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TA30XPOMATOTPAOUUYECKHAN METOJ UCCJIENOBAHUSA
TEPMOOKHUCJUTEABHON CTABHJIBHOCTH IIOJIUMEPOB

H. B. Hemuposcran, B, I'. Bepeakun, B. M. Rosapcxaa

[pennoxen rasoxpoMarorpaguaecKuil MeTO[, MCCIEAOBAHAA TEPMOOKHC-
ABTeNbEOH NECTPYKIHE NOTAMEPOB, B KOTOPOM B OflHOH# ycTaHoBKe 00BemH-
HeHH MUKPOPEAKTOP ¢ HepHOJMUeCKOd cMeHO rasoBoif cpefisl M aHAAH3 ee
coctaBa. Meroq 1Mo3BONAET H3yIaTh OPOMECCH IPH HEBBICOKAX CTeHeHAX Ipe-
BpalmeBEnsd. leIMeIIEHIIe MeTOfa AaeT BO3MOKHOCTH OJHOBPEMEHHO PEracTpH-
POBATH IOIIOI[EHAe KECIOPOJa HPH TePMOOKRHCIERHH I o6pasoBaHme MeTYIHX
MPOAIVKTOR mecTpykouu, Merox NpoBepeH Ha NpPEMEPe TEPMOOKHCIHTEIBHOM
DeCTPYKUEM mojmpofexaHaMupa. IIpeanokeHHEIM METOZOM SKCIEPHMEHTANb-
HO M3yYeH XapaKTep AeCTPYKIMOHEHX HpeBpAlieHHMd apOMAaTHIECKUX IIO/H-
MMHJOB OPH BEICOKAX TeMIepaTypaXx W YCTaHOBJIeHa CBA3b TEPMOOKHCHIH-
TeIbHOR YCTOHIMBOCTH 3THX MOAEMEPOB ¢ HX XHMHIECKAM CTPOCHHEM.

HoaumepHEle COeINHOHUA NeCTPYRTHPYIT ¢ ofpasoRaHmeM GOMBIIOTO YHCHA TETYIHX
DPOAYKTOB IpY HOBLIMEHHHIX TeMIEPATYpax IOx BAMAHWEM KmeJIopofga. OGBIIHO mpHMe-
HAEMbIe METOABl MCCAeZOBAHHA, OCHOBaHHBle HA PeTHCTPANMH H3MEHEHHAA Beca LOaEMep-
HOrOo oGpasma [1] miam m3MeHeHusa ZaBileHWA B 3aMKHYTOHR cmcTeMe [2], He aABAAIOTCH
HOCTaTOYHEIME JJIA XapaKTepHCTHKU mpomecca. Jaa Gonee MOJHOIO ONMCAHHA NpOIeEcca
AeCTPYKOHE HOReCo00PAZHO HMCUIONB30BATh Ta30BYI0 XpOMATOrpadHio, KOTOpas AaeT BO3-
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Puc. 1. Cxema razoxpoMaTorpaguyeckoil yCcTaHOBKE A
HCCIea0BAHAA TepMooxncnn'reanoﬁ crabuabHOCTH HOMH-
MepoB

[2a3-Hocumens

MOKHOCTH HCCAENOBATEH JeTyIHe IPORYKTHL U MoKeT GOhiTh 3PdeKTHBHO HCIONb30ORAHA
JUIA M3Y9eHHsA CKOPOCTH HX BBIJeNeHHA BO BpeMeHH IDPH pa3jmIHEIX TeMheparypax. Ipm-
MeHeHHe Ta30Boii XpoMartorpadmm mMo3BOAfET HOAYYIATH OOMAPHYI HEPOPMANKIO 0 KOIH-
9eCTBEHHOW XapaKTePHCTUKe MEXaHU3MA N KHHOTHKEe PA3IAYHLIX peaknmil. IIpm mpumene-
HHK ra3oBoii XpoMartorpadum ANA H3ydeHHA TEPMOOKHCIAHUTENHHOU NeCTPYRIKH HeoGXomm-
MO HCHOJIB30BATH ra30XpoMaTorpadudecKyld CXeMY, KOTOpas MOSBOJNAET GHICTPO YAAIATH
KECJIOPOT, M3 HOTOKA Ias3a-HOCHTeNs [iA TMpefoTBPAMECHAA OKACAHTENbHON MecTPyROEA
HemofBIKHHX RAAKAX ¢a3 [3]. B nurepaType nMeeTcs aamb oxHa pabora [4], B KoTopoit
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yKasBIBAeTCA HA BOSMOKHOCTH HCIONBBOBAHMSA NMHUPONATAIECKOR AdeilKm ¢ oborpeBaeMoit
HATHIO AIA MCCAeHOBAHAA CTAOHIBHOCTH LOJNMEPOB B ArpeccHBHEIX cpefax. OgHaKo HKc-
HCPUMEHTAABHBIX JAHHEIX IO Pealu3anud BRIABUHYTOH miem B 3Toit paGoTe He MpEBEXEHO.

