSHME OOHOro W3 MNEepPCneKTUBHBLIX
BapMaHToOB NpoOONOAroTOBKMN, Pa3BMBAIOLLNXCS CETOAHS — CBEPXKPUTMYECKON (ONHONAHON
akcTpakumn. Ocoboe BHMMaHME yOensieTca MCMoNb30BaHUIO OaHHOMO MeToda B



Xpomarorpadun, paccMmaTpuBaltoTCa €ro OOCTOMHCTBA M HegocTaTkn. PaccmoTpeHbl
BO3MOXHbIE MYTU  PELIEHUA  CYLUECTBYKLUMX OFPaHWYEHUIA NpU  onpeneneHum
ynbTpacneaoBbliX  KOMMYECTB  OpraHMYecknx coeauHeHun. B kayecTBe  pelleHus
NPensyioKeHO WCMONMb30BaHWE COPOLIMOHHBIX YCTPOWCTB, 3aroSfIHEHHbLIX COpOGeHTaMu
HU3KOW EMKOCTW CO CTabunmnanpoBaHHOW HEMOABWXHOW a3on, Ansa ynaenMBaHus
aKcTpakta nocne CP3 c nocnegywowmm TepmogecopbupoBaHMEM BCEro 3KCTpakTa B
ncnaputenb ra3oBoro xpomarorpadpa. B nocnegHen yactu rmaBbl paCCMOTPEHbI NOAXOAbI
K cTabunmsaumm HeNnoaBMKHOM a3kl HA MOBEPXHOCTM HOCUTENS.
Bo BTOpON rmaBse onuckiBaeTcsi 060pyaOBaHNE N METOAMKA SKCNEPUMEHTA.

UcxopgHble BewecTBa. Annapatypa. TeXHMKa aKCnepumMeHTa
[nsa BbInonHeHNa gaHHoM paboTbl ucnonb3oBanu creayoLee obopyaoBaHue:

« B kayecTBe peakTopoB ANA MNonyyvyeHna copbEHTOB Ha OCHOBE 30rb-refb
CMHTEe3a cneumanbHO cobpaHHble CUCTEMblI Ha OCHOBE €MKOCTEN C MOPUCTbIM
CTEKNSAHHbIM AHOM (punbTpsl) (Puc. 1);

 [na oTayBKM M TepMOCTaTUPOBaHMSA NpU CUHTE3e COPOBEHTOB MCMONb3oBanu
razosble xpomartorpadbel Dani 6500 (Dani, Wtannga), Varian 3400 (Varian,
CLIA), a Takke cneumanbHO U3rOTOBMEHHbIE PeakTOpbl U3 KBapua U CTanum C
OKBapLOBAHHOW BHYTPEHHEN NOBEPXHOCTLIO (Puc. 2);

* OnpepgeneHve copgepxaHus yrrnepoga BbinonHanocs Ha CHNOS-aHanusatope
Carlo Erba 1106 (Carlo Erba Instruments, Atanus);

* WN3yyeHne NOBEPXHOCTM COPOEHTOB OCYLLECTBMANM Ha  CKaHUPYHOLLUX
SMNEeKTPOHHbIX Mukpockonax (C3OM) Camscan 44 (Cameca, ®paHuumsa) c
9HeproaucrnepcuoHHbiM  getektopom Link  LZ5 (Oxford Instruments,
Benukobputanusd); S-3400N (Hitachi, AnoHusA) co BCTpOEHHbIMK OeTekTopamm
BTOPMYHbIX U 0BpaTHO-paccesHHbIX anekTpoHoB (SE secondary electrons; BSE
backscattered electrons; ESED Environmental Secondary Electron Detector) n
HacTornbHoM COM TM-1000 (Hitachi, Anonus);

e [Ina OTMbIBKM HEMOABWXHbIX (pa3 NPUMEHSNN yNbTPa3BYKOBYKO BaHHY MOAENM
‘BRANSON 2510” (TepmaHus);

e OTMbIBKY COpPOEHTOB CBEPXKPUTUYECKMM NIONOOM U CBEPXKPUTUYECKYHD
NIONOHY 3KCTPaKUMIO ocyllecTBnanm Ha npubope SFC300 PUMP (Cargo
Erba, Wranua), obopymoBaHHOM cucTemol oxnaxaeHua o -15°C wu
MeTannuyecknm oborpeBaeMbiM PeECTPUKTOPOM C BO3MOXXHOCTbIO PErynmpoBKM
NOTOKa, B ilMenKax n3 HepxkaBewLen crtanm oobLemom 2 mi;

*  WN3yyeHne Tepmogecopbumm c CcopBEHTOB MPOBOAUAN C  UCMOSb30BAHUEM
cneumanbHOro KapTpuoka - MeTannmyeckom TpyokM C  OKBapLOBaHHOM
BHYTPEHHEN MOBEPXHOCTLIO (pyC. 3), a Takke KBagpynosibHOro XxpomaTto-Macc-
cnektpomeTpa 6890/5973N (Agilent, CLUA), ocHalleHHOro nHxektopom c/6e3
JeneHuns noToKa, KanunisipHon KBapLueBoun KONMOHKOM RTX200
(30mM*0.32MM*0.25MKM), KanunnsapHoro rasosoro xpomartorpadgpa Dani 6500
(Dani, Wtannsa) ¢ nnameHHO-UOHU3ALMOHHBIM LETEKTOPOM, AN WU3yYeHUus
Tepmogecopbuun MopenbsHOM cMecu XITOpGEHONOB WM MOMUXIOPUPOBAHHBIX
6udennnos (MXB) ncnonb3oBancs KanuUNNApHbIA ra3oBbi Xxpomatorpad Carlo
Erba 4160 (Carlo Erba Instruments, Wtanus) c petekTtopoMm Mo 3axeBaTty
anekTtpoHoB mogenn ECD 400 (Carlo Erba Instruments, Utanus);

* HarpeB kapTpumopxken gns Tepmogecopbumm OCyLecTBNANN NOTOKOM ropsidero
Bo3ayxa Temnepatypon 270°C ¢ nomouibio Bo3ayxoayBkm GHG 650 LCE
(Bosch, Weewnuapus);



[ns nonyvyeHna sogopoaa npumeHsnu reHepatop 'B-1 (Poccus);

Wnpvubl Ana  npurotoBrneHuss pacTBOPOB M BBoga Npobbl B rasoBbin
xpomatorpad ob6vemom 1-1000 mkn (komnanms HAMILTON, CLUA);
CreknsaHHyo nabopaTopHyto nocyay.

,D,J'IFI NnpuUroToBIeHnA COp6eHTOB n KaprI/I,D,)KeIZ ncnorsrb3oBanu:

OuatomutoBbin Hocutenb Cromosorb G 80/100 (John-Manville Products,
CLWA);

CteknsiHHble wapukn GLC-110 DMCS 100/120 (Applied Scientific Laboratories
Inc, CLLA);

KBapueByto BaTy Ang omnsTpoB U CUnNaHn3MpoBaHHyo kBapuesyto BaTty (Alltech
Associates Inc, benbrus);

MonumepHbin copbeHT Tenax GC 60/80 (Alltech Associates Inc, benbrus);
Yronb «BAY» (MoaHoe umncno 1100; Ce=1,2x10%%; Cs=3,3x10°%) (Poccus);
MonngumeTnncunokcaHoBble HenoaBwxkHble ¢asbl OV-1 n OV-101 (JJ’s
chromatography, AHrnns);

Monunatunenrnukons (M3IN) Carbowax 20M (Varian aerograph, CLUA);
MonuanmeTuncunokcaHoBble HenoaswxHble asbl DMS-S32 u DMS-S45
(ABCR, 'epmaHusi) ¢ KOHUEBBIMW CUITAHOMNBHBIMU FpynnamMu;
1,1,1,3,3,3-rekcameTtungmncunasan (FMMAC), mapkn «ocu» (3koc-1, Poccus);
MeTuntpumeTokeucunad (MTMOC) (M = 136,23, Tun = 144 °C; d = 0,8948;
Lancaster, AHrnus);

Ovumetunamnmetokeucunad (AMOMOC) (M = 120,23, Tun = 81,4 °C; d = 0,880,
Lancaster, AHrnus);

TeTtpaaTtokcucunaH (TOOC) (M = 208,33, Tuwn = 168 °C; d = 0,934, Lancaster,
AHrNns);

KoHueHTprpoBaHHyto TpudTopyKCycHyto kncnoty 99,9% (M = 114,02, d = 1,480
Lancaster, AHrnus)

KoOHLEHTPMPOBaHHYIO CONSIHYHO KUCIOTY, Mapkun «x4» (Okpoc, Poccus).

OpraHun4yeckne pacTBOpUTENMN:

H-Mentan (M=72,15; T.= -130°C; Tw.= 35-36°C; d=0,626) mapka
«x4» (Poccus);

H-FekcaH (M=86,18; Tn= —95°C; Twn=69°C; d=0,659) mapka «x4» (Poccus);
OvxnopmetaH (M=84,93; Tu= -97°C; Twn=40°C; d=1,325) wmapka
«x4» (Poccus);

AueToH (M=58,08; Tn:= —94°C; Twn=56°C; d=0,791) mapka «oc4» (Poccus);
OT1aHon, Mmapku «x4», (Poccus).

MeTtaHon, mapku «x4», (Poccus).

[azamu-HoCUTENAMU CRyXUNu renun (Mapkn A, 6annoH), Bogopod (reHepaTtop) M asoT
(ocobon umcToTbl, GannoH, LOMOMHUTENbHAA OYUCTKA KUCIOPOAHbIM (PUABTPOM W
MONEKYNSpPHbIMA CcuUTamu), Bo3dyX. Bogopog v asoT npuMeHsnu Takke B KavyecTBe
BCMOMOraTesnbHbIX ra3os.

