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1. OcHoBBI MeTO12
anddepenunanbHoii ckanupyoeii kaaopumerpun (JICK)'

Kanopumetpust — rpynna MeTomoB (pHU3UKO-XUMUYECKOTO aHANM3a, B KOTOPBIX HU3MEPSIETCS

TCIL0Ta PA3IMYHBIX NPOLUCCCOB!

]  XUMUYECKUX pEaKLuii,
2 (ha3oBBIX MEPEXOIOB,

[ 8]

0Q

T (

TEMN0EMKOCTb (TernoTa, HeoOXoANMas AJ1st H3MEHEHUSI TeMIepaTypbl Tena (' = ﬁ ).
()

Tennora — PyHKUMSA, XapaKTEPH3YIOLIAs MPOLECC NMepepacnpeneNeHns BHyTPEHHEH JHEPruH B
MPOCTPAHCTBE, €¢ HEBO3MOXKHO M3MEPHTb NMPU OTCYTCTBUM Mpolecca TemnonepeHoca. Ilostomy B
KOHCTPY KLMH JIIOOOTO KalopyuMeTpa npesy cCMOTPEHa BO3MOKHOCTh TEMIOO0OMEHA MEXKY Pa3NUUHBIMH
YaCTAMU U3MEPUTENbHON CHUCTEMbI, H MOHUMAHUE ABIEHWH, CBA3AHHBIX C TEIIONEPEHOCOM, HMEET

MPUHLHNHAAIBHOS 3HAYEHUE B KANOPHMETPUM.

1.1. Heaenuna menaonepenoca

TennonepeHoc MOXKET OCYLLECTRIATbCS PA3NHUHBIMH NO PU3HUECKOH Tpupoae criocodamu:
1 3acueT TemnONpPOBOAHOCTH BELLIECTB,
2 nyTeM KOHBEKLMMH,

3 myTeM TEIIOBOIO H3JIy4EHUs.

1.1.1 TennoopoBOAHOCTH

TemnonpoBoAHOCTE — CHOCOO Mepemavyu YHEPruud MOCPEACTBOM U3MEHCHHs KOJe0aTebHBIX
COCTOSIHUI MOJICKYJl WM aTOMOB. TeIUIONPOBOIHOCTE HE CONPOBOKIACTCS MaCCOMEPEHOCOM U B

HYUCTOM BHJE BO3MOXKHA TONILKO B TBEPABIX TE€NaAX.

VpaBHeHne TEILONPOBOAHOCTHU ans OAHOMEPHOI'O MNnNpoBOAHHUKA
a0 e dl
®=—==-1)§=, (1.1.1.1)
or dx
2Q .
roae ¢ =—— — TECMNOBON MOTOK (KOJNWYECTBO TEILIOTHL, MPOXOMALICe B CAMHHIYY BPEMECHU 4YEpe3

o

eNMHULY TIIOLAAU MOMEPEeYHOrO CeYeHMs] MPOBOAHHKA), A — KO3(PPULMEHT TEmNOnpoOBOAHOCTH
A .

MaTtepuana NPOBOAHMKA (CYLIECTBEHHO 3aBUMCHT OT TEMMNEPaTypbl, A ~ .f— , m — Macca MOJEKYyJbl), S
m

— maomanb NONepeyHOro CeHCHUS NpPOBOAHUKA, 3HAK KMUHYC» MOKa3bIBACT, HUTO SHEPTUS NEPEAACTCs

" 1. Hemminger W.. Hohne G.. Calorimetry. Fundamentals and Practice. Verlag Chemie GmbH. Weinheim. 1984. 2.
Hohne G.W.H., Hemminger W.F., Flammersheim H.J.. Differential Scanning Calorimetry. Second Edition. Springer.
Berlin, 2003. 3. Brown M.E. Introduction to Thermal Analysis. Techniques and Applications. Second Edition, Kluer
Academic Publishers, Dordrecht, 2001. 4. Ilectax S1.. Teopua mepmuaeckoeo ananusza. Mup, Mocksa, 1987. 5. ISO 11357
—1.6. ASTME 967 - 83. 6. ASTM E 968 - 99.



B HanpaBieHMM YyObiBaHMs Temneparypbl. Korja cucreMa BbIXOAUT Ha CTAaLMOHAPHOE COCTOSIHHE

(TEryIOBOW MOTOK MepecTaerT 3aBUCETb OT BpemeHH), OeckoHeuHo Manbie u3menenus B (1.1.1.1)

MOYKHO 3aMEHHUTD KOHEUHBIMU M3MEHEHUAMH
AT 1

(I):—A(T)AE:——AT, (1.1.1.2)

r{T)

Ax
rae r =—— — TEMIOBOE COMPOTHBIIEHNE NMPOBOAHNKA.

