Tepmuueckun ananus




OCHOBOMOJSIOXXHUKN TEPMUYECKOTIO
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Jle-lllaTebe
1850-1936

AKageMHUK
KYPHAKOB
Huxoaan CemenoBn4
1860-1941

PoawnHa Tepmunyeckoro aHannsa — PpaHuus. B 1886—1887 rr. kpusble
HarpeBaHusi Anst U3BECTHAKOB U MMHEPANOB MNH ObINn BU3yanbHO
3apernctpupoBaHbl A. Jle LaTtenbe. OcHoBONONOXHUK MeToaa B Poccuu
akagemuk H C.KypHakoB. Co3gaHHbin B 1904 r. npubop Anst aBToMaTnyeckon
dooToperucTpaunm KpuBbIX HarpeBaHns U oxnaXxgeHua LUUPOKO NPUMEHSETCA
ONS Hay4YHbIX N NPOU3BOACTBEHHLIX Lienen. 5



Tepmuuecknii anaau3 (TepMorpadus) CIyKAT A1 U3YUCHUS
CBOMCTB BEIIECTBA U MPOIIECCOB, MPOUCXOAAIINX B HEM IIPU
HarpeBaHUM W OXJIKICHUHU MO 3aJJaHHOM IIPOrpaMMe; €ro

OCHOBHOM PEe3yJIbTaTOM - TEPMUYECKUE KPUBBIEC (TEPMOTPAMMEI,

KPUBBIC HArPEBAHUS ), KOTOPBIC 3aBUCAT ITITABHBIM 00pa30M OT
XHMHYECKOTO COCTaBa U CTPYKTYPHI UCCIIETYEMOro 0ObEKTA.

Haubomnee pacnpocTpaHEHHBIM BHJIOM TepMOTpaduu sSBISECTCA

middepeHnnanbHbid TepMuYecKuid aHanus (I TA).
Meron JITA ncnons3yercs it KCCIEN0BAHUS TEPMUYECKUAX
IPOLECCOB ((PU3UYSCKUX U XUMUYECKUX); 111 HACHTU(UKALIMN U

ONpEeJICHUS BEIIECTB; KAaK KAYE€CTBEHHBIM U KOJIMYECTBEHHBIN

(ba30BBIN aHAJIN3; JJI1 ONPEACIICHUS TEPMUYECKUX KOHCTAHT
(YyAeabHOM TEINIOEMKOCTH, TETIOIPOBOIHOCTH,
TEMIIEPaTypPOIIPOBOAHOCTH ); IPU U3YUYEHUN KUHETUKU 1 TEIIOT
(ba30BBIX MIPEBPAIICHUN U XUMUYECKHUX PEAKIIUI; 151
MCCJICAOBAHUS PEaKIUM, IPOUCXOISIINX B TBEPBIX (pa3ax.



JlepuBarorpad npeacTaBiasaT cOO0H MHOTO(QYHKIIMOHAIBHYO
CUCTEMY I TEPMUYECKOTO aHAIM3A, TTIO3BOJIAIOIYIO TTOJTYYUTh
TepMOrpaBUMETpUIECKYI0 (7T1—mu3MeHEHHE MacChl 00pa3ia npu
€ro HarpeBaHuu), M depeHanbHO-TepMudecKyto ([ TA) u
temreparypHyto (7)) kpusbie. C IIOMOIIBIO JOTOTHUTEIbHBIX
IPUCIIOCOOJICHUH MOKHO MOCTpOUTh TP - KpuUBbIE€ (TEPMUUYECKOIO
pacipenus), KpuBbie mpou3BogHou TP u TI', a Tak:XKe KPUBBIE
BBIJCJICHHOIO ra3a.

[IpnOOp BKIIIOYAET aHATUTUYECKUE BECHI, I1€Ub, YCTPONUCTBO JIJIS
pETryJIMPOBAHUS TEMIIEPATYPHI €YU T10 3aJJaHHON IPOrpamMme,
TUIIM JIJIs1 00paslia U dTajJoHa, PETYJISATOP HAPSKEHUS U
raJbBaHOMETPUUYECKHIN CAMOITMCEIl, pa0OTAIOIIHNHI 10 IPHUHIIUITY
«CBETOBOM J1y4 - (poTOOYMaray.

AHAJIMTUYECKHUE BECHI C BO3AYIIHBIM JIEMI(UPOBAaHUEM OajlaHCHpa
UMEIOT TOYHOCTH 20+0.2 MI IpH IPEAEITIBHOM OTKJIIOHCHHUH,
pabounii HHTEPBAJI U3MEPECHUS MACCHI —
or IOmMr mo 10



TTTI—kpuBaga (npounssogHasa T/) nony4yaeTcs ¢ NOMOLLbIO
NPOCTOro NPUCNocobneHns, COCTOSALLENoO U3 MarH1Ta u
NHOYKUMOHHOW KaTyLlKn. MarHMT nogBeLlImMBaeTcs Ha OgHOM
nredye banaHcupa. Y obonx nositoCoB MarHuTa pasmMmeLleHbl
MHOYKUMOHHbIE KaTyLKWU. [1pn nsmepeHnn maccol, ABUXKEHME
MarHuTa MHOYLUUPYET B KaTyLKax TOK C HANpAXXeHUeM,
nponopunoHanbHbIM CKOPOCTU M3MEHEHNSA MaCCh!.
HanpsikeHne namepaeTcsa ogHUM 13 rafibBaHOMETPOB CO
CBETOBbLIM JTy4OM 1 3anncbiBaeTCA Ha NEHTY BMeCTe C
OPYrMMn KpUBbBIMM.

MakcumanbHas Temnepartypa B neun 1000-1200°C. Meyb
MOXeET paboTaTtb B atmocepe N2, CO2, Ar, O2 v gpyrmnx
ra3zoB, HO TOMbLKO NMpu aTMOCEPHOM AaBIIEHUM.



CywHoCTb MeToAa

bonbWMHCTBO PU3NYECKNX N XMMUYECKNX NPOLIECCOB
CONpOBOXAOAaeTCcAa BblAeNeHneM Unu nornowleHmnem Tenna

obpaTtumble HeobpaTumble
nnaBfieHne - Kpuctannuaayms pacnapg CnoXHbIX COeaAnHEHNN
KUNeHme - KoHaeHcauus peakumn B3anMoaencTBus
nonMMop@Hble (SHAHTUOTPOMHbLIE) MOHOTPOIMHLIE NPEBPALLEHNS,
npesBpaLleHns Hanpumep, 6ernoro pocdopa B
obpasoBaHune 1 pacnag CroXHbIX KpacHbIW, aparoHuTa B KanbUuT U T. 4.
COeaNHEHUIN: BaHTropdout peakuuu nepexona m3
(3Na,SO, - MgSO,) < Na,SO, - MgSO, MasioyCToM4YmMBbIX, METACTabUITbHbIX

COCTOSAHUM B Bosiee ycTonymBble

+TBEPAbIN PACTBOP 3TON COMN B Ng, SO, (cTabunbHbIE): KpUCTaNIM3aums

auccouunaums
CcTeKon, pacnag TBepablX pacTBOPOB,
nepexon U3 aMmopgHOro COCTOAHNSA B

CaC03 & CaO + C02 Kpuctasruim4eckoe un gp.