B kayectBe cBepxkpuTudeckoro dnounga wucnonb3oBanm CO. (99,995%, 6GannoH,
[AOMONMHUTENBHO OYULLIEHHbIV C MOMOLLbIO aKTUBUPOBAHHOIO YIS U MOSEKYNSAPHbIX CUT)



B kavecTBe MoaenbHbIX COeANHEHNN NCMONb30Basu:
* Cwmecb nonuxnopupoBaHHbix budeHmnnos RPCM-525 100mkr/mn B aueToHe ons
EPA metoga 525 (ULTRA Scientific, CLUA);
« CMecCb NONMXNoOpuUpoBaHHbIX deHonoB 5x107r/mMkn B MeTaHone (3kpoc,
Poccus).
* A Takke MOOENbHYI CMECb CpedHeneTyyuMx COeOUHEHUW, coaepiKallyto Mo
1x107°r/mkn BewecTBa B meTaHone (Absolute Standards, CLUA).
MogenbHble cmecu NXB n xnopdeHonoB rotoBunu pasbaBneHneM CTaHOAPTHbIX
cMecell O4YMLIEHHbIM MeTaHomoM [0 KoHueHtpauui 107°r/mkn u 5x10°r/mkn,
COOTBETCTBEHHO.

MeToauka akcnepMmeHTa

Crabunumsauua H® moandumkaumen nOBEPXHOCTM HOCUTENS

B kadectBe HocuTenem pOns HaHeCeHust M cTabunu3auum HenoaBWKHOW hasbl
mMoandmkaumen NoBEPXHOCTU HOCUTENs! ObiNy BblOpaHbl: KBapueBas BaTa, CTEKNSHHbIE
Wwapukn n guatommtoBbii HocuTenb Chromosorb G. lMepen npouenypon HaHeceHus
HEeNoOOBWXHOM >XMAKOW pa3bl BCe COpPOEHTbI MATMKPATHO MNPOMbIBANM  KUNSLLEWN
KOHLUEHTPUPOBAHHON COMNSAHOM KUCMOTOW, 3aTeM BOAOWM A0 HeuTpanbHOW peakumm
pacTBopa Hag HOCUTENeEM, OTGUNLTPOBanNM Ha BOPOHKE bloxHepa v BbiCylumMBanu B
Tepmoctate npu 150°C 2 uvaca. Ha Bce Tpu HocuTens asy HaHOCUMM Kak C
npegBapuTensHon Moaudukaumen noBepxHocTn copbeHTa, Tak M 6Ge3 Hee. [locne
HaHeceHus (pasbl Bce COpObEeHTbI OTMbIBaN CBEPXKPUTUYECKUM hrrongom.

HenogBuxHyto a3y HaHocunu u3
pacTBOPOB B MNEHTaHe M AUXITIOPMETaHe. A B
PacTBopbl roToBMIN pacTBOPEHNEM . S
HaBeCKM B pacTBopuTene c
MCNONb30BaHMEM YNbTPa3ByKOBOW BaHHbI U
pas3baBnann oo 3agaHHoro obbema. Takum
obpasom, 6bINM NPUrOTOBIIEHLI PACTBOPLI,
cogepxawme 10 mr/mn OV-1, 30 wmr/mn
OV-101, 50 mr/mn OV-101.

K HaBeckam CTEKMsHHbIX LUAPWUKOB,

kBapueBon BaTbl unm Chromosorba, ans
el (9@

HaHeCceHust 3ajaHHOro KonmnyecTtBa
HenoaBwxHOM asbl (3a4aHHbIA MacCoBbIN |
NPOLEHT), npunueanu pacTBop,

coaepxawimm pac4yeTHoe KONM4eCcTBO
nonuanmMmeTuncunokcaHa. locne yero npu '
MOCTOSIHHOM MepeMeELLNBaAHUKN  ynapuBanm
pacTBOpUTESb. [Mony4eHHble Takmm
obpasom CopOeHThI 3arpyxanu B
cneuManbHO U3rOTOBMEHHbIE  KBapueBble
peakTopbl (puc.1) wn oTayBann MNOTOKOM

renna 30 Mn/mMuH.

Mpn aTomM TemnepaTypa nporpam-mupoBanacb cnegylowmm obpasom: 60 MUHYT npwu
50°C, notom Harpee Ao 270°C co ckopocTbio 1°C/MuH 1 Bbiaepxusanm 10 yacos npwu
270°C.

,D,J'IFI nonyyeHuA CTa6MJ'IM3I/IpOBaHHbIX COp6eHTOB Ha OCHOBE CTEeKIAHHbIX LWapUuKoB U

Puc. 1. CxemMbl KBapLeBbIX
peakTopoB



KBapLeBOM BaTbl AEWCTBOBANM MO aHasOrMyHoOM cCxeme, HO B pacTBop pasbl BBOAUIM
paBHOE MO Macce HenoaBwXkHOW dhasbl konmnyecTBo cunupytowero areHta (TMAC), a B
npouecce OTAYBKM Yepes3 UHXEKTOP XpomaTtorpacda B peaktop Beogunu no 4-6 mkn MMAC
KaXkabl 4ac.

B cnyyae agmatoMuTOBOrO HOCUTENS nNpeaBapuUTeNibHO FOTOBUAW HacagKy nyTem
TEpMUYECKON NpmMBMBKK Nonuatunenrnukons. Ons satoro k 10 r Chromosorb G go6aensanu
10 Mmn 2%-Horo pacteopa 13l B X1OpUCTOM MeTUneHe, BblaepXusanu NAaTe MUHYT U NpU
NOCTOSAHHOM nepeMeluMBaHMM  ynapveanu pacteoputenb. PacteBop [13I0 rotoBunm
pacTBopeHMeM HaBecku nonuatuneHrnukona (Carbowax 20M) B pacunmTaHHOM obbeme
pacTBopuTens.

lMony4yeHHy0 HacagKy nomellanu B KBapLEBbIN peakTop, Yepe3 KOTOpPbIN Npornyckanu
renuit. PeakTop Bblgepxusanu asa 4aca npu 50°C, 3atem nosbiliany Temneparypy 0o
280°C co ckopocTbio 1°C/MUH, BbliaepKMBanu 6-8 4acoB 1 NOCTENEHHO OXnaxaarnu.

3areM MOMy4YeHHbIn HOcUTENb OTMbIBanM nmMBO  XMOPUCTbIM  METUINIEHOM B
yneTpasBykoBon BaHHe, nopuuammu 20-30 mn nate pas. [NpomMbiTbin AUXITOPMETaHOM
HocuTenb cywunu npu 150°C B TeyeHue 1,5-2 yacos. [anee nocTynanu aHanormyHo
ONUCaHHOW BbllWe npoueaype Ans HaHeCeHWA HenoaBWXKHOW dasbl Ha CTEeKNSAHHbIe
LUAPUMKN UK KBapLEBYHO BaTy.

B npouecce npoBefeHus peakuuMm NPUBMBKM HEMNOOBWXHOW (pasbl B peakLMOHHOM
cocyae Bblaenancs ammMuac.

Crabunusaums H® meTooom paankanbHOW CLUMBKU-NPUBUBKA

Ons crabunusaumm HenoaBMXHOM a3bl Ha copbeHTe MeTogoM cBoBOAHO
paguKanbHOW  CLUMBKWU-MIPUBMBKU  UCMOMb30BanuM CTEKSSHHbIE Lapuku B KavecTse
HOCUTENS M NONNOUMETUIICUIIOKCAHOBYO HeNoABWXKHYO haszy OV-101.

Mepen npouenypon HaHeCEeHUsI HENoOABMXHOW XUAKOW dhasbl CTEKMSHHbIE LUIapUKK
TPEXKPATHO NPOMbIBASIM KMNALWEN KOHLEHTPUPOBAHHOW CONMSAHOW KUCMOTOW, 3aTeM BOOOM
A0 HenTparbHOM peakuuu pacTBopa Haj HOCUTENeM W BbiCyLUMBanu B TepmocTarte npu
150 °C gBa vaca. [Ina cosgaHusa Ha NOBEPXHOCTU HOCUTENS peakLMOHHO-aKTUBHbLIX rpyn,
NOBEPXHOCTb HOCUTENS MpeadBapuUTeribHO TpuMmeTuncunuposanu. CTeKNSHHbIe LWapukn
3anuBanu pacteopom MMAC B rekcaHe u ynapueanu xuakocTb npu 50°C, NoCTOSHHO
nepemMelumBas. BnaxHble Wapukmn nomeLlany B peaktop U KOHANLMOHMPOBANN MHEPTHbLIM
rasom 1 MuH. npu 50°C, panee HarpeBanm go 150°C co ckopocTbio 25°/MuH,
BblAEPXMUBaAnNu 5 MUHYT 1 noBbiWanu Temnepatypy Ao 280°C, sbigepxkuBanu 3-4 4yaca,
nepnognyeckn 4yepes MHXeKTop xpomartorpada B peaktop Bsogunu no 4-6 mkn MMMAC
kaxgble 30 MUHYT. HenogswxHyto a3y HaHOCUNM U3 pacTBopa B nNeHTaHe. PactBop
rOTOBUNN pacTBOPEHMEM HaBECKW MOSIMCUMIOKCaHa B 3ajaHHOM oObeme pacTBopuTens
noa OencTBueM yrnbTpasByka. B kadectBe nHuumatopa cBo6OAHO-pagMKanbHON peakuun
(CPP) wncnonb3oBann nepekncb Aukymuna. HaBecky nepekucu pacteopsanvm B 50 mn
rekcaHa, pabouni pacteop xpaHunu npu 4°C.

Ana npurotoBneHna copbeHTa ¢ 3afaHHbIMW UCXOOHBbIMU MapaMeTpamMu K HaBecke
HOCUTENSA MNpUNMBanNu pacyeTHbIi 06beM pacTBOPOB HEMNoOABWXKHOWM hasbl M nepekncu
avkymuna. WsBbiTok xugkoct  ynapusanu npu 50°C, MOCTOSIHHO —nepemelunsas
peakUMOHHY0 CMeCb. BriaxkHbin copbGeHT nomellann B peakTtop Ansi KOHOULMOHNUPOBaHMWS
M MPOBedeHVs peakuun CLUMBKU-NPUBMBKWA. Peakuuio Benu npu Temneparype 180°C B
TevyeHne ogHoro vaca.