A

1.1.2. KouBekuus

KonBekuss — NEPEeHOC 3HEPrHH C MNOTOKOM JKUAKOCTH MW rasa. lIpum BBIHY)KOCHHON
KOHBCKLHH TMOTOK TCHECPHUPYETCA 3@ CUET BHCIIHETO BO3ACHCTBUS Ha CHCTEMYy (HAmpumep, Mpu
aeficteun metuanku). Tlpu cBOOOAHON KOHBEKLIMM MOTOK TeHEepUPYeTcs CaMOMPOM3BOALHO 3a CYeT

pPa3sHULbI MIIOTHOCTH CPEAbI B TOUKAX C Pa3HOH TEMIEPATYPOH.

KonnyecTBo 3Heprum, nepeHeceHHoN nyTeM KOHBEKLUU H3 OIHON TOYKW CHCTEMBI B APYIYIO,

MPONOPLUHOHANBLHO Pa3HHULE TEMIIEPATYP MEXAY 3THMH ABYMs Toukamu ® ~ A7

1.1.3. Tennosoe u3zavieHue

Bce Tena HEmpephIBHO HCMYCKAKT M MOMJIOMIAKOT 3JAEKTPOMAarHHUTHOS wm3ayueHue. llpm
HAPYIICHUH TEIUIOBOIO PABHOBECHS B CHCTEME CaMOTPOM3BONBHO MPOTEKAET MPOLIECC, HATPABICHHBII
Ha BOCCTAHOBJIEHME PaBHOBECHOTO COCTOsIHMA. Mexky TenaMu MOsBAsSeTCs TEIUIOBOI NOTOK 3a Cuer
TOro, 4yto 0oJiee HarpeToe TeJIo TErIoBOe H3lyyeHHe B DOJIbLIEl CTeneHn HCIyCKaeT, MeHee HarpeToe
— nornomaer. BennuuHa TennoBoro noroka B 3TOM cllydae NPONOPLUMOHAIbHA KaK pasHULE

TEMIEPATYP, TaKk U aOCOMKOTHON TEMIEPATyPe TEI.

CyMMUpys BBILIECKA3aHHOE, MOXKHO CACNATD CICAYOLINE OOIIUE BEIBOIDI.

1 TennonepeHOC MEXIYy ABYMS TOYKAMHU MOMKET OCYIICCTBJIATBCS TOMBKO B TOM Cjaydae, KOraa
Temriepatypa 3THX Touek pasnuuyHa. Hanuuue pasHocTH Temneparyp Mexkay OBYMs TOYKaMH
00532 TENbHO MPUBOAUT K BOSHUKHOBEHHIO TEMJIOBOTO MOTOKA MEXAY HUMH.

2 BeauuuHa TenJaoBOro NOTOKA BCErAa NPONOPLMOHaibHA Pa3HHLE TeMNepaTyp Mexay ToukaMd. B
ciyuae TEMIOBOrO M3JIyYeHHs BeJUUYKHa TEMJOBOTO NMOTOKa MPONOPLMOHANbHA U UX aDCOHOTHOIM
TEMIIEPATypeE.



1.2. Illpunyun deiicmeus
u_ycmpotcmeo usmepumenvioi cucmemut JCK

B wmerone JACK TernnoTy onpemensitoT vepe3 TEMJIOBOH MMOTOK — MPOW3BOAHYIO TEIUIOTHI MO
BpeMeHH (OTCloa B Ha3BaHUU TePMHUH «audpdepeHunanbhplii»). TernoBble NOTOKH U3MEPSIOTCs MO
Pa3HHLE TEMIEpaTyp B MABYX TOYKAX M3MEPHTCIBHON CHCTEMBI B OOUH MOMCHT BPEMCHH

O~AT=T (xz)—T (x,)z _f(x). HsmepeHus MOXKHO NPOBOAUTE KaK B H30TCPMHUYECKHX YCIOBHAX, TaK

U B [OMHAMHYECKOM pPEXKHME TPU TNPOrpaMMHPYEMOM HM3MEHCHHH TEMOEPAaTyphbl OOONOUKH
(HarpeBaTens) (KaNOPUMETPbI TAKOTO THIMA HA3bIBAKOT «CKAHUPYOLWUMKY ). B coBpemMeHHbIx npubopax

NpeayCcMOTPEHa BO3MOXKHOCTDb 3a1aBaTh Pa3ivUyHbIE TEMIEPATY PHbIE NPOTPAMMBbI.