[fens mamHO# paGoTei — paspaboTka ra3oxpoMaTorpaduIecKoro MeTofa H €T0 HpuMe-
HeHNe IAA CPABHUTENHLHOH ONEHKH TepPMOOKHMCJIMTENHHOH CTaCHILHOCTH HOJAMEMUAOR pas3-
JAYHOTO CTPOEHU, a TalKe NN HM3YUeHnsS KHHETHKE HMX AecTpyKnumm. Pa3paGoTaHHBI
HAMJI MeTOJ H3YTeHHHS TePMOOKHCIATENHbHOR CTabWIBHOCTH HOJAMEPOR 3aKIYaeTcA B
HepHOgHYeCcKOM [a3oXpoMaTorpaEIeckoM aHalH3e JeTYIMX IPOAYKTOB, 00pasyOMMXCA

Puc. 2. HuHeTndecKkue KpHBBEIe HOIJIolNe-
HUA Kuclopoma (I, 2) u BoIflelleHns ABY-
OKHCH yriepoga (3) NpH TEpPpMOOKHCIH-
TeJabHON mecTpyknmd ITA-12, moxydeHHBIE
Ha onuckiBaeMoit (1, 3) m craTwdeckoit Ma-
HOMeTpHIeCKoi ycraHoBrax (2) npu 170°
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Puc. 3

Opd TEPMOOKHCIEHUU NONHMEpa B peakTope (B KOTOPOM NpPeAyCMOTDPEHA MepuogHdecKas
cMeHa Ta30ROil cpefHl), IPHCOeAHHEHHOM K KpaHy-§03aTOPY XpoMarorpada BMecTo no-
3upyloieil meTian.

Merox mo3BoJAeT M3ydYaTh IpPOMecchl OPW HEBBICOKHUX CTeNEHAX MNpeBpameHud, TaK
KaK OH He OTPaHMICH BeJMYNHOH HpoOH. B paAfe ciaydaeB IpH COeOHAAJBHO MON00paHHOM
pesKuMe BCJIefcTBMe HeJOABINOr0 PacXofad KHCIOPOfa KOHIEHTDPAIASA er0 B CHCTEME Ha-
MeHAeTCA He3HAYNMTEJNBHO, 4TO YOpOIlaeT KMHETHIECKYH) HHTEDIPEeTAIHI0 Pe3yJbTATOR.
Hpn sroM mpegnaraeMblii XpoMaTorpaguiecKuil MeTON MOMKHO pacCMATPHBATh KaK «KBa-
SHIODOTOYHEIHY. [IpmMeHeRme MeTOgAa MAET BO3MOIKHOCTH ONHOBDEMEHHO pPerWCTPHpPOBATH
HDoTXONIeHAe KACAOPONa W 00pasoBaHWe JeTyIdX LPOXYKTOB JecTpyKOmdA. Meropx mpocT
¥ OpUTofeH JNJd HCCIeX0BAHAA ToBeAeHHA HOJMMEDPOB B JIOOBIX Ta3000pas3HbIX Cpeax.
B cayuae TepMOOKHCIEHHA YCTAaHOBKA HO3BOASET NPOBOJHTH 3KCHEPAMEHT B IOHPOKOM
Imama3oHe HaBJeHmil KHCIOpoda, M3MeHeHHe KOTOPOLO OCYIECTBIAETCSA BAPHHPOBAHNEM
COOTHOILIEHNA a30T — KACHOPOJ B CACTEME.