Crabunmsauna HP B npouecce 30Mb-renb CUHTE3a C WUCMOMb30BAHWMEM WMCXOOHOMO

nonnmMepa
B kauyectBe HocuTena Ona HaHeCceHUa WU NMPUBUBKA HenoaBWMXHOM (ba3bl ObInn



BblOpaHbl  CTEeKNsiHHble  wapuknu. [lepeg  CUHTE3aMM  LWWIAPUMKM  KUNATUAW B
KOHUEHTpUpOBaHHOW consHon kucnote 3 pasa no 20 — 25 MyHyT, a 3aTeM NpoMbiBanu
BOAOW OO0 HenTpanbHou peakumn (pH 6-8) npomMbiBHOro pacteopa. B kayecTtBe UCXOOHOroO
nonumMepa Mcnonb3oBann NonMANMETUICUITOKCAHOBbIE HenoaBwkHble ¢dasbl DMS-S32 n
DMS-S45 ¢ KoHUeBbIMM CUNaHOMbHbIMK rpynnaMn. NonMmepsbl pacTBOpPSSiM B rekcaHe C
NCMONb30BaHNEM YINbTPa3BYyKOBOWM BaHHbI M [OOBOAMIN PacTBOpPbl pacTBOpPUTENEM A0
3aaHHOro obbema. ans WHULMMPOBaHUS peakuum ncnonb3oBanu
MEeTUNTpUMETOKcMcUnaH.  Kartanusatopom peakuum BbiCTynana TpuUTOpyKCycHas
kncnota. B peaktop (puc. 2) npy NOCTOSSHHOM NepeMeLlnBaHMM NOTOKOM BO34yXa BBOAUIM
paccuMTaHHOe kKonmyecTBo kKartanmsatopa (TOYK), Bogbl, wuHuumatopa (MTMOC),
pacTtBopa gasbl U JOBOAUNM pPeakUMOHHYK cMecb A0 obbema 20 mn rekcaHom. Cmech
octaBnsann Ha 15 — 20 MWHYT Npu NOCTOSIHHOM MNEpPEeMELLMBaHMM BO3OQyXOM. 3aTem B
peakTop BcCbinanu wapukn. Peakuuio npoBoaunu OKono ogHoro 4aca. [lomumo
BO3AYWHOro nepemMelwmBaHms kKaxable 20 MWHYT NPOU3BOAUINOCH MEXaHU4YecKoe
nepemMelmBaHue. o Mepe uCNapeHUs rekcaHa ero KonvMy4ecTBO BOCMOSMHANOCH A0
NoCTOsAHHOro o6bema. o 3aBepLUEHMIO peakunn pacTBOpPUTENb YnapuBanu.

3 Bogy B cuctemy BBOAUNM Tpems

pasnn4HbIMu cnocobamu. PacueTHoe

KONM4eCTBO BOLAbl BBOAMUOCH B peaKkumio C

1 90% pacTBOopoM KaTanusaTtopa, peakuus

T —— Benacb C  3apaHee  yBMNa)XHEHHbIMU

CTEKIAHHBbIMW LWaprkamn (M30bITOK BOAbI), a

TaKke nogaeBanacb B Buae napa C TOKOM
nepemMeLLvBaroLLero Bos3ayxa (puc. 2).

Ecrnin BoAa BBOAMII1ACH
HenocpeacTBEHHO B peakUMOHHY CMech (C
Katanu3aTtopoMm WNKU Ha  YBMNAXXHEHHOM
| > HocuTene), oborpeBaemasd npoMbiBanka c

' BOOOW HEe 1crnonb3oBanacsh.

Takxe Obina nccnegoBaHa
BO3MOXHOCTb  MPOBEAEHUs  peakuum B
: aTMocdepe CBepXKpuTMyeckoro drnonaa.
! Peakumio npoBoavnu B CBEPXKPUTUYECKOM
Aanokcuge yrnepoga npu  Temnepartype

PEAKLMOHHOMH CHCTEMB! 50°C, paBneHun 250 atM. B cTaTU4eCKOM

1 — BoaayLLHbI/ KOMMPECCOP G perynsTopom notoka; PEXUME. PacqevTHoe KONMUYEeCTBO peareHToB
2 — Oborpesaemas NpoMbIBarnka ¢ BOoON; 3 — BBOAWNU B A4EUKY B Ha4ane peakunn nocrne
PeaKTop, BO34yX nogaeTcd Yepes3 CTeKnaHHoe yero BCblnasnum HaBeCKy CTEKNAHHbIX

NMOPUCTOE AHO, 3aKPbIBAETCS KPLILLIKOW C ByMaXkHbIM LLIAPVIKOB.
UNLTPOM.

LI

Puc. 2. MpuHuMnnuanbHasa cxema

[To OKOHYaHUM CUHTE3a LWapuKKU C HaHECEeHHOW pa3on Ccywunnu OAWH 4Yac npwu
Temnepatype 270°C. Bce nonyyeHHble cOpGeHTbl OTMbIBaNy OT BO3MOXHbIX OCTaTKOB
HENPUBUTON UMK MIOXO CBA3AHHOW C HocuTernem pasbl rekCaHoOM B yribTpa 3BYKOBOW
BaHHe. [lonyyeHHble COpbeHThbl 3arpyanu B crneumanbHO NPUroTOBIIEHHbIE KBapLEBble
peakTopsl (puc. 1) n otaysanu notokoM asota 30 mn/mMuH 10 yacos npu 270°C. Kaxable
30 MmHYT B noTOK rasa BeBoagunmcb 100 MKN rekcameTuneHaucunasaHa gns peakumm ¢
OCTaTOYHbIMW CUMA@HOMbHBbIMKU rpynnamMu. [OononHUTENbHO ANsi O4MCTkM copbeHTa oT
ONUroMepoB MPOBOAUNN  OTMbIBKY CBEPXKPUTUYECKUM OMOKCMAOM yrnepoga npu
Temnepatype 50°C u pasneHun 250 atm. [Mocne 4ero, HemnocpeacTBEHHO nepen
Mcnonb3oBaHMeM, KOHANLNOHMpoBanu azotom 10 4acos.



Tabnuua 1. U3meHsieMble napameTpbl 3KCNepumeHTa no crabunusaumm HO B
npouecce 305nb-refib CUHTE3a C UICNOoSfIb30BaHUEM UCXOAHOro nonumepa.

NETEERE Mpepenbi/BapnaHTbl BapbUpoOBaHUA

onTuMusaummn

Konuuyectso Heobxogmmoe ans BBegeHUSA pacyeTHOro KonuyecTea Boabl
KaTtanusaropa B peakuuio B Buae 90% p-pa TOYK mnnm 200 mkn

McxoaHbii nonnumep DMS-S32, DMS-S45

Cnocob BBeaeHus Boabl B

B CHCTEMY pacTBOp, C BO3OQYXOM, Ha HocuTene

KonuyecTtBo BOAbI 1x, 1,5x no peakuyum

MaTtpuua OpraHnyeckni pacteop, ceepxkputndecknn CO,

lMopsgok BBO4a peareHTOB

Crabunmsauua HP B npouecce 30Mnb-refib CUHTE3a N3 NCXOOHBbIX MOHOMEPOB
B kauectBe HocuTenenm OnNsi HaAaHECEHUA W MPUBMBKU HeNOABWXHOM hasbl Obinu

BblOpaHbl CTEKMNSAHHbIE LWapUKM WU MONOTbIM KBapy. [lepen npouenypon HaHeceHus
HEeMnoABWXXHOM XMOKOW a3bl BCe HOCUTENW TPOEeKpaTHO MpoMbIBanvM  KUMSLWEN
KOHLIEHTPUPOBAHHOW COSMIAHOM KWUCMOTOW, 3aTeM BOOOM [0 HeuTpanbHOW peakumm
pacTtBopa Haj HocuTenem, pacTBOp AeKaHTUpOBanu M BbiCylUMBanuM B TepmocTarte npu
150 °C pBa vaca.

[oTOBMNN peakuuoHHYK CMecCb (MHMUMaTop, MOHOMeEp, BoAa, KaTtanusaTop) B
COOTBETCTBUU C NIIaHUPYEMbIM SKCMEPUMEHTOM U OCTaBIANU Ha onpeaeneHHoe Bpems. B
KayecTBe MHULMATOPOB/MOHOMEPOB ObinNn Mcnonb3oBaHbl TeTpaaTokcucunaH (TAOC),
metuntpumetokcucunaH (MTMOC) un gumetungmumetokcucunad (AMOAMTOC). MoHomeps!
MCnonb3oBanu Kak nHamMeuayarnbHo, Tak n B cmecax TOOC:MTMOC n TOOC:AMOMOC, B
aToM crniyyae TOOC BbICTynan B ponu nHUUmaTopa peakumun. [Ing katanusa ucrnonb3osasnm
90% pacteop TPYK, npurotoBneHHbin pasdbasneHnem Bogon 99,9% pactBopa KUCNOTHI.
[Mocne 4ero nomny4veHHbI pacTBOp MpuUMBanNM K 3aroToBneHHon Haeecke (~1/3 no
006bemy) CTeknsaHHbIX LWwapukoB. PactBop nepemewwvBanu B TedeHne 30 MuH. 3aTtem
pacTBOp AeKaHTMPOBaNu, LWapyKku NPOMbIBann 3TaHONOM 45151 OCTaHOBKM peakuuu.

Tabnuuya 2. N3ameHsieMble napameTpbl 3KCnepuMmMmeHTa no crabunusaumm HO B
npouecce 305b-reflib CUHTe3a U3 UCXOAHbIX MOHOMEPOB

MapameTpbl onTumusaummn Mpegenbi/BapuaHTbl BapbUpPOBaHUS

TeTpasTtokcucunaH, MeTunTpuMeTOKCUCUNaH,
Twun vHnumnaTopa Oumetungumetokcmncunad (TOOC, MTMOC, AMOMOC)
N X CMECU

KonnyectBo nHunuymatopa-
MOHOMepa B CMeCsIX

T30C-MTMOC u 1.9, 2.8, 3:7, 5:5
TOOC:AMOMOC

KonunyecTtBo BOAbI 0,5x, 1x, 2x N0 peakuunu
Bpemsa ctapeHust pactBopa  3-7 MUHYT

Cnocob nepemelunBaHus c/6e3 meluanku

I'Iop;uq0|< BBOAAa KOMIMOHEHTOB
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Llapukn nepeHocunu B peakTop M BbiCylUMBanu B Toke asota npu 150-200°C 1,5-2
yaca.

OTtbupanu Hebonbly YacTb ANA 3neMeHTHoro aHanmsa. OcTanbHyt 4acTb
TPOEKpaTHO NPOMbIBasIiN reKCaHoOM B YrbTPa3ByKOBOM BaHHE MO 15 MUHYT.