1 JluneltHOe HarpeBaHue/OXnaxAeHHe C 3a7aHHoit ckopocTbto ff: 1. =1, + fi , rae 1y — Temnepatypa

narpesatess (furnace, /), 7, — HavaibHAsA TeMMepaTypa H3MEPHTENbHOI CUCTEMBI, ff — CKOPOCTD
U3MEHEeHUs] TeMrepaTypbl Harpesatens, / — Bpems. CKOPOCTb M3MEHEHMs TeMIlepaTypbl MOKET
BapbHPOBaTbCA B LIMPOKUX npedenax (Hanpumep, ot 0.001 no 100%/mun).

2 Tepmomonymuposannbnii pexum (TM-DSC). Ha nunefiHo€ H3MEHEHHE TEMIEpPaTypHl
HAaKJIaIbIBAKOTCS MEPUOINYECKHUE KoJeOaHus (cTyneHbky, 3y OB, CHHYyCOMIA:
1e=1,+pt+7, sin(wt), rae 7 — aMIIMTyda M W — 4acToTa KonedaHuii TemnepaTypsl).

3 KowmOuHammsi pasiM4HBIX TEMIEPAaTYPHbIX CErMEHTOB (M30TEPMHYECKUX, OUHAMHYECKHX,
MOZIY JIUPOBAHHBIX ).

Bce JACK (puc. 1.2) uMeT aBEe H3MEPHUTE/bHBIC SYCHKM. OJHA TMpPEOHA3HAUYEHA IS
ucciaenyemoro odpasua (sample, ), B Apyryro — sueiiky cpaBHeHus (reference, K), nomewmaror 1ubo
NycTOi THUresb, MO0 TUTeb ¢ 00Pa3LlOM CPaBHEHMS — 3TAJOHOM (MHEPTHBIM B 33/JaHHOM JIMana3oHe
yCJIOBHI BELWECTBOM, MO Terjodusnueckum cBoiicTBam Oau3kuM K oOpasiy). A4eiiku KOHCTPYUPYIOT
MaKCHMAJIbHO CUMMETPUYHO (ONUHAKOBBIC THUMIIH, OOMHAKOBBIE CEHCOPBL, OMMHAKOBOE PACCTOSHHE OT
Harpesatens (furnace, F) 10 ceHcopa M T.J.). DKCHEPHUMEHTATIbHO M3MEpPSETCS BpeMeHHas

3aBUCHMOCTb Pa3HULIbl TEMIMEPATYP MexkAy siuelikoii ¢ obpa3uoM u siuelikoil cpaBHeHMUs.



Pucynox 1.2. Cxema m3mepurennHoii cucremsl JJCK

1.3. Ocnoevl meopuu memooa /ICK

Teopust moOOOro HKCIEPUMEHTAIBHOIO METOIA CO3/1aeTCsl HA OCHOBE MaTeMaTHYECKOH MOAENH
U3MEPUTENIbHON CUCTeMBI U MPOTEKAIOIIUX B Hel mpoueccoB. JItobass MOJenb ONMUCHIBACT PEabHY IO

CUCTEMY B HCKOTOPBIX HpI/I6J'II/DKeHI/I$IX.

1.3.1. HyneBoe npuOImKkeHue

B HYJICBOM HpI/I6J'II/I}KeHI/II/I ONMUCBIBAOTCA CUCTEMbI, B KOTOPBIX HEC MNPOTCKAIOT XUMHUYCCKUEC
peakuun nUinu (I)aSOBbIe nepexoabl. Hxe NEPCUUCIICHbI OIPaHUYCHNS, HAKJIAAbIBACMbBIE Ha CUCTEMY B

HYJIEBOM HPUOIIIKEHUH.

1 Cramuonapuoe coctosiHue: O # f (Z) BeiBOOUT W3 paccMOTPEHUsT CHUCTEMBL, B KOTOPBIX

MNPOTCKAT XUMHUYCCKUEC WA (1)a30BbIe peakuu, MOCKOJBbKY B 3TOM ClIy4dac TEMJIOBOM MOTOK OT
o0pasna Hen30eKHO 3aBUCHUT OT BPEMEHH.
[Ipennonaraercs aOCOMIOTHASI CHMMETPHST U3MEPUTEIbHON CUCTEMBL. Fpg = Fpp =1

3 [Ilpeanonaraercs, 4to TeIuIOOOMEH Mexay oOpa3sLoM U SYEHKOW CpPaBHEHUS OTCYyTCTBYET:

Fep 7 -

4 He yuuTbhIBaeTCA HAJIMYME HECKOJIbKMX TpaHUI] paznena (a3 Mexnay oOpa3uoMm (3TaJlOHOM) U
HarpesateseM (o0pas3el — TUTrelb, TUTeJIb — CEHCOP, CEHCOP — TETUIONPOBOIALIAS KOJIOHKA U T.1.).

5 VYuuTeIBaeTCS TEIUIOEMKOCTh TOJNBKO oOOpasