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OcHOBBI JU(pPepeHINATBHON CKAHUPYIOLIEH KAJOPUMETPHHU

B 3amaue cryneHtam Oyner MpensioKEHO CAMOCTOATEIbHO IOJIYYUTh
KPUBYIO KaJOPUMETPUU HEU3BECTHOTO 00paslia, WU3MEpPUTh €ro TemrmepaTypy Hu
TEIUIOTY IUIABJIEHMS], Jlajee MO TaOJWYHBIM JaHHBIM OYyJEeT OIpEiesieH COCTaB
oOpa3ua. 3ajadya 3HAKOMMT CTYAEHTOB C OCHOBHBIMM BO3MOYKHOCTSMH METOJA
muddepeHIIManTbHOM  CKAaHUPYIOIIEH — KaJOPUMETPUHM  TpPU  UCCIETOBAHHUH
MaTepHaJIOB, TPAHULIAMH €r0 IPUMEHEHUS, TPAaBUIIaMU MHTEPIIPETALMN TAHHBIX U

IPUHLIAIIAMU Pa0OTHI COBPEMEHHOTO KaJIOpUMETpA.

BBenenue

Tepmuueckuii ananu3 (KaToOpUMETpUs) - METOJ HCCIeNOBaHHUS (DU3UKO-
XMMHMUYECKHUX IPOLECCOB, OCHOBAHHBI Ha PETUCTPALMU TEIUIOBBIX 3((EKTOB,
COMpPOBOXKAAIOIIMX MPEBPALLEHUS BEUIECTB B YCIOBUSAX IPOrpaMMHUPOBAHUSA
TEMIEPATypbl. DTOT METOJ MO3BOJIAECT (PUKCHPOBATh TAaK Ha3bIBa€Mble KPHUBBIC
HarpeBaHus (WM OXJIaXIEHHS) HCCIEAyeMOoro oopasma, T.6. HW3MEHEHHUE
TEMIEPATypbl TOCIEAHET0 BO BpeMeHH. B ciydae kakoro-iu6o ¢a3oBoro
IpeBpalieHus] MEPBOro0 pojia B BellecTBe (MM CMECH BEHIECTB) HPOHMCXOAUT
BBIJICJICHHUE WIIM TMOTJIOIIEHHE TEIJIOTHl M Ha KPUBOW (TepMOTrpamMMme) MOSBIISIOTCS
TUTOMIA/IKA UITH U3JIOMBI.

[IpocTo TepMHUYECKUN aHAIN3 UMEET HEBBICOKYIO UyBCTBUTEIBHOCTH. [lpn
MaJoM YJEeIbHOM TErIOBOM 3(dexTe Ha eAUHHIy MacChl WIA MPH HEOOJIBIIOM
KOJIMYECTBE TMpeBpamaronieiicss ¢aspl mepernObl Ha TEPMHUECKUX KPUBBIX,
COOTBETCTBYIOIIUX MPEBPALCHUIO, CTAHOBATCA €/1Ba 3aMETHBIMU U TaKHe
npeBpalieHuss  MOTyT  ObITb  He  oOHapyxeHbl. [opazgo  Oombiueit
YyBCTBUTEIBHOCTBIO 00Ja1at0T AU(depeHLInaIbHble METOAbl B OCHOBE KOTOPBIX
JEKUT METOJl CPABHEHMsI TEMIIEpaTyp MEXIy H3MEpseMbIM oOpa3loM M Tak
HA3bIBAEMBIM 9MAIOHOM - TEPMUYECKU CTaOWJIBHBIM MaTepuaioM, 0e3 (a30oBbIX
IEPEXO0JI0B, ¢ TEMIIEPATypOil IJIABJIEHHUS MHOTO BBIIIE MHTEpBala TEMIEpaTyp, B

KOTOPOM IPOBOAATCA UCCICOAOBAHUS.
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npennoxenHas H.C. KypnHakoBbiM

E eme B 1903 romy, KoTOpas

R3 BIIOCIICACTBUM IIOJy4YMJIa Ha3BaAHHUC
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nupometpa Kypnakosa (puc. 1). s

R4

U3MEPEHHSI PA3HOCTH TEMIIEpaTyp

MCXKOY o6pa3u0M 141 9TaJIOHOM

UCITIOJIB3YIOT oughgepenyuanbHyo

mepmonapy, COCTOSIIYI0 H3 JABYX

NSE

INPOCTBIX TCEPMOIIApP, BKIKOYCHHBIX

Qop. DTa. MOCJIEA0BATEIBHO MYTEM COCIUHEHUS
Puc. 1. IlpuHnMmuansHas JIEKTpUYecKas OJIHOMMEHHBIX MpoBoiiok (A u B).
cxema nupomerpa H.C. Kypnakosa. Onuu u3 ropsiYnx CIlacB
nuddepeHIanTbHOMN TepMonapbl
NOMENIAIOT B LEHTp oOpasilia, a Apyroid B LEHTp dTajoHa. Ilpu HarpeBe cnaes
TepMoTap, HaXOMAIMUXCS B oOpasiie W 3TamoHe, Bo3HUKaeT TepMoIJIC, B memm
NOSIBJISIETCS DJIEKTPUUYECKUM TOK, BBI3BIBAIOIINI MOBOPOT PaMOK rajibBaHOMETPOB
(P1 u P2) u coenmHeHHBIX C HUMH 3epkayiell. Jlyun cBeTa, HampabisieMble Ha
3epKaJIblla OT CIIENUATBHBIX OCBETHUTENIECH, OTPAXKAIOTCS OT HUX U OTKJIOHSIOTCS
py MoBOpoTe 3epkaien. OTpakeHHbIe JyYd MPOXOIAT Yepe3 LMIMHIPUYECKYIO
JMH3Y, COOMpAIOTCS B TOYKM U TMOMafaroT Ha (oToOymary, 3aKperuieHHYI0 Ha
Bpamatoriemcsi 6apabdane. B pesynbraTe Ha (poToOyMare 3amuChIBAlOTCS KPUBBIC
3aBUCUMOCTEN TeMIiepaTypbl 00pasiia U pa3HOCTU TeMmreparyp oOpasiia u dTajgoHa
ot Bpemenn. Cxema KypHakoBa, 3a HCKIIOYEHHEM CIoco0a M3MEpPEHHUS TOKa
muddepeHnanbHOl TepMOoIapbl, COXpaHUJIACh MNPAKTUYECKH HEU3MEHHOU [0
Hamux JHed. Ha Hell OCHOBBIBAIOTCS COBPEMEHHBIE METOJbl TEPMUYECKOIO
aHanm3a:
— Jluddepennnanbapiii Tepmudeckuii ananus (JITA) - u3mepsiercss pasHOCTb