MpombiTble wapukn nomewanu B pacteop [MOC Ha 20-30 mumH. TMAC
AEeKaHTMpOoBanu, npunmeanu HebonbLIOe KONMMYECTBO rekcaHa Ans nepeHoca B peakTop.
BrnaxHble wWwapuku 3arpyxanm B peakTop ANs KOHOULMOHMPOBaHMA asoToM. Llapuku
npogysBanu rasom 2-3 yaca npu 250°C. Kaxgple nonyaca B cuctemy BBOAMNU 6-8 MK
MOC c¢ notokom rasa. [locne atoro Temnepatypy noBbiwanu Ao 280°C wu
KOHONUMOHMpOBanu ewe 2-3 yaca.

OTMbIBKa 1 KOHOMLUMOHNPOBaHNE cOpbeHTOB
[na npoBepkn YCTOMYMBOCTM HENOABWXHOW dpasbl, a Takke pAns yaaneHus

OCTaTOYHbIX MPOAYKTOB peakuui, BCe MOoSydeHHble COpOeHTbl TpexKkpaTHO OTMbIBanucChb
opraHuMyeckMm  pacTBoputenem  (rekcaH) B yNbTpPa3ByKOBOW  BaHHe  U/vnu
CBEPXKPUTUYECKUM [MOKCMAOM yrrnepoaa npu Temnepatype 50°C u gasneHun 250 atm.
Ana nocnegywowmx uccnegoBaHMM U CpaBHEHUS OCTaBnsnn obpasubl 6e3 OTMbIBKM, a
Takke 6panu copbeHT, npowleawmnin 3Ty CTaaunto.

[Mocne oOTMbIBKM, a Takke HenocpeacTBEHHO Meped  WUCMonb3oBaHWeM  Ans
rasoxpomMmarorpaguyeckoro aKkcnepumMmeHTa copbeHTbl KOHANLMOHMPOBANMN TOKOM a3oTa OT
2 po 10 yacos npu 280°C.

Onpenenexne koHueHTpaumm HP ¢ ncnonbzosaHmem CHNOS-aHanusatopa

AHanu3 nony4YeHHbIX COPOEHTOB Ha COAEpXaHME Ha HUX HenoaBWXHOW dasbl
nposogunca Ha CHNOS-aHanusatope, NOCKOMbKY BO  BCEX  MCMOMb30BaHHbIX
HEeNOABWXHbIX dda3ax NPUCYTCTBYET 3HAYNTENbHOE KONMMYECTBO yrrepoaa.

B ocHoBe aHanmMsa nexuT KatanuTudeckoe cxuraHuve obpasua npu TemnepaType
900-1000°C B TOKe renusa ¢ JoGasrneHneM MopLMK YMCTOro kKucropoaa. KonvyectseHHoe
AOXWUraHve OOoCTUraeTcs ¢ nomoulbio katanmsatopa - Cr.Os;. NornoweHne mn3bbiTO4YHOro
KACcnopoga W BOCCT@HOBMIEHWE OKUCMOB as3oTa [0 asoTa MNpPOUCXOAUT 3a  CYeT
B3aMMOAENCTBUS C aKTMBHOW Mefbto, KOTOpas MOMELLEHA B HVXKHIOW YacTb peakTopa.

KonnuectBeHHyt0 oOueHKy ob6pasoBaBlumxcs npoayktoB No-COx-H,O nposogunu c
MOMOLLIbIO ra3oBOM Xpomatorpaduu, ¢ NPUMEHEHNEM AeTeKTopa Mo TennonpoBOAHOCTH
npu Temnepartype TepmocTarta 199°C Ha konoHke Porapak QS anuHoi 2 metpa.

Mpu npoBeaeHMn aHanm3a NogaepXXmBanu yCrnoBus:

-CKopocCTb rada-Hocutens 30 Mn/mMuH (renuin);

-kncnopod ona coxuranms (20 mn) npy ckopocTn npoayeku netnun 40 Mn/MuH.

[1ns NoBbILEHMA TOYHOCTM OonpeaeneHnn Kaxabin obpasel, aHanu3nposanu Tpu pasa.
B kauyecTBe cTtaHgapTa ncnosnb3oBann 6€H30MHY0 KACNOTY.

[Ona npoBeaeHns aHanu3a obpasel [O03MpoBanu B ONOBSAHHbIE Kancynbl. Bec
obpasuoB Haxoguncs B uHTepeane 8-20 mr. BagewmBaHme NnpoBoanSiM C UCNONb30BaHMEM
mukpoBecoB Sartorius Micro XM1000P (go 200 mr, To4HOCTb — 0,001 Mmr).

N3yyeHne  NoBEepXHOCTU  copbeHTa  MEeTOOOM  SMEKTPOHHOW  CKaHUPVYIOLLEW

MUKpPOCKONUM
WccnepoBaHne  MOBEPXHOCTM  MOMYYEHHbIX COPOEHTOB  NPOBOAMMM  METOAOM

CKaHupylowen (pacTpoBomr) anekTpoHHOW Mukpockonun. Obpasubl uccnegosanucb 6e3
npeaBapuTENbHON MNOArOTOBKUM Kak MpU CbEMKE B pPEXMME BbICOKONO BakKyyMa Ha
Mukpockone Camscan 44, Tak U B peXxXumMe N3MeHSeMoro AasrneHnsa npy HA3KOM Bakyyme
Ha Mukpockonax Hitachi. Yckopsatowee HanpsikeHne 10-15 kB, cbemka npoBogunacb 6e3
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KapTMpPOBaHNS BO BTOPUYHbIX M OOpaTHO-pacCesiHHbIX ANEKTPOHax, a Takke B YCNOBUSX
HU3KOro Bakyyma c ucnonb3oBaHnem ESED petektopa (Environmental Secondary
Electron Detector).

CeepxKkputnyeckasa dnonaHan aKCTpaKkLUma

[Mony4yeHHble NO OnNMCaHHbIM MEeToAMKaM COpOEeHTbl OTMbIBAnNM OT  BO3MOXHbIX
OCTaTKOB MSIOXO CBA3aHHOM C HOcUTENeM (hasbl CBEPXKpUTUYECKUM hnomaom. NMpombiBKy
OCYLLIECTBINANN CBEPXKPUTUYECKUM yrmekucnbiM rasom npu 50°C, naeneHun 250 atm B
AnHamunyeckom pexmnme npm pacxoge CO; 0,1-0,2 MA/MUH NO XXNOKOCTW.

CBepxKkpUTUYECKYIO  (DIIIOMAHYI0  3KCTPAKUMIO  MOAESNbHbIX COEeOMHEHUW Benu B
anHamudeckom pexume npu 50°C n gasnexunn 200 - 250 atm 13 etk obbemom 0,4 mMn
3anofiHeEHHOW KBapLEeBOM BaTOW B TedeHMe 5 MUHYT. 1 MKN CMecu uccriegyemblx
coeauvHeHnn ¢ KoHueHTpaumen 107°-10° r/mkn BBOoaUNM B sveiky ans CHI. 3artem
NPOBOANIN CBEPXKPUTUYECKYHD dontonaHyto akcTpakumio. CkopocTb notoka dononga 1-1,5
MIN/MUH N0 XmMAkocTun. B kayecTBe cBepxkputudeckoro dnomnga wucnonbsosanum CO..
KapTtpuax c copbeHTOM ycTaHaBnuBasics Ha BbIxode pecTpuktopa. [lo 3aBepLuieHun
9KCTpaKkuMM U yrnaenvMBaHUs NpoBOAMNKN Tepmogecopbumo ¢ copbeHTa B rasoxpomaro-
MacCC-CNeKTPOMETPUYECKYHO CUCTEMY.

[a3oxpomartorpaduyeckun aHanus

[ns n3ydyeHnss TepMmyeckon ctabunbHOCTU copbeHTOoB TepMoaecopObL Mo NPOBOANN
C KapTpuoka (puc.3), W3rOTOBIEHHOIO U3 HepXaBewwen cranu, nNpOMbITOro
pacTtBopuTenem (rekcad/auetoH, 1/1 no o6bemy) u nporpetoro npu 270 °C B TeueHue
yaca.

KapTpuoX oOcCHaweH CbeMHOW Wrromn
ANs BBOAA B VMHXEKTOP  ra3oBoOro
xpomatorpadpa. C  Opyron  CTOPOHBI

NOAKMNIOYEH K NUHUKM ra3a-Hocutensa (renuin), g F
cCKkopoCcTb  notoka 4  wmn/mMuH.  [Ong 0
aKcrnepuMmeHTa kapTpuok 3anonHanu 200 mr P T
nccnegyemoro copbeHTa. Harpes El
KapTpuaXa OCyLecTBNANM C MNOMOLLbIO H
noToka ropsiyero BO3gyxa. A

Tepmopgecopbumo npoBoaunn B TeyeHne 5
MUH npu  TemnepaTtype 270°C. Takum
obpasom cosfjaBanu  3KCcTpemaribHble
yCcrnoBua  ANA  OUEHKU  TepMUYEeCKom
YCTOMYMBOCTU NPUrOTOBMEHHBIX COPOEHTOB.
Temnepatypy uHXeKTOpa Xpomarorpada
ycTaHaBnueanm paBHOW 270°C,
Temnepartypa KanunnsapHon KomnoHku 40°C,
NOTOK rasa-HoCUTENs 4Yepe3 KOMOHKY Ha
BpeMsa Tepmogecopbuumn OTKIoYanu, 4To
obecneumBano dOKyCUPOBKY
AecopburpoBaBLUMXCH coevHEHUN B
Hayane KOMNoHKMW.

TECmMToOM

Puc. 3. COpOLMOHHBbIN KapTpuax

12



[ns rasoxpomatorpaduyeckoro pasgerieHus UCMNosnb3oBanu KanunmiapHY KOMOHKY
anvHon 30 M, BHYTPeHHUM auameTtpom 0.32 MM M TOMWWMHOM HEenoaBWKHOW a3kl
RTX-200 0.25 Mkm vnu 20 MeTpOBYIO KanunnsapHyr KOSIOHKY C BHYTPEHHUM ANaMeTpoM
0,32 MM n TONWMHOM HenoaBwxkHon ¢asbl DAl 5 mMkm gna MNXB u xnopdeHonos.
PasgeneHne npoBoaunv B YCNoBuAX nporpaMmmupoBaHus Temnepatypbl: 10 MUH npwm
40°C, notom Harpes go 270 °C co ckopocTbio 10 °C/MuH 1 npu 270 °C sbigepxusany 20
MUH. [eTekTmpoBaHue npoBOAUIN C MOMOLLLID MacC-CNeKTPOMETPUYECKOro AeTeKkTopa
nnn anekTpoHosaxeaTHoro Ans MNXb 1 xnopdgeHonos.

