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BBEJIEHUE

B MerogmueckoM MOCOOMM pPAaCCMOTPEHO NpPUMEHEHHE METoaa
UMIYITbCHON KaJOPUMETPHH TP BBHITIONIHEHUU J1a00OpaToOpHBIX padoT 1mo
XUMHAYECKOW TepMOAMHAMUKE HA TMPUMEPE UCCIIENOBaHHUS dHEprerude-
CKMX XapaKTepUCTUK KaTaJM3aTOpPOB U TMpolecca YrIeKUCIOTHOH
kouBepcun Merana (YKM). Meron peanu3oBaH ¢ HCHOJIB30BaHHEM
umeromnierocs Ha kagenpe ¢puzndeckoin xumun HI'Y nudepenunanbno-
ro ckanmpyromero kamopumerpa ¢upmbl «Cerapam» (SENSYS TG
DSC), paboraromero B ©30TePMUIECKOM PEKHME.

1. TEPMUYECKHWI AHAJIN3 U KAJIOPUMETPUS.
OCHOBHBIE TIOHATHUSA U1 ONNTPEAEJIEHUS

TepMI/IHLI «KKaJIOpUMETpUA» U «TCpMI/I‘leCKI/If/i daHaJInu3» SABJIAIOTCA
CO6I/IpaTeJ'ILHBIMI/I Ha3BaHUAMU [JIs1 COBOKYIIHOCTH OOJIBIIIOT0 YHCIA
pas3siindHbIX MCTOAOB U MCTOMUK. B HacTosALICC BpEMS HauOoee
HOI[pO6H0 9Ta 00/J1aCTh 3HAHUN OIMCAaHa B Q)yHﬂaMeHTaHLHOM IATUTOM-
uuke «Handbook of Thermal Analysis and Calorimetry», Beimemiem
HENaBHO B wu3jarenbcrBe Elsevier mom  obuiei penaxkuuein
[Marpuka K. T'annarxepa [1]. B aToii kHuTE naéTes cieayromee KpaTKkoe
onpenenenue [2].

Tepmun «mepmuneckuti anaausz» (TA) osnauaem ananusz usmenenull
ceotlicme ucazeayemoeo 06pa3ua, CBA3AHHBIX C NPUTIOICEHHbIM memne-
pamypHuim 6o30eticmeuem. TepmMun <KAropumMempus» O3Havaem uzme-
pPERUE MeENIonibl.

(Thermal Analysis (TA) means the analysis of a change in a sample
property, which is related to an imposed temperature alteration. Calorim-
etry means the measurement of heat.)

ICTAC (International Confederation for Thermal Analysis and Calo-
rimetry) maér cneayroree onpeaeneHue:

Tepmuueckuti ananuz (TA) — epynna memooos (memooux), 6 Komo-
PBIX C8OUCMBO 00paA3Ya, HAXOOAWE20C 8 KOHMPOIUPYEeMOU ammocge-
pe, omcieancusaemcs 6 3asucumocmu om 6pemernu uiu memnepamypbol
8 YCIIOBUAX, KO20d MeMNepamypa npocpammupyemcsi.

(Thermal Analysis (TA): A group of techniques in which a property
of the sample is monitored against time or temperature while the temper-
ature of the sample, in a specified atmosphere, is programmed.)



B o0oux ompeneneHusx CIOBO «aHAIM3» O3HA4YaeT HEUYTO OOJblIee,
9YeM MpPOCTO MOHMTOPHHI, @ HMMEHHO 0003HAYaeT KaK IKCIIEPUMEHTaNb-
HBIW MPOIIECC, TaK U MPOLEAYPY U3BICUEHHUS PE3YyIbTaTOB U3 HEIOoCpe -
CTBEHHO TOJIyYEHHBIX JaHHBIX.

B cooTBeTcTBUM € 3TUMH OINpEAEICHUIMH, UCCIENOBaHUs, TPOBOAN-
MbIe TPU TOCTOSHHOW TeMIlepaType, He OTHOCATCS K TEPMHUYECKOMY
aHanmu3y. Kamopumerpuueckne M3MEpPEHHsT MOTYT NPOBOAWTHCA KakK B
YCIOBUSAX MPOrpaMMHUPOBAHUSI TEMIIEPATyphl, TaK U NPU TMOCTOSHHON
TeMIiepaType.

Lenpio KamoOpUMETPUYECKUX HCCICIOBAHUI SIBISETCS H3MEPEHUE
TEII0EMKOCTEH U TEIIOBBIX 3¢ (eKToB. TUIHYHBIE TPUMEPHI — H3Mepe-
HUE TEIJIOTHl PACTBOPEHUS, TEIUIOTHI CrOpaHusi, TEIUIOTH (Ha30BOr0O
nepexona. HaGop cBoiicTB, H3y4aeMbIX METOJAMH TEPMHUYECKOTO
aHaJiu3a, Topasfo mupe. JTo, HaIpuUMep, pa3HuUIla TeMIiepaTyp odpasina
u stanoHa (muddepeHnmanbHbl TepMudeckuii anamm3, DTA), macca
(repmorpaBumetpus, TG), reomMmerpuyeckue pa3Mepsl (TepMOMeXaHHYe-
ckuii anaimm3, TMA) u MHoroe npyroe. JuddepeHunanbHas cKaHUPY-
ol1as KaJIOPUMETPHSI TAKKE MOXKET ObITh OTHECEHA K 00JIacTH TepMuye-
ckoro aHamuza. C JApyroil CTOPOHBI, MHOTHE KaJlOPHUMETPUYECKHE
METO/Ibl MCCIICIOBaHMsI MOAPa3yMEBalOT M3MEPEHUsl MpH (PUKCHUPOBaH-
HOU TeMIiepaType M MO 3TOH MPUYMHE UX HE OTHOCAT K 001acTH TepMHU-
geckoro anaimza. OIHUM M3 3TUX METONOB SIBIISIETCS HMITYIbCHAsS
W30TEPMUYECKasT KaJIOPUMETPHSI.

CymiecTByeT HECKOJBKO OCHOBHBIX KOHCTPYKIHH KaJIOPHMETPOB.
Cpenu M30TEPMUYECKUX KaJIOPUMETPOB Pa3inyaloT MPHOOpPHI, MpeaHa-
3HAa4YCHHBIC JJIS1 U3MEPEHUS CYMMAapHOIO KOJIMYECTBAa TEIUIOTHI, BBIJC-
JSFOUIEHcs B MpOIecce OT €ro Hadvaja 10 3aBepiueHus (KaJopuMeTphbl-
WHTErpaToOpbl, XapaKTEPHBIA IPUMeEp — JICISHON KalopuMeTp, B KOTOPOM
onbiT npoBogutcss npu 7 =0 °C, a u3MepsieMOd BEIWYMHONU SIBISETCS
KOJMYECTBO pACTasBIIETO JbJa), ¥ KaJOPUMETPhI Uil HW3MEPEHUS
TEIJIOBOM MOILIHOCTH, T. €. CKOPOCTH BBIJCICHUS WJIM IOIJIOLICHUS
Terta (KaJopUMEeTPhI TEIIOBOTO IMTOTOKA).

HmeHHO KanmopuMeTphl TEIUIOBOTO MOTOKA HamOoiee MPUTOTHBI IS
WCCIICIOBAHUN Memo0OM UMRYAbCHOU Kanopumempuu. HyxHO 3ame-
TUTb, YTO TEPMHUH <HUMITYJIbCHASI KaJTOPUMETPUS» HCIONIB3YIOT IS
0003HaYECHUS IBYX Pa3IMYHBIX METOJHK:

— U3MepeHHe NMoabEMa TeMIIepaTypsl pH OBICTPOM HarpeBe oOpasua
BCIIBIIIKOH Jla3epa MM UMITYJIbCOM 3JIEKTPUUECKOTO TOKA;
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— HM3MEpPEHUE BBIJICJICHUS/TIOTIIONICHUS TeIIa MPU B3aMMOACHCTBUH
TBEPIOro 0Opasia ¢ UMITYJIbCOM PEaKIIMOHHOCIIOCOOHOTO ra3a, BBEIEH-
HOTO B IOTOK HWHEPTHOTO ra3a, HEMpPephIBHO MPOTEKAIOLIEro Yepes
peaxTop ¢ 00pasIoM.

[MocnemHuii METO HA3BIBAKOT TAKKE METOJOM HMITYJIbCHOIO TEPMH-
yeckoro aHanu3a (PulseTA) [3], uTo HeCKOIbKO MPOTHBOPEYHUT KIIACCH-
(UKalUM, COrJIACHO KOTOPOW TEPMHUYECKHH aHalu3 IMoJpa3yMeBaeT
UCCIICI0OBAaHNE HEKOTOPOro CBOMCTBa oOpaslia B Ipolecce M3MEHEHUs
ero TeMIIepaTypHl.

B o0nacTu reTeporeHHOro Kartaiu3a TePMHH <HMITYJIBCHBIH METOI»
SIBJISIETCS BIIOJTHE YCTOSIBILIMMCS M O3HAYAET, YTO pedb HAET 00 H3y4eHHH
MPOLIECCOB, MPOTEKAIOIIKMX MOCIIE MOJay Ha 00pasel] MOpIHU pearcHTa
WIN CMECH ra3000pa3HBIX peareHTOB. [Ipy 3TOM OTCIeKHBAeTCs M3Me-
HEHUE XMMHUYECKOTO COCTaBa MPOMYIICHHON MOPIUH ra3a WId H3MEHe-
HHUE COCTOSIHHSI KaTalu3aTopa WiId To U Jpyroe. B paborax, onuceiBae-
MBIX B JJAHHOM IOCOOHMH, U3MEHEHHE COCTaBa Taza U3MEPSETCsl METOAOM
ra3oBoii xpomatorpaduu, a MHGOPMAIHMI O COCTOSHUM KaTaiuzaTopa
M3BJICKACTCSI M3 BEIMYMHBI TEIUIOBOTO 3(PQeKkTa TPH MPOXOKICHUH
UMITyJIbCa M, B HEKOTOPBIX CITy4asix, U3 U3MEHEHHS Beca o0pasia.

2. KAMIOPUMETPUSA TEIIJIOBOI'O TIOTOKA

Kanopumerp TemnoBoro moroka sBIseTcsl HeaanabaTHYECKUM KaJio-
PUMETPOM, T. €. TeIJI0, BhIAEIHBIIeecs B 00pasie, ObIcTpo nepenaéres K
OKpYy’Kalolllel cpefie, B Ka4eCTBE KOTOPOM BBICTYIAET IeUb, COepIKaIas
SYEHKyY ¢ 00pa3LoM.

UyBCTBUTENBHBIM 3JIEMEHTOM KaJIOpUMETpa TEIJIOBOTO IMOTOKA SIBIIS-
ercsl TaTYUK TEIUIOBOTO MOTOKA — (uiokcMeTp. DIIOKCMETp COCTOHUT H3
CTa WJIM HECKOIBKUX COT TePMOIap.

TepMmonapa — 3TO JBa METAJUIMYECKUX MPOBOJHUKA, HAXOASIINECS B
KOHTaKTe JApyr ¢ apyrom (puc. 1.1). MecTo KOHTaKTa 00BIYHO HA3bIBAIOT
crnaeM, XOTsI (paKTHUECKH COEIMHEHHE IOCTHTaeTcsl MyTEM CBapKH.
Mexay TpOBOJHMKAMH M3 Pa3lMYHBIX METaIoB, NPUBENEHHBIMH B
KOHTAaKT, BO3HUKAET Pa3HOCTh MOTEHLIMAIOB, BEIUYMHA KOTOPOIl 3aBH-
CHT OT TeMIlepaTypbl B MecTe KoHTakTa. OJHa U3 mpUYuH 3Toro 3¢ dex-
Ta COCTOHMT B TOM, YTO KOHLIEHTPALHs CBOOOHBIX AJIEKTPOHOB B 00bEME



MmerayuioB, Hampumep, mean (M) u koncrantana (K), He OJIHaKOBa .
Jndy3noHHbBIE TTOTOKH JIEKTPOHOB B HampasieHuax M 2 Ku M € K
B TICPBBIIl MOMEHT PA3JIMYHbI, @ 3aTEM YPaBHUBAIOTCS U3-3a BO3HHKHO-
BCHUSI KOHTAaKTHOM PAa3HOCTH IMOTEHIUANIOB. 3JIeCh MOXXHO YCMOTpPETb
QHAJIOTHIO C MPOLIECCOM BO3HUKHOBEHHUSI OCMOTHYECKOTO JIABJICHUS HIIH
C MOSIBJICHHEM ITOTEHIIMAJIA CTEKISIHHOTO AJIEKTPOa TpH n3MepeHnu pH.

K() M (+)

Cnali, To4Ka KOHTaKTa

Puc. 1.1. Tepmonapa mezp — koHcTaHTaH (tumn T)

KoHTakTHY!0 pa3HOCTh MOTEHIMATIOB HE YAA&TCS HM3MEPUTh, C€CIU
MPOCTO TOJAKIIOYUTh KOHIIBI TEPMOMAaphl K MUJUIMBONLTMETpPY. Kak
BUIHO #3 puc. 1.2, BO3HMKaeT emé OJHa TOYKA KOHTAKTa MEAb —
koHcTaHTaH. Eciiu Temnepatypsl B Toukax 1 u 2 oquHakoBbl, TO 3 Qek-
THI, BO3HUKAIOIINE B ATUX COCTUHEHHIX, OyyT PaBHBI 110 BEIHYUHE, HO
MIPOTUBOIIOJIOKHEI TI0 HAIIPABICHUIO U B PE3YNIHTaTe KOMIICHCUPYIOTCS.
Touka KOHTakTa MeIb — MeEIb, OOO3HAYECHHAs CBETIBIM KPYKKOM,
OUYEBHUJIHO, HE UTPACT PO B JAHHOM CITydae.

Puc. 1.2. Tepmonapa Mep — KOHCTAHTaH MOJ-
KJIIOUEHA K BOJIBTMETPY MEIHBIMH POBOJAMH

Ecmn TEMIICPATyphbl CIIACB pa3JIUYHbI, TO PA3HOCTHU IMOTCHIHAJIOB,
BO3HUKAIOIIHEC B TOYKax lu 2, KOMIICHCHUPYIOTCA HC IMOJHOCTBIO U

! Paznnie KOHIICHTpalun CBOGOHHHX OJICKTPOHOB — 3TO HEC CJIWHCTBCHHAs
MMpUYrHAa BO3HUKHOBCHUA PA3HOCTHU MOTCHIHAJIOB.
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MEXIy KOHLIAMH TEPMOIAphl TOSBISCTCS HANPSDKCHUE, 3aBHCSINEE OT
Temneparyp cnae (puc. 1.3).

Puc. 1.3. luddepennnansuas Puc. 1.4. ]Ige TepMonaps! 1oJ-
TepMoOIIapa MEIb — KOHCTaHTaH KJIFOUECHBI ITOCJIEI0OBATEIILHO

Ecimn Ttepmonapsr coenuHuTh, Kak mokasaHo Ha puc. 1.4 m 1.5 To
HanpsDKEHUE Ha KIEMMax U3MEpUTEIbHOro MprOopa yBeTHIUTCS.

Jatunk xanopumerpa Kansse SENSYS DSC SETARAM cocrout u3
JBYX KOAKCHAJIBHBIX TPYOOK, MEXAY KOTOPBIMH PaCIOIOKEHBI KOJIbIA,
KaXJ0e M3 KOTOpbIX coaepxut 12 tepmomap (puc. 1.6). TermioBoit
s¢deKT, momIexKamuil U3MEPEHUIO, BO3HUKAECT BHYTPH IICHTPATbHON
TpyOKH, TA€ pacnojaraercsi ucClieAyeMblid 00paser.

Puc. 1.5. barapes u3 12 repMmomnap ycTaHOBJIEHa MEXIy ABYMsI KOAKCHAIEHBIMH
TpyOkamu ¢ Temneparypamu Ty u T, (BUI cBepXy u cOOKY)
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Puc. 1.6. Konmprio u3 12 tepmomnap, ycTaHaBINBacMOE MEXKIY IBYMS
KOAKCHAJIbHBIMH KePAMHYECKIMH TPyOKamu (BHEIIHUM BUJL H3ICIIHS)

B peanbno pabotaronieM npudope Takux Konel ObIBaeT OKOJIO Jecs-
TH. DTO YBEIMYMBAET TOUYHOCTb M3MEPEHHH M TO3BOJSET paboTaTth ¢
obOpas3namu Oonbiiero o0béma. COOpka W3 HECKOIBKUX KOJEI[ HOCHUT
Ha3BaHHE (IIFOKCMETP.