TEMIIEpaTyp MEXAY ATAJTOHOM U 00pa3LoM.



— Juddepennmanpruas ckanupytomas kainopumerpus (ACK) - msmepsiercs
Pa3HOCTh TEIUIOBBIX MOTOKOB MEXIY 00pa3IOM U 3TaJOHOM.
— Cunxponnsiii Tepmudeckuii aHanu3 (CTA) - komOunaius metoaoB JJCK u

HATA c usmepenrueM U3MEeHEHUs Beca oOpasiia.

JAudpepeHunanbHbIil CKAHUPYIOIUUA KAJIOPUMETP.

Kak Oputo ykazano Bbiie m3meputenpHas kamepa JICK coctout u3 aByx
saeek (puc. 2), B omHoil (S) HaxoawTcs HCCeayeMblii oOpasel, B JAPYryro,
Ha3piBaeMyro sueiikoit cpaBHeHus (R), momermmaror stanon. M3meputenbHyro
KaMepy KOHCTPYHPYIOT MaKCUMAaJIbHO CHMMETPUYHO (OJMHAKOBBIC SIYCHKH,
OJIMHAKOBBIC CEHCOPBI, OJMHAKOBOE paccTossHMe OT HarpeBarens meuu (F) mo
saeek - Al m T.1.). B omimume ot meroma JITA, rme tepmomnapa HaXODUTCS
HETOCPEJCTBEHHO B KOHTaKTe C JHOM THUTJS (KOHTEiHepa ¢ 00pas3ioM Win
ATAJIOHOM), M TeMIIepaTypa u3MepsieTcss B ogHoi Touke, B Merone JCK mexmy
TUTJIEM ¥ TEPMOIMAPON HAXOIUTCSA TEIUIOMPOBOAAIIAS KOJOHKA, KOTOpas

MO3BOJISIET U3MEPATh YCPEAHEHHYIO TEeMIlepaTypy CO BCEH IUJIOMIAAU THIJIA.

Al DKCIepUMEHTAIbHO
I u3MepsieTcs BpEMEHHAs
3aBUCUMOCTb Pa3HHULIBI
R TeMIICpaTyp MEXIY
® SYeKON C oOpasloM U

FR

SYEUKON CPAaBHEHUS.
Tenmora B Merone

JICK onpenensiercst 4depes

TEIJIOBOU MOTOK,
Puc. 2. Cxema uzmepenuit metogom JICK

NPOU3BOJIHYIO TEIUIOTHI 10
F - neus (HarpeBaTep)

S - obpasen BpeMeHH (OTCIOa TEPMHH

R - atanon " L0
g hepeHIHATBLHBINA").

Te, Ths, Tmr - TeMIeparypbl Me4YM UM CIIaeB

nuddepeninanbHO  Tepmomnapel  obOpasnma W TeruioBoi IIOTOK

JTaIOHA

U3MeEpsieTCsT KakK pa3HHuIa
Dpg, PR - TENIJIOBBIE NOTOKHU p p



TEMIEpPaTyp B ABYX TOYKAX U3MEPUTEIBHOM CHUCTEMBbI B OJUH MOMEHT BPEMEHH.
W3mepeHrss MOKHO TPOBOAUTh KAaK B H30TEPMHUYECKHUX YCIOBHUSIX, TaK U B
JUHAMUYECKOM pEKUME MPU MPOrpaMMHUPYEMOM HU3MEHEHUHU TeMIEepaTypbl Meuu

(kasToprMeTpHI TAKOTO THIIA HA3BIBAIOT ' CKAHUPYIOIIUMH").

IHoaroroBka odpa3uos aist usmepenunidi meroaom J{CK.

K uccienoBaHusIM JTOIMyCKarOTCS JTFOOBIE TBEPIBIC M KHUIKUE BEIISCTBA HE
arpeccuBHbIC K MaTepuany THIIS. s MONydeHHs yCTOWYHMBBIX PE3yJIbTaTOB
Macca ucclieyeMoro oopasia J1oJbKHa ObITh He MeHee 4 MT, MaKCHUMallbHasl Macca
HAaBECKH OIpaHWYCHa O00bEeMOM THIJIA. Macca HCCIeayeMoro marepuana
BBIOMpaEeTCsl B COOTBETCTBHM C 3amadeii. Uem Oousblie Macca oOpasma, TeMm
WHTCHCHBHEE CHUTHAJ, (DUKCHUPYEMBIH KaJOPHUMETPOM, TEM BBIIIEC OTHOIICHHE
CUTHAJI/IIIYM ¥ MEHBIIIE MMOTPEIIHOCTh, BHOCMMAs BHEIIHUMHU (haKTOPaMH, OJTHAKO
CJIETyeT YYUTHIBATh, YTO YeM OOJIBIIE KOJUYECTBO UCCIIETYEMOTO BEIIECTBA, TEM
BBIIIIC B €r0 00bEME TPaTUSHT TeMIIepaTyp, TeM Oosiee pa3mbIThl Ha KpuBbiX JICK
HaOIf0/JaeMbIe TEPMUYECKHME AHOMAJIMHM, M TEM MEHbBIIE TOYHOCTh H3MEPECHHUS
TEMIIEPATYPhI M TEIUIOTHI.