MeTon mpoRepANH HA NpPEMepe TePMOOKUCIUTENBHOH HECTPYKRIHEHM MONHANOACKaHAMHAA
ITA-12. HccregoBande DPOBOAEIA Ha OTeYeCTBEHHOM xpoMarorpade XT-63 ¢ merekTopom
10 TenJIoMpOBOZHOCTH, B cXeMe KoToporo (pmc. 1) mepexm xpomarorpadudeckoit pasmenn-
TeJIbHOI KOJOHKOI 6 Haxofmaca rasoBsiid kpau 135 (). Kpar 35 comepskaa e rpyumst

. BANOPHEIX 2IEMEHTOB a—é X a’—¢’, IpHIeM 3JeMeHTH KaKEoil IPYIILI 3aKpHIBANHCH HIA
OTKPHIBATNCH OHOBPEMOHHO, X IPH AK0GOM HOJOMKEHHH KPaHa-T03aTopa, o KpaiiHeil Mepe,
OfiHa TpyNna 27AeMeHTOB OKasniBanachk 3akphiTod. Ha Mecte no3er B J[35 6BLn pacmonoxken
KBapHeBHil MHKPOPEARTOD 4, B KOTOPOM OKWCAAAm ofpasmst moamMepa. Mertonwka skcme-
PHMEHTA COCTOANA B cienyomeM. JIpA OTKPHITEHIX 2JIeMEHTaX a—6 [03aTopa I W BOHTHIAX
8, § ras-RocHTenp MOCTYHAN B JETEKTOD dHepes aieMeHT a¢. HaBeCKy HOpOINK00Gpa3sHOTO
noammepa (5 m2) MOMeIIANE B peakTop 4 (o0mui o6BeM peakTopa W razoBLIX JHHEH Kpa-
Ha-f03aTopa COCTABIAN 4,0 x4) W B TeueHHme 15 cek. Wepe3 Hero WPOMYBANN MEKPOKOM-
npeccopoM MK-1 2 Boagyx co ckopocthio 60 x.a/nuwn. 3areM sakpeiBaim BenTHIR &, §, Ha
PeaKTop OACBANM HMPeABAPHTENLHO TePMOCTATHPOBAHHYI0 npu 170° meus ¢ anekTpooGorpe-
BOM W II0JIAMED OKHCJAIN B TedeHme 15 MHH, mocie 9er0 OTKPHIBANH 2JeMEHTH. a—6 Kpa-
Ha-ftosatTopa. IIpm 3ToM mOTOK rasa-HOCUTeJNs NPOXOARI Uepe3 3JAeMeHT ¢’ B MEKDPODEAKTOP
W depe3 dJeMeHTH a’, 6' BHITECHAN M3 Hero aHAIU3WpYeMbie Taskl B PasfejHTeNbHBE KO-
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NOHKH 6, 7, BKIOYEHHB® B XpoMaTorpadmdeckyio cXeMy TakmM o0pasoM, 4To sielikm
KaTapoMeTpa 8 DOIepeMeHHO ABAANHCH CPAaBHATENBHON WM M3MepHTelbHOI. BpeMsa monHO-
TO BHTeCHEHHs BO3AYXa H JeTYUMX HPONYKTOB HecTpyknuum cocraBiano 10 cex. Jarem
PeaKkTop 3aNONHANA HOBOH HOpUHe BO3AYXa W HPOBOJWIE [AJbHEHINee OKHCICHHE IIOJH-
Mepa. KonmgecTBeHHBIN aHANA3 COCTABA rasoBoil (hashl ImOAEMepa OCYLIECTBISMM depes
KasKIere 15 MuH. BpeMeHHbIe EHTepBaJH 0TG0pa Ipo6 OmpefelsAllHch CTENEeHBI PA3ilosKe-
HEA HONEMEpa H BpeMeHeM HOJHOTO aHaJln3a a3oB.