Takum 00pa3oM, B KaJOpUMETpE TEIUIOBOIO MOTOKa 00pasel OKpy-
KEH NBYMS KOAKCHAIbHBIMH IWJIMHAPAMU Pa3HOTO IUAMETPa, MEXKIY
KOTOPBIMH BKJIIOUEHBI TEPMOIMAPHI, U3MEPSIOIINE Pa3HOCTh TEMIIEPaTyp
MEKAY LWIMHAPAMH BO MHOTHX TOYKaX. OJEKTPUUYECKHH CHUTHAI,
co3JlaBaeMblii (DIIFOKCMETPOM, TPOIMOPIHMOHAJICH TEIUIOBOMY IOTOKY OT
obpasua win kK obpasimy. B coorBercTBUM ¢ Ha3zBaHueM, aAupdepeHIn-
QJIbHBIN KaIopuMeTp CHaOXKEH IBYMs (DIIOKCMETpaMu, HAXOAALMMUCS B
OOHOM o0IIeM HarpeBaeMoM Onoke. BHyTpu kaxkmoro Qirokcmerpa B
UUIMHAPUYECKOH TpyOKe, BBIMOTHEHHOH W3 WHEPTHOTO Ta30IIOTHOTO
MaTepuaia, pacrojaraloTcs TUIIH ¢ oopasnamu. OAWH U3 HUX SBISIETCS
UCCIIeyeMbIM 00pa3loM, Apyrod — H3TaJOHOM, HE IOABEPKEHHBIM
KakuM-In0o mpeBpamieHusiM. [lone3nslid curHan Gopmupyercs Kak
Pa3HOCTb CUTHANIOB OT 3THX JIBYX (PIIOKCMETPOB.

Kananel, B KOTOpBIX pa3MelieHbl 00pasibl, MOT'YT OBITH OPHEHTHPO-
BaHBl TOPU3OHTAILHO MM BEPTUKANbHO. [IpH BepTHUKANIBHOM OpHEHTa-
MU KaHAJIOB JJIsl KOHTPOJS HCCIeXyeMoro oOpasia MOTYT HCIOJb30-
BaThCSl MHUKPOBECHI, Ha OJHOM IlIed€ KOTOPHIX IMOJBEIICH THUTEIb C
ATAJOHOM, a Ha JpyroM — ¢ oOpasuoMm (puc. 2). CHMMETPHYHOCTH
KOHCTPYKIIMM MUKPOBECOB M UCIOJIb30BAHKE TATYMKA TEIJIOBOTO MTOTOKA
obecrieunBarOT 0o0jIe€ BBHICOKYIO WYBCTBUTENBHOCTh W HE3HAYMTENBHBIN
npeiid 6azoBoit muanu SENSYS TG DSC no cpaBHeHuIo ¢ mpudopamy,
ucnonp3yromumu npuanun DTA.



| e——
PAN

Becur

I_I l_l Kamoprmetp
H THITI C
obpasamIt

He PSS
[ITe cTIXOMOBOIT
KpPaH J’I1 BBOJA
PC M TIMITYTIBCA PeaK-

ILIHOHHOIT cMe CcIL

Puc. 2. TlpuanunuanbpHasi cXxeMa HMMITYJIBCHOH MUKpPOKaJIOpHUMETpUye-
ckoil ycraHoBku juts kKoHourypaun DSC TG. PC — peakunonnast cMech

CymectBenHoi ocobeHHocThIO KasopumerpoB SENSYS TG DSC
SBIISIETCSI TO OOCTOATENBCTBO, YTO HU caM 00pasel], HM OKPYXKaroliasi ero
ra3oBas Cpeia HE HaXO[iATCAd B KOHTAKTE€ C TEpMOINapaMu, KOTOpBIE
OTJeJIeHBl 0T HUX LMJIMHAPUYECKON alyHIOBOH TpyOkoil. B pe3ynbrare
CTaHOBHTCSI BO3MOXXHBIM HCCIICIOBAaHHE TEIUIOBBIX 3()(EeKTOB XUMHUUe-
CKHMX pEaKkIWid W MPOLECCOB aacopOIMK/IecopOlun B MPOTOYHOM
BapuanTe. /[y aHanm3a cocraBa ra3oBoil ()a3bl IPH STOM HCIIONB3YETCs
XpoMmaTorpad uin Macc-cekrpomerp. B ommcaHHBIX HIke naboparop-
HBIX PaboTax peanrn30BaHO CONPSHKEHHE KalopuMerpa C Ta30BbIM
xpomaTtorpagom ['X-1000.

WMy bCHBIE ~ MUKPOKAJOPUMETPUUSCKUH MeTox (MM MeToq
PulseTA) cocrout Bo BBEJCHHH HEOOIBIIONO KOTMYECTBA PEAKIIMOHHON
CMECH B IOTOK HWHEPTHOI'O TIa3a-HOCUTEISl W OINpEACICHHH COCTaBa
MPONYKTOB M SHTAJIBIMH IPOIEcca, MPOTEKAIOWET0 MPH B3aMMOJEH-
CTBUHM PEareHTOB C HccieqyeMbIM oOpasnom. [IpuHnmnuanbHas cxema
YCTaHOBKHM MOKa3aHa Ha PHC. 3.
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0,. CO. CO,, CHy O6pa3eu

He

IlonroToRka IIpotrounsrit T'azoBEIit
1 BBOI KalopuMeTp xpomatorpad
HMITYNBCA Setaram

Puc. 3. TlppuHIMNIIaNBHAs cXeMa UMITYJIbCHOW MUKPOKaJIOPH-
METPUYECKOH YCTaHOBKH

yCTPOP’ICTBO JUISL IIOAT OTOBKHU BBO,I[I/IMOﬁ nopouv rasa TAakKXKXE MHOrJa
Ha3bIBAKOT I/IMHYJILCHOﬁ YCTaHOBKOﬁ.

3. OKCHEPUMEHTAJIBHASA YACTb
MeTtoauka NpoBeIeHHA IKCIICPHMEHTOB

B onucanHbIX HIKE 71a00OpaTOPHBIX paboOTax KaJIOPUMETPUUYECKUE
W3MEpPEHHsI IPOBOAATCS B U30TEPMHUUECKOM PEKHUME C MUCIOJIB30BAHUEM
nuddepennuansaoro ckanupyromero kanopumerpa SENSYS TG DSC
¢upMbr  «Setaramy», COBMEIMIEHHOTO C HMITYJbCHOM YCTaHOBKOH M
xpomarorpapom «XPOMOC I'X-1000». O0mias OoK-cxemMa dKCIepH-
MEHTAJIBHOW yCTAaHOBKH IpENCTaBleHa Ha pHcC. 3.

SENSYS TG DSC (na3Banue 6onee panneit monenu DSC 111) spis-
ercs qudQepeHIHaIbHBIM KaTOPUMETPOM TEIUIOBOrO nmortoka. V3mepu-
TenbHas sYelika MMeeT YMEHbUICHHBIH 00BEM M MO3BONIAET MPOBOAMUTH
uzmepenus 1o 750 °C. JIBa qatumka TEIIIOBOro moTtoka ((piIroKcMerpsr),
BHYTPH KOTOPBIX Pa3MELIAIOTCS HCCIEAyeMblii o0paszen U oOpaser
CpaBHEHHMs, MPEINCTABISIOT COOOH KOaKCHalbHBIE ATyHIOBBIE TPYOKH,
MEKAY KOTOPBIMH BKJIIOUEHa Oatapesi U3 OOJBIIOTrO KOJUYECTBAa TEPMO-
nap. [lepenaua Ternna o1/k 00pasily OCyIIECTBISETCS MPEUMYLIECTBEHHO
B 30HE (pIIIOKCMeTpa, YHOC TeIula ¢ OTOKOM ra3a OTHOCHUTEIbHO HeBe-
k. TemmepaTypa o0pasLa perylupyercs ITaTHBIM TEPMOPEryIsTOPOM
KaJopuMeTpa.
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MoryT OBITh HCIOJB30BAHbI JBE KOH(PHUTYpAIMK MPHOOpa: KaJIOpH-
metp + mukpoBecsl (DSC TG) u xanmopumerp + ra3oBblii XxpomaTorpad
(DSC GC).

[Tpu xoHUrypanuu npubopa «KaJopuMeTp + MUKPOBECHI» padodHii
obpaszenr (=90 mr) m oOpasen cpaBHeHUsS (KOPYHI) pa3MEILArOTCS B
TUIJISX, TOIBEHICHHBIX K JBYM IUICYaM CHMMETPUYHBIX MHUKPOBECOB.
['a3oBas cxema KaJOpUMETPHYECKOH YaCTH YCTAaHOBKH JUISL 9TOH KOH(H-
rypaluy ToKa3aHa Ha puc. 2. VCHONB3ylOTCsS IITAaTHBIC PErYNSTOPHI
MOTOKAa M3 KOMIUICKTa KaJIOPUMETPA M JOMOTHUTEIBHO YCTAaHOBICHHBIN
IIECTUXOI0BOM KpaH Ui BBOJA MMITYJIbCOB. MIMITYIIbC peareHTa BBOIHT-
Csl B MOTOK T'€JIHs, KOTOPBI HEMOCPEICTBEHHO B KAJIOPHMETPE CMEIIH-
BAETCsI C IPYTUM ITOTOKOM TeJHsl, IPOXOISIINM Yepe3 MEXaHH3M BECOB.
3areM TOTOK pa3feisieTcs Ha JiBa IMOTOKa SKBHUBAJCHTHOTO COCTaBa,
KOTOpBIE C OJIMHAKOBOH CKOPOCTBIO MPOXOMAAT Yepe3 KaHaibl pabouero
obpasia u oOpasia cpaBHEHHUs. B 3TOM ciydae CTeneHb MpeBpalleHUs
peareHTa HE H3MEpSAETCs, HO HM3MepsieTcss HM3MEHEHHe Beca oOpasiua
MOCIIE TTPOXOKICHUST HMITYJIbCA.

[Tpu ucnonb30BaHUM KaJOpUMETpa B COCTABE UMITYJIbCHOM yCTaHOB-
Ku ¢ xpomartorpaduyeckuM anHanm3oMm (puc. 4) oopasen (30-90 wmr)
HAaXOAMTCS B TPyOUaTOM KBapIIEBOM PEaKTOpE THaMeTpoM 6 MM, pacrio-
JIO’)KEHHOM BHYTpH (IroKcMerpa. B kaHaie cpaBHEHHS yCTaHABINBACTCS
MYCTOW PEaKTOp WM PEaKTOp C WHEPTHBIM MaTepuaiioM. Macc-dioy-
KOHTpOJIephl (hOpMHUPYIOT 4deTbipe moToka remus (40 mur/mMuH): 1Ba
MOTOKa Ta3a-HOCHUTENsS JUIs padoThl XpoMatorpada M J1Ba MOTOKA IS
paboThl KaJopuMeTpa — TPAHCHOPTHBIH MOTOK TeNUs, MPOTEKAIOUINI
4yepe3 peakTop, M MOTOK, MPOTCKAIOUIMI uepe3 s4YeiiKy cpaBHeHUs. Bce
TIOTOKH TeNUSl OYMIIAFOTCS Ha KOJOHKAX C LEOJIUTOM, OXJIaXIAeMBbIX JI0
TEeMIEepPaTyphl JKUIKOTrO a30Ta.

CmMmech ra3000pa3Hbix peareHToB (cMech 1/6) momaércs m3 GayioHa
Ha KpaH Ne 2 yepe3 peayKTOp, PEryJsTop AaBJICHHs, CEMUXOI0BOI KpaH
u peryasarop pacxona. Kpan Ne 2 mo3Bossier BbIOpaTh Crocod mojpauu
peareHTOB: MPOTOYHBIA MM UMITYJIbCHBIN. [l BBOJA WMITYJIbCOB B
TPAHCIIOPTHBI MOTOK T'eNIUS UCIIONB3YIOTCS JBa IIECTUXOJOBBIX KpaHa-
nozatopa (Ne 3 1 Ne 4).

I'papynpoBka kanopumerpa SENSYS TG DSC B cuity ero KOHCTpYK-
TUBHBIX OCOOCHHOCTEH clabo 3aBHCHUT OT CBOMCTB oOpasua. bazoBas
KaJMOpOBKA BBITTOIHSETCS Ha 3aBOJIC-U3TOTOBHTEIIE.
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YcraHoBka ans paborthbl
3.1. C6poc

cMmechb 1/6 C KaJ'IOpI/IMeTpOM
(MmMnynbcHasa nogava peareHTa)

Kp 4. Umnynbc:
orGop/BBof

Kp 3. Umnynkc:
or6op/BBog

21.
He aux

Kp 2. Mopaya: umn. KpaHbi 5, 6. Beog npo6kl B xpomatorpad
WM HenpepbiBHas o

.
»
)
b o)
1 4 4
2
1:3; 3K
Cwmech 1/6 22, .3,
He DKK He FAK
Kp 1. Yepes peaktop
WNU MUMO peakTopa
42, 4.3.
Ha KK Ha TAK
(ueonut NaX)

He (MKK/TAK) — renwuii xpomatorpada

He aux - renwii kanopumeTpa
(aononHUTesbHLIN NOTOK)

1.2. 1.1.

Huuero He peakTop unmu Cmecb 1/6 — oguH u3 wectu
MOAKIIOYEHO  KarnopumeTp NOTOKOB peareHToB
C6poc

Puc. 4. Taz0Bas cxema KaJOPHUMETPHUUYECKOI YaCTH YCTAaHOBKH ISl KOH(U-
rypatmu DSC GC. Kpansl: 1 — nonaua renust yepes KaJOpUMETP WIA MAMO
KaJOpUMETpa, 2 — HMMITYJIbCHAs WINM HENpephIBHAs I10/1adya pearcHTa Ha
Kajopumerp; 3 U 4 — 1Ba KpaHa-703aTopa ¢ Pa3IUIHBIM 00BEMOM JI03HUPY-

olIeil meTin; 5, 6 — BBOI MPOAYKTOB PEaKIH B XpoMaTorpad
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B xome paboTbl MOXXHO MPOBOAUTH aOCOMIOTHYIO KaJIMOPOBKY IO
Jxoyne-3dexty unm  KamuOpOBKY IO CTAaHAApPTHBIM BEILECTBAM.
K coxkanenuro, mpu HCIOIB30BAHUM MPOTOYHOTO pEaKTOpa OONBIIMH-
CTBO HamOollee paclpoCTpaHEHHBIX CTAaHIAPTOB HE SBISIOTCS MPUTOM-
HBIMH, TIOCKOJIBKY MX HCIIOJIb30BaHHE CBSA3aHO C M3MEPEHUEM TEIJIOBBIX
3¢ (}eKTOB IUIABIEHUS, YTO HEIAONYCTHMMO B KOH(UTYpalMH C BEpPTH-
KaJbHO OPHUEHTHPOBAaHHBIM PEAKTOPOM C TIOPHCTOH MEpEropoIKOM.
B sroM ciydae 1t KOHTpOJISI KalnMOPOBKH KalOpUMETpa MOXKHO HC-
MOJIB30BaTh BEIIECTBA, obnanatoure (pa3oBeIMHU MepexonaMu TBEpAOE —
TBEPI0E, HAIIPUMEP CEPHOKUCIIBIA JINTHH, B KOTOPOM MMeeTcsl (pa30BbIH
nepexon npu 7 = 578 °C. KanuOpoBKy MpoBOIST MPH TaKOH CKOPOCTH
TPaHCIOPTHOIO TIOTOKAa TenHs, Kakasg Obula B DKCIIEPUMEHTaX.
[TompaBounslii k03¢ duLHEeHT K 06a30BOM KanuOpoBke OB HalaeH
paBubeiM 1,04, KanmuOpoBka mpoBOOWTCS MpH HarpeBe, A Ka)IOro
nu3MepeHus Oepércs cBexasi HaBECKa CEPHOKUCIIOTO JIUTHSL.