Bce aTu npouecchl, conpoBoXaarLmecs
NOrnoLweHNeM nnun BelgeneHnem Tenna, ¢ 6osbLLUM
YCNEXOM MOXHO MU3yvaTb NyTeEM U3MEPEHUSA
TemnepaTtyp. Tak, obpaTtumble NpoLecchl, ABMAASCH
N30TEPMUYECKNMUN (Pa30BLIMN NpeBPALLEHUAMM,
npoTekarT (Npn HEU3MEHHOM BHELLHEM OaBneHnn)
npu onpeaeneHHbIX Anga KaXxgoro BellecrTsa
TemnepaTtypax. CnegoBarternbHO, A5 TOro, YToob!
ODHapyXNTb UccnegyemMbie peakummn, Heobxoanmo
BELLECTBO HarpeTb (0Xf1aguTb) 4O COOTBETCTBYIOLLEN
TemMnepaTtypbl, YTO OCYLLECTBNSAETCSH NYyTEM
PaBHOMEPHOIo U3MEHEHUA TeMMepaTypbl
OKpy>KatoLleun cpenbl (ne4vun). Ecnun npu aTom
NPOBOAUTL HEMNPEPLIBHYO peErMcTpaumo N3AMeHeEHUN
TeMnepaTypbl BO BDEMEHU, TO peakuun oTobpasaTcs
Ha NMaBHbIX KPUBbLIX HAarpeBaHUA UM OXNaxXaeHns
COOTBETCTBYIOLLMMUN OTKNOHEHUAMU U
0DOpa3oBaHMEM HAKMOHHbLIX NN TOPU30OHTAaNbHbIX
Yy4YacTKOB, rnaparnseribHblIX OCU BPEMEHMW. ;



« TepMoakTUBHblE BeLLECTBa — BELLECTBA, CONpoBoXaatowmecs
TepMmnyecknm adbdekTom (nnaereHne, ucnapeHue u ap.)

« TepmoOMHepPTHbIE BELLECTBA — BELLIECTBA, Y KOTOPbIX B AAHHOM
NHTepBane TemnepaTyp He NPOUCXOAUT Kaknx nmbo npespaLleHni.

« Das30BbIM NMpeBpaLLeHNAM, NN XUMUYECKUM peaKkLnaMm,
npoucxogdawnm B BELLLECTBE MNPU ero HarpesaHnmM COOTBETCTBYOT
9HOOTEPMUNYECKNE U IKIOTEPMUYECKME IPIEKTDI.

da3oBoe npeBpaLleHne — NPoLIeCC NU3MEHEHNS CTPYKTYpPbI U
CBOWCTB XMMWYECKOIro coegMHEHNs, npoTekarLmin 6e3 nameHeHus

XMMNYHECKOIo COCTaBa MNnocriegHero.

[Mpumep: guccounaums, pasnoxeHne TBepaoro BeLwecTBa C
BblAeneHmnem razoobpasHomn dasbl

Xumunyeckasa peakuma — npoLecc NSMeHeHUa CTPYKTYpPbl 1 CBOUCTB
XMMWYECKOro coegnHeHnsa, npoTekarLlmn ¢ UISMeHeHNeM
XUMMNYECKOro coctasa nocriegHero.

Mpumep: germgpartaumns — peakuusi BblAeneHnss MoneKkyn Boabl U3
CTPYKTYPbl XMUYECKOro BELLEeCTBa, C pa3pyLLUEeHne
KpUCTanmnmn4yeckom peLueTKu.




JHOoTepMuyeckue adpdekTbl Ha TepMorpaMmmax ABMAKTCS

pe3ynesraTtoM crneayrwmx dasosbix NpespaLleHnn 1
XUMUNYECKNX peaKLUUN: KOHIPYSHTHOro (C obpa3oBaHUEM XUOKOW
(Pasbl) NN MHKOHIPYSIHTHOTO MraBneHus (¢ obpasoBaHue
XUOKOM 1 HOBOW TBepaou dasbl)

KNMNEHNS
ncnapeHus

nonMMopdHbIX NPEBpPALLEHU, KOTOPbIE B OAHMUX CRy4YasXx
npoTeKkarT 0bpaTMMO (3HAHTUOTPONHO), B APYrMx HeobpaTnmo
(MOHOTPOMHO)