Hpu 170° mpogykrel pecrpyknma ITA-12 cocToanm m3 oKUCH W IBYOKHCH YIJIepofa
BOOH., BsauMofelicTBue IolmMepa ¢ KACIODOFOM H3ydald OO0 H3MEHEHHIO COCTaBA Boany—
Xa B BEIAeNeHUI YIVIEKACIOro rasa.

JIByoKHECH yriepofa aHANA3EPOBANHM Ha KoJOEKe (100X04 cx), samonsernnoir Ilopa-
OKOM (c{)panum{ 0,25—0,5 xx), a BOSAYX aHAJIMSHPOBAJM Ha KouaQHke (150X04 cx), 3a-
HONHEHHOM MolekyinspubiMu cmTamm CaX (pparmms 0,25—-0,5 xx). AHaau3 IOPOBOTUIA

' HpH KOMHATHOH TeMHepaType IpuW CKOPOCTH rasa-HOCHTENs rellnd. 40 Mafrun. lIpuMene-
HEe BO3JyXa AJA OKHCIEHAA HAJ0 BO3MOKHOCTH HCIIOAL30BATH a30T B KadecTBe BHYTpEH-
Hero CTaHgapTa. '

XpomarorpaMMer rasoBoit dassi ITA-12, mofyJeHHEle Tepe3 KaKALe 15 MmH. OKHcTe-
HAA DOAHMEp2a, HOKASHIBAKOT, YTO KAYeCTBEHHEI COCTAB CIEKTPOB ONMHAKOB H BKIOYAET
BO3AYX, YIAEKHCABI ras, KACAOPOX u a30T. BEICOTa HmmKa KHCAOpO[a HPOINOPHAOHAIBHA
CpefiHell CKOPOCTH IOTIOIIeHHUs KHUCJIOPOAA, a BHICOTA NHKA ABYOKHCH yTrJiepofa Ipomop-
IEOHAIBHA CPEREEl CKOPOCTH BHIJEJEHHMA NBYOKHCH YIJA€pOfa B KaikAOM HETepBaje Bpe-
meHn. HKpusile, orn0aiomnae BepIIAHL IHKOB JaHHOTO KOMIOHEHTA, BEIPAKAIOT H3IMEHEHHE
CKOPOCTH mponecca (mOIVOIeHMA UJIK T'a30BBINGJNEHAA) BO BPEMeHH.

Ha ocHOBAHHH IOJAYYeHHEIX TAHHBIX DOCTPOEHEI CYMMAapHBEIe KpPHBBIe Pacxofa KHUCIO-
PORa ¥ HAKOILIeHHA yrieruciaoro raza (pme, 2), Ha ToMm jxe pucyHKe i cpaBHeHHA Opej-
CTaBIIeHH AAHHBIE II0 MOTJIOMMEeHHi0 Kuciaopomga ITA-12, monmydeHHble Ha CTATHIECKOH MaHO-
MeTPUYECKOR yeTaHnoBKe. HekoTopas pasHANa B pesylsTarax MoxKer OBITH CBA33HA C pas-
JUIASAME B YCIOBHAX SKCIEPMMEHTA, 4 TAKKe ¢ 3aHIKeHMeM BeJUYMHEl IOITOIeHHA
RHECIOPOAA, WaMepAeMoil B CcraTMIecKoll YCTaHOBKe, Ipu BLIFeleHUM B CHCTEMY OKHCH
YIaepofa WM OPYTHX JeTYIdX NPOAYKTOB ZeCTPYKIEH, He IMOJHOCTHIO YJIaBJlHBaEMHX mo-
TAOTATENHHEIM HATPOHOM.