TunuyHasi MoCJIeI0BATEIbHOCTh AelCTBUII NPH BbINOJIHEHUHN
JadopaTopubix pador KJI-1-KJI-3

[IpenBapuTenbHas OKUCIUTENbHAS TPEHUPOBKA, KaK MPaBUIIO, COCTO-
uT B HarpeBe oOpasma co ckopocthio 10 K/mMmH B moToke cmecu
5 % Oy/He, BoimepxkuBanuu ero B Toke 5 % O,/He B Teuenne 30 MuHyT
npu 700 °C, 3atem B Toke He B Teuenne 30 munyt npu 700 °C. Temme-
paTypa mpu NpOBEACHUN HUMITYJIbCHBIX M3MepeHuii cocrasiser 700 °C.
B tunnyHOM ciydae ¢ 0oOpa3loM KaTanu3aTopa, MOIBEPTHYTOrO OKHC-
JUTENbHOW TPEHUPOBKE, NPOBOAAT KOMOMHALMIO U3 CIEIYIOIINX
HKCTIIEPUMEHTOB C U3MEPEHNEM TEIUIOBBIX 3(p(PeKToB, cocTaBa HCXOTHON
CMECH U COCTaBa MPOIYKTOB:

1) umnynscer 7 % CHy/He;

2) umnyiecsl (7 % CHy + 7 % COy)/He, T. e. IMITyJIbCHI PEAKIIUOH-
Hoii cmecu (PC). Katanmuzatop, MOBeAEGHHBINH O CTAIMOHAPHOTO
cocrosiHusl umnynbcamu PC, nanee Oynem Ha3blBaTh «KaTajm3a-
TOpP B CTallMOHAPHOM COCTOSIHMM», WJIM «CTallMOHAPHBIA KaTallu-
3aTop»;

3) noBeneHune oOpasua J0 CTAI[MOHAPHOIO COCTOSHHS MMITYIbCaMH
PC, mocne vero nogarorcs umirynbest 5 % O,/He;

4) nosexeHue oOpasla J0 CTAI[MOHAPHOIO COCTOSHHS MMITYIbCaMU
PC, 3arem noparorcs umirynbscel 5 % CO,/He;
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5) noBeneHue oOpasua JO CTAI[MOHAPHOTO COCTOSHHS MMITYIbCaMH
PC, mocne uero nogarorcs umiynbscet 7 % CHy/He;

6) moBeneHue oOpasna JO CTAI[MOHAPHOTO COCTOSHHS MMITYTbCaMH
PC, mocie 4dero mocienoBaTeNbHO TOAAIOTCS — WMITYJIbCHI:
7 % CHy/He — (7 % CHy + 7 % CO,)/He — 5 % COy/He;

7) umnynece 2 % CO/He.

[Tpu mpoBeeHUN KaJOPUMETPHUECKHX IKCIIEPUMEHTOB MTPOrPpaMMOin
HaKOIUICHUS TAHHBIX PETHCTPUPYIOTCS CUTHANBL: BpeMs (C), Temmepary-
pa (°C), remoBoit morok (MBT), a Takke Bec oOpasia (Mr).

TerutoBbie A GEKThI PaCCUUTHIBAIOTCS MYTEM MHTETPUPOBAHUS CHT-
Halla TEIUIOBOTO IOTOKAa 33 WHTEPBAl BPEMEHH, COOTBETCTBOBABIIMI
OTKIIMKY CHUCTEMBI Ha TPOXOXKICHHE HUMITYJIbCAa PEAKIIMOHHOW CMECH
gyepe3 oOpasen. Ilo XxpomarorpaduyecKMM ITaHHBIM PaCCUUTHIBAIOT
COCTaB CMECH Ha BXOJIC U BBIXOJIC PEaKTOpa U OMPEACISIIOT KOJINYECTBA
MOJIC peareHTOB W MPOAYKTOB B uMIyibce. [yt 0OpabOTKM AaHHBIX
ucnonb3ytotT naker nporpamm SETSOFT 2000, mporpammsr Microsoft
Office Excel 2007 u rpaduueckuii penakrop Origin 8.0.

HpHFOTOBJIeHI/Ie Karannsamp032

Ilpuecomosnenue okcudos. Vicnonb3yemble B 1a00paTopHBIX paborax
crnoxHble okcuapl coctaBa LN(CeZr) .20z, ObLIN CHHTE3UPOBAHBI C
ucroibp3oBanueM Merona Ilekunu [4]. [lopomiok JTMMOHHOH KHCIOTHI
pacTBOpSUIM B STHUJICHTIIMKOJIE MPU HATPEBaHWUH O MOJHOTO pacTBOpE-
Hus. OCTBIBIIAs CMeCh MPHIUBANACH K MPEABAPUTENFHO PACTBOPEHHBIM
B 30 MJI JUCTWIUIMPOBAHHON BOABI HUTPAaTaM COOTBETCTBYIOIIMX COJIEH
IpH MEpEeMELIMBAHNHU. 3aTeM IO KalluisiM J00aBISIN STHICHIHAMUH B
Ka4yecTBE IMOJIMMEPU3YIOLIETO areHTa. 11oiydeHHbI pacTBOp BBIIEPKH-
Bajcs mpu 100-120 °C B Tewenue 3 CyTOK AN yJaneHUs H30BITKa
pactBoputena. OOpasusl npokanuBainuch Ha Bozayxe mpu 900 °C B
TEUEHHE 2 YacoB.

Hanecenue axmuenoeo romnonenma. IlnaTmHa HaHOCHMIach Ha
TOPOIIKH OKCHIOB M3 BoaHOro pacrBopa H,PtCls ¢ mcnonszoBanmem
METO0/1a TIPOMUTKH 110 BIAroéMKOCTU. [10pomIoK, MponuTaHHBI pacTBo-

Karanmuzaropsl ObUIM CHHTE3UPOBAaHBI B JIA0OPATOPUHM KaTaJM3aTOPOB
rirybokoro okucnennst Macturyra karanusa CO PAH.
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POM COJIM, CYIIMIH B MHUKPOBOJTHOBOW TI€UYM Ha BO3MyXE MPH MaKCH-
MaJbHOH MOIIIHOCTH B TEUCHHUE OJIHOW MUHYTEHI, 3aTEM MPOKAIUBAIH MTPH
900 °C B Teuyenue 1 ygaca.

4. YITJIEKUCJIIOTHASI KOHBEPCHUSA METAHA

4.1. Cnoco0bI noJiy4eHus1 CHHTE3-ra3a

Cunres-ra3 (cmecb Hp, 1 CO) CITy’KUT HCXOJHBIM CHIPBEM JUTSL IPOU3-
BOJICTBA MHOTHX XHMHYECKHX HPOIYKTOB U HEPTEHPOAYKTOB (METaHO-
Ja, TpoayKToB cuHTe3a Pumepa — Tpommia, nTumeTwioBoro s¢upa,
HPOJIYKTOB OKCOCHMHTe3a). Bomopon, momy4aemblii W3 CHHTE3-Tasa,
WCIIONIB3YETCSA B PA3JIMYHBIX XUMHUYECKUX TpoIleccax, B TOM YHCIE, Kak
BOCCTAHOBHTEND KeNe3HOM pyabl. OH Takke SBISIETCA OJHUM M3 IEp-
CHEKTUBHBIX BUIOB TOIUIMBA JUISl TOIJIMBHBIX 3JIEMEHTOB. UTO Kacaercs
CO, oH ucnonb3yercs A MOMyYEHUS METaHONA, MPOTYKTOB OKCOCHH-
Te3a M YKCYCHOM KHCIIOTHI, B HEOOIBIINX KOJTUYECTBAX — JJIs MOMyYeHUs
repOUIIIOB U (hapMalleBTHUECKUX IIPEapaToB.

[IpeoOnagaromiM  ChIpbEM I TPOU3BOACTBA  CHHTE3-Tasa
MO-TIPEXHEMY OCTAlOTCSl TNPHUPOAHBIM Ta3 M JIETKHE YTIEBOAOPOIBI.
['maBHBIM ¥ OYTH EAMHCTBEHHBIM XUMHUYECKUM IMPOLIECCOM mepepadorT-
KU METaHa B CHHTE3-Ta3 SIBIISETCS MapoBasi KOHBEpCHs MeTaHa [5]:

CH, + H,0 = CO + 3H, (AHg5 = 206 kJI/MOIB).

Peaknuio mpoBOmAT Ha HAHECEHHOM HHUKEIEBOM KaTalu3aTope
Ni/Al, O3 mpu BeIcOKO# Temmeparype (700-900 °C).

B peakuny mapoBOil KOHBEPCHUHM METaHa TMOMy4daeTcsl CHHTE3-ra3
cocraa CO:H; =1:3. Dro oTHowmeHue BbIIEe, YeM TpeOyercs ais
MoCJIeAYIOMUX NpeBpaiieHuii. Emé ogHuM HemocTaTKOM 3TOro crnocoba
ABIISIETCSL TO, YTO YCIIOBHS TPOBEACHUS PEAKIUH MapoOBOH KOHBEPCHU
MeTaHa CIocOOCTBYIOT OBICTPO J€3aKTHBALMH KaTaIn3aTopa.

ANbTepHATHBHBIA CHOCOO MOMYYEHUS] CHHTE3-Taza — MapluajibHOe
OKHCJICHUE METaHa.

CH, + %0, = CO + 2H, (AHgs = —36 kJI/MOIB).

CooTHomeHne MpoayKToB B 3ToM ciaydae Hy : CO = 2. Drot npouecc
TaKKe MMEET DA HEIOCTATKOB, CPEAN KOTOPBIX BBICOKAs CTOMMOCTb
YHCTOro KUCIOPOa, a TAKKE MOBBIIIICHHBIE TPEOOBaHMS K 00eCIIedeHUIO
0e30MacHOCTH, CBA3aHHBIE C TIOTCHIIMAIEHON BO3MOKHOCTBIO B3PHIBA.
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EH.IC OJHHUM CII0CO0OM MOJIy4YCHUSA CHUHTC3-Ta3a ABJIACTCSA YTJICKUC-
JIOTHas1 KOHBCPCHUA MCTAaHA:

CH; + CO, =2CO + 2H, (AH 305 = 247 xJIk/MOIB).

OTOT crocod HAaXOMUTCS MOKa Ha CTaguu J1abopaTOpHBIX UCCIENOoBa-
HUU M MWIOTHBIX HCIBITAaHUWA. 3aTpaThl Ha MPOMBIIUICHHYIO peann3a-
LUIO MPOLECCOB YIIEKUCIOTHOH M MapoBOM KOHBEPCHUM METaHa COIO-
CTaBUMBI. YTJIEKUCIIOTHAS! KOHBEPCHS METaHa MpHUBJIEKATEIbHA 110 TPEM
MPUYUHAM:

1) momy4yaemoe B peakiuu Hu3Kkoe cootHomenue Hy / CO moaxomut
U aNbHEHIIEero MCIOIb30BAHUS STOr0 CHHTE3-Ta3a B PEAKLIUH
@umepa — Tpona;

2) B Ka4eCTBE PEarcHTOB HCIIOJIB3YIOTCS JIBa CaMbIX JCIIEBBIX YIJIe-
pOACOAEpKAIIUX Ta3a, HMEIOIINXCS B IPUPOAE B U30BITKE; Oosee
Toro, BoBiedeHHe B mporecc CO, MHTEPECHO, MOCKOIBKY OH
COJCPIKUTCS B OTXOASIINX Tra3aX MHOTUX MTPOU3BOACTB;

3) Guaromapsi CBOCH 3HIOTEPMHUYHOCTH U OOPATHMOCTH dTa PEaKIIHs
MOXeET OBbITh UCIIOJIb30BaHA JJISl 3aMlaCaHUs M MTOTYYEeHUS SHEPTHH.

4.2. Tepmomunamuka YKM

CocTaB IPOIYKTOB YTIIEKUCIOTHONH KOHBEPCHUU METaHa Ha BBIXOJIC U3
peakTopa MOXET OBITh TpEACKa3aH, €ClIM 3aJaHbl. TeMIeparypa Ha
BBIXOJIC U3 yCTaHOBKH, MonbHOEe cootHomienue CHy / CO, u naBnenwue.
KonBepcuss u cenekrupHoctr, Ommskue k 100 %, mocturatorcs mpwu
temmnepatype okosio 900 °C. CrangaptHas cBoOoaHas sHeprus ['nb6ca
peaxuuu (A,G®) paBua uymo npu 640 °C.

OIHOBPEMEHHO C peaKIMeH YriIeKUCIOTHOH KOHBEPCHUU MOTYT IPO-
TEKaTh peakiuu 00pa3oBaHus yriepoaa. 1o muccormarus CHy:

CH, = C + 2H, (AH305 = 75 KJIK/MOIB),
CH,= CHy + (2 — x/2)H,,

u peakuus bynyapa:
2CO =C + CO; (AH%gs = -173 kJIx/MoIB).

IlepBast peakus mpoTeKaeT MPEMMYIIECTBEHHO IPH BBICOKUX TEMIIE-
parypax, BTOpasi — Ipu HU3KHX.
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ITpu Temneparype 700-800 °C napsny c peakmuedl yrieKHCIOTHOH
KOHBEPCHUU METaHa MPOTEKAET CIEAYIOas peakus:

COZ + Hz =CO+ HZO

Bcenencreue storo ormomenue H,/ CO oxa3plBaeTcs MEHBIIE €Ou-
HuUIp! [6].

4.3. Karanuzatopst YKM

Jlst peakiuu yriieKUCIOTHOW KOHBEPCHH TaK e, KaK U IS TapOBOH
KOHBEPCHH, UCTIONB3YIOT KaTaIN3aTOPhI, COCTOSIIIE U3 ABYX KOMITOHCH-
TOB. METAJNIMYECKOI0 U OKCHAHOI0. DTH [BE€ COCTAaBJIIOIIME OTBET-
CTBEHHBI 3a J[BE KJIFOUEBBIC CTAJMU. Ha MeETAIUIe aJcopOupyercs u
aKTUBUPYETCS METaH, Ha OKCujie — ancopoupyercs u akruupyercs CO,
[6].

KaranuzaTop yrieKucioTHOW KOHBEPCHU JIOMKEH OBITh CTAOMIIEHBIM
K 3ayrJIepOKUBAaHUIO, YaCTUIBI aKTUBHOI'O KOMIIOHEHTA JIOJKHBI OBITh
YCTOHYMBBI K CIICKAHHUIO.

Hawnbonee akTUBHBIMM KaTallM3aTOPaMH PEaKIMH YTIIEKUCIOTHON
KoHBepcuu MeraHa siBrstotes Mmetautel VI rpymmer: Co, Ni, Pt, Rh, Ru,
Pd, Ir. Cpean meramioB MOArPYIIBI TUTATHHBI HAHOOJEe AKTHBEH U
crabuien Rh, 3atem nayt Ru u Ir. OueBHIHBIM HEIOCTATKOM Oaropos-
HBIX METAJUIOB SIBIISICTCSI WX BBICOKAs CTOMMOCTB, IMPEUMYIIECTBOM —
MEHbIIIas MOJBEPKEHHOCTh OoTpaBiieHnto mo cpaBHenuto ¢ Ni, Co, Fe.
HukeneBpie katamu3aTopbl SBISIFOTCS KOMMEPUECKH HamOojee BBITOI-
HBIMH, OJHAKO, B MPOIECCE PEAKIUU OBICTPO JIE3aKTUBUPYIOTCS: TPH
HU3KHUX M CPEIHUX TEMIIepaTypax IMPOUCXOIUT 3ayriiepOKHUBaHHUE
KaTajau3aTopoB, Mpu Ooliee BBHICOKHX TEMIIEpPaTypax KOJIMYECTBO 00pa-
3YIOIIETOCS YIiIepoJa YMEHbBINASTCS, OJJHAKO, HAPSIY C 3ayrJiepOoKuBa-
HUEM MPOUCXOIUT CIIEKaHWE YACTHI] aKTUBHOIO KOMITOHEHTa. Bcmen-
CTBHE DATOTO JUIS PEAKIMHM YIICKUCIOTHOH KOHBEPCHUH HEOOXOIMMBI
Oosee CTaOWIIBHBIC KaTanu3aTophl (B MApOBOM KOHBEPCHH MeTaHa
3ayTJICpOKUBAHUIO KaTaau3aTopa MPENsATCTBYET BOASHOMN map, KOTOPBIH
Oepércs B U30BITKE).

OT4acTu CIPaBUTHCS C ITUMH IPOOIEMaMU TIOMOTaeT BaphbHUPOBAHHE
CBOICTB KaTaJM3aTOPOB MYTEM HCIOIb30BAHMS Pa3JIMYHBIX HOCHTENECH,
MPOMOTHUPYIONINX JOOABOK U METOJIOB IMIPUTOTOBJICHUSI.
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Cucmemur Ln-Ce-Zr-O (Ln = Pr, Sm, Gd) co cmpyxmypoii muna
dnroopuma

Lepuii-IupKOHUEBBIC OKCHJIBI B HACTOSIIEE BPEMSI IIUPOKO HCIIONb-
3YIOTCSL B KaueCTBE HOCHUTENS IMPU CHHTE3¢ MHOTMX KaTalu3aTOpOB
BXKHBIX MPOMBIIUICHHBIX PEaKITHl.