Ha puc. 4 nokasaHa cxema aHanusa ans usyvyeHus ynasnusaHusi/aecopbupoBaHums.

SFE —
i}
CucTema gna [-3.-_-,-5 v
CERMXKOMTHYECKOHA E
DIHKMOHOR JKCTRAKLMH naTpoH

Puc. 4. Cxema JKCnepumMmeHTa no ynaBjinBaHUIO MoAeJibHbIX coeAMHEeHUMN Ha
BbiXoge n3 3KCTpaKLIVIOHHOﬁ CuctemMmbli

B _Tpetben rmaBe npeacTtaBneHbl pesynbraTtbl  MCCregoBaHUSA MOAX040B K
cTabunusaumm HenoaBWXHOMW (asbl Ha MOBEPXHOCTU HocuTens. W3ydyeHbl cBOWCTBa
nony4aembix COpPOEHTOB OT YCJIOBUM WX cuHTe3a. MccnegoBaHa BO3MOXHOCTb MX
NCNONb30BaHNS B Ka4yeCTBe HaroriHeHUs CoOpbUMOHHOrO YCTPOMCTBA: NpoBedeHa OLeHkKa
ynaBnuBaHma Ha copbeHT akcTpakta u3 notoka CP, a Takke Tepmogecopbums
MoaenbHbIX coeguHeHnin B ' X/MC cuctemy.
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UccnegoBaHue nony4YeHHbIX COpOEeHTOB

M3yyeHne cTabmnbHOCTM HENOABMXHOW dhasbl

[Ons oueHkn CcTabunbHOCTU CcopOeHTOB Obifla npoBedeHa OTMbIBKA BCEX
MONyyYeHHbIX 00Opas3uoB  CBEPXKPUTMYECKMM  doniomMagoM M (MNKM)  rekcaHom C
MCNONb30BaHNEM YrbTPa3BYKOBOW BaHHbl. [locne 4ero Bce MornyveHHble 06pasubl
aHanuanpoBanucb Ha cogepkaHue yrnepoga.

M3 nonyyeHHbIX AaHHbIX ObiNO BMAHO, YTO Ha AMAaTOMUTOBOM HOCUTENe nocrne
TPUMETUINCUNNPOBaHUA ANga cogepxaHus dasbl 2-10% konuyecTBO yrnepoga nocre
NMPOMBbIBKN CBEPXKPUTMYECKUM OIIONOOM CHMKAETCA He3HaumTenbHo. B To e Bpems aons
Hocutena ¢ 15% HaHeceHHOW @asbl NOCre MPOMbIBKA CBEPXKPUTUYECKMM britovaom
HabnogaeTca peskoe nageHne coaepkaHus yrnepoaa.

Cxoxast kKapTuHa HabnogaeTca 1 Anst CTEKNSHHbIX LWAPUKOB, HO Npy Bonee HM3KOM
KOnmM4yecTBe HEMOABMXKHOM dhasbl. ATO CBA3AHO C MEHbLUEN eMKOCTbIO JaHHOMO HOCUTENS.

HaHeceHne HenoaBwXHOWM (pasbl Ha KBapLEBYK BaTy He [anio BOCNPOU3BOANMbIE
pe3ynbTaThbl, U OT UCMOMb30BaHUSA €€ B Ka4eCTBE HOCUTENS ObINo peLleHo oTKasaTbCs.

OgoHako HenogBwkHas dasa ferko WM MNOSMHOCTbD CMbIBAETCA [EeKCaHOM C
NOMy4YeHHbIX MNOcCne TPUMETUNCUNNPOBaHUA copbeHToB. [nsi KOHTPONs YCTOMYMBOCTU
XUMUYECKN  CTabMNN3NPOBAHHBLIX  COPOEHTOB  MCMNONb30BanM  TOMBbKO  OTMbIBKY
opraHunyeckum pacteoputenem. OTMbIBKa CBEPXKPUTMYECKMM ONIONMAOM MCNonb3oBanach
TONbKO AN YyMEHbLUEeHUs dooHa COpOEHTOB.

[na o6pa3uyoB MNOMyYeHHbIX, C MCMOMb30BaHMEM 30flb-Teflb TEXHOMOMMU KakK C
NCMONb30BaHNEM WMCXOAHOrO MNonuMepa, Tak M Afs CUHTE3UPOBAHHLIX M3 MOHOMEPOB,
crnegyeTt OTMETUTb psg HabntaeHU:

- B kauyecTtBe uHMUMaToOpa peakuMm MOXHO C OAMHAKOBOM 3GEEKTUBHOCTLIO
ncnonb3oBatb TeTpa- U METUNTpUankokcucunaxol, B To Bpemsa kak OAMAMOC
nokasasli HEBbLICOKYK PeaKLMNOHHY aKTUBHOCTb B OTCYTCTBMM [LOMOSHUTENBHOIO
nHUUMnaTopa.

- B cBsa3u ¢ Bbicokon peakumoHHon aktnBHocTbio MTMOC Beegenne TOOC He
OKa3blBaeT CYLLECTBEHHOMO BMNSIHUSA Ha CKOPOCTb M UTOroBbIA NPOAYKT peakunn. B
TO Xe Bpemss Ond MofnyyYyeHus  YOOBMETBOPUTENbHbIX  pe3ynbtaTtoB C
ucnono3osaHnem [OMIOMOC B kayecTBe MOHOMepa Tpebyerca npucyTcTeme
AononHutenbHoro uHuumatopa (T30OC, MTMOC). Hawunyywume pesynbsraTthl
nonyyeHbl ana otHoweHus TOOC:AMAOMOC 2:8 n 3:7 no monam, a Takke and
cootHoweHns MTMOC:OMOAMOC pagHbim 1:1.

- B npouecce akcnepuMMeHTa BapbUpOBanM Kak KONMMYECTBO BBOAMMOW B
peakuuio Boabl, Tak 1 cnocobbl ee BBeaeHus. Hanbonee npuemnemble pesynsraTbl
ObINM NonyyYeHbl NPU BBEAEHMM CTPOr0 pacHETHOro KonmMyecTBa BOAbl, @ CaMbIiM
yaoobHbIM M pe3ynbTaTMBHbLIM  cnocoboM BBOga BOAbl OKasanca BBOA
HenocpeacTBEHHO B pacTBop. Xopolume pesynbraTbl Takke NofydeHbl Npu BBOAE
BOAbl C MEpPEMELUMBAOLLMM BO34YXOM, OO4HAKO MNPU TaKOM MNOAXOAE BO3HMKAET
HeobX0AMMOCTb YacTOM 3aMeHbl PeaKTOPOB.

- CopbeHTbl C MakcMmarbHbIM coaep)aHMem dasbl Mory4YeHbl C BPEMEHEM
ctapeHnus pactBopa 10-15 MmuH. Yepes nonyaca pacTtBop HayMHaAET rennmpoBaThCs,
a yepes 40-50 cTaHOBMTCA ManopacTBOPUMbIM refem.

MonyyeHbl CcOpOGEHTBI C  BbLICOKUMM W BOCMPOM3BOAMMbBIM  COAEP)KAHUEM
HenoaswwkHon a3kl (1-3%) 1 yCTON4YMBbIE K AENCTBUIO PACTBOPUTENS C UCMOMb30BaHNEM
bonee Tskenoro mucxogHoro nonumepa DMS-S45 mn npu cuHtese in situ ¢ MTMOC n
AOMOMOC B kayecTBE MOHOMEPOB.
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B pesynbrate pagumkanbHOW CLUMBKU-MPUBUBKN MOMMCUIIOKCAHOBOW HENOOBWXKHOM
da3bl OV-101 Ha TPUMETUNCUANPOBAHHbBIE CTEKMSHHbIE LUAPUKU MOSyYeHbl COPOBEHTHI,
YyCTONYMBbIE K OTMbIBKE pacTBopuUTenem ¢ cogepxaHuem asbl 1,23-1,85%.

HMccnenoBaHne noBepxHOCTU COpbEHTOB

[ns nccneqoBaHns NOBEPXHOCTM COPOEHTOB METOAOM CKaHUPYIOLLEN 3NEKTPOHHOM
MUKPOCKOMUN ObInn B3ATbl NPUrOTOBMAEHHbIE COPBEHTHI C AOCTATOMHbLIM COAEP)KaAHMEM
HenoaABWMXHOM (ha3bl.

Pesynbratbl Ana CTEKMAsHHbIX LWAPWUKOB npeaBaputenbHo obpaboTtaHHbix TMOC u
NOKPbITbIX HenoaBMxHOW da3on OV-1 npeacTtasneHbl Ha puc. 5-7.

slass beads
2% OV-1 / HMDS

Glass beads
original

Puc. 6. CTeknsiHHbIe Luapwku C HaHeCeHHO
HenoAaBuxXHoM ¢hpa3on (2% OV-1)
obpaborTaHHble TMOC

-

| Bonded BSE 00006

sem06_0223 2006/06/28 12:09 L x1.0k 100 um
Puc. 7. CTeKnsiHHbIe WapUKn € HaHeCEHHON Puc. 8. CTeKknsiHHbIE LWapUKN C HAHECEHHOM
HenoaBWXHoOM ¢pa3on (2% OV-1) HenoaBuxHoun daszon OV-101 B npouecce
obpaboTtaHHble TMAC CPP, oTMbITbIE reKcaHOM

Ha ocHoBe nonyyeHHbIX oTorpaconin MOXHO MNPOBECTU CpPaBHUTENbHLIN aHann3
noBepxHocTen copbeHToB. Ha cpoTorpacmsax oT4eTnMBO BUOHbI pasnuyusa B Xxapaktepe u
CTENEHN 3apsaku NoBepxHOCTU ans obpasuoB copbeHTa ¢ HenoaBwkHOW ¢hason n 6es
Hee.

[Ons «kBapueBon BaTbl M Chromosorb He yganocb MNOMYYUTb aHanOrnyHbIX
BU3yaribHbIX pe3ynbsTaTos.