TaxaM ofpa2oM, DpuMeHeHH® AAHHOE CXeMBI TNO3BOAHRIO O0BeIWHATL B OZHOM Xpo-
marorpadrdeckoil yoTaHOBKe peaKTop AJA MPOBeJeHHST TePMOOKHCIMTENBHOH HeCTpyKIam
® xpoMaTorpad 1A aHAAM3a OPOAYKTOB AECTPYKIHH, UTO HMOBBICHIO HANEMHOCTH W TOY-
HOCTh maMepeHHmil. PeayabTaTh, HOJYYeHHE® IIPH HCHOAH30BAHHM JAHHOH METONUKH, XO-
pPOINO BOCHPOMSBOOUMEL, pasbpoc B 3HAYCHMAX BHIXOAA JeTYYHX NPOAYKTOB JNeCTPYKHEU
HpHE OKHCIEHHH cocTaBadAer 2 orH.%. YyBCTBATENBHOCTL MeTOAa Ha HNOPATOK BINIG TyB-
CTBUTEABHOCTH OLpeAeleHddl HA CTATHUYOCKOH YCTAaHOBKe (METOX IOBBOJHAET ONpeAeNATs
MOrfomenue 3 xK4 KACIOPORA), 9T0 ofecmednBaeT BO3MOKHOCTh MPOBENGHAA KHHETHIE-
CREX UCCIeAOBAHWI [JIA MAIBIX oGpaauoa MoJHUMepa, XapaKTepHaYOIMAXCA MANBIMA cremne-
HAMHA nOpeBpamennA. LIpm 5TOM OXHOBPEMOHHO OCYIIECTBJAETCA 3JHANE3 IOTJOINEHHOTO
HPH OKHCIEHWH MONMMEepa KACIOPOfia H BEIENAIMHAXCA JHeTYyIAX NPOAYKTOB AeCTPYKIAH.

Pa3paGoTAEEYI0 METONEKY HCIONb30BAIH [AA H3YyYeHHsS TEPMOOKACIHTENBHOM CTa-
6uasEOCTH CHIeyOIIAX aPOMATATECKEX TOTHHMANOB:
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Boasmuucreo pa60'r, TOCBAIMEHHEIX HCCIeOBAHEID BO3MEHCTRUA BRICOKHX TeMIEpaTyp
HA YCTOHYABOCTH HOJAHMULOB, OTHOCHTCA K DOJAMIUpOMedauTaMEaM. Bpyr [5, 6] uccae-
ROBAJI KHHEeTHKY OKHCJ/ICHHA IIOJIH]IKPOMBJUIETHMKJ.‘I;HOﬁ NJIeHKH 00 H3MEHEeHUI0 Beca oﬁpaa—
OB B IOKAsall, YT0 B wHTepBajge Temueparyp 430—485° KpmBEIe MOTEpPh Beca XapaKTepH- .
3yI0TCA HaadIueM IOpHOXa aBTOoycKopeHmA. B oramume ot Bpyka, Crala m XuraM y/
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HAOLTH, 970 OpH AauTeasHEoM (Godee 100 wac.) OKUCTeHHMEm mOAMMEpa B LEDPKYIALHOHHOIX
YCTaHOBKE CKOPOCTH BEIflelIeHUA JeTydmX, LOTJOIeHHA KUCIOPOJa W IOTeDh Beca CTaHO-
BATCA TMPAKTHIECKHM MNOCTOAHHBIMH Uepe3 HECKONBKO YacoB mOCHe Hadala oKucieHus. Ilo
MHEHHI0 8BTOPOB [7], 3TO ABAAETCA JOKA3AaTENbCTBOM IOCTOAHCTBA THCIA PEAKIEOHHLIX
TEeHTPOB, BCTYNANIIUX BO B3aUMOJCUCTBHE ¢ KHCAOPOXOM, 9T0 BO3MOKHO HpPH IOCAENOBA-
TeIbHOM OTIEINIEHME ¥ OKMCIeENH 3BeHBEB, HAYMHAA ¢ KOHUEBHX rpymm. [lias moiummn-
HOB HA OCHOBE APYrEX AHAHTHAPAMOB TeTPAKAPOOHOBHIX KHCJIOT B JHTEpAType IPHBOHEHEI
AMIUL JlaHHBIe II0 OIeHKe TepMOCTaGUALHOCTM IYTeM KpaTKOBpPEMEHHHBIX wu3Mependid
noTeps Beca o6pasmoB B reamd mpm 450° [8]. IloaToMy mpepmcTaBiANo METEpec AeTaIbHOe
ACCHEN0BaHEE XapaKTepa HeCTPYKIHOHHEIX OPEBDAIIEHAE apoMaTHiecKHX IOJANMALOB
Opu BHICOKMX TEMIEPATYPAX M YCTAHOBIGHME CBA3H TEPMOOKHCIHTEIBHOH YCTOHYHBOCTH
STHX MOJNMEPOB ¢ HX XEMATECKHM CTPOCHHEM.