CeO,, ZrO,, a Takxke ICpUH-IIMPKOHUEBBIE CMEIIAHHBIC OKCHJIBI
obnmamaroT crpykrypoi tuna (urooputa. CTpykTypy (IroopuTa MOXKHO
paccMaTpUBaTh KaK KyOWYECKYIO TUIOTHEHINYIO YIMAaKOBKY KaTHOHOB,
B KOTOpPOH BCE TETPadApUYECCKUE TMO3WIIMHM 3aHITHI MEHBIIUMHU TI0
pasMepy aHHOHaMH. ATOMBI KHCIOpOJa HUMEIOT TETPadApUIYECKYIO
KOOPIHHANNIO (KOOPIMHAIMOHHOE YHCIIO PABHO 4), KOOPIUHAIMOHHOES
YKCIIO KATHOHOB PaBHO 8.

Lepwuii-comepxaiue TOUIOKKH OOECIIEUMBAIOT 00Jiee BBICOKYIO
JCIIEPCHOCTh aKTUBHOTO Merayuia. OKCHIBI IIepUsi M3BECTHBI CBOCH
CIOCOOHOCTBIO OTZIaBaTh KUCIIOPOJI B Cpeie, OSMHOM KHCIOPOJIOM, U
JIETKO U OBICTPO PEOKUCIATHCSA B cpefe, Ooraroil kuciopoaom. Jlobas-
JICHWE I[HUPKOHUS HapyIIaeT ymopsaoueHHyro cTpykTypy CeO,, uto
MPUBOAUT K 0OpPa30BAHUIO KUCIOPOMHBIX BAKAHCHI BOKPYT KAaTHOHOB.
IToroMy HHMPKOHUE WIpaeT BaXKHYIO POJIb B YBEIHUCHUU KHUCIOPOIHOM
noasmkHOCcTH [7, 8]. Kpome Toro, BBemeHHE IMUPKOHUS CYIIECTBEHHO
YBEIIMYMBAET CTAOMJIBLHOCTh KaTallu3aTopa B IPOIECCE TEPMUUYCCKOU
00paboOTKH B BOCCTaHOBHUTENBHOH aTMocdepe Oe3 CyIIecTBEHHOTO
YMEHBIIICHUS KUCIIOPOTHON EMKOCTH.

JloOaBineHrEe TAHTAHOWIHOI'O DJEMEHTA C MEHbBIIEH BaJIEeHTHOCTHIO
(mampumep, Pr unmu Sm) yBenmuunBaeT KOMUYECTBO BAKAHCHH B CTPYKTY-
pe. OT0, B CBOIO OYepe/ib, MOXKET IPUBOJUTH K YBEITUWYCHUIO MOABIKHO-
CTHU PEIIETOYHOro KUCIOpoia, HanpuMep, 3a cuét quddy3uu 1mo BakaH-
cuoHHOMY MexaHusMmy [9]. ILlepuii-IpKOHUEBBIC OKCHUIBI COXPAHSIOT
CTPYKTYpy THIa (IOPUTA W TPHU CYHICCTBEHHBIX KOHIICHTPAIHIX
00aBIIEMOro dJIEMEHTA.

[Ipu cuHTE3e CMEIIaHHBIX MEePHH-ITUPKOHUEBBIX OKCHJIOB JUIS TIOJY-
YeHUsT HanboJlee aKTUBHBIX KAaTaln3aTOPOB BA)KHO, YTOOBI 0OPa30BbIBA-
Jach eIMHCTBEHHas (asa, obnagaromias CTPYKTypo# Tuma (IroopuTa.
Ucnone3yst momudunupoBanubii Meron Ilekunu [4] u moabupas
HY)KHOE COOTHOIIICHUE PEarcHTOB, MOXKHO peali30BaTh 3TO YCIOBUE.
OO0pasyercst ¢a3a, cojepxainas OOJBIIOE KOJHMYECTBO IMOJBUIKHOTO
KACIOPOAa, YTO TIOKa3aHO C  WCIOJB30BAHHEM  HM30TOITHOT'O
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rerepooOMeHa KHCIOpoJa H  METOJAOM TEPMOIPOrpaMMHPYEMOro
BoccraHoBieHuss Bopopoxom (TIIB). VYcranomneno, 4yto Hamboiee
aKTUBHBI KaTaIU3aTOPHI, B KOTOPBIX cooTHomenune Ce: Zr=1:1.

MHoruMu aBTopamMu OBIIIO OOHAPY)KEHO CHIIBHOE B3aWMOACHCTBHE
MeTal — HOCUTEIb ISl KaTaln3aTOPOB THIIA: «OJIaropoiHbId METasll Ha
Lepuii-cofiepKameM OKCHIAE». IJTO B3aMMOJCHUCTBHE CIIOCOOCTBYET
yBenmuueHno 3(QeKTUBHOCTH KaTanuzaTopa Onaromaps 0Opa3OBaHHIO
aKTHBHBIX LIEHTPOB Ha MeX(]a3HOW TpaHUIe MeTalul — HOCUTENb, a
TaKXe YBETHYCHUIO UCIIEPCHOCTH MeTaa.

JIErkocTh M3MEHEHUS CTETIEHN OKHMCIICHUS LEpHs MO3BONISIET YAAIATh
YIIIepOA, OTKIAIBIBAIOLINKCS Ha TIOBEPXHOCTH, MYTEM €ro OKHCICHHS B
OKCHJBI, TIPU 3TOM 0Opa3yloTcs KHCIOPOAHBIE BaKaHCHH B OKCHIE
uepusi. Beicokasi MOABMKHOCT KUCIOPOJa MO3BONISIET 0€3 TpyAa TpaHc-
MOPTUPOBaTh KHUCIOpON M3 00BEMa K MOBEpXHOCTH. BocmomHeHnue
KHCIOpOoJa MPOUCXOIOHUT 3a CUET nucconnaTtuBHON ancopbumu CO, Ha
KUCIIOpOIHbIX BakaHcusx [10].

4.4, Mexauusm YKM

[Ipu paccMOTpeHNU KMHETUKH U MEXaHU3Ma YIJIEKUCIOTHON KOHBEP-
CHUU METaHa 4acTo OOpamlaloT BHUMAaHUE Ha CXOXKECTh C MEXaHHU3MOM
MapoBOW KOHBEPCUU METaHa.

[To MHEHHIO MHOTHX aBTOPOB, MEXAHU3M YTIIEKUCIOTHON KOHBEPCUU
MeTaHa Ha OOJNBIIMHCTBE KaTaJIM3aTOPOB BKIIFOUACT B CeOs JAMCCOIIHA-
tuBHyt0 azacopouuio CHy u CO,, pasnoxenne CHy 1o C umu CHy u
B3aUMOJICHCTBHE 00Pa30BABIINXCS YaCTHI] ¢ afcopOupoBaHHbM O:

CO,+Z=C0O +0-Zz

CH;+ Z=CH,~Z + (4 — X)H,,c = C-Z + 2H;;
CZ+0-Z2=C0O-Z+7Z;

CO-Zz=CO+Z

Bb110 MOKa3aHo, YTO B YCIOBUAX PEAKIIHHM B 3aBUCHMOCTH OT MPHPO-
JIBl KaTanu3aTopa mpu pasnoxeHuu meraHa m1o CHy oOpasyrorcs pas-
JIUYHBIC MPOMEKYTOUYHBIC COCAUHCHWSA. BenwuuHa x paBHa 2,7 s
Ni/MgO; 2,5 mis Ni/SiOy; 2,4 mns Ni/Al,Os; 1,9 mst Ni/TiO,; 1,0 most
Co/SiO; u 0,75 mns Co/Al,O3. ®parmentsl CHy ¢ ManbIMU 3HAYCHHUSIMA
X Jierde oOpas3yroT yriepojHbie oTiaoxeHus. CHUIIIOBED BOJOPOAa Ha
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HOCUTEIh MHHHMH3UPYET KOKCOOOpa3OBaHME, CIBUTas paBHOBECHE B
cropony CHy ¢ OonpIMMu 3HaYCHUSMU X.

B paGorax [11, 12] ObuT H3y4eH MEXaHU3M PEAKIUHU YIIICKHCIOTHON
kouBepcun Merana Ha Ni/SiO,, Ni/La,Os, Ru/SiO,, Ru/Al,O3 u apyrux
KaTanu3zaTopax meronoM TAP, a Takke MeTojgaMu M30TOITHOIO OOMeHa
nu POIC. Oco0eHHOCTHIO MEXaHHM3Ma B JAaHHOM Clly4yae SIBIISIETCS
orcyrcTBue craauu auccouuanuu CO; Ha TOBEPXHOCTH KaTaINW3aTOpA.
[epBas cramus MexanusMma, npemiokeHnoro s Ni/SiO,, Bxiovaer B
cebst ObICTpoe 00paTMMOE pasloXKeHWe ra3000pa3HOro MeTaHa Ha
MOBEPXHOCTH C 0Opa3oBaHUEM aJCOpPOMPOBAHHBIX (POpPM, COAEPIKALINX
YIIIepoA, U Ta3000pa3Horo Boopoaa. B ycrnoBusx xaTanu3a Ha TOBEpX-
Hoctu Ni cymecTByeT kapou:

CH4 + Sl = Ca;[c + 2H2

CO;, B3aMMOJEHCTBYS C MOBEPXHOCTRIO (C COMEpKANUMHCS HA HEl
KapOuaaMu, MOJTYYCHHBIMH B MEPBOM CTajMU), JETKO MPEBpAIIacTcs B
CO 1o cxeme:

CO, + Cye = 2CO + S,

OpHnako Oosee moapoOHOE N3ydeHHEe OKa3alo0, YTO 3Ta CTaIHs SABIIS-
eTCsl CKOpee pe3yabTaTOM COBOKYITHOCTH JIBYX PABHOBECHBIX IPOLIECCOB.
CHauana npoucxoauT aucconnatuBHas aacopouus CO; ¢ oOpazoBanreM
CO 1 nOBEPXHOCTHOTO KUCIOPOJA:

C02 + Sg =CO+ Oaac.

3areM yriaepoJHble OTJIOXKEHHS B3aHMOJCHUCTBYIOT C alcOopOMpOBaH-
HBIM KHCIIOpOoAoM ¢ obpazoBanuem CO:

Cae + Oye =CO + 51 + S,

B mone3y 3TOro cBUAETENbCTBYET HAOMIOICHNE, YTO MPU MOJayYe UM-
myJibca BC0, ma Ni/SiO, na6monmaercs o0pa3oBaHHEe MOHOOKCHA
yIJIeposia pasIHyHOro M30TOMHOIO COCTaBa: CHauana obpasyerca —CO,
3atem “CO [12].

JlumuTupyomeil craaueil 3aeck ABNseTcs oOpa3oBaHHE MOJEKYJIIbI
CO no BTOpOoMy IyTH U3-3a MemieHHoH Aupdy3un aToMOB C,ue U Oyye.

Pemérounsiii momOBEPXHOCTHBIN KUCIIOPO HE y4acTBYeT B 00pa3oBa-
Hun CO u Ho.
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Hns karanuszatopoB Ru/SiO,, RUu/Al,O; numuTupyromel craaueit
spnsiercsi mucconuanust CHy. CO, pearumpyer ¢ aacopOHMpOBaHHBIM
yriaepoaom ¢ obpazosanrem CO. Ha katamazatope Ru/SiO, Best peaxiust
mpotekaeT Ha (asze Ru, mockonbky SiO, sSBASETCS JOBOJLHO MHEPTHBIM
HocuTeneM. BrIcTpoe oTpaBiieHHEe KaTamu3aTopa CBSI3aHO ¢ 00pa3oBaHU-
€M MPOMEKYTOYHBIX (POpM yriaepona, CKIOHHBIX K IMOJUMEPH3AINHA U
nIanbpHEHIned rpaduTH3anmu. Bbicokas CcTaOMIBHOCTH KaTalM3aTopa
Ru/C o0bsicHsieTcst TeM, 4TO HOCHTENb-TpaduT cooupaer yactuuku CHy,
YTO yYMEHBIIAET BpPEMsl JKU3HH OOpasyrolerocs yrieponaa. B peaknuu
Ru/Al,O3 yuactByror Tarke rpynmbl AIOH, moanuTeiBaeMble CIUILIO-
BepoM ajncopOupoBannHbix dactuil H u O € Ru, 9ro orpaHunumBaer
JIe3aKTUBAIIAIO KaTATH3aTopa.

Jlnsa xaranusaropos Fe (Ni, Pt, Pd, Rh) / SiO,, Fe (Pt, Pd, Ir, Rh,
Ru) / TiO; ¢ momompio meroma DRIFTS 6b110 mokazaHo, 4To MOBEPX-
HOCTHBIC KHUcJoponmHbie ¢opmbl Ha T10; m SiO, MOryT HpHUHHMATh
yuacrtue B aktuBauuu CH, u CO, [13-15].

Ha ocHoBe manHBIX, monyueHHbIX MeTogoM DRIFTS in situ, aBropa-
MU pador [13, 14] ana karanuzaropa Pt/ZrO, 6bu1a peniokeHa MOIENb,
BKJTFOUAIONIAsl B CE0sI CTAIMIO B3aUMOJICHCTBYS YTICPOIHBIX OTIIOXKEHHIH,
oOpazoBaHHbIX mpu auccormanuu CHy, ¢ peméroyHpIM KHCIOPOIAOM
ZrO, ¢ mocnenyronierr nucconuanueir CO; Ha MOBEPXHOCTHBIX BaKaHCH-
sx u BeiaenenueM CO. Ilocne mmmynbca CO; eTUHCTBEHHBIMU pEru-
CTPUPYEMBIMU YaCTUIIAMH, KOTOPBIE OCTAIOTCS JTOCTATOYHO JONr0 Ha
MOBEPXHOCTH, SIBJIAIOTCA moBepxHOCTHhIe OH-rpynmel. B kauectBe
YTIAEPONCOACPKAIINX HHTEPMEIUATOB TIPEJIOKEHBI KapOOHATHI H
(dopMHuaTHI:

COgyc + OH,c = HCOO,y,,
CO3 4z¢ ¥ OH,pe = HCOg3 e

ABtopamu pabotsl [14] Obu1 H3yueH Mexanu3M peakiuu Ha Pt/ALOs.
OcHoBHBEIM oTauuueM ot Pt/ZrO, asisercs cnocob akrusauuu CO,. Ha
Pt/Al,O3 mpoucxomut muccoruariust CO; ¢ yqactieM aacopOHpOBaHHOTO
H, nonydyennoro npu auccoruanuu CHy:

CO, + Hype = COuye + OH,e.

[TpuHIMNHATEHO APYTOM MexaHu3M ObLT mpezyioxken B [15]. OcHoB-
HBIM €r0 OTJIUYHEM SIBJISIETCS TO, YTO HA TIOBEPXHOCTU KaTalll3aTopa He
npoucxomaut aucconuanun CO,. Jlns karammzatopa Rh/AL,O3; 6wito
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noka3aHo B [16], uTo MexaHu3M peakiyu Ooee KOPPEKTHO OMHCHIBACT-
Csl IOCIEJ0BAaTENbHOCTBIO CIEAYIOIINX IPOLIECCOB:

CH4 + Z = Cads + 2 HZ;
Cus + CO,=2CO.

[lepBast numuTHpYIOMAsA CTAMsI — 3TO JAUCCOIMATUBHAS aJ[cOpOIus
CH, c oOpa3oBaHHeM aKTUBHBIX YTIEPOTHBIX OTIOKEHUH Cygs M Ta3000-
pasHoro H,. Bropas ObicTpast cTafus 3aKir04aeTcss BO B3aUMOJICHCTBUU
yraepona ¢ IMOKCHIIOM YTiiepoja, ¢ oOpa3zoBanueM AByx moiekyn CO B
ra3oBoi ¢aze. DTOT Ke€ MEXaHWU3M HAONIOJANICAd M JUIsl KaTalM3aTOPOB
RU/A|203 u |r/A|203.

Jpyroii Mmexanu3m HaoOironaercs Ha katammsatope Ni/La,Oz;. Meron
M30TOITHOr0 0OMEHa MOKa3bIBaeT, 4To Moiekyas “CO u *CO o6pa3y-
torca npu B3aumonerctsuu CHy u CO, ¢ KaTanu3aTopoM: TUCCOLNaIus
CH, mpoucxoaut Ha Metaiumueckoid aze, CO, oOpasyer kapOoHAT Ha
okcuaHoM Hocutene [17]. La,0,CO; siBisieTcss HCTOUHHUKOM KHCIOPOa
W pearupyer C YIJIEPOJHBIMH OTJOXKCEHHUSIMH, TIEPEBONS YIJIEpOi B
ra3oBymo azy:

Ni—-C + La,0,CO; = La,O3 + Ni + 2 CO.

Uccnenoanune peakiuu Ha NiO/MgO uMITyIbCHBIM METOJIOM TTOKa-
3aJ10, YTO Ha KaTaJu3aTOpe MPUCYTCTBYIOT JiBa TUMA KUCIOPOAA: aacop-
OvpOBaHHBIH, B3aUMOACHCTBYIOMNHN C C,ye, U PEMIETOUYHBIH, pearupyro-
MM 3HAYUTENBHO MEAJeHHee. Peakius MpoTeKkaeT Mo OKUCIUTENBHO-
BOCCTAHOBUTENHHOMY MEXaHHU3MY.

MOXXHO yKa3aTh Ha CIEAYIOLIME OOILIMe YepThl IepPEeYHCICHHBIX
MEXaHU3MOB:

— Jlumutupyromeil craguell mporecca sBISETCS AMCCOLUATHBHAS
azcopOLust MeTaHa Ha MeTaJulax. B pesynbrate oOpa3yrorcs pparMeHThl
CHy, xoTopsle oKUCIsIOTCS Tpu B3aumozneiictBun ¢ CO, Wi ¢ moBepX-
HOCTHBIM KHCIIOPOJIOM.

— Ilpu B3aummoneiictBuun CO, ¢ MOBEPXHOCTBIO OOpaTHas peaKuus
Bynyapa Oonee BepostHa, yem mpsmasi puccounanusi CO,. OcHOBHBIE
CBOWCTBa HOCUTENS MOTYT OBITH MOJIE3HBI I 00pa30oBaHus KapOoHaTa 1
yIepKUBaHUS ero BOJIU3H ancopOornpoBanHoro Bogopona mwi CHy.

Takum 00pazoM, COBOKYIMHOCTh IAaHHBIX psiga paboT JOKas3bIBaeT
CyIlIECTBOBAHME IBYX OCHOBHBIX MexaHu3MoB peakiuu CHy + COy:
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— nuccoumanus CHy u CO; ¢ nmocnenyonmm B3auMOACHCTBUEM aTO-
MapHbix (parmerToB C, H u O Ha MacCUBHBIX METAITMYCCKUX KaTaju-
3aTOpax Wid Ha METaljlaX, HAHECEHHBIX HA MHEPTHBIC HOCUTENU;

— nmuccormarus CH, u B3aumoneiicteue ¢parmenToB C wm CHy ¢
CO;, nnu ¢ Cng_ Ha MeTajllaX, HaHECEHHBIX Ha OCHOBHBIE HOCHUTEIH.
B mocnemnem cnyuae B3auMozelCTBHE OOJerdaercs B TPUCYTCTBUU
00aBOK OKCHJIOB TEPEXOJHBIX METAJUIOB, YYaCTBYIOIINX B BOCCTAHOB-
neauu CO,.

4.5. IIpoYHOCTH CBSI3M KHCJI0POJIA B KATATU3ATOPE

CranuiiHBIl  OKHCIUTENbHO-BOCCTaHOBHTENbHEI (OB) Mexanusm
Obu1 BHEpBBIC MpemIokeH MapcoMm U BaH KpeBeneHOM ajisi omucaHus
OKHCJICHUSl YTJIEBOJOPOAOB HA HAHECEHHOM BaHAAMKCOAEpIKaIleM
katamsarope (V-Mo-P/Al,O3). C tex nop ObUTO TOKa3aHO, YTO MHOTHE
JpyTUe OKUCIHUTENbHBbIE KAaTAINTHYECKHE PEaKUMH W, B YaCTHOCTH,
peakuus yrieKHcIOTHON KOHBepcHM MeTaHa mporekaioT mo OB mexa-
HU3MY. B mpocteiimeM ciiydyae 3TOT MEXaHHM3M MOXHO IPEICTaBHTh
crenyrorei cxemoit [18]:

LO+A=L+AO,
L +%0,=LO.

B nepBoii craguu okucieHHbd ¢pparmeHT LO Ha moBepxHOCTH BOC-
CTaHaBJIMBAETCA MOJIEKYJOI peareHTa A ¢ obpa3zoBanueM mpoaykra AO.
Bo BTOpOI1 cTagumu BoccTaHOBIEHHBIN (hparMeHT L okucnsercs Kucio-
POAOM M3 ra3oBoii (azbl.

CBolicTBa OKCHAHBIX KaTaJM3aTOPOB 3aBUCAT OT PEaKLMOHHOHM CIO-
COOHOCTH aKTHBHBIX (QopM Kucaopona. OHU U ONpenessitoT aKTHBHOCTh
KaTanu3aTopa U CEIEKTHUBHOCTH Ipolecca. OHa U3 BaXKHEHIINX Xapak-
TEPUCTUK KaTanu3aTopa — DHEPIHsl CBA3M KHCIOpoJa C PELETKON
oKcHaa. DTOT mapaMeTp ONpeaessieT SHEPTHIO aKTHBALUN 00eUX CTaanui
OB mexaHu3Ma U Bcero mporiecca B 1enoM. [Ipu okucieHnu yrieBoao-
POmOB 00pa3yroTCs MOBEPXHOCTHBIC COCAMHEHHS IBYX THUIIOB. MPOYHO-
CBSI3aHHBIE CTPYKTYpBl KapOOHATHO-KapOOKCHJIATHOTO THIA, MpeBpa-
LIAIOIMECs Jajiee B MPOAYKTHI IOJTHOTO OKHUCIEHUS, U cIaboCBs3aHHBIC
COEIMHEHHS, ABJISAIOLIMECS MPENIIECTBEHHUKAMH MPOAYKTOB MapLuaib-
HOTO OKHCIEHHUA. [l MpoBEeNeHUs CENEKTUBHOTO OKHUCIEHHS HEAOIy-
CTHUMO TPUCYTCTBUE HAa IOBEPXHOCTH KaTalM3aTopa ci1abOCBsS3aHHOIO
KHCIIOpOoJa H3-32 HEU30eKHOCTH JalbHEHUIIEr0 OKHCICHHS LENEBBIX
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MPOLYKTOB HEMOMHOTO OKHCICHUS. ODHEprusi CBS3M KHCIOpoZa Ha
KaTaJn3aTopax MapUuaJbHOro OKHCIEHUs JODKHA OBITh  BBILIE
250 x/Ix/(Mons Oy). BaskHO Takke y4UTBIBaTh COOTHOIICHHE CKOPOCTEH
OTAENBHBIX CTAagWi peakUWW. OKUCIEHHS M BOccTaHOBIeHUs. llpu
M30BITOYHOM KOJMYECTBE KUCIOpOJa B Ta30BOM (asze ynenpHas CKO-
POCTb OKHCIIGHHS BBILIEC YAEITbHOW CKOPOCTH BOCCTaHOBJIEHHS, YTO
NPUBOIMT K pEeHMyIIecTBeHHOMY obOpazoBanuto CO, u H,O [19].

Jnist XapaKTEepUCTUKU TMPOYHOCTH CBS3H KUCIOPOJA C MOBEPXHOCTHIO
OKCHJIHOTO KaTaju3aTropa B pa3HOE BpEMs HCIONB30BAIHM Pa3JIMUHBIC
BEJIMYMHBI. SHTAIBIHNIO 00pa30BaHUsI OKCHUAOB U3 DJIIEMEHTOB, OTHECEH-
HyI0 K 1 MO0 KHCIOpOJa, TEMJIOTY MPEBpAlleHUs HUBLIMX OKCHIOB
B BBICIIME, TEIJIOTY aACOpOLMU KHUCIOPOAa, BOCCTAaHABIMBAEMOCTD
OKCHJIOB, PHEPTHI0 aKTHBAallMM HM30TOMHOTO OOMEHa KHCIOpOJa, CKO-
POCTb TOMOMOJIEKYJIAPHOrO oOMeHa Kuciopoia u ap. M3 ykazaHHBIX
BEJIMYMH TIEpBbIEC BE, CBSA3aHHBIC C (Da30BBIMH IEPEXOAaMU OKCHIOB,
BBIOMpaNH, HCXOAS W3 NPEACTaBICHHH O TOM, YTO KaTalUTHYecKas
peakuus OKHCICHHS B KadeCTBE IPOMEKYTOUHBIX CTaIUil BKIIOYAET
nepexopl OKCHAOB U3 OXHOrO (Pa30BOr0 COCTOSHUS B IPYroe C pasiud-
HBIMU BaJCHTHBIMH COCTOSIHUSIMH KaTHOHOB. CoIlocTaBieHHE aKTHBHO-
CTeld OKCHIHBIX KaTaJlM3aTOPOB B PEAKUHAX TIYyOOKOTO OKHCICHHS
Pa3NUYHBIX BEUIECTB CO CKOPOCTSAMH TOMOMOJIEKYJISIPHOTO H30TOMHOTO
o0MeHa KHCIOpOAa Ha JTHX KaTaliu3aTopax BBISBISET JOCTaTOYHO
4ETKHE KOPPENSIMU, OIHAKO HEKOTOPbIE OKCHIBI (HAmpHMep, OKCHIBI
BaHaJMs ¥ TUTaHA) BHINAAIOT U3 OOIINX 3aKOHOMEPHOCTEH.

B memnoM, MeTo/bI OLIEHKH CHJIBI CBSI3BIBAHUS KUCIOPOJa MOTYT OBITH
pas3zeneHsl Ha MpsIMble U HenpsiMble. HempsiMble METOIBI — TEpMOIMpPO-
rpammupyemasi necopouust (TIT[]) kucnmopona u TepMonporpaMmupye-
mast peakuus (TTIP). Ilpsimoe ompeneneHue TepMUUECKHX S(PPEKTOB B
peakLusX ¢ pa3pblBOM U 00pa30BaHHWEM KUCIIOPOJHBIX CBSI3€H ¢ pemér-
KOW (KaTaJUTHYECKOE OKHCICHHE W BOCCTAHOBJIICHHE) MOXKET OBITh
MPOBEEHO C HCIOIB30BAHMEM KaJOPHUMETPHUECKUX  H3MEpPEHHI.
Meronst TIIJ] u TIIP mo3BONSIOT ONPEAEIUTH TEMIIEPATYPHI JeCOpOLNU
Pa3NUYHBIX KHCIOPOAHBIX GopMm. OIHAKO OHM HE BCErAa MO3BOJSIOT
paszenuTh sHeprerudeckue dPQeKTsl U Apyrue (akTopbl, OMPEAesio-
HMe TeMIepaTypHble MHTEPBAIbl PETHCTPUPYEMBIX mporeccoB. Kpome
toro, meron TIIJ] Oombmie mpuMeHHM IS C1a0OCBSI3aHHBIX (hopm
kucnopona. Kamopumerpusi — yHUBEpCaNbHBIA METOH, MOAXOISIIUI
TaKKe U I IPOYHOCBI3aHHOTO KUCIOpOa.
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5. TABOPATOPHASA PABOTA KJI-1. Onpeneiienue 3Hepruu
CBSI3H KHCJIOPOJA KaTaau3aTopoB mpomecca YKM (yriaekuciaoTHoii
KOHBEPCHH MeTaHa)

3Hepr1/151 CBA3M KHCJIIOpOAAa OKCHUAHOI'O KaTajlu3aTopa 3aBUCUT OT
CTCIICHHU €0 BOCCTAHOBJICHHOCTU. HpeﬂCTaBJ'ISICT HUHTCPEC OIMPCACICHUC
OHCPIruU CBA3U KUCIOpPOAA NPHU pa3INMYHBIX COCTOAHUAX KaTaﬂmaTopa:

A) B COCTOSAHUH, KOI'Ja KaTaJIn3aTOp HAXOAUTCA B PABHOBCCUU C
F33006pa3HI>IM KHCJIOPOAOM, B3ATBIM IIPU OHpC,Z[GJ'IéHHOM napuuajbHOM
JaBJICHUU,

B) B COCTOsAHUHU, KOoraa pa60Ta}0H.[I/II71 KaTaJm3aTop HaXOOUTCA B CTa-
UOHApHOM COCTOAHHUU B KOHTAKTC C peaKHHOHHOﬁ CpC,Z[OfI peaKknuun
VKM;

B) B COCTOsIHHUU C I/IBBCCTHOfl CTCIICHBKO BOCCTAHOBJICHHOCTH, KOTO-
past OOCTUTACTCAd IIpU o6pa60TKe KaTajin3aTtopa cepI/Ieﬁ HUMITYJILCOB
OKCHJa yrjepoaa.

MCTOZ[I/IKa MMPpOBCACHUA I/ICCJ’IC)_IOBEIHI/IIZ B OTHUX CJIydasdX pasjindHa, u
Ha 3Ty TEMY BBITIONHAIOTCS OTAeNbHBIE TabopaTopHble padoTel: KII-1A,
KJI-15 u KJI-1B.

5.1. JIadopaTtopuas padora KJI-1A. Onpenenenue 3Heprun cBsi3u
KHCJIOPO/A KATAJHU3AaTOPa B YCJIOBUIX PABHOBECHS € ra3000pa3HbIM
KHCJI0POAOM

[Ipu onpeneneHny 3HEPruu CBA3M KUCIOPOJA KaTaau3aTopa B yCIo-
BUSIX PaBHOBECHS C ra3000pa3HBIM KHCIOPOAOM, KOTOPBIM HaXOAMTCS
HaJ] TIOBEPXHOCTBIO B CMECH C MHEPTHBIM Ta3oM IpU NaplHUaIbHOM
JaBleHHMH P, uenecoo0pa3HO HCHONb30BaTh YCTAHOBKY B pEXHUME
DSC TG (puc. 5).

KaranuzaTop BBIOEpKMBaercss UINTENBHOE BpeMs INPH 3aJaHHOU
TeMIepaType B MOTOKE CMECH KHCIOPOJa C FeIieéM HEKOTOPOIo COCTaBa
(PC-1). Ilocnme ycraHOBIEHHS pPAaBHOBECHS B JTOT IOTOK BBOJIMUTCS
UMITYJbC CMECH C JIpyruM coaepkanueMm kucnopopa (PC-2) wmm
nMIynasc gucroro He. Perucrpanust oTkiamka cuCTEMBI Ha 3TO BO3JEH-
CTBHUE MO3BOJISIET ONPEAEIUTD SHEPTUIO CBSI3U KUCIIOPOJa KaTanu3aTopa.
KonudectBo aacopOMpoOBaHHOrO WJIHM JIeCOpOMPOBAHHOTO KHCIOPOAa
orpenensieTcs Mo M3MEHEHHIO Beca 00pasia, a TermaoBoi 3¢dext — mo
KpPUBOM U3MEHEHUS TEIJIOBOTO MOTOKA.
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oOpa3LaMI
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PC-1
,( P e cTizogoroit

KpaH 174 BBOAA
PC-2 . .
sty HMITYTIBCA Peak-

LITOHHOIT cMecIt

Puc. 5. TlpuHIMnuaneHas cXxeMa HMITYIbCHOH MHKpPOKaJIOpUMETPUIECKOM
ycranoBku aisi paborsl KJI-1A, xondurypamus DSC TG. PC-1 u PC-2 -
cmecu O, + HHEPTHBIN I'a3 C pa3IUYHbIM COAEPIKAHUEM KHCIOPOAA

J7ist BBIIOTHEHUS 1Ta00opaTopHOi paboThl HEOOXOJUMBI:

— xanopumerp SENSYS TG DSC SETARAM,;

— IJIATUHOBBIE MJIN KBapLEBBIC TUTIIH;

— aHAIUTUYECKHE BEChI, MUHIIET, IIMATENb;

— clienuagbHas BOPOHKA,

— o6paser katamusatopa Pt/PrCeZr?,

— UMITyJIbCHasl ycraHoBKa, OayutoHel ¢ He u cmecamu (O, + He).
MoxHuo ucrtonb3oBath cMecu 20 % O, B He u 2 % O, B He.

Tloozomoska onvima

Brurounte kajmopumerp M KommbioTep. [Ipu HakaTMW Ha WKOHKY
SETSOFT 2000 3amyckaroTcst mporpammbl: Acquisition (s ympasie-
HUsI Kanopumerpom), Processing (mist o6paboTku naHHbIX) 1 T00IS (st
o0OparieHus ¢ paiiiaMu JaHHBIX).