Ha puc. 8 nokasaHbl CTEKNSAHHbIE LWAPUKN C HAHECEHHOW HenoABWXKHOW hason
OV-101 nocne cBobogHopaguKanbHOW peakunn CLUMBKU-MPUBUMBKN, OTMbITbIE FEKCaHOM.
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BugHo, 4TO HenoaBwkHasi dasa pacnpegeneHa no MNOBEPXHOCTU wapuka 6onee

paBHOMEPHO, YEM B Crlydae 305b-reflb CMHTE3a, HO KONMYeCTBO pa3bl 3aMETHO MEHbLLIE.
Ha Puc. 9-14 npeacrtaBneHbl 06pasLbl, Nofy4YeHHbIe B NpoLlecce 305b-reflb CUHTe3a

N3 NCXOOHbIX MOHOMEPOB.

Puc. 9. CTeKnAHHbIN LWapuK Puc. 10. MonoTbIi KBapL

Puc. 11. CTeKnsiHHbIe WapuKu ¢ Puc. 12. Ksapy ¢ cuHTeanposaHHoOM

CUHTE3UPOBaHHON HENOABWKHOMN HenoaBWMXHOMN )a3on A0 OTMbIBKM
¢ha3on O OTMbIBKU

v p, L BN
Puc. 13. CteknsiHHbIe WWapuKu ¢ Puc. 14. KBapuy ¢ CUHTE3NPOBaHHOMN
CUHTEe3UPOBaHHOM HENMOABWXHOWN HenoABWMXHOW pa3oM, OTMbITbIN
c¢ra3on, OTMbITbIE FTeKCAHOM rekcaHom
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Ha puc. 15-16 nokasaH cop®eHT, nonyyaembli B npouecce 30fMb-reflb CUHTE3a
MCMONb30BAHMEM MCXOOHOIO NonvMmepa.

Puc. 15. CTeknsiHHbIe WWapuUKN ¢ HAaHeCEeHHON HenoaBMxHon ¢pa3zon DMS-S45 B
npouecce 305ib-reflib CUHTe3a Nocrie OTMbIBKM FreKCaHOM

Puc. 16. TpewmrHa mexay wapukamm ¢ HaHeceHHoM HenoaBwMxHoW ¢pa3on DMS-
S$45 B npouecce 30nb-refib CUHTE3a Nocne OTMbIBKA reKCaHOM U 06paboTaHHbIe
rMmac
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Ha otorpacdumsx BugHO, 4YTO B npouecce CUHTe3a nonyyaercsa CcopbeHT,
COCTOSILMM M3 CUENSIEHHbLIX Mexay cobon wapukoB. Ha puc. 16 nokasaHO NPOCTPaHCTBO
mMexay wapukos npu yeenuyeHun 3000x. Ha doTtorpadum BUAHO, YTO MeXay Lapukamu
obpasoBanack nopuctas TpexMmepHas CTpyKTypa.

M3 nonyyeHHbIX JaHHbIX MOXHO caenaTb BbIBOA4 O TOM, YTO B pe3yrnbraTe 305b-refb
CMHTE3a nony4arTcss CopbeHTbl C HeobBXoOUMbIM KONMYECTBOM HENoaBWXKHOW asbl,
YCTONYMBOW K AENCTBUIO OpraHn4YeckumM pacrteoputenem. B pesynbraTte 305b-refb CUHTE3a
obpasyetrca TpexmepHasi CUIIOKCaHOBasd CTPYKTypa, KOTOpash XMMUYECKM CBsi3aHa C
NMOBEPXHOCTbID HOCUTENS M MOXET BKNoYaTh B cebsi nonumepHble 4YacTu BBeOEHHOW B
peakumio NCXOOHON HEMOABMXHOM ddasbl C KOHLEBbLIMU CUNAHOMBbHbLIMM rpynnamu.

VMccnepgoBaHue TepMmnYeckon ctabmnnbHOCTM copbeHToB
[nsa onpegenennsa ynsTPpaHU3KOro KONmM4ecTBa OpraHMYecknx MUKPOKOMMOHEHTOB C

MCNoNb30oBaHNEM COPOLMOHHOIO naTtpoHa 6e3 NpUMMEHEHUs pacTBOpUTENEN BaXXHbIM
MOMEHTOM SIBMIAKOTCA CTabuibHblE U HU3KME 3HaveHusa poHoBOro curHana. loatomy
BaXXHO ObINO M3y4nTb (POH, NPUBHOCUMBbIN 32 CHET OCTATOYHbLIX ONIMFOMEPOB NOSIMMEPHON
dasbl, 1 TEPMUYECKYIO CTAabUNBHOCTbL MOMyYeHHbIX copbeHToB. Ha ocHoBe npoBeaeHHOro
3NEeMEHTHOro aHanusa 6bina BbibpaHa rpynna copbeHTOB ANA M3YyYEHUA TEPMUYECKON
cTabunnbHOCTM COPOEHTOB B YCIOBUSX TEPMOLECOPOMPOBaHUSI.

[na aToro copOuMOHHbIN nNaTpoH 3anonHanu 200 mr uccneayemoro copbeHTa.
Tepmogecopbuuio NnposBoannmu B TedeHe 5 MuH npu Temnepatype 270°C.

MonyyeHHble pesynbTaTbl nNokasanu (cMm. puc. 19-21), 4yTo BAMSIHUE CYMMAapPHOro
¢POHOBOro cuUrHana Ha pesynbraTbl onpeaeneHnsa LeneBon CMecu He3HauUTeNbHO U He
Oyoet npenaTcTBOBaTL ONpeaeneHnto LeneBbiX COEANHEHW.

Abundance TIC: IGLAZ228 Didata ms

2500000
2600000
2400000
2200000,
2000000
1800000
1600000
1400000
1200000
1000000

800000

600000

400000

200000

_ T

Tims-» B0 GO0 1000 1200 1400 1600 1800 2000 2200 2400 2500 2800 4000 200 3400 0D BBO0 4000 4200 4400 B0 4800 s000 E200

Puc. 19. XpomaTtorpamma XonocToro onbiTa ¢ KapTpuaxa, 3anosiHeHHoro 200 mr
CTEKNAHHbIX LWAaPUKOB
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Abundance

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000:

1000000

800000

BO0000

400000

200000

f‘L——f\.

TIC: 1GLAZZ35. Didata. ms

Tme-> 600 800 1000 1200 1400 18D 1800 000 2200 2400 2500 2800 00 200 300 BOD BOD 00 200 400 50 600 0 520

Puc. 20. XpomaTorpamma XosiocToro onbiTa ¢ KapTpuaxa, sanosiHeHHoro 200 mr
wapukoB ¢ 3% HenoaABWXHOMU pa3bl

Abundance

2800000

2600000:

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

£00000

500000

400000

200000 ’__j\u A_JJ\/-LN-’)

,

TIC: IGLAZZ33 Dhdata. ms

Tme-> 600 800 1000 1200 1400 (B0 1800 200 2200 2400 200 2800 000 2O 00 BO B A 6200 400 B0 B0 S0 200

Puc. 21. XpomaTtorpamma nocne Tepmogecopoumm MmoaenbHOM CMeCcU C KapTpuaxa,
3anonHeHHoro 200 mr wapukoB ¢ 3% HenoaBWXHOW ha3bl.

M3y4yeHne BO3MOXHOCTMN TepMoaecopbumm ¢ nccnegyemoix copbeHTos

Ha copbeHTax BbICOKOW €MKOCTU HeneTyyme BellectBa MOryT copbupoBaTtbcs

HeobpaTUMO Mnn He gecopbupoBaThbCA MOMHOCTBLIO, YTO MPUBOAUT K MCKaXKEHUI0 cocTaBa

Npobbl 1 BGLICTPOMY 3amnofHEHUIO U 3arpsi3HeEHMIO copbeHTa. NoaTomMy Ans NonyyYeHHoro

COp68HTa OblNno BaXHO N3y4nTb BO3MOXHOCTb KOJIMHECTBEHHOINO nepeHocCa LuerneBbiX

BbICOKOKMMNSALLMX COEANHEHUI METOAOM TepMoaecopoumu.

KapTpuapk C OKBapLOBaHHOW

[ns 3Ttoro B cTanbHOW

BHYTPEHHEN MNOBEPXHOCTbI, MPOMbITbIA  BOAON W
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pactBopuTenem (rekcaH/aueTtoH, 1:1 no o6bemy) n BbiCyLleHHbIn nNpu 250 °C B TedeHune
Yaca, nomectunu 200 Mr nccnegyemoro copbeHTa.

[ns onpegeneHnss cTeneHn W3BNEYEHUSI MOAESNbHbLIX COeOMHEHUN C KapTpuaxa
MeToaoM Tepmogecopbumm noctynunu cnegyowmm obpasom: 1 MKN MOAENBHOW CMeECH,
comepxatien no 107'°r/MKn KaKOoro KOMMOHEHTa, BBOAUIN HEMOCPEACTBEHHO B UHXEKTOP
ra3oBoro xpomartorpadga. PesynsraTbl, NOMyYEHHbIE B 3TOM 3KCMNEPMMEHTE NO BBOAUMbBIM
coeanHeHuam, NpuHATbl 3a 100%. Takoe xe KOnMM4yecTBO COEAMHEHUN BBOAUIM METOLOM
Tepmogecopbumm ¢ KapTpuaxa, 3anofiIHeHHOro uccregyemMbiM COpO6EeHTOM.

Mocne aToro NpoBenu pacdeT CTEMEHU U3BEYEHUSI MOAENbHBIX KOMMNOHEHTOB MO
nnowagsam nukoB Ans uccrnegyemoro copbeHta. Ha puc. 21 npencraBneHa TunuyHas
Xpomarorpamma nocre tepmogecopbumm.

M3 nonyyeHHbIx pesynsratoB (cMm. Tabn.3) ©ObIno BUOHO, 4YTO CTeneHb
Tepmogecopbuunm ¢ YMCTOro HocuTens (CTEKMSAHHbIX LIApUKOB) ANS psga COeaMHEHUN
3aMETHO HWXEe, YeM ANSA CUHTE3MPOBaHHbIX cOopbeHToB. [N cOpbeHTOB, MOMNyYEeHHbIX
pasHbiMM crnocobamu, pesynbraTbl cpaBHUMbL. OgHako Ansi cOpbeHTOB, MNOSyYEeHHbIX
METOOOM 30Ib-Tefilb CUMHTE3a, B LENIOM MOXHO OTMETUTb ©Oonee BLICOKME 3HAYEHUS

cTeneHn Tepmogecopoumn.