[TasoxpoMarorpadudeckuii aHaAm3 moKazal, 4To npu 480° OCHOBHBIME HpPOAYKTAMH
orkucienud nmoamumunos [—-I1II aBagoTCA OKECH W ABYOKHCH yriepofa m Boja. O Xapar-
Tepe HECTPYKLUY NOJHAMHAOB CYIAUIX MO MOMMOLIEHHI0 KMCIOPORA H HAKOIUIEHUI0 OKHCH
H IBYOKHCH YIJIepofa.

O6pasen mopomKooGpasHoro moxmmMmega (5 #2), UpefBapUTEdLHO NPOTPETOTO B Ba-
Kyyme npu 300° B TegeHHWe 5 uac., MOMeINANR B PeaKIWOiHBIA COCYA W HarpeBadm HpH
480°. BpeMa mporpeBaHHA COCTABAAN0 3 Mud. AHAJAN3 COCTaBa Ia3orod (paspl IPOBOIHIH
9epe3 Rakgbie 15 MuH.

dxcOepHMeHTANBHEIE KDHBEIE H3MEHEHHT CKOPOCTH & NOINIOINCHUA KUCJAODOXA H BBI-
HeNeHHWA OKUCHM U IBYOKHCH YIiepofa BO BpeMeHH upejcrasieHtl Ha puc. 3. [Tuddepen-
nmajgpHas fopMa KPHBBIX, IONYYaeMBIX HEIOCPEACTBEHHO U3 ONBITA, sajda YeTHYK MH-
dopmanuo o0 Xapakrepe H3MEHEHHAA CKOPOCTEH MECTPYKIMU Ha DA3JUIHBIX CTAgAAX
OKECICHHA moaEMepon. M3 prCyHKA BHIHO, 9TO KPHBEIE CKOPOCTH MOTJOMEHUA KHUCIOPOAA
¥ BHIJeJIeHuA OKUCH ¥ JIBYOKHCH YTIepoia MMeT OfMHAKOBYI0 (OpMY, CBRAETEJNhCTBYIO-
myw 00 aBTOKATAAMTHIECKOM XapaKTepe OKHCIeHOA HonuuMmgoB. ClefyeT OTMETHTH He-
OOBITHEI XapaKTep HAYaJbHOTO YIacTKa KpUBEIX. Ilo-BUAMMOMY, OH OTpasKaeT ABa LPO-
mecca: ORHCIEHHE CAMOIO ITONHMEpPA M OKHCIeHHe He3aNUKMI30BAEHAIX MOJAAMETOKMC-
NOTHHX 3BeHbeB. CpaBHeHHWe MOJYYEHHBIX PE3yAbTATOB IOSBOJHIO DACHONOMKHTH
noguaMuAsl I—II1 B 3aBmcHMOCTH OT CTPOCHHMA AUAHTHAPHAHON KOMIIOHEHTHI B CIeAyio-
il AL YMeHbIIeHAsA TePMOCTaGHIbHOCTH:

e SN

ITH JaHABIe MOJHOCTHIO COBHAAAIOT ¢ AAHHEIMHA [8] IO OLeHKE TepPMHYECKOd cTAOHAb-
HOCTH TeX 3Ke MOJHIMEPOB.

Hoayuennsle pesyIbTaTHl ABIAMNTCA BeChMa BAKHBIMU MPH H3YIeHHH MeXaHH3Ma
TEPMOORHCHHTENbHON AECTPYKINY NOIMAMHAOR H AN YCTAHOBIEHHA CBA3H MEKAY CTpoe-
HHEeM IOIHUMEAROB H UX TOPMIIEcKOil cTAa0HMIBHOCTHIO.
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