% Cocras kaTaymsaropa 1,6 % Pt/Prq3Ceq 35250 350,.
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B3BechTe Ha aHAIWTHYECKUX Becax HABECKy KaTajlM3aTropa Maccoi
okoisio 80 mr. C momomnp10 MaJeHbKOW METaJUInYecCKOW BOPOHKH 3arpy-
3ute e€ B pabouuii TUTelb.

B3BecbTe Ha aHanuTHYecKHX Becax HaBecky o-Al,O; Maccoit okono
80 mr, 3arpy3ute €€ B TUTENb CPaBHEHNUS.

Ilocne sToro mpemnonaBaTenb momemaeT oba TUTIS Ha TOABECKY
BECOB. pabo4Mii TUTENb — Ha MPaBOE IIEYO BECOB, THUTENb CPABHEHUS —
Ha seBoe. Ecnu pasbananc (o6o3HaueHue Ha muciuiee — untared) mpe-
BBIIIAECT 5 MT, NpenoAaBaTellb KOPPEKTUPYET HABECKY B TUTJIE CpaBHE-
HUS. 3aTeM OMycKaeT Bechl B pabouee MOJI0KEHHE.

Pabora ¢ mporpammoii onucaHa B MHCTPYKLHMH, UMEIOLIEHCA HA pa-
OoueM MecTe, W ToKa3aHa B Buaeoduiabme. OTKpoiTe MpHUIOKEHUE
Acquisition, 3azmaiite MeTox M3MEpEHHS. 3alOJIHUTE pa3/iell «CBEICHHUS
00 oOpasue», co3maiiTe TemmepaTypHyro nporpamMmy. OpHEeHTHpPOBOY-
HBIW BUJI TEMIIEPATYpHON MPOrpaMMBbI IIOKa3aH Ha puc. 6.

800 — 3 4

600

400

Temnepartypa, °c

N

o

o
1

0 T v T T T T
0 2 4 6 8

Bpewms, gac

Puc. 6. Yuactku: 1 u 6 — uzorepma 20 °C; 2 — marpes 10 700 °C co ckopo-
crpio 10 K/muH; 3 — u3oTepma npu TpeHUpoBKe; 4 — n3otepma Ha pabouem
yaactke; 5 — oxnaxaenue 10 20 °C; 7 — m3orepma 20 °C
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Brurounte noroku razos: He, PC-1, PC-2. KoHueHTpamus Kuciopo-
na B cmecu PC-1 — 20 %, B cmecu PC-2 — 2 % wmu 0 % (T. e. ymcThIi
He). CkopocTH MOTOKOB Bcex ra3oB — 15 MyI/MuUH.

Brirounte TemmnepatypHyto mporpammy. Ilociae qOCTHKEHUS TeMIie-
paTypbl, TIpU KOTOPOH OyJeT MPOBOIAMUTHCS OIBIT, HYKHO JIOXKIAThCS
YCTaHOBJICHUSI TIOCTOSHHOI'O Beca o0paslia, YTO MOXET 3aHSTh OKOJIO
OJIHOTO Yaca.

Buinonnenue onvima

[ToBepHUTE MIECTUXOAOBOM KpaH B MOJOXKEHHE «BBOJ HMITYJIbCA».
[Tpu sTom B motok PC-1 BBenércs ummynsc PC-2 ¢ uHBIM conepxaHueM
KHCIOpoJa MM HUMIyIbc uuctoro He. OpueHTHpPOBOUHBIH 00BEM
umnynbca coctasisger 10-20 mo.

[Mocne BBOga mMITyibca Ha KpuBOUW TeruioBoro moroka (HF) 3aperu-
CTpHpYeTCsl UK, a Ha KpuBOoM n3MeHeHus Beca (TG) — cryneHbka.

ITocne mpoxokaeHusi umnynbca cmec PC-2 HayHETCS MeaeHHas
penaxcanus K paBHOBECHOMY COCTOSIHHMIO KaTanm3atopa B cmecu PC-1.
JloKnaBIINCh YCTAHOBJIEHHUS PABHOBECHS, OIIBIT MOYKHO TIOBTOPHUTH.

Obpabomka daHHbIX

IIpr 00paboTKe MOMYYEHHBIX NAHHBIX HYXHO HCIIOJIB30BAaTh MPO-
rpammy Processing. Haiigute m3meHeHue mMacchl 00pasia M TEIIOBOM
3¢ PeKT KaK HHTErpal OT TEIIOBOTO MOTOKA.

Beruucnute TemnoBoil 3¢dext B pacuére Ha 1 Momb Kucimopoaa.
Bbruncnute sHEpruio CBI3M KUCIOPOAA, YAAISIEMOro U3 KaTalau3aTopa,
B JJAHHBIX YCJIOBUSX.

5.2. Jlaboparopuas padora KJI-1b. Onpenenernue 3Hepruu cBsizu
KHCJIOPOJA KATAJIM3aTopa B YCJOBHAX, KOIZIa OH HAXOAMTCS B
CTALMOHAPHOM COCTOSIHUM B KOHTAKTE C PeaKIUOHHOI cpenoi
peakuun Y KM

B 3ToM crmyuae cocTaB peakLMOHHOW Cpelbl MPENCTaBIsIeT CO0Oi
CMech: MeTaH + YrIeKHCHbIi ra3 + renuit. O0paboTka KatanuzaTtopa B
PEAKIIMOHHON Cpefie MOXET MPOBOAUTECS B MPOTOYHOM HIM UMITYJIbC-
HOM pesxuMe. Mcrnonb3yercst ycTaHOBKa, ITOKa3aHHas Ha puc. 4.
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ITocne mocTHKEHHs CTAMOHAPHOTO COCTOSHUS TIOAAETCS CepHsl 30H-
mupyronmx umnyiascoB cmecu CO,/He. OOpaboTka MOMy4eHHBIX
JaHHBIX TO3BOJISIET ONPEACIUTh HEPTHIO CBS3M KUCIIOPOAA B CTALHO-
HApHBIX YCIOBUSX.

J71st BBIIOTTHEH U Ta00opaToOpHOi paboThl HEOOXOJUMBI:

— xanopumerp SENSYS TG DSC SETARAM,;

— IIPOTOYHBIN peakTop ¢ MOPUCTOI MEPErOPOAKOH;

— aHANUTUYECKHE BEChI, MUHIIET, IIMATENb;

— clienuagbHas BOPOHKA,

— obpasen katanmu3atopa Pt/PrCeZr maccoit okono 80 mr;

— UMITYJIbCHASl YCTAHOBKA,

— 6amnonsl ¢ He u emecsimu O,/He, CO,/He u (CO, + CH,)/He;

— xpomatorpag 1'X-1000.

Tloozomoska onvima

B3BechTe Ha aHAIWTHYECKUX Becax HABECKy KaTajin3aTropa Maccoi
okono 80 mr. C mOMOIIBI0 MaleHbKOH METaJUIMYECKOM BOPOHKHU 3arpy-
3uTe €€ B MPOTOYHBIA PEAKTOP C MOPUCTOM MEPErOpOAKOH, YCTaHABIH-
BaeMbIil B pabounii KaHAJI KaJIOpUMeETpa.

B3BecbTe Ha aHanuTHYeckux Becax HaBecky o-Al,O3; maccoit okono
80 mr, 3arpy3uTte €€ B MPOTOYHBII PEaKTOp ¢ MOPHUCTON MEPErOPOAKOH,
yCTaHaBIMBaeMbIil B KaHaJl CDaBHEHHUS.

VYcraHoBHTE peaKTOPBI B KaHABI KAJTOPUMETPA.

Bxtounte ycraHoBKy (Xpomartorpad), MMOYIBCHYIO YCTaHOBKY U
KaJIOpUMeETp), Kak omucaHo B [IpuiioskeHnu K 1a00paTopHBIM padoram
KJI-1-KJI-3.

Tpenuposexa obpasya

st Toro, 94To0Bl CTaHAAPTU3UPOBATH UCXOIHOE COCTOSTHHIE 00pasia,
HPOBOJHTCS €ro MpeaBapUTelibHas TPEHUPOBKA B MIPOTOYHOM PEKUME B
cmecu kucnopo/renuii (30 mun) u B uncrom reiuu (30 muH). Bpems
TPEHUPOBKH B YHUCTOM T'€IHMH MOXKET OBITh YBEIWYEHO JO JOCTHKCHUS
CTa0bMiIM3alMy KpUBOH TerioBoro noroka (kpusas HF) Ha kanopumerpe.
[Ipu TpeHUpPOBKE B CMECH KHCIOPOJ/Tenuii kpaHoMm 1/6 BeiOMpaercs 3ta
CMECh, a KpaH 2 HaXOAUTCS B MOJIOKCHUH «IIPOTOYHBIH pexum». [lepe-
X0 K TPEHUPOBKE B YHCTOM TEIUM IPOHCXOOUT HYTEM IepeBola
KpaHa 2 B TOJIOKEHHE KUMITYIbCHBIN PEKUMY.
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Obpabomra xamanuzamopa 6 cmecu ((CO, + CHy)/He)

ITocrne 3aBepiiieHHss TPEHUPOBKH HYKHO 00pabOTaTh KaTaau3aTop
cepueii umnynbcoB (CO, + CHy)/He. O mocTmxeHHM CTaliOHAPHOTO
COCTOSIHUSL MOXKHO CYAUTH MO BETHYUHE TEIIOBOrO 3 (eKTa peaxiiuy,
KOTOpBIA TMocie mponyckaHus mnpumepHo 20 MMIYJIbCOB MepecTaéT
HU3MEHSTHCS.

Nsyuenuto ternooro 3dhdekra mporecca YKM mocBsiieHa oT/aesb-
Has naboparopHas pabora. B JaHHOM ciydae MOXXHO HE BBITIONHSATH
XpoMaTorpauueckuii aHalu3 TOCIE BBOAA KAKIOTO HMITYIbCa, a
OTPAHUYUTHCS KAUeCTBCHHBIM HAOJIOCHUEM 3a BEIUYMHOW TEILIOBOTO
s¢dekTa mpu BBOME cepur UMIYIIbCOB. OxumaaeMoe TOBEICHHUE TEIIo-
ThI PEAKIIUU OT 00bEMA MPOIMYIIIEHHONH CMECH MMOKa3aHo Ha puC. 7.

400
350

300

250

200

150

100

A H, kIlx/Mombs A CH4

504

Puc. 7. 3aBUCUMOCTb TEIUIOTH PEaKLIUU OT 00BEMa MPOMYLICHHON PEeaKIHOH-
HOU cMecH npu mozpade umnyiabco (7 % CHy + 7 % CO,)/He ua Pt/PrCeZr
npu 700 °C mociie OKUCIUTENBHOM TpeHUPOBKH. Kaskias Touka COOTBETCTBYET
OTHOMY HMITyIIbCy cMecH. O0béM mmitynbca ~ 0,9 M

ITocne Toro, Kak BeNMMYMHA TEIUIOBOrO 3(dekra AOCTUTHET CTALUO-
HapHOTO 3HAUYEHMs, MOKHO OJHOKPATHO BBIIIOJHUTH MOJHBIM aHAIM3 C
perucTpanueil XpoMaTtorpaMM M TEIUIOBBIX 3((EKTOB M MEpedTH K
OCHOBHOM 9acTH pabOTHl.
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Buinoanenue onvima

Jnst onpeneneHus SHEPTUU CBSI3U KHCIOpOJa B KaTalIU3aTope, 0Be-
OEHHOM [0 CTAallMOHAPHOIO COCTOSHHUSI HMMITYJbCaMU PEAKLMOHHON
cMecH, Ha Hero monaroT umiyibschl cmecn CO,/He. Tlpouncxomut okwc-
JIHWE KaTalau3aTopa JUOKCHIIOM YIiepoJa U o0pa3oBaHME MOHOOKCHIA
yriepoaa B razoBoi ¢aze. XpomarorpaduuecKiii aHaIu3 UCIONb3YeTCs
IUIsl ompedeNieHHs KonmudecTBa oOpasoBaBuierocss CO, a TemnoBoi
3¢ deKT peakuu U3MepsieTcsi KaTOPUMETPHUECKH.

XoTsl KOHCTPYKLHMS KaJOpUMETpa MO3BOJSET MPOBOIUTH OIBITH B
AaBTOMAaTHYECKOM PEKMME, COBMECTHAsI paboTa KaJopuMeTpa, XpoMaro-
rpada U UMITYJIbCHOM YCTAaHOBKM OKa3bIBAETCS BO3MOXKHOHW TOJNBKO MPHU
pyuHoM ynpasienuu. [Ipu BBenennu kaxaoro umiyiabsca cmecu CO,/He
BBITIOJTHSIETCS] TIOCIIEIOBATENIFHOCT ONepanni, ykazaHHas B [Ipumoxe-
HUU K naboparopHbM padboram KJI-1-KJI-3 B Tabm. 1.

Hyxno BBectu 3—4 ummnynsca CO,. [Ipn 06paboTke JaHHBIX CllenyeT
B3STbH CpeHee 3HaYeHUE PACCUMTAHHON BEIMYMHBI TEIIIOBOTO 3 deKTa.

Obpabomka daHHbIX

[Iporpamma anst paboTel ¢ xpoMaTorpadoM MO3BONAET PACCUUTATH
wiomaan nukoB. KamuOpoBounble Kod(GOGUIMEHTH s mepecuéra
TUIOIIA/IM TUKOB B YMCIIO MOJIEH Ka)KJOro peareHTa u MPOAYKTa ompese-
JICHBI 3apaHee.

TennoBeie 3¢pPekTsl paccUUTHIBAIOT MyTEM WHTETPUPOBAHHS IMTHKOB
Ha KPHUBBIX 3aBHCHMOCTH TEIJIOBOIO MOTOKAa OT BpeMeHH. Mcnonb3yroT
nporpammy Processing u3 nakera SETSOFT 2000.

DHEpruio cBsA3M KUCIOPOJa PAacCUMTHIBAIOT KaK TEIIOBOH 3dQeKT
peakuun

Oz + K= KOQ,
rae cumBonamMu K u KO, 0603HaueHBI BOCCTAaHOBIEHHOE U OKUCIIEHHOE
cocTosHUSl KaTtanmm3aropa. [lyns pacuéra HMCHONB3YIOT MONTy4YEeHHBIE
JaHHbIC U CIIPaBOYHBIE JaHHbIe 00 sHTaNbNHsIX o0pazoBanus CO u CO;
pu TemnepaType nposeaeHus onsita. [Ipumensror 3akoH ['ecca.

CremeHb BOCCTAHOBJICHHOCTH KaTaluM3aTopa B  CTalMOHAPHOM
coctosHud B peakuun YKM OTHOCHTENBHO MCXOTHOT'O OKHCIEHHOI'O
COCTOSIHUSI MOXXHO ONpPENENUTh IMYyTEM €ro PEOKUCICHHS cepuei
HUMIIYbCOB KHCIOPO/Aa U U3MEPEHHS MTOTIIOMEHHSI KUCIOPOAa B KaXKI0OM
umnynbee. OAHAKO 3TO BBIXOIUT 33 PAMKU JaHHOUH paOoTHI.

32



5.3. Jladoparopuas padora KJI-1B. OnpenesieHne 3Hepruu cBsizu
KHCJIOPOAA KATAJHM3aTOPa B COCTOSIHMM C HM3BECTHOW CTeNeHbIo
BOCCTAHOBJIEHHOCTH

B sToM cnyyae kaTanmzaTop, MOIBEPTHYTHIM CTaHOAPTHOM OKUCIIH-
TEIBHON TPEHHPOBKE, BOCCTAHABIMBAIOT cepued umiynscoB CO ¢
perucrpannii TeroBsx 3¢ dexros, a Takxke koHueHTpauuit CO u CO; B
MPONYKTaX PEaKIHH.

Jl71st BBITOTHEH U Ta00opaToOpHOi paboThl HEOOXOJUMBI:

— xanopumerp SENSYS TG DSC SETARAM,;

— IIPOTOYHBIN pPEeaKTop ¢ MOPUCTOI MEPErOPOIKOH;

— aHaNIUTUYECKHE BEChl, MUHIIET, IIMAaTeNb;

— obpasen katanmuszatopa Pt/PrCeZr maccoit okono 80 mr;

— UMITYJIbCHASl YCTAHOBKA,

— Gamnonsl ¢ He u emecamu O,/He u CO/He;

— xpomarorpag 1'X-1000.