N3yyeHrne BO3MOXHOCTW yNnaBnMBaHUA MOAENbHbIX COEAMHEHUA W3 NOTOKAa

CBEPXKPUTNYECKOIO @momg,a Ha COQ6I=I,VIOHHbIl7I naTpoH C nocneayrwunm nepeBogom Ux B
Fa3OXQOMaTOFQaQ2VIHeCKy}O CUCTEMY NYTEM TGQMOQGCOQ@AQOBaHMﬂ

Ha npumepe MogenbHOM CMecu CpeaHeneTyymx OpraHMYeckux COeAMHEHUN
nccnegoBanu ynaenvBaHWE 3KCTpParMpyembiX COEOMHEHUN Ha BbIXOO4E SKCTPaKLMOHHOW
cuctembl. 1 MKN MoaenbHoin cmecu (1070 r/mkn) BBOOAUMM B NYCTYIO AYEKY. DKCTPaAKLMIO
npoBoaunu ceepxkputndeckum CO, B anHammnveckom pexume. otok coctaBnan ~1-1.2
mn/MuH, gasnenve 250 atm, Temnepatypa 40°C. Temnepatypa pecTpuktopa — 150°C,
noTok rasoobpasHoro CO, Ha Bbixoge M3 cuctembl ~1-1.2n/muH. Kaptpuox ¢ 200 mr
copbeHTa nomeLany Ha BbIXOAE IKCTPaAKLMOHHOM CUCTEMBbI, SKCTPAKLMIO NpoBOAUNM B
Te4YeHne 5 MWH, KapTpuaX OTCOEOUHANKW, HaHocunu 1 MK pacTBopa BHYTPEHHUX

ctaHgaptoB v nposoaunu NX/MC onpeneneHue.
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Tabnuya 3. Pe3ynbTaTbl 3KCNepuMeHTa NoO TepmogecopouuuM MoOJenbHOW CMecu COoeAuHEeHUn co
cTeknsHHbIx wapukoB (CLU) n copbeHTOB, MOMyYeHHbIX MeToAoM 3onb-refnib cuHTe3a (3IMC) wm
cBobopaHo-paaukansHon peakuumn (CPP), cteneHb Tepmoaecopoumm
R CLU, %

BeliecTBO R3IC, % R CPP, %

69 + 11

53 + 21

89+ 15

1,2-[Anxnop06eH3on

1,3-Anxnop6eHson

71+£12

73+29

95+ 16

1,4-Onxnop6exson (CCC) 66 £ 10 55 £ 22 86 + 14
2,4,6 - Tpuxnopceron (CCC) 152 + 47 . - | 16150
2,4-nHuTpoTonyon 78 +19 137 + 56 150 + 37
2,4-OnxnopdeHon (CCC) - 162 + 66 131+ 31
2,6-AuHutpoTonyon 168 + 42 122 + 50 122 + 31
2-HutpodeHon (CCC) 206 51 %20 -
2-XnopHadTanvH 71+16 160 + 65 95+ 22

4-BpompeHnndeHnnoBbIn apup 71+19 147 £ 60 102 + 27
4-Hutpodperon (SPCC) 115+ 34 112 £ 45 106 + 32
4-Xnop-3-metundeHon (CCC) 117 £ 29 147 £ 60 168 £ 42

N-Hutposogun-H-nponunamumH (SPCC)

N-HuTtposogundeHnnammH 85+ 16 96 + 39 96 + 18
A3obeH3on 91+26 115 + 47 97 £ 27
AHTpaueH 70+ 14 99 +40 87 +18
AueHadteH (CCC) 73+12 121 +49 69 + 11
AueHadpTuneH 148 + 33 118 £ 48 115+ 25
__  berawbymngrarar[ - [ 90%36 | 6014
beHso(a)aHTpaueH 69 + 21 113 £ 46 108 + 34
BeHso(a)nupeH (CCC) 73+8 162 + 66 93+10
BeHso(g,h,i)nepuneH 396 44 +18 54 +8
Benso(k)dpnyopaHTeH 89 £ 21 166 + 68 114 + 27
Buc(2-Xnopusonponusn) acup 90 £ 22 - 115+ 28
Buc(2-Xnopatun) acump 88 +19 - 116 + 26

Buc(2-Xnopatokcu)meTtaH

InbeHso(a,h)aHTpaueH

54 +10

M+2

52 + 21

22+9

98 £ 18

28+5

Oumetnn dpranat

177 + 33

144 + 59

193 + 37

On-H-Oytun cpranar

Onatundgpranar

deHaHTpeH

dnyopeH

173 + 32

158 + 64

113+ 19 74 + 30

113 £ 17 133 + 54

143 + 10 104 + 42
115 + 47

131+ 53
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Ha puc. 22 un puc. 23 npencraBneHbl 3aBUCUMOCTb CTEMEHW YnaBnnBaHUS
cpeaHeneTyynx opraHM4YecKnx CoedMHEHUn Ha uccregyemMomMm copbeHTe oT Temnepartypbl
KMNEHNA  3KCTparMpyemblX COeguMHEHUA ANs  4YACTOro  HocuTens wn  copbeHTa C
HenoaBmxHOM pason. Kak BMOHO W3 PUCYHKOB, CTeneHb W3BnevYeHuss GonblUMHCTBA
CoeauHEeHUn onst YACTOro HocuTens HaxoguTtca B paroHe 60%. Tak e cnegyeT OTMETUTD,
yTO BewecTBa C Temnepatypon kuneHus Hwke 200°C He ynaenuBawTCa U
HegecopbupyoTca YNCTbIM HocuTenem. [na copbeHTa ¢ HenoaBWKHOM (pason CTeneHb
n3pneyeHmsi GONbLUMHCTBA KOMMOHEHTOB cmecu Haxogutca B obnactm 100%. Takxke
BaXXHO OTMETUTb, YTO B OTIINYME OT YUCTOr0 HOCUTESNS KPYr COEANHEHUN KONMMYECTBEHHO

ynaBnMBaeMblX U NePeHOCUMbIX B XpomaTorpad Tepmogecopbumneri 3aMeTHO LLMpE.
200

180

160

140

R, %

150 200 250 300 350 400 450 500 550

Tk, C

Puc. 22. 3aBUCUMOCTL CTeNneHu yraBnMBaHUA OT TeMnepaTypbl KUMeHUs1 uccrenyembix
coeAUHeHUN AnsA KapTpuaxa, 3anofHeHHoro 200 Mr CTeKNAHHbIX LWapUKoB

200

180
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140

120

40 3

0 - I I I I I I
150 200 250 300 350 400 450 500 550

Tk, C

Puc. 23. 3aBUCMMOCTbL CTeneHu ynaBnuBaHus OoT TemMnepaTypbl KUMeHUs uccneayembix
coeAvHEeHWUn ansa KapTpuaxa, 3anonHeHHoro 200 mr wapukoB ¢ 3% HenoaBMXKHOW da3bl
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Kak BMOHO M3 MOMy4YeHHbIX AaHHbIX, CUHTE3MPOBaHHbIE COpbGeHTbl obecneymBaeT
ynaBnvMBaHMe 1N KONMYECTBEHHbIV NEPEHOC CpeaHENeTYyYMX OpraHNYeckMx COeAMHEHUN C
Temnepartypow kunexHus B amanasoHe ot 170 °C go 500 °C B X cucremy.

N3yyeHrne BO3MOXHOCTW yNnaBnMBaHUA MOAENbHbIX COEAMHEHUN W3 NOTOKAa

CBEPXKPUTNYECKOIO @momg,a Ha COQ6I=I,I/IOHHbIl7I naTpoH C nocneayruinm nepeBogom Ux B
rasoxpomaTorpammquKyro CUCTEMY NYTEM TGQMOQGCOQGMQOBGHMH

[Ons gocTmkeHnsa nocTaBfeHHOW uenu Obin caenaH COpPOUMOHHBLIA MNAaTPoOH U3
HepXXaBelwen cTanM C OKBapLOBaHHOW BHYTPEHHEW MOBEPXHOCTbIO MO 0bpasuy
NCMONb30BaBLLErOCA paHee KapTpuaxa, NPOMbIT pacTBOPUTENEM WU BbICYLLEH, COrMacHo
ONMUCaHHOW paHee npoueaype. 3anofiHEHUEe KapTpuaXa OCYLLECTBANOCL COAMM MO
100-200 mr copbeHTa B nopsiake YMEHbLUEHUSI €MKOCTM B COOTBETCTBUMM CO CXEMOW
puc. 24. MonyyeHHbI TakMm 06pa3om NaTpoH oTAyBanu B Toke renus 24 vaca npu 270°C.

lMpoBenn aKCNepUMEHT, aHaNOrMYyHbIN ONUCaAHHOMY Bblle. Pe3ynbraTbl NOKasaHbl

Ha puc. 25.

copbuus
=
Aecopbuus
KOMMEPUYECKIAE CUPEEHTH’.
n;:cahasﬁ;;r c?}emaﬁseémmcr;amf:;ﬁiﬂ?:;::ﬁg: b copfieHTel manoi
yram BAY, Tenax 6CU AP.)  ononsimuoid qasoid eMKOCTI
(xeapuesas sara)
TI'{I.-"‘I n
J'I'ET“!"-IHB cpgmgngwqug MMUMT?‘ME

Puc. 24. NMpuHuMnmnanbHaa cxema COpOLIMOHHOro yCTPOUCTBA
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Puc. 25. 3aBUCMMOCTb CTeneHu ynaBnvMBaHUs OoT TeMnepaTypbl KUNeHUsA
uccrnegyeMbiX COeaUHEHUN AN MHOTOCIIOMHOro KapTpuaxa

Kak BugHO u3 pesynbraTtoB, paspaboTaHHas cuctemMa ynaBnvBaHWS M3 MOTOKa
cBepxkputTnyeckoro dnromaa obecneynBaeT KonmyecTtBeHHoe ynasnmneaHue (okono 100%)
M nepeBoq B rasoxpomatorpaduMyeckyro cuctemy MeToaom Tepmogecopbuumn manbix
konuyecTs (107'°-10° r) MoaenbHbIX coeguHeHu.