Jlnis u3MepeHus: HeoOXOAMMBI JBa THUTJISI C KPBIMIKAMH B OAWH W3 THUTJICH
Oyzmer TmoOMeIleH HccleayeMblid oOpasem, apyrod Tturenb (mycroit) Oyxaer
UCIIOJIb30BAaThCSl KaK dSTaJOHHBIA THTENb. Marepuan THIJISI ONpeeIIeTCs
MaKCUMaJbHOW TeMIepaTypoil HarpeBa oOpaslla M HCCIEAYEeMBbIM BEIIECTBOM,
KOTOpPO€ HE JOJ/DKHO pearupoBarh ¢ TUriaeM. Hambosiee dacTto MCHOIB3yeMBIMU
marepranaMu Turiaeid sisores amoMuauii (1o 600°C), 301010 (mo 900°C),
mwiatuHa (go 1000°C) u xopyna (1o 1600°C u BeliE).

B kpblmike Kaxaoro TUTsS OOBIYHO MPOAETBIBAIOT HEOONbIIOE OTBEPCTHE
(puc. 3). Takoe oTBepcTHE MOMOraeT M30ekaTh AehopMaluu 1 pa3pbiBa TUTIS B
pe3ylbTaTe TMOBBIINICHUS BHYTPEHHETO [aBJICHHS 3a CYET TEPMUYECKOTO
paciMpeHus BO3yXa B THUTJIC, UCTIAPSHUS BOJBI U (WIIH) APYTUX JIETYYUX BEIIECCTB
B TIporiecce Harpea. OTBEpPCTHE HE AENAeTCs B 0COOBIX CIyJasX:

— SJIOBUTBHIC BEIIECTBA,



— BellecTBa y KOTOPBIX

rapaHTUPOBAHHO OTCYTCTBYCT

UCTIAPEHUE WM  JECTPYKIIMS

IpY 3a/JaBacMbIX B TPOIECCE

£

WCCJICIOBAHUS TEMIIEPATYPHBIX
peXHMaXx.
[Myctoit Turens ams obpasua (c
Puc. 3. AntoMuHuEBbIN TUTEIb ¢ KPBIIIKOM. KPBIIIKOM) B3BEIIMBAIOT HA BECAX C
TouHOoCThI0O He wMeHee 0.1 mr wu
TapupyroT Bechl. [lociae 3TOro B TUrenb MOMEMIAETCS HCCIeNyeMblid oOpasel u
B3BCILIMBAETCSA TUTENb C oOpasioM. Yacto oOpasel] JODKEH OBITh IMOJATrOTOBJICH
0COOBIM 00pa3oM, OCHOBHOM KPHUTEPUM - CIEAyeT OOECIEYHTh MaKCHUMAIBHO
BO3MOXKHYIO O0JIaCTh KOHTAaKTa MEXAY HCCIETyeMbIM OOpa3loM WU THOM THUIJIS,
yeM OoJbIlie 00JIaCTh KOHTAKTa, TEM CUJIbHEE M TOUYHEE CUTHa, (PUKCHUPYEMBIH
KaJIOpUMETpOM. TBepabple MOHO- W TOJUKPUCTAIUTMUECKHE OOpasibl OOBIYHO
pacTHpalOT B MOPOIIOK, TMOO U3TOTABIUBAIOT IIJIMHAPUYSCKUIN 00pa3elr] Hy>KHOTO
JMaMeTpa, M3 CIUIOIIHBIX MSATKAX MaTepUaIOB (MOJMMEpPHI, IJICHKH) BBIPE3AIOT
oOpasernr aAuamMeTpoM paBHBIM JIHAMETPY JHA THUIJISI, KOJIMYECTBO >KUIKOCTH
BBIOUPAIOT TaKWM, YTOOBI Karllsl MOJHOCTBIO 3aKpbIBaja JHO THUTISA. THUTENb ¢
o0pa31oM 3akpbIBaeTcsl KpbIKoi. [Ipn HEoOXoAMMOCTH ciemyeT 3ampeccoBaTh
turens. [locaennsas onepanus sBIsSETCs 00s3aTENbHON AJIS:
— paHee He MCCIICJIOBABIINXCSI HEU3BECTHBIX MaTEPHAIIOB,
— JKHIKOCTEM,
— SJIOBUTHIX BEIIECTB;
— MaTepuanoB ¢ OypHBIM HCIAPEHHEM WJIM Pa3IOKEHUEM MPU UCCIeT0BAHUU
B COOTBETCTBYIOIIEH A PeKTy 001acTH TEMIIEpaTyp.
Bo wusbexxanue 3arpsi3HeHus Turiied M oOpas3loB HE ciexyeT OpaTh HX
pykamu Oe3 3allUTHBIX MEpPYaTOK, JIUOO CIemyeT MOoJb30BaThcs MuHIETOM. He
CJIETyeT CTAaBUTh TUTIU Ha TPSA3HBIC MOBEPXHOCTH, STO MPUBOJIUT K 3arps3HEHUIO

VU3MEPUTENBHON TYECUKH.



N3mepenue kpusbix JICK.
[Togpobnass wmHpoOpmarus o
3amycke npubopa W mpolecce
POBEJCHUS U3MEPEHUM HAXOIUTCS B
PYKOBOJCTBE II0 OJKCIULyaTallUd MU
IPOrpaMMHOMY o0ecrneyeHnIo
g depeHIaTBFHOT0 CKaHUPYIOIIETO

KaJIOpUMETpaA.