Tloozomoska onvima

B3BechTe Ha aHAIMTHYECKUX Becax HABECKy KaTajin3aTopa Maccoi
okono 80 mr. C mOMOIIBI0 MaleHbKOH METaJUIMYECKO BOPOHKHU 3arpy-
3uTe €€ B MPOTOYHBIA PEAKTOP C MOPUCTOM MEPEropoOAKOH, YCTaHABIH-
BaeMbIil B pabounii KaHaAJI KaJIOpUMeETpa.

B3BecbTe Ha aHanuTHYeckux Becax HaBecky o-Al,O3; maccoil okono
80 mr, 3arpy3uTte €€ B MPOTOYHBII PEaKkTOp ¢ MOPHUCTON MEPErOPOAKOH,
yCTaHaBIMBaeMbIi B KaHaJl CDaBHEHHSI.

VYcraHoBHTE peaKTOPBI B KaHABI KAJTOPUMETPA.

Bxtounte ycraHoBKy (Xpomartorpad), MMOYIBCHYHO YCTaHOBKY U
KaJIOpUMeETp), Kak omucaHo B [IpuiioskeHnu K 1a00paTopHBIM padoram
KJI-1-KJI-3.

Tpenuposexa obpasya

Jnst Toro, 4To0Bl CTaHAAPTU3UPOBATH UCXOIHOE COCTOSTHHIE 00pasia,
MPOBOJHTCS €ro MpeaBapUTelibHas TPEHUPOBKA B MIPOTOYHOM PEKUME B
cmecu kucnopo/renuii (30 mun) u B uncrom reiuu (30 muH). Bpems
TPEHUPOBKH B YHUCTOM T'€IHMH MOXKET OBITh YBEIWYEHO JO JOCTHKCHUS
cTa0bWiIM3alMy KpUBOH TerioBoro moroka (kpusas HF) Ha kanopumerpe.
[Tpu TpeHUpPOBKE B CMECH KHCIOPOJ/Tenuii kpaHoMm 1/6 BeiOMpaercs 3ta
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CMECh, a KpaH 2 HaXOAUTCA B MOJIOKEHUN «IPOTOYHBIN peskum». [lepe-
XOA K TPEHHPOBKE B YHCTOM TE€NMM INPOUCXOAUT IMYTEM IepeBoja
KpaHa 2 B TIOJIOKCHUE KUMITYIBCHBINA PEKIM».

Buinoanernue onvima

Jnst ompeneneHrs SHEPTUU CBSA3M KHCIOpOJa B KaTalu3aTope Npu
Pa3NUYHON CTENEHH BOCCTAHOBJICHHOCTH HA HEro MOJAIOT MMITYJbCHI
cmecu CO/He. TIporcXoauT BOCCTAHOBIICHUE KaTaln3aTopa MOHOOKCH-
JIOM yriepoja ¥ o0pa3oBaHHME IUOKCHAA Yriepoia B ra3oBoil (ase.
Xpomarorpaduyeckuil aHaIu3 UCTIOJIB3YETCs sl ONpeaeNiCHUs KOInye-
ctBa obpaszopaBuierocss CO, u u3pacxomoBasmierocs CO, a TeruioBo
3¢ deKT peakuu U3MepsieTcsi KaTOPUMETPHUECKH.

OmnBIT MPOBOJUTCS B COOTBETCTBUH C UKJIOIPAMMOM, MPUBEACHHON B
[Tpunoxennn k nadopatopusiM padoram KJI-1-KJI-3 B Taba. 1. HyxxHo
BBecTH 20-25 ummynsco CO.

Obpabomka daHHbIX

[Iporpamma gy paboTel ¢ XpoMaTorpadomM MO3BONSET PACCUUTATH
miomaau nukoB. KamuOpoBouHble KO3(QQUIMEHTH i Tepecdéra
TJIOMIAIM TUKOB B YMCIIO MOJICH KaXKJIOTO peareHTa U MPOAyKTa Orpesie-
JICHBI 3apaHee.

TemtoBbie 3P PEKTH PACCUUTHIBAIOT MYTEM WHTETPUPOBAHUS IMHKOB
Ha KPUBBIX 3aBHCHMOCTU TEILUIOBOTO TOTOKAa OT BpeMeHH. Mcmonb3yroT
nporpammy Processing u3 nakera SETSOFT 2000.

OHEPruio CBSI3U KHUCIOPOJIa PACCUUTHIBAIOT HA OJMH MOJb MOJICKY-
JISPHOTO KUCIIOPOJIa, T. €. KaK TeIJI0BOi 3P (EeKT peaKkinu

Og + K= KOQ,
rae cumBoinaMu K u KO, 0003HaueHbl BOCCTAHOBIEHHOE U OKUCIEHHOE
cocrosiHMe KaTtanm3aropa. s pacu€ra HCIONB3YIOT MONydeHHBIC
JTAHHBIC U CIIPaBOYHBIC JaHHBIC 00 3HTanbIHsIX oopasoanus CO u CO,
MpH TeMIepaType npoBeaeHus onbita. [IpumensitoT 3axoH ['ecca.

CreneHb BOCCTAHOBICHHOCTH KaTajau3aTopa B CTAIlMOHAPHOM COCTO-
sHUH B peakiud Y KM OTHOCHTENBHO MCXOIHOTO OKHCIEHHOTO COCTOSI-
HUS ONPEACISAIOT, WUCHONb3Yysl JaHHBIE O KOJIMYECTBE YAAJICHHOTO U3
Karanu3aTopa Kuciopona B kaxjaom mmiyiabce CO. [Ipu moctpoeHun
rpaduka mo ocu X OTKIQABIBAIOT JONIO YAAAEHHOTO KHCIOPOJa OT
o0IIero ero KoIM4YecTBa B KaTalu3aTtope, HUCXOAsS U3  (OpMYyJbI
1,6% Pt/Pro'gceovg5zr0'3502.
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6. JABOPATOPHAS PABOTA KJI-2. OnpenejieHne YHTATbIHA
npomecca yrjieKucja0THoil konpepcnu Metana (YKM)

B sTOM cnydyae Ha KaTanu3aTop, MOABEPTHYTHINA CTaHAAPTHOW OKHC-
JUTENBHOW TPEHUPOBKE, MmofatT ceputo ummnynscoB (CO, + CH,)/He.
Peructpupyror temnossie 3ddextsr 1 koHUeHTpauun Hp, CH4 CO m
CO; B mpoayKTax peakiuu.

J1nis1 BeIONTHEHUS 1TabopaTopHOi pabOThl HEOOXOIUMBI:

— xanopumerp SENSYS TG DSC SETARAM,;

— IIPOTOYHBIHN PEeaKTop ¢ MOPUCTOM MEPErOPOIKOH;

— aHANUTUYECKHE BEChl, MUHIIET, IIMATeNb;

— clienuagbHas BOPOHKA,

— obpasen katanmuszatopa Pt/PrCeZr maccoit okono 80 mr;

— UMITYJIbCHAsl yCTAHOBKA,

— 6amnonsl ¢ He u cmecsimu O,/He u (CO, + CH,)/He;

— xpomarorpag ['X-1000.

Tloozomoska onvima

B3BechTe Ha aHAIMTHYECKUX Becax HABECKy KaTaju3aTropa Maccoi
okono 80 mr. C MOMOIIBI0 MaleHbKOH METaJUIMYECKOM BOPOHKHU 3arpy-
3uTe €€ B MPOTOYHBIA PEAKTOP C MOPUCTOM IMEPEropOAKOH, YCTaHABIH-
BaeMblil B pabounii KaHaII KalIOpUMeTpa.

B3BecbTe Ha aHanuTHYeckux Becax HaBecky o-Al,O3; maccoil okono
80 mr, 3arpy3uTte €€ B MPOTOYHBII PEaKTOpP ¢ MOPHUCTON MEPErOPOAKOH,
yCTaHaBIMBaeMbIi B KaHaJl CDaBHEHHUS.

YcraHoBHTE peaKTOPBI B KaHABI KAJTOPUMETPA.

Bxrounte ycraHoBKy (Xpomartorpad), MMIYIBCHYIO YCTaHOBKY U
KaJIOpUMeETp), Kak omucaHo B [IpuiioskeHnu K 1a0opaTopHBIM padoTam
KJI-1-KJI-3.

Tpenuposexa obpasya

st Toro, 4To0Bl CTaHAAPTU3UPOBATH UCXOIHOE COCTOSTHIE 00pasia,
HPOBOJHUTCS €ro MpeaBapUTelIbHas TPEHUPOBKA B MIPOTOYHOM PEKUME B
cmecu kucnopo/renuii (30 mun) u B uncrom reiuu (30 muH). Bpems
TPEHUPOBKH B YHUCTOM T'€IHH MOXKET OBITh YBEIWYEHO JIO JOCTIIKCHUS
cTabuWiIM3aluy KpUBOH TerioBoro noroka (kpusas HF) Ha kanopumerpe.
[Tpu TpeHUpPOBKE B CMECH KHCIOpOJ/Tenuii kpaHoMm 1/6 BeiOMpaercs 3ta
CMeCh, a KpaH 2 HaxOAUTCA B TMOJOKCHUU <KIPOTOYHBIA PEKUMY.

35



Hepexoz[ K TPCHUPOBKEC B UUCTOM I'CIIMU NPOUCXOOAUT HYTCM nepesoaa
KpaHa 2 B TIOJIOKEHUE «I/IMHyJ'ILCHBIﬁ PEKUM».

Buinoanenue onvima

[Tpu monaye Ha xatammsatop PYPrCeZr, maxopsmmiics B OKHCIICH-
HOM COCTOSIHWH, TepBbIXx ummynabcoB cmecu (CO, + CH,4)/He peakuns
VKM ne unér. HaGmromaercs okucinenne meraHa 10 CO, u BoOgbI,
peakius ImporekaeT ¢ BbieleHHeM Temna (3k309¢¢ekr). Ilo mepe
BOCCTaHOBJIEHHSI KaTann3aTopa 9k303(hdekT cMeHsiercs: Ha SHI0-3¢ddekT,
obpazopanne CO, yMmeHblmaercsi W mnpoucxomut obOpasoBanue CO.
[Ipu nanpHEHIIEM BOCCTAHOBJICHHWU KaTaau3aTopa HAYMHAETCS PeaKLus
YKM, temnoBoit 3¢dekT mpubnmxaerca K OXUIAEMOMY 3HAYCHUIO
261 x/Ix/mMonb.

Obpabomka daHHbIX

[Iporpamma anst paboTel ¢ xpoMaTorpadoM MO3BONAET PaCCUUTAThH
wiomaan nukoB. KamuOpoBounble Kod(GGUIMEHTH s mepecuéra
IJIOIIA M TMKOB B YMCIIO MOJIEH Ka)kJIOTO peareHTa U MpOoAyKTa ONpee-
JICHBI 3apaHee.

TennoBeie 3¢pPekTsl paccUUTHIBAIOT MyTEM WHTETPUPOBAHHS IHKOB
Ha KpUBBIX 3aBHCHMOCTH TEIUIOBOIO MOTOKAa OT BpeMeHH. Mcmonb3yror
nporpammy Processing u3 nakera SETSOFT 2000.

OnpenenéHHyo 3KCIEpUMEHTAIBHO BEIUYMHY SHTAJIBIUM PEAKIHH
YKM CpaBHUBAlOT C BEIMYMHOW, pPAaCCUMTAHHOW IO CIPaBOYHBIM
JaHHBIM.

CreneHb BOCCTAaHOBJIEHHOCTH KaTalW3aTopa B CTAllMOHAPHOM COCTO-
SSHUM B peakiui Y KM OTHOCHTENBHO MCXOJHOTO OKHCIEHHOTO COCTOSI-
HUS MOXKHO OIPENENHUTh IyTEM €ro PEOKUCIIEHUS CEpUEH MMITYIbCOB
KHCIIOpPOJa U M3MEPEHUs MOIJIOMEHHS KHCIOPOoa B KaXKJIOM UMITYJIbCE.
OpHaKo 3TO BBIXOAUT 3a PaMKU AaHHOM 1a00paTopHON paboTHI.
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7. JABOPATOPHAS PABOTA KJI-3. Onpenenenne TemJIoBbIX
3¢ dexToB oTAEIBLHBIX cTaauil peakuun Y KM

B sTOM cnydyae Ha KaTanmu3aTop, MOABEPTHYTHIN CTaHAAPTHOW OKHC-
JUTETBHONW TPEHUPOBKE, MOal0T ceputo ummyiabcoB (CO, + CH,)/He no
JOCTHKEHHUS CTALMOHAPHOI'O COCTOSTHUS KaTalln3aTopa.

ITocne mocTWKeHUs! CTAIMOHAPHOTO COCTOSIHHS TMOAAETCS cepus 3
2-3 ummnynbcoB cmecu CO,/He, uzmepsiercs TernoBoit a¢dext u ompe-
JeTSIETCsl COCTaB MPOIYKTOB.

Jl1st BO3BpaLICHUS K CTAL[HOHAPHOMY COCTOSIHUIO TONAETCS Cepus U3
st umiyibeoB (CO, + CHy)/He.

3arem mopaéres cepust ummynscoB cmecu CHi/He, u3mepsiercst Ter-
JI0BO# 3(P(PEKT U ONpeneNnsieTcs COCTaB MPOIAYKTOB.

O06paboTKka MOMYyYEHHBIX JAHHBIX IMO3BOJISIET COMOCTABUTH TEIIOBHIC
3¢ (QeKTHl OTAENBHBIX CTaJUi peaklMy U TEIIOBON 3(deKT cranuoHap-
HO mporekawmei peaknun YKM. Ilpu 1iry0OKOM BOCCTaHOBJICHUU
KaTanu3aTopa METaHOM MOXHO MPOCIEAUTH 33 TMEePEXOAOM OT IpeBpa-
LICHUS MeTaHa 1Mo peakuuu ¢ obOpasoBaHMeM CO K MpeBpalICHUIO C
00pa3oBaHHEM MMOBEPXHOCTHBIX MPOIYKTOB YIIOTHEHHUS.

Jnis1 BeIONTHEHUS 1TabopaTopHON pabOThl HEOOXOIUMBL:

— xanopumerp SENSYS TG DSC SETARAM,;

— IPOTOYHBIN pPEeaKTop ¢ MOPUCTOM MEPETOPOIKOH;

— aHAIUTUYECKHE BEChI, MUHIIET, IIMAaTeNb;

— clienuagbHas BOPOHKA,

— obpasen katanmuszatopa Pt/PrCeZr maccoit okono 80 mr;

— UMITYJIbCHASl YCTAHOBKA,

— Gamnonsl ¢ He u cmecamu O,/He, CO,/He, CHy/He u (CO, +
CH,)/He;

— xpomatorpag ['X-1000.

Tloozomoska onvima

B3BecbTe Ha aHAMUTUUYECKMX BECaX HABECKy KaTalM3aTopa Maccoi
okono 80 mr. C MOMOIIBIO0 MajleHbKOH METaJUIMYECKO BOPOHKHU 3arpy-
3uTe €€ B MPOTOYHBIA PEAKTOP C MOPHUCTON MEPETOPOAKOM, yCTaHABIIH-
BaeMblil B pabounii KaHaJI KalIOpHUMeTpa.
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B3BecbTe Ha aHanuTHYecKHx Becax HaBecky o-Al,O; maccoit okono
80 mr, 3arpy3uTe e€ B MPOTOYHBII PEaKTOp ¢ MOPHUCTON MEPErOPOAKOH,
yCTaHABIMBaeMbIi B KaHAJl CDaBHEHHUSI.

VYcTaHoBHTE pEaKTOPBI B KaHABI KAJTOPUMETPA.

Brutounte ycraHoBKy (Xpomartorpad), MMIYIBCHYIO YCTaHOBKY U
KaJIOpHMeETp), KaK OmucaHo B [IpmiioskeHnu K 1a00paTopHBIM padoTam
KJI-1-KJI-3.

Tpenupoexa obpasya

JI1st Toro, 9To0OBI CTAaHAAPTH3UPOBATh UCXOIHOE COCTOSHHIE o0pasia,
MPOBOJHTCS €ro MpeaBapUTelibHass TPEHUPOBKA B MIPOTOYHOM PEKUME B
cmecu kucnopon/renuii (30 muH) u B yucrom renmuu (30 muH). Bpems
TPEHUPOBKH B YHUCTOM T'€IHMH MOXET OBITh YBEIWYEHO JO JOCTHKCHHUS
CTa0MIM3alMK KPUBOH TerioBoro moroka (kpusas HF) Ha kanmopumerpe.
[Tpu TpeHUpOBKE B CMECH KHCIOpOJ/Tenuii kpaHoMm 1/6 BeiOMpaercs 3ta
CMECh, a KpaH 2 HaXOAUTCS B MOJIOKCHUH IIPOTOYHBIH peskum». [lepe-
X0 K TPEHUPOBKE B YHCTOM TEIMU IPOHCXOTUT MYyTEM IepeBola
KpaHa 2 B TIOJIOKECHUE KUMITYTbCHBIN PEKUM.