3aknioveHne

B pesynbrate npogenaHHon paboTbl  U3Yy4EHO COCTOSIHUE COBPEMEHHOM
METOAONOMMM aHanusa pasfnuyHbIX OOBLEKTOB Ha CrneaoBble KONMMYeCcTBa OpraHUYecKmnx
coeanHeHun. Kputnyeckm paccMOTpeHbl OOCTOMHCTBA M HeOoCTaTKM CyLLeCTBYIOLLEN
METOAONOrMM N NokasaHbl OrpaHUYEeHHbIE BO3MOXHOCTU MOCNeaHen nNpu pelueHun 3agad
aHanuTM4eckoro KoHTpons. lpegnoXeH HOBbIM BapuaHT peLleHust AaHHOW npobnemel,
OCHOBaHHbIV Ha Ucnonb3oBaHuMM nNpsiMon CPI ynbTpacnenoBbiX KONMMYECTB OpraHnyYecKmnx
COEQVMHEHUN C WUCMOSb30BaHMEM JIOBYLUEK, 3aMNOfIHEHHbIX COPOEHTOM C HEMOABMXKHOM
dason, 1 nocneaywowen Tepmogecopdbumen nona rasoxpomarorpaduyeckoro aHanuaa
BCEro aKcTpakTa 6e3 NpuMeHeHnsa opraHnyeckux pacteopurtenen. NpeanoxeHHbIn noaxon,
obecrneyvBaeT KONMUYECTBEHHOE oOMnpederieHne OpraHUYecKNX COEOUHEHWUN, CHWXKEHWe
npeaenoB obGHapy>XeHUs1, MOBbIWEHME MNEepPCOHANbHOM M 3Konormdeckon 6e3onacHoOCTU
paboTbl.

MccnenoBaHbl pasnuyHble noaxodbl A4S NonyyYyeHns copbGeHTOB C HAaHEeCEHHON U
CcTabunnnampoBaHHOW HEMOABWMXXHON ha3on AMA UCNOSMb30BAHNA NX B KA4eCTBE OOHOIMO U3
HanonHuTenen CopOUMOHHBIX NOBYLUEK ONs1 CBEPXKPUTMYECKON ONIOMAHOM 3KCTPaKLUM.
OnTumMmsMpoBaHbl cnocobbl NOMNy4YeHUss Takux cOpObeHTOB Ha OCHOBE peakuuii 30Mb-refb
CMHTEe3a 1 cBO6OAHO-pagmKanbHOWN CLUMBKU-MPUBUBKMW.

B pesynbraTte npoBefeHHbIX UccrneaoBaHuin paspabotaH metoq npsimon COD 6e3
MCNONb30BaHNS  OpPraHNM4YecKkoro pacTeBopuTena wn  obwmi  MeTon — onpeaeneHus
YNbTPAHU3KNX KOHLEHTpaUnUn opraHn4yecknx coeamHeHun. Cnocob oCHOBaH Ha MpsiMON
CBEPXKPUTUYECKON (OIIIOMAHOM 3KCTPaKUMN COEOUHEHUA Ha COpPOLMOHHbIE YCTPOMWCTBA,
nocriegyowen Tepmogecopbumm  BCEro 3KCTpakta UM rasoxpomatorpadmyeckom
onpegeneHnn CoeauvHEeHWn, MpUCYTCTBYOWMX B npobe. PaspaboTaHHbIn  cnocob
MOMHOCTBbIO  UCKMKYAET UCMOMb30BaHWE OpraHMYecKoro pacTBOpUTENS Ha cTaguu
npobonogrotoBku. PaspaboTaHHbIn HaMu cnocob ynaeBnnBaHMA MOXET ObiTb MCNONb30BaH
Npwn CBEPXKPUTUYECKOWN PNIOMAHON SKCTPAKLUK 13 NobbiX MmaTpul,.
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Pesynbratbl NpoBeOEeHHbIX MCCeaoBaHW MO3BOMST CyLECTBEHHO paclunpuUTb
BO3MOXHOCTWU OMpeferieHnsl opraHuyeckux MUKpoOnpuMecenh B pasfnyHbIX TBEPObIX U
Xnokux obbekTax nccnegoBaHus.

B nepcnektvBe cywiecTByeT BO3MOXHOCTb MCMOMb30BaTb AaHHbIA NoAxon He
TOSMbKO AN CBEPXKPUTUYECKON OIOMAHON SKCTPaKLUUKU, HO Takke N AN pasnnuyHbIX BUOOB
razoasHoM OSKCTpakumu, T.K. (PaKTUYECKM B MNpearioKeHHOM MEeToAe YraBnuBaHue
NPOUCXOONT U3 NOTOKAa pacLUMpPSOLLEroca rasa.

BbiBOAbI
1. W3y4yeHbl pasnuyHble nogxoabl AN nosyvyeHms COpbeHToB CO CTabmnnnanpoBaHHOM

HenoaBWXHOM (hpa3on Ha OCHOBE XpoMartorpadumnyecknx cCopbeHToB Manon eMKOCTU TakumXx,
KaKk  CTEKNsHHble LWapukMm U1 MOMoTbi  kBapu. [lonyyeHbl copbeHTbl  co
CTabmnmnanpoBaHHbIMN HENOABWXHBIMIU da3aMm Ha CTEKISAHHbIX U KBapLEBbIX LLapukax B
KayecTBe HocuTenem metogamun 30fb-refle CMHTE3a M CBOOOAHO-paauKanbHOW CLUMBKK-
npuvBmBkN.  KoHUEHTpauus  HenoaBwXHOM  ba3bl  Ha  MNOMNyYeHHbIX  copbeHTax
BapbupoBanacb or 2 pgo 10 %. [lonyyeHHble copbeHTbl wuccneaoBaHbl METO4O0M
TepmogecopbLmm B YCIIOBUSIX KCTPEMasibHOrO TeMNepaTypHOro pexmnma n ganbHenwero
rasoxpomarorpadu4eckoro onpegeneHus c MacCC-CrneKkTpOMETPUYECKNM
aetektmpoBaHveM. [lokasaHO yBenuyeHwe CcTabunbHOCTU COpBEHTOB C MNpUBUTOMN
HEenoaABWMKHOW (ha3oun.

2. WNccnepoBaHa BO3MOXHOCTb TepMmogecopbumm mogenbHONn cMecu cpefHeneTyvmx
OpraHM4Yecknx COeaMHEHU C MOryYeHHbIX copbeHToB € wucnonb3oBaHnem [X/MC.
MNMokasaHa BO3MOXHOCTb KOMUYECTBEHHOM Tepmopecopbuun manbix konudecTts (10°—
107°r) mMogenbHbIX COEAMHEHWUIA C MOMyYeHHbIX copGeHToB. MccnegoBaHa BO3MOXHOCTb
ynasnuBaHnsa MoAesnbHbIX CMeCen cpeaHeneTy4ymx opraHMyeckux CoeauHeHnn Ha BbiXoae
N3 CBEPXKPUTUYECKOrO PNIOMAHOIO 3KCTPAKTOpa Ha W3roTOBMEHHLIN COPOLNOHHLIN
natpoH. MNMokasaHo KonM4YecTBEHHOE ynaBnnBaHWe MoAenbHbIX coeauHeHuin ana 107'°-10°
T.

3. Ha ocHOBe nMOMy4YeHHbIX [aHHbIX MpeanoXeHa CcucTemMa  yraBfvMBaHUS
aKcTparmpyembix metogom CO3 coegmMHEHUN — MHOIOCNONHBLIN COPOLMOHHBIA MaTPOH,
obecneunBalolwmin  ynaenuBaHne Manbix  konudectB  (107%-10°r)  opraHuyeckux
coeauHeHun cpegHen netTyyecTu " nepeHoc ATUX coeuHEHUN B
rasoxpomarorpaduyeckyto cucteMmy 6e3 Mcnonb3oBaHUs pacTBOPUTENS.

OcHoBHble pesynbTaTbl AUCCEPTaLMM U3NOXEHbI B cneayrmnx nybnmkaumnax:
1. KysHeuoB M.M., MaskoB W.H., Pesenbcknin WN.A., Jlyaanun B.MN. // 3aBog. J1ab. OuarH.

Martep. 2003. T.69. Ne6. C.7-13.

2. Kuznetsov M.P., Glazkov |.N., Revel'skii I.A., Luzyanin B.P. // J. Anal. Chem. 2006. V.61.
Ne12. P.1144-1148.

3. naskoB WN. H., Pesenbckunn N. A., Kysneuos M. I1., MapTeiHoB A. A., Edoumos WN. T1. //
3aBog. J1ab. dnarH. Matep. 2003. T.69. Ne6. C.13-16.

4. TnaskoB W.H., Peesenbckun N.A., Kysskun C.B., KysHeuos M.I1., BorgaHoe A.A., MapTbiHOB
A.A., Edoumos W.T1., 3onotoe KO.A. // CeepxkpuT. ®ritonabl: Teopus u MpakTt. 2006. T.1. Ne1.
C.52-65.

5. 4-aa MexgyHapogHas koHdepeHums WHCTpymMeHTanbHbIXx MeTogoB aHanusa, IMA-05
(MpaknuoH, MNpeunga, 2005).

6. 4-bin MexayHapodHbIi cuMno3nyMm rno CBEPXKPUTMYECKUM QOIIIOMAHBIM TEXHONOMMSM ANs
3HEpreTuKN, OKpyKaroLen cpenbl U anekTpoHukn, Super Green 2005 (Tannen, TaneaHb,
2005).

7. MexayHapogHbI KOHrpecc no aHanutmyeckon xumumn, |ICAS-2006 (Mockea,
Poccus, 2006).
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CMUCOK COKPALLEHUIA

» [ X —rasoBasa xpomartorpagus.

»  B3XX — BbIcOKOa(h(peKTUBHAS XKNOKOCTHAA Xxpomartorpadums.
e MC — macc-cnekTpoMeTpus.

o [10K — npegenbHo gonyctumMmas KOHLUEHTpauus.

o C®3O - cBepxkpuTudeckasa romaHas aKCTpakums.
e T[ — Tepmnyeckasn gecopbums.

o TOO — TBEepAodasHasa aKCTpakums.

e KO — XngkocTtHasi aKCTpakums.

s TOMD — TBEpAodasHas MUKPOIKCTPaKLMSI.

* H® — HenogBuxHasa dasa.

* [1AY — nonuapomatudeckune yrnesogopoabl.

» [1XB - nonuxnopupoBaHHble GUeHUnbI.

o MXALO — nonuxnopmnpoBaHHble ANGEH304MOKCUHBI.
o CPP — cBoboaHoO-pagukanbHas peakumsi.

» 3I'T(C) — 30omnb-renb TexHonorus (CUHTE3).

 COM — ckaHupyroLLMIA 3NEKTPOHHBLIN MUKPOCKON.