Puc. 4. Usmepurensras kamepa JICK. Hoxnrorosnenneie K

U3MEPEHUSIM THTEIIb-3TalOH (IyCTOM THUTENh) U TUTEIh ¢ 00pa3IOM MOMEMIAIOT B
U3MepHuTeNbHyI0 Kamepy (puc. 4).

C moMoIp0 TpOrpaMMHOT0O 00eCTieYeH s KalOpUMETPa CO3/1aeTCsl HOBBIM
¢aiis1, KOTopsIi OyaeT coaepkaTh BClO HHPopMaluio 00 n3mepenuu. B ykazanHom
daiine 3amaercsa Bec o0pasiia, BeIOMparoTes Gaiiibl KATMOPOBKH IO TEMIIEpaType U
YyBCTBUTEIHHOCTH.

C moMOIBI0 TPOrpaMMHOTO OOECHEYEeHUS COCTABISETCS TeMIepaTypHas
nporpamma u3MepeHuid (puc. 5). COBpEMEHHBIE KAJIOPUMETPHI TTO3BOJISIFOT
IPOBOJNTH UCCIIECIOBAHUS B PA3IMYHBIX TEMIIEPATYPHBIX PEKUMAX:

— JluneitHoe HarpeBaHue/OXJaxACHUE (IMHAMUYECKUN PEXKUM) B 3aJlaHHOM
UHTEpBaJe TEMIIEpaTyp C 3aJaHHOM IMOCTOSHHON CKOpOCThIO0. CKOpOCTh
U3MEHEHHS TeMIIEPaTyphl BapbUpyeTcsi B MUpokux npenenax (ooprano 0.1 -
100 rpan./mMuH) W BBIOMpaeTCs MCCIACAOBATE]IEM B 3aBUCHMOCTH OT
noctaBjieHHOW 3agaud. Crleayer MOMHHUTh, 4YTO YEM BBIIIE CKOPOCTh
U3MEpEHHs, TEM WHTCHCHBHEE OTKJIHUK, H3MEpSIeMbIi KaJOpUMETPOM,
OJIHAKO, MpH ATOM HaOJIOJaeMble TEPMHUYECKHE aHOMAJHH CTaHOBSTCS
0osee pa3MBITBIMHM, TAKUM OOpPa3oM TOYHOCTb U3MEPEHHS TEMIIEpaTypbl U
TEIUIOTHI YMECHBIIIAETCSI.

— MH3orepmuueckas BbIAEp)KKA TMpPU 3aJaHHOM TemrmepaType B 3aJaHHOM

BPEMEHHOM MHTEPBAJIE.



DSC 204 F1 Temperature Program Definition

Temperature Steps ]
Hr | Type °F K/min Time Period | Ampl. | ptsimin| ptsM® |STC| Co| H2 N2 Power| Basic
1 30.0 ~ A0 | Off
2 @ | 300.0_ S.DUD_ 0:54:00_ | 1DU.UU_ 2D.UD_ i~ | r Off _Off | nia | nia |
3 \ SD.D_ 2D.UDU_ 0213:30_ | 1DD.DD_ S.DU_ i~ | r Off _Off | nf& | nia |
1 |9 3200/ I-lls 0Off ot | s | s
Step Condiions - Categary Step Category
4 " m
I‘: Ellging Start temperature: [30.0 T
[ El
i Purge 2 MFE
W Flow active
NITROGEN B
- Pretective MFE- |
W Flow active
NITROGEN - R |
CC200F = |
LNZ |08 v] ‘
M2 [on = Flease enter a number between -195.0 and 600.0 j
Cooling power X &cq. rate defaults —
(+ Standard i~ High Delete Current Step |
B agic power == =
~ Points- Change gases... |
Segment; 0 Total Time - : ;
Totat £750 01:07 Help for Cooling Device |
Help ‘ Ok, | Cancel | Continue » I

Puc. 5. IIpumep 3aganus TeMiiepaTypHOR IPOrpaMMBl.

— TepmomonynmupoBanubiii pexxum (TM-DSC), npu xoTopom Ha nHuHEHHOE
U3MEHEHHE TeMIIepaTypbl HAKJIAIbIBAIOTCS IMEPUOJUYECKHE KOJeOaHus C
3aJIaHHOM aMIUIUTYOM U 4aCTOTOM.

MoxHO Takke KOMOMHHpPOBaTh pa3IUYHbIE TEMIIEpaTypHbIE CETMEHTHI
(n30TepMUYECKUE, TUHAMHYECKUE, MOy TUPOBAHHEIE).

[Ipyn co3zmanuu mporpamMMbl U3MEPEHUM CIEAYET TaKXe 3a1aTh CKOPOCTU
M0JJa4M 3alIUTHOTO Ta3a (ra3, 3allUINalonfi H3MEPUTEIBHYIO0 4acTh nmprudopa ot
KOPPO3MH M 3arps3HEHUs B IMPOLECCe M3MEPEHHH) W MPOIYyBOYHOro rasa (ras,
co3maronuii  aTMocepy HU3MEpPUTETHLHON KaMephl W BBIBOASIIUNA W3 KaMepbl
IPOIYKTHI UCTIAPEHHUSI U PA3IIOKEHHUS).

[locne HamucaHusi MPOrpaMMBbl CIEAYeT COXPAHUTh CO3JaHHBIA (ailn u
3alyCTUTh NporpamMmy uaMepeHuid. [0 OKOHUaHMKM H3MEpEeHUs BCE pe3yibTaThl
3aMMChIBAIOTCS B paHee COXpaHeHHbIN ¢aiii. s Toro, 4ToObl U3BIeUb 00pasel u3

HBMepHTGHBHOﬁ KaMCpbl CICAYET HOXKAATHCA €€ OXJIAKIACHUA OO0 TEMIICPATYPbI



menbiieir 100°C. Ilo OKOHYaHUH HM3MEPEHHUH CIEAYET 3aKPHITh U3MEPUTEIBHYIO
KaMepy, OTKIIFOYUTh MO0Javy ras3a, 3aKpbITb KPaH PEeIyKTOpa.