Obpabomrka xamanuzamopa 6 peaxyuonutnou cmecu ((CO, + CHy)/He)

ITocre 3aBepilieHHs TPEHUPOBKH HYKHO 00paboTaTh KaTaau3aTop
cepuert ummyibcoB (CO, + CHy)/He. O mocTueHUH CTalMOHAPHOTO
COCTOSIHUSL MOXKHO CYAUTH MO BETHYUHE TEIIOBOrO 3¢ (eKTa peaxifuy,
KOTOpBIA TMMOCe MponyckaHus mpuMepHo 20 HMIyNIBCOB MepecTaét
HA3MEHATHCL.

N3zyuenuto teroBoro 3¢ dekra mporecca YKM mocBsiieHa oTaesb-
Has jaboparopHas pabora. B JaHHOM ciydae MOXHO HE BBITIONHSATH
XpoMaTorpauueckuii aHaiu3 TOCIC BBOAA KAXKIOTO HMMITYJbCa, a
OTPaHUYUTHCS KAUeCTBCHHBIM HAOJIOMCHUEM 3a BEIMYMHOW TEILIOBOTO
s¢dekTa mpu BBOIE CepUr UMIYNIbCOB. OKumIaeMoe MOBEICHHUE TEII0-
ThI PEAKIIMHU OT 00bEMa MPOMYIIIEHHONH CMECH MMOKa3aHo Ha puC. 7.

ITocrme Toro, Kak BeMMYHUHA TEIUIOBOTO 3(dekra JOCTUTHET CTAIHO-
HAPHOTO 3HAYCHUSA, MOXHO OMHOKPATHO BBIMOIHHUTH MOTHBIA aHAM3 C
perucTpanueil XpoMaTorpaMM U TEIUIOBBIX J((EKTOB UM MepedTH K
OCHOBHOM 4acTH pabOTHI.
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Boinonnenue onvima. Bzaumooeiicmeue cmayuonaproco xamanusa-
mopa ¢ umnyavcamu CH,/He

MOXHO BBIZICHTD JIBE O0JIACTH MPOTEKAHUS PEAKIIHH:

1) O6nacts, rae npotekaer peaknus CH, + KO - CO + 2H, + Ku
MPOAYKTOM OKHCJICHUS MeETaHa KHCIOPOAOM KaTaiu3aTtopa SBISETCS
CO. B oroii obnactu TemnoBoil 3¢dexT peakuuu MpUOIM3UTETHHO
nocrosiieH, coctaBiger 320-340 x/[k/MoIb W He 3aBUCHT OT CTCIICHH
BOCCTaHOBJICHHOCTH. Takasi e BETMYMHA TEIIOBOro 3(QeKTa mpu Tex
K€ 3HAYCHUSAX JIOJU YAAJIEHHOTO KHUCIOPOAa HaOII0IaeTcs MPU BOCCTa-
HOBJICHUH KaTaJIM3aTOpa METAHOM OT UCXOMHOTO cocTosiHus. KonBepcus
CH, B niepBbIX umiynbcax Oiu3ka k konBepcun CH,, HaOmomaemoit s
CTaIMOHAPHO Pa0OTAOIEro KaTajln3aTopa B SKCIEPUMEHTAX C UMITYIb-
camu peaknnonnoi cMecu (CHy + CO»), a 3aTeM CHUKAETCS.

2) OGnacThb, T/ic OMTHOBPEMEHHO ¢ MapIUaIbHBIM OKHCICHHEM HAYH-
HaeTcs MpoIlecc MUpoau3a MeTaHa. HaOmogaercs nanbHeiIIee CHUXeE-
Hue koHBepcuu CH,4, m mosiBasercss nedanaHc 1o yriaeponay. TeroBoi
ekt peakuu TakkKe HAYMHACT CHUXKATHCS B CBSI3U C PaACTYIIUM
BKJIQJIOM MEHEE DHIOTEPMHUYHOrO TMpollecca Muponu3a (CTaHaapTHOE
3HAYCHHUE TEIUIOBOro A dekra paBHO 75 K/[K/MOIB).

B3aumooeiicmeue cmayuonapnoz2o xamanuzamopa ¢ UMRYIbCAMU
CO,/He

B3aumMopelicTBIE CTallMOHAPHOIO KaTajuu3aropa C HMMITyJIbCaMu
CO,/He onmcano B padore KJI-1Bb. [lnst ompenencHuUsl SHEPTHUH CBSI3H
KHCIIOpOJa B KaTaJIN3aTope, AOBEAEHHOM 10 CTAL[HIOHAPHOTO COCTOSHUS
UMIYIbCaMH PEaKIMOHHOW CMECH, Ha HEro MOJAar0T WMITYJIBbCHl CMECH
CO,/He. IIponcxoanuT OKUCICHUE KaTaan3aTopa AMOKCUIOM yIriiepoaa
00pa3zoBaHHE MOHOOKCH/Ia yriieposa B ra3oBoii haze. Xpomarorpadude-
CKUIl aHaNM3 WCIOJIB3YETCs IUIS ONpeleNieHus KolndecTBa oOpa3oBaB-
mrerocst CO, a TernoBoi 3G ¢eKT peakiuu U3MepsieTcsl KalopuMeTpuye-
cku. Hyxno BBectn 3-4 umnynbca CO,. Ilpu o00paboTke DaHHBIX
ClIeAyeT B35Th CpelHee 3HAUYCHHE PACCUMTAHHON BETWYMHBI TEIJIOBOTO
a¢dexra.

XOoTsl KOHCTPYKUHS KaJOpUMETpa MO3BOJISECT MPOBOJIUTH OMBITHI B
ABTOMATHYECKOM PEKMME, COBMECTHasl paboTa KaJopHUMeTpa, XpoMaro-
rpada U UMITyJIbCHOM YCTAaHOBKU OKa3BIBAETCS BO3MOXKHOW TOJNBKO MPHU
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pyuHoM ynpasienuu. [Ipu BBenennu kaxaoro umiyiabsca cmecn CO,/He
BBINIOJHSAETCS ONpeAenEHHas MOCIeI0BaTENBHOCTD Ol EpaIui.

[uxnorpamMMa nelicTBUIA ITPH BBITTOHEHUH ONBITA MpHUBeAeHa B [1pu-
JoKeHuH K nabopatopHbiM paboram KJI-1-KJI-3 B Tadm. 1.

Obpabomka 0aHHbIX

[Iporpamma anst pabotbl ¢ xpoMaTorpadoM MO3BONAET PaCCUUTATh
wiomaan nukoB. KamuOpoBounble Kod(GGUIMEHTH s mepecuéra
TUTOIIA/IX TUKOB B YMCIIO MOJIEH Ka)KJOro peareHTa M MPOAYKTa ompese-
JICHBI 3apaHee.

TennoBeie 3¢pPekThl paccUUTHIBAIOT MyTEM WHTETPUPOBAHHS ITHKOB
Ha KPHUBBIX 3aBHCHMOCTH TEIJIOBOTO MOTOKAa OT BpeMeHH. Mcnonb3yloT
nporpammy Processing u3 nakera SETSOFT 2000.

DHEPruIo CBSA3U KUCIOPOa PaCcCUNUTHIBAIOT HA MOJIb O, KaK TEIUIOBOM
s ekt peakun

Oz + K= KOQ,
rae cumBoidamu K 1 KO, 0603Ha4eHO BOCCTaHOBJICHHOE U OKUCIIEHHOE
cocTosHue Karaiuzatopa. [ns pacuéra HMCHONB3YIOT MONTy4YEeHHBIE
JaHHbIC U CIIPaBOYHBIE JaHHbIe 00 sHTaNbNHsIX o0pazoBanus CO u CO;
[pu TemnepaType nposeaeHus onsita. [Ipumensror 3akon ['ecca.

IIpu o00paboTKE MAaHHBIX OMNbITA PEKOMEHIYETCsl HCIIONb30BaTh
TaONHIy, MOATOTOBJICHHYIO 3apaHee B mporpamme Excel.

CremeHb BOCCTAHOBJICHHOCTH KaTaluW3aTopa B  CTalMOHAPHOM
coctossHud B peakuun YKM OTHOCHTENBHO MCXOTHOT'O OKHCIEHHOTO
COCTOSIHUSI MOXXHO ONpPENENUTh MYyTEM €ro PEOKUCICHHS cepuei
HUMIIYJBCOB KUCIOPOJa U U3MEPEHHS MOTJIOLICHUS KUCIOPOa.

CyMmMapHas Temiora CcTaauid B3aMMOJACHCTBUSI CTAlIOHAPHOIO
karamu3aTopa ¢ uMmnynscamu CHs m ¢ umnyascamu CO; paBHa
275-280 x/lx/Monb, 4TO OJM3KO K 3HAYCHWIO, PACCUUTAHHOMY JIJIS
ra3odasHoll peakIUM YIJIEKHCIOTHOW KOHBEPCHH MeTaHa (OHO COCTaB-
asier 261 xJDx/Monb). DtoT (akt, a TakkKe TO 0OCTOATEIBCTBO, YTO
kouBepcun CHy u CO,, HabnromaemMble B MEPBBIX UMITYJIbCax, OJU3KH
MEKAYy co00H M ONM3KH K 3HAUYEHMSAM, MOJNYYEHHBIM MPH B3anMOICH-
CTBUHM CTallMOHAPHOTO KaTaJnW3aTopa C HMITYJIbCaMH PEaKLMOHHON
CMecH, YKa3bIBaeT Ha TO, YTO aKTHBALUS OOOHUX PEarceHTOB MPOUCXOAUT
HE3aBUCHMO M MEXaHW3M PEaKIHU YIIEKHCIOTHOH KOHBEPCHH MeETaHa
Ha MCCIIEAYyEMBIX KaTajJu3aTopax SBISETCS CTaJHHHbIM.
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Ipuoxenue K tagoparopusim padoram KJI-1-KJI-3

BkJiroueHue ycTaHOBKH.

1) KpaHbl Ha yCTaHOBKE IOCTaBHTh B TOJIOXKEHHE. 1 — «MHUMO
KaJIopUMeTpa», 2 — UMIL», 3, 4 — «otbop», 5, 6 — «aHATH3».

2) TymOnepsl cHCTeMBbl TOIJIMBA a30Ta IOCTABUTh B CpEIHEE
nojoxeHue. CHATh MAHOMETPBI-3arTyIIKH.

3) OrtkpeiTh O0aoH ¢ renueM. JlaBieHue Ha pemykrope — 4 aT,
Ha BXOJHOM PEIyKTOpE YCTaHOBKH — 2,8 aTMm.

4) Brxumountb muTke 1 UBI1, koMObroTepsl.

5) Bxutouuts xpomarorpad, 3aaTh METOJ] €BBIKII.», 3a/IaTh PacXo-
16l Tenud mo 40 Mu/MuH.

6) 3arpysuth & B Aptoap ¢ komonkoi NaX.

7) Uepe3 5 MUH NPUBUHTUTH MaHOMETPBI-3aTITYILIKH.

8) Ilocie HabGopa maBiCHHS 3alUTh JKUAKUAN a30T B JbHOAPHI H
MOJHATH AbI0ap HA MOJIMIOBYILKE.

9) CHATh MAaHOMETPBI-3ATITYIIKH.

10) Ha BXOJHOM pEayKTOpE YCTaHOBHUTH 2,8 aT™, 3a1aTh METOJ:
«kaHan 1 momuc», kpan 1 «depe3 KaJopuMeTp».

11) IlpoBepuTh YpOBEHB KHIKOTO a30Ta B JbIOApE.

12) TloxcoenuHHUTH CUCTEMY TIOIMBA a30Ta.

13) Tlonmatpe Ha kpan 1/6 cmechk st TpenupoBku (O,/He nnu unyto).
[IpoBepuTh penyKTOpBI CMECEN.

14) Bxiro4uTh KaJOPUMETP, MOATOTOBUTD OIIBIT:

— BKJIIOYUTH KOMITBIOTEP M KAJIOPUMETP, CO3AaTh METOJ;

— TOJIOKEHHE KpaHOB: 1/6 — «kucmopom», KpaH 2 — «IIpoTou-
HBINY», KpaH 1 — «depe3 KaTopuMeTp»;

— 3amycTuTh OonbIT: HaXaTh RUN, OTKpBITH BOLy.

15) YcranoBka u xpomatorpad: TyMOJIEpbl «BKIL»; TIPOTrPETh
nooyepénHo o0e JOBYIIKH.

16) Ilposeputs pon ['AK B nonoxennn «anammz» (10 mun).

17) Tlocne oxoH4anust TpeHHPOBKH B kuciopone (30 muH) mosep-
HYTh KpaH 2 B TOJIOKEHHE «HMIL». [Ipu 3TOoM depe3 peakTop
Oyner unru motok He.

18) Ilonmatp Ha kpaH 1/6 nHyxHyto PC. [IpoxyTs qTrHUIO.

19) Ilpoananu3upoBaTh TPOOY HMCXOMHOH CMECH, KOTopas HIET
¢ kpaHna 1/6.
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— KpaH 1 — B MoNOKEHUE «MUMO KaJIOpUMETpPa», KpaHbl S5 H
6 — B monoxkeHue «cOop»;
— BBeCTHU Npo0y B NONMIIOBYLIKY KpaHoM 3 WiH 4;
— 4epe3 2 MUH MEPEBECTU KPaHbI S U 6 B MOJOKEHUE «aHAIN3»
u cpasy pa3mopo3uTs n1oByuky ['AK, 3atem IKK;
— KkpaH 1 mOCTaBUTH B MOJIOKEHUE «Uepe3 KaJTOPUMETP.
20) Ilocne tpenupoBku B O, BBHIOpaTh KPAHOM 2 PEKHM UMIL» H
NOAroTOBUTH OTOKK PC, HEOOXOaMMEbIE B JAHHOM OIIBITE.
21) Ilepen HavanoMm paboThl caenath 1-2 XOJIOCTHIX BBOJAA MHMO
peakTopa 0e3 aHanm3a.

Tabauya 1
IukjgorpaMma npoBeeHHs ONBITOB B
padorax KJI-1(b, B), KJI-2 u KJI-3

Bpewms, mun JeiicTBue

Kpan 1. «Mumo kanopumerpa».
0 Kpans1 5, 6: 06a B monoxkeHue «cOop».
Tym6nep noBymku B nonoxkenne I'AK.

1 Kpan 1: «uepe3 xanopumerp».

3 Kpan 3 (umu 4): «BBOI IPOOKI».

Kpan 1. «Mumo kanopumerpa».
Kpans1 5, 6: 00a B mofoxeHne «aHaIu3».

6 Pasmoposuts noBymiky ['AK.
Kpan 3 (mu 4): «ot60p mpoOsI».
7 Kpan 1: «uepe3 xanmopumerp».
10,5 Pa3smoposzuts noBymiky KK,

Kpan 1. «Mumo kanopumerpa».
115=0 Kpansr 5, 6: 00a B monoxeHne «coOop».
Tym6nep noBymku B nonoxkenne I'AK.
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KOHTPOJIBHBIE BOITPOCBHI

1) Tepmuueckuii aHanu3 W Kajgopumerpus. OCHOBHBIC TOHATHSA U
oIpezeIeHusl.

2) HwmnynbcHas KalopuMETpHsl.

3) VYraekucnorHas koHBepcus merana (YKM):
— MEXaHU3M,
— KaTalau3aTophl.

4) Meron ompeneneHUs HEPIHU CBSA3M KHCIOpOJIA KaTalu3aTOPOB
npouecca YKM c ucnons3zoBanuem 3akona I'ecca.

5) Meron ompenenacHusl TEIJIOBBIX A(PQEKTOB OTHCIBHBIX CTaIUi
npouecca YKM.

6) VYcrpoiictBo kanopumerpa SENSYS TG DSC.

7) Pabora ¢ xamopumerpom SENSYS TG DSC B koHdurypaumsx:
KaJIOpUMETpP + MUKPOBECHI M KaJIOPUMETP + ra3oBblid Xpomarorpad.

8) Ilopsnok paboThI C UMITYJIBCHOM YCTAHOBKOM.
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