BOCCTaHOBMNEHUS

Pa3MNoXeHWUS

paspyLLUeHne KpUCTannm4yeckon peLlleTkm MuHepana
yOoarneHue neTy4ymx KOMNoHeHeToB

JK3oTepmMmuyeckue apdekTbl MOryT ObITb 0OYCNOBIIEHDI:

nepexoaomM 13 HepaBHOBECHbLIX OOPM B paBHOBECHbIE
(nepexogom U3 aMmopdHOro COCTOAHMS B KpUCTaNIMYECKoe —
Np: packpucTannmaauns cTekon)

peakuMsiMu coenHeHns TBepabix das
OKUCIEHNEM 9



[ IpyuHIMIIManbHasA cxema yctaHoBku 11 JITA

I - uccneqyemMsiii 00Opaserr;
2 - DTaJIOHHBIN 00pa3ell
(TepmonHepTHbIH — Al,O,);
3 - TepMonapa;

d’\.‘

4 — 11eub;
5 - YCTPOUMCTBO ISl PETYIIUPOBKU &
CKOPOCTH Harpesa Ieyu; ey

6 - npuOop, GUKCUPYIOIIUIA
TEeMIIepaTypy UCCIETYEMOTO

4
o0pasla; ¥
7 - IpuoOp, GUKCUPYIOLIUIA e
I—

Pa3HOCTb TEMIIEPATYP MEKILY -
3TAJIOHHBIM U UCCIELYEMBIM

oOpazamu.
10



Hepuarorpad:

1 — Turens s oo6pasia;

2 — TUTENb JIsi ”HEPTHOTO BEIIECTBA;
3 — dapdopoas TpyoOka; 4 —
TEPMOTIAPHI;

5 — 3JIEKTpUYECKas T1€Ub;

6 — HECKPYUYHUBAKOIIUMCS TTPOBO; 7 —
BECHI;

8 — Karymika; 9 — MarHur;

10 — raneBanomerp aua TT( TI'l);
11 — ranpbBaHOMETD TSI U3MEPEHUS
TEMIIEPaTyphl;

12 — raneBanomeTtp st JTA; 13 —
JIAMIIbI;

14 — onTnueckas 11eIb;

15 — nununaap a7s poroperucTpanuy;
16 — hoToOymara

11
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JepunatorpaMma MuEepana (cep-
nenTyuHa).

HTT - nnddepennmansHas
TEpPMOrpaBUMETpPHUYECCKAs
KpuBas

JTA - tuddepeHmanbHas
KpUBas HarpeBaHUS

A - HyJ€Bas JIMHUA

b — 0a3ucHas TuHUA

Db PEKTHI:
| — sHgOTEpMHUYECKHUE
(IOITIOLIEHUE TETIA)

2 — 9K30TepPMUYECKHE (BBIACICHUE

TETIa)

TI - xpuBast UBMEHEHUSI MACCHI

14



Kpmnsae JITA, worrepaanas resneparyp
M XAPAXTEP TEPMITHECKIX HPPCXTOR 1A% HEKOTOPMX MHHEPRTIOS

(nps pansosmepuoM Harpenanson)
K u;e ATA A e
Munepan (TT - (1) TEMDEPATY P Xapaxrep >dupexra
adpexta, °C
= 2 ) “
Kaonmny 140-160 Inpotepuuieckui crabun
575-625 InpoTepMnueckni crunsrni
950-1000 IUROTEPMIIECKUR CpeHR
laanyaaur 140-160 IMZOTEpMIrIeCKMA Clasmi
V \ { 560-5%0 IMBOTEPMIYECKHR CHAMINA
930-980 IMBOTEPMNYECKMA CPeRsHi
Mosrmo- 120-220 IHROTEPMMIECKMR CHIBHIA
pHATOUNT (maeorna goyxnepunamsih )
650-750 aoTepmmieckni crabun
850-900 Daorepmmseckni crabun
900 Iuporepumseckit crabun
Xaopur 140-160 Inporepmnveckun crabun
550-700 IHACTEPMANCCKHA CHABMMA
750-820 FunoTepMuieckni cpenna
820-840 INNOTEPMAICCKNA Cuabni |
Feviy W— 380-420 ImzoTepMunyeckii cpeann it
rpyGoanc-
o "
epomg "
levwr \;-v—— 50-200 Imporepmmrsccxni
TONKORME- 280-3%0 INROTEPMNICCKIN Cpeasni
neponiti l
Jlenmao 50-200 maorepmwrecku cnabui 1
KpoXWT 280-350 FUACTEPMNYECKHA CPenmn it
450-55% INROTEPMNIECKNA CPenmn it
Fn6bcnr 275-350 IMAOTEPMHIECKMA CHNRHLA
\ f U 450600 DANOTEPMNNECKMA Cpeamui
| 2 3 4
Kansuur ﬁ[— 800-1000 DHAOTEPMHYECKHA CHALHBIA
Marneanr ___\/—-—- 580-680 DHpoTEPMUHCCKHA CHALNBIR
Ksapu —_— 573 InnoTepMHiecKHi cnabuif
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I'eomerpuuyeckue dieMeHTbl KpuBoil J[TA.
¥ E ﬂ El

Hynesasa nunus
ba3ucnasa nuaus

To - magamo Tepmudeckoro 3 dexra

T1 — okoHUaHKE TepMUYECKOrO dPdeKTa

Tmax — MakcUMyM TepMHUYECKOTO 3 heKTa

To-T1 — naTEpBaN TEMIIEpaTyp TEPMUUYECKOrO (P eKTa
S — ruIomaab

A — amMmaTyaa

E1I/EJl — nuagexc GopMbl TEpMUIECKOTO 3 heKTa

16
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Kpussie [ITA paznuyHbIX MUHEPAJIOB.
I — anTHUTOpPMUT;

2— TIEKTOJIUT;

3 — XJIOpUTOU;

4 — onuBuH + 2% ceprieHTUHA;

5 — vedemun + 1 % HaTpoIUTa;

6 — KaOJIMHUT;

7— MeTarajyasur;

8 — KeJIe3UCTO-MarHe3ualIbHbIN XJIOPHUT;
9 — KJIMHOIIOM3UT;

10 — Tpemonur;

11 — angpanur;

12 — ¢uoromnur.

| — KJIMHOXPHU30TUI C HECOBEPLIEHHOM
CTPYKTYpOH + XJIOPHT;

2 — TUapocCioaa + KBapii;

3 — MOBTOpPHOE HarpeBaHue oopasia
THIPOCITIONA + KBapII,

4 — TOTOMMT;

5 — MOBTOpPHOE HarpeBaHue JOJIOMUTA,
obpadorannoro HCI;

6 — KAOJIMHUT + OPraHUYECcKOe BEIECTBO;
7 — MOBTOPHOE HarpeBaHue oopasiia KAOJTUHUT +
OpraHUYECKOE BEIIECTBO, OCIIE 00padOTKH

MEPEKKUCHIO BOJOPO/A;

8 — M3MEHEHHBIN IPaHUT;

9 — ormyuenHas dpakmus (< 0,001 mm)
U3MEHEHHOTO TPaHHTAa,;

10 — xaonuHUT + 25%  KanbLUTa;

11 — xaomuuuT + 5% KajabINTa;

12 — xaomuHUT + 2% KajablUTA.
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5? Pyris Series - Diamond TG/DTA - [Data Analysis - Si02@061215134629]
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Program Temp ¥| |Control Temp Sample Tem, Weight Weight % Heat Flow Volt Status Time Remainini | |Elapsed Time «
48.48 °C 17.9081 mg 99. BlG?A
Diamond TG/DTA

33,05 ‘ 33,05 Control Panel

32 i I I I I 32
—— | o | fo
e — Onset = 590.99 °c\ E"d ﬁ@W
30 1 1 30 ﬂ 2
\ %% |
500 oo
28 28
\
be|}-
% 26 -
Area = 526.304 mJ 315 \33
Delta H = 16.3662 Jig
24 4 t 24
lq 1
: il ] |
g 22 T 22 b @G
= o
a €
8 : =
- T — e 7 t [~
g Peak = 598.86 ° 20 g h
- Peak Height = -111. 5551 mW geGas
% g FNmogen ’I’
i L 200.0 mi/min

14 14
|
12 T 12
10 10
7625 I ! ! ! ! [ 7625
547 550 560 570 580 590 600 610 620 630 640 646
Temperature (°C)

Axis: x = 600,88 °C y=33.811mg |There is no autosampler connected. W

Qfﬂvﬂ(”l’yris Series - Diamon... .| « > 19:38

Tepmokpussie (TTA u JITA) npupoanoro kpapua maccoi 1.7 mr,
nojydenbie Ha AepuBarorpage Diamond TG-DTA.
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XapaKTepUCTUYECKUE TOYKU TEpMOTpaMMbl—TemIieparypsl 1° e T (Temmeparypa Havasa ImiKa
KpucTaiutu3anun), T (Temmeparypa MakcUMyMa NuKa Kpucrammusanun), T, (Temmeparypa KOHIa IHKa
KpucTayutu3auun) u T, . ITH TeMIepaTypbl ONPEICISOTCS KaK TOYKU NePECEeUCHHsT HYICBOW JIMHUH

TepMorpammel (4 7=0) ¢ npoaoJLKEHUEM MPSMOJMHEUHBIX YYaCTKOB SHI0- U DK30TEPMUYECKUX TTUKOB.

N3 repmorpammsel ITA MOKeT ObITh HaliJIeHa SHEPTUS aKTUBAIIMH MTPOIIecca KpUCTaUIU3aIiK 00pasiia,
KOTOpast CBsI3aHa CO 3HAYCHUEM U (epeHIHaIbHON TEMIIEpaTyphl B 001acTi TeMiieparyp obpasua ot T,
no T , CIICYIOIINM YPaBHCHUCM:!

E’?«‘
I AT =C -2 |
RT > (1)
rne A T—nuddepeninanbaas Temneparypa; T—a0conroTHas TeMieparypa oopasia, K; C—mocTosHHast;
R=8.326 JIx/rp - MOJIb — yHUBEpCadbHas ra30Bas MOCTOSHHAS; EKp—raHeer;I aKTUBALIMU Ipolecca

KpUCTau3amuu, J>x/Molb.

W13 ypasaenus (1) cinenyer: = R[ln &?; —In &TZ )

¥ 1

1
7 @)

—

tne T <(T,nT)<T,.

XapaKkTepuCTUUECKUE TOUKU TEPMOTPaMMbI MOTYT HECKOJIBKO CMEIIAThCs TPU U3MEHEHUH CKOPOCTHU
HarpeBa o0pas3iioB, CKOPOCTh HAarpeBa A0 KHA CTPOTO KOHTPOJIUPOBATHCA.
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PenkinElmer
HNepuBatorpad Diamond TG/DTA

PenkinElmer
Oepusatorpad Diamond TG/DTA

0 TemnepaTypHbIN gManasoH
25-1500°C

[0 ropusoHTanbHblE BECHI

0 4yBCTBUTENBLHOCTb U3MEPEHUS
TepmoadhdekToB 0,06 MkB.

0 4yBCTBUTENBHOCTb U3MEPEHUS
Beca obpasuya 0,2 MKr

[ ckopocCTb Harpesa
0,01-600°C/mMuH

0 pexumbl paboTbl: CMELLUAHHbIN,
TepmorpasumepunHoin, OTA.