YacTo BO3HMKAIOT CUTYallMH, KOTAa TPeOyeTcs U3MEHUTh TeMIIEpaTypHYIO
IIPOTpaMMy HEINOCPEACTBEHHO B Ipolecce usMepeHus. B 3Tom  ciywae
IpOoTrpaMMHOE 00eCIeueHUE KAIOpUMETpa M03BOJISIET U3MEHATH (puc. 6)

— MakCUMaJbHYI0 WJIM MHHUMAJBHYIO TEMIIEpATYypy AWHAMHYECKOIO
CETMEHTa, €CIM BpEMs JIOCTHXKEHUS BHOBb 33JaHHOW TEMIEpaTyphl
cocrasisieT 6onee 30 cek.

— CKOpOCTH HarpeBa/oXJaKJIeHHs B JMHAMUYECKOM CETMEHTE, TeMIepaTypy 1
JUIATEIIBHOCTh M30TEPMUYECKOTO CErMEHTa MPU YCIOBHUM, YTO CETMEHTHI
€I11€ HE BBIITOJIHAIOTCS IPOrPaMMOU.

— CKOpPOCTSB IIOAAYH 3allIUTHOT'O U IIPOAYBOYHOI'O I'a30B.

EDSE 204 F1 on 1-414/F1 ; Measurement - 002-2512 30-300_ 5Kmin
Filz=  Edit ‘iew

Graph  Tools Diagnosis  Extras  Help

P, Ty Tw I
* TEME o0:53
Stop Measurement
DSC A fmg) 1
Wiew/Edit Running Measurement Progran
35+

View Segments during Measurement

Current segment number 1 located in row 2: Dynarmic from 30°C to 300°C, duration 0 h:54 min: 0 sec

. Remaining time 0 h:52 min:38 sec

MType aC K/min Time pts/min ptsK STC| Co | N2 H2 LH2 GH2 |Power| Basic
- e | o0 | gl ] o

2 |# 300 5000 05400 10000 2000 [ [| 20 SOt Off  na nfa

M\ 300 20.000 0:13:30 100.00 00| W [ 20 a0 | Off Off nfa nfa

4 @ 3200 | 0| oo off na | v

Puc. 6. I3Menenue temnepaTypHOU IpOrpaMMBbI B IPOLIECCE U3MEPEHHIA.



O xanuOpoBke TP GepeHINATbHOI0 CKAHMPYOIIEro KAJTOPUMeTPa.

HuddepennnanbHas CKaHUPYIOIIAs KaJOPUMETpPUsS H3MEpsieT 3Ha4YCHHE
Pa3HOCTH TEIUIOBBIX MOTOKOB MEXKIYy OO0pa3oM-3TaIOHOM U HCCIEAYEMbIM
obpasiom. Emunuier m3mepenust otkimka JICK B obmem cioydae [MxB] wm
[MkB/r]. Tlpn Hanuuuu Kaaubpoexku no uy8CmeumenbHOCMU MOXKHO IEePEBECTH
[MkB] win [MxB/r] B enuHuIbl M3MepeHHs TEIIOTH U moayduTh oTKiuMK JICK B
[ 1x] wimm [[Ix/T], 9TO KpaifHe BayKHO MPU H3MEPECHUN SHTAIIBITHH.

B xome wusMepeHwii HEOOXOAMMO TOMHHUTH, 4YTO nuddepeHanibHas
TEpMOIapa He HaXOJUTCS B HETIOCPEICTBEHHOM KOHTAKTe ¢ 00pa3IoM, BCIEACTBHE
3TOr0 TeMIlepaTypbl o0Opaslia W TepMomaphl HECKOJbKO OTinyaroTcs. s
yCTpaHEHUSI OTOW TMOTPEIIHOCTH  HCIOJB3YEeTCS METOA  KAIUOPOGKU MO
memnepamype.

Jlns mpoBeneHHs KanMOpOBKM mpubOopa HCMoJb3yeTcss Habop 00pasiioB
(ctaHmapToB) C TOYHO M3BECTHBIMHU TEMIIEpaTypaMu M TeIioTaMu (a30BbIX
npeBpauienuit. s atux o6pasuoB usmepsitorces: kpuBble J(CK, u monydyeHHbie B
IpoIecCe M3MEPEHUN TeMmIepaTyphl U TETUIOTHl aHOMAJIMK 3alHMCHIBAIOTCA B TaK
Ha3bIBaeMble (hailibl KaTMOpPOBKH, I/I€ OHM MPHUBOIATCS B COOTBETCTBHUE CO
CTaHIApPTHBIMU 3HAUEHUSIMH W CTPOUTCS KaluOpoBouHas Kpuas. KamuOpoBky
IPOBOMAT B TEX K€ YCIOBUAX W C TEM JK€ MaTepHalioM THIJEH, 4TO TpU H
u3MepeHun obpasua. g kanubpoBKM HEOOXOAUMO HCIIOJIB30BATh HE MEHEE TPeX
oOpa3ioB - craHgaptoB. CymecTByroT oOmme TpeOOBaHHS K CTaHIapTam,
WCITOJIB3yEMBIM JIJIs1 KATHOPOBKH

— Beicokas crereHb uncToThl (He MeHee 99.999%).
— JIOCTOBEpHO H3BECTHBIC XAPAKTEPUCTHKH (DAa30BBIX MEPEXOIOB (TEIUIOTA,

TeMIIEpaTypa).

— HHepTHOCTH MO OTHOIIEHUIO K MaTEpHUAITy THUTJIS.
— XWMHYECKasd CTOMKOCTh, YCTOMYHMBOCTh MO OTHOUIEHHIO K BHEIIHUM

BO3JEUCTBHUSIM.

— Huskoe fgaBieHre HACHIIIEHHOTO Mapa MpU TeMIEpaType U3MEPEHUs.



HNuTepnperanusi 1 00padoTKa IKCNIEPUMEHTAIBHBIX Pe3yJabTaTOB.

[Ipu Hamuuyuu B wuccieryeMoM o0pasie KaKuxX-TuOO TPOIECCOB, WU
MEPEeX0/I0B TIEPBOIO POJIa, CBA3AHHBIX C IOTJIOMICHUEM WM BBIJCICHUEM TeIuia
(maBneHue, CTPYKTYPHBIN (ha30BBIN MEPEX0/], HCIIapeHue u Ap.), Ha KpuBbix JJCK
NPOSIBIISIIOTCSA XapaKkTepHbIe NMUKA M aHOMAJHMH, HWCCIICOBAHHE KOTOPBIX JaeT
uHpOpMaIlMI0O O  Tpolleccax  MpOTeKalmux B obOpasme.  Paznmuator
9K30TepMHUUYeCKre (BBIJCIICHUE TEIIa) U SHIOTEpMUYECKUE (ITOTJIONICHHUE TEIlIa)
anoManuu JICK (puc. 7). Jlro0as anomanus (nmuk) JICK mogHOCTbIO MOXKET OBITh
orrcaHa cienyrmumn mapamerpamu (puc. 8):

1. TemnepaTypamu Havaja MUKa, KOTOpasi XapaKTepU3yeT Hayajo mpoiecca, u
okonyanuss muka (Tl um T2 mHa puc. 8, ompemeisioTcs Kak TOYKH
NIepeceyueHMs KacaTelIbHbIX OCHOBHOM (0a3oBoii) simann JICK u tuteu nuka).

2. Temneparypoit makcumyma (Munumyma) nuka (T3 Ha puc. 8), xoTopas
XapaKTepu3yeT OKOHYaHUE TpoIiecca.

3. I[lnomanpro MuKa, KOTOpas OMpeaeisieT SHTAIBINI0 (YISIBHYIO TEIUIOTY)
nporecca (J = Q/M, rme Q - KOJMYECTBO MOIJIOMICHHOTO/BBIACICHHOTO
terla, M - Macca wucciemyemoro BemiectBa). llpW  MCHOIB30BaHUH
KaJTHOPOBKH 110 YyBCTBUTEIBHOCTH (cM. 11. " O kaaubposke...") BHIIOIHACTCS

COOTHOLICHHUE.

T1 T1
Q= j D = j DSC
T2 T2
4. BOCHpOI/ISBO,Z[I/IMOCTBIO IMMKa IIpU OXJIAXKIACHHHN K ITOCICAYIOIICM HAIrpeBC.
Hannuue BOCIIPOU3BOJUMOCTH CBUACTCIILCTBYCT 06 06paTI/IMOCTI/I q)aBOBOFO
nepexoaa. ECJII/I TepMI/I‘-IeCKaﬂ dHOMAJIusA HE BOCHpOI/ISBOI[I/ITCﬂ HpI/I
MOBTOPHOM HarpeBe oO0pasiia, 3TO MpHU3HAK HeoOpaTuMoro ¢a3oBoro

nepexoa.



Temooii morok (JICK)

TemtoBoii morok (JICK)

Exot EXO

ENDO

Temmneparypa

Puc. 7. DH1oTepMHUUeCKUN U SK30TEPMUYECKUIN TTUKU
Ha kpuBoit JICK.

Exot Ty - memnepamypa nauana nuxka
15 - memnepamypa oKon4aHus NUKa
T3 - memnepamypa maxcumyma
Q - mennoma npoyecca

Temmneparypa

[
>

Puc. 8. O6pabotka anomanuu J[CK.




Hannumne nuka Ha xpuBoi JICK Bcerma cBHIETENBCTBYET O MPOXOXKICHUH
(a30BOro IpeBpalleHus, OJHAKO MPUPOAY ATOrO IPEBPAIIEHUS HEBO3MOXKHO
ONPEIEIUTh OCHOBBIBASCh HCKIIOYUTEIBHO HAa JAHHBIX KAJIOPUMETPUHU.
Wntepnperanms ganabix JICK B o0miem ciydae MOXET MPEACTaBIsATH COOOM
JOCTaTOYHO  CJOXHYIO 3aJady, OCOOEHHO B cllydyae NPUCYTCTBUS Ha KPUBOU
HECKOJIBKMX TEPMHMUYECKUX AaHOMaJMil, Uil peueHus KOTopoi Tpedyercs
NPUBJICYCHUE JIOTIOJHUTENBHBIX METOJOB HCCIEIOBaHUM, IU(PaKIUOHHBIX,
ONTUYECKUX, AUDJIEKTPUYECKUX U Ip. OAHAKO B OTAEIBHBIX CIIy4asX, TAKUX Kak
IIJIABJICHUE BELIECTBA WJIM UCTIAPEHUE HEKOTOPOM €ro 4acTH, JOCTaTOYHO IPOCTOTO

BU3YaJILHOTO OCMOTpa 00pasiia mocie U3MEpeHusl.

IIpumeHenne MeToaa KAJOPHMMETPHMH [JI HCCJIEI0BAHHMA IUIABJICHHA U
(pa3oBOro cocraBa BelIeCTB.

[InaBneHueM  Ha3bIBaeTCs ~ NEPEXOJ  BellecTBa U3 TBEPAOIO
KPUCTaJUIMYECKOTO  COCTOSIHMSL B JKMJIKO€ IIpU HarpeBaHud. [ JIaBHBIMU
XapaKTEPUCTHUKAaMHU TAaKOT'O IEPEXOAA YHUCTBIX BEUIECTB SBJIAKOTCS TEMIIEpaTypa U
SHTANBINSA (TEIIOTAa) TUIABJICHUS.

[Tockonpky mnaBiaeHWe 3TO  (a3oBBIM  IEpexo]  IMEpPBOro  poja,
OPOUCXOASAIIMNA € IMOIJIOLIEHUEM TEIJIOThI, 3TO SBICHHE MOXET OBITh
3apuxcupoBano metogom JICK. Ha kpusoit JICK mnaBneHue u KpucTamiu3anus
Ha0JII0JAI0TCSL COOTBETCTBEHHO MPU HAIPEBAHUU U OXJIAKICHUM KaK UHTEHCUBHBIE
PHIIOTEPMHUUYECKUI U dK30TepMudeckuii nmuku. Hadano muka (tremneparypa T1 Ha
puc. 8) ompenenser TemIeparypy IUIaBICHUS BEIIECTBA, a IUIOMAAb IUKa -
TEIJIOTY IutaBieHus. [Iponecc miaBiaeHUS M KPUCTAUIM3ALMM COIPOBOXKIACTCSA
XapaKTepHbIMU H3MEHEHUSIMU (PopMbl 00pasia, MOITOMY ONPENEIUTh Kakas U3
tepmudeckux aHoMamui JICK orBedaer 3a mpouecc IUIABJIECHHS JOCTATOYHO
IPOCTO C IOMOLIBI0 BHU3YyaJIbHOTO OCMOTpa oOpasua mnocie u3MepeHus. B
OonpmmHCTBE ciydaeB 1o KpuBbiM JICK MOXHO Takke ONpenenuTh THUI

IJIaBJICHUS BEIIECTBA.



— Konepysumnoe nnaenenue (1naBineHue 0e3 pas3lioKEHHs; COCTaB paciuiaBa
COBMAJaeT C COCTABOM TBepAOH (a3pl) - THKA TUIABICHUS W
KPUCTAJUIM3aMU  BOCIIPOM3BOJAUTCS IIpU IIOBTOPHBIX HAarpeBax, IHK
KpUcCTauIM3auuu BelpaxkeH ofHo anomamueit JICK, mnomanu nukoB
IUIABJICHUS U KPUCTAJUIN3ALMY PABHBI;

— Unxonepysnmmuoe nnasnenue (TUTaBJICHUE C Pa3NIOKEHUEM; TBepuas Qasa
npeoOpasyeTcs B paciuiaB W TBEpAylo ¢a3y Apyroro cocraBa) - IHK
IUIABJICHUS HE BOCIPOM3BOAUTCS IPU IIOBTOPHOM Harpese, MpoLece
KPUCTAJUIM3aLUH BbIPAKEH HE OJTHOM, a HecKoIbKuMHU aHomanusmu J{CK.
PasnuuHble 4yKMCTBIE BEHIECTBA MMEIOT Pa3/IMYHbIE 3HAYEHUS TEMIIEpPaTyphl

IUIABJICHUS W SHTAJIBINM, YTO MOXXHO MCIIOJIB30BaTh Ul ONPEINEICHUS COCTaBa
UCClielyeMoro marepuaia. B ciydae cmecu (a3 (mpu yclIOBHH OTCYTCTBHS
pPEaKIuu MEXIy HUMH) MOKHO OINpPEICIUTh OTHOCHTEIBHOE COICPIKAaHUE KaXkIou
¢da3pl B oOpa3le 1o OTHOLIECHWIO IUIOIIAJEH NMUKOB IulaBieHus. Tak i cMecu
IByX ¢as3:

J

M _SJ
MZ Sl ‘]2 ’

rae M1 u M, - maccel mepBoii 1 BTopoi (a3 B cMecH, S; u S, - TI0ma U TUKOB
iaBieHus, u3MepeHHbix o panHeM JICK, J; m J, - u3BecTHBIC M3 TaOJIMYHBIX
JAHHBIX, JUOO TIPEIBAPUTEITHLHO W3MEPCHHBIE TEIUIOTHl IUIABJICHUS YHUCTHIX

BCIICCTB, U3 KOTOPBIX COCTOUT CMECh.

3aganue
Ynpasxcuenue 1. Usmepenue xpusoti /[CK neuzgecmmnozco obpasya.

HeoOxomumo ompenenuTs B Kakol oOnacTu TemmepaTyp Halmromaercs
apdekrt miaBnenus. s storo mpooautcs usmepenue kpusoit [JCK B pexumax
HarpeBa M OXJXAEHHUs oOpasla, IpU ATOM JMala3oH TEMIEPATyp B MPOrpaMMme
WU3MEPEHUN H3HAYaJbHO 3aJa€TCS MAaKCUMAJIbHO MMpOKo. IIpm astom crnemyer
IOMHUTb, YTO B OOJIBIIMHCTBE CIy4YacB HEJb3sd CWIBHO IEperpeBaTh 0Opasel BO

n30exKaHne IMPpOUEeCCOB KHUIICHUA MW HCIAPCHHUA, KOTOPLIC MOI'YT IIPHUBCCTH K



nerpaganuy oOpasia U 3arpsS3HEHUI0 U3MEPUTETHHOU sueiku. Takum oOpa3oM, B
X0JIe M3MEPEHHI HETMOCPEJCTBEHHO TOCIe HAOIIOJEHUS MpoIecca TUIABICHUS
UCCJIEIOBATEN0 HEOOXOUMO BHECTH KOPPEKTUBBI B TEMIIEPATYPHYIO MPOTPAMMY

VU3MEPEHUN U YMEHBIINTD 3aIaHHBIA paHee TeMIEPaTypHbI HHTEPBAI.

1. Ilonyuuts y mnpemnoaaBarenss oOpasel] HEM3BECTHOTO COCTaBa, 3alucaTh
TIOPSIIKOBBIN HOMEP U Maccy oOpasia.

2. YcraHoBUTH 00pasell B U3MEPUTENbHYIO SUEKy KaJlOpUMETpa.

3. CocraButh M 3amyctuth mporpammy wusMepenuit JJCK B craenmytomem
peKuMe:

a. Pexum nzmepenus - HarpeB/OXJIaKACHUE.

b. Pexomenayemblii HauanbHBIN TemneparypHbiii uaTepBait 30 - 600°C
(Mo OyaeT ykasaH mpernoaBaTeiieM).

c. Cxopoctb HarpeBa/oxmaxnenus 10 rpag./mMuH.

d. IMpoxyBounsIi ra3 - O mu/mMuH. 3anmuTHEIH ra3 - 20 Mir/MuH.

4. HabGmiomaTh NpOXOKICHHME NHKa IUiaBieHus oOpasua Ha kpuBoil JICK,
HIOCJIE Yer0 CKOPPEKTUPOBATh MPOrpaMMy H3MEpEeHHi (CHU3UTH 33aJaHHYIO
MaKCHMAJIbHYIO TeMIepaTypy HarpeBa, CM. puc. 6) U mepeiTu B pexum
OXJIaXKICHUSI.

5. HabmronaTe nUK KpUCTAUIM3AMH. 3aBEPIIUTH H3MEPEHHUE.

C momompl0 mporpaMMmbl 00paOOTKU pPE3yJIbTaTOB HM3MEPEHHU H3MEPHUTh
TEMIIepaTypbl HadaJla ¥ OKOHYAHUS NMHUKOB IUIABJICHHUS W KPHCTAJLTU3AIUH

(T1 u T2 Ha puc. 8).

Vnpaosicnenue 2. Tounoe usmepenue memnepamypvl u meniomvl NAAGAEHUSL.
Da3zoswiii ananus.

JUIsL TOYHOrO ONpENeNeHUsl TEIUIOTHl U IUIABJIICHUS MaTepuala, U3MEpPEeHHUE
kpuBoit JICK o6b1yHO mpoBoauTCs TpwKabl. [IpoBeaeHre MOBTOPHBIX U3MEPEHUN
NO3BOJIAET TAaKXE MCKIIOUYUTh W3 PACCMOTPEHMs CllydaiiHble apTeakTbl H

OIPCACIINTL THII IIJIABJICHUS BCHICCTBA (C pasioosiceruem - MUK IIaBJICHHUSA HC



BOCHPOU3BOJAUTCA MPHU MNOBTOPHOM HATPEBE, MPOUECC KPUCTALIA3ALMNU BBIPAXKEH
He 01HOH, a Heckombkumu aHnomanusmu JICK; 6e3 pasnosicenus - kv nmaBaeHus
U KPUCTAJUIM3ALMU  BOCHPOU3BOAUTCA TPU TOBTOPHBIX HArpeBax, MK
KpUCTAJUTM3aIMU BhIpaxkeH oHoi anoManuent JICK, nmioiany nukoB miaBieHus u

KPHUCTAUTU3AI[UK PABHBI).

1. Vcnons3yss naHHble 1. 6 ynpaxkHeHUss 1 cocTaBUTh TeMIIEpaTypHYIO
nporpammy wm3mepennii JICK kpuBO#M, cocTosmyr0o U3 JBYX ITUKIIOB
Harpes/oXJIaXIeHHE.

a. TemmepaTypHbIii HHTEPBAI CIEAYET BHIOpATh TAKUM 00pa30M, YTOOBI
B TEUEHHE U3MEPEHHWs THUKA IUIABJICHUS W KPUCTALTU3alUU
IPOXOJWIN MOJHOCTBIO, IPU 3TOM HE CJIEAYET JOMYCKaThb CHIBHOTO
neperpena oopasiia.

b. Ckopoctb HarpeBa/oxnaxaenus 10 rpaa./MuH.

C. IIponyBounsIii ra3 - O mui/mMuH. 3anmuTHbIH ra3 - 20 Mmir/MuH.

2. Uzmeputs kpusyro JICK.

3. Ucnone3yss momyuyeHHyto kpuByio u kpuByw JCK w3 ynpaxnenus 1
OTpeNeuTh Temreparypy Imiasinenus odpasua (T1 wa puc. 8) u Temiory
iaBiaeHus (TUTOMIAIb TUKA), ONPEACIUTh MOTPEITHOCTH U3MEPECHUH.

4. OnpenenauTs COCTaB BEIIECTBA UCMHOJbB3Ys MpuiioxkeHue 1.

Pesynbrarel 3amaHus JOJKHBI OBITh MPEACTABICHBI B BHIE TIpaduKOB
00paboOTaHHBIX KPHUBBIX KaJOPUMETPUH, AAHHBIX O TEeMIepaType M TEIIoTe

IJ1aBJICHUA, (I)&?)OBOM COCTaBC 06p33113.



Ipuaoxennel. TemnepaTtypa u Temjiora njaBJjJeHNs] XMMHUYeCKHX BelleCTB.

T,°C J, JIx/r
Ga 29.8 -80.00
KNOs 127.7 -50.24
In 156.6 -28.60
RbNO; 164.2 -26.60
Sn 231.9 -60.50
Bi 2714 -63.30
Pb 327.4 -23.00
Zn 419.6 -107.50
Ag,SO, 426.4 -57.70
CsCl 476.0 -17.22
Al 660.3 -397.00
BaCO; 810.0 -94.9
Ag 961.8 -107.00
Au 1064.2 -63.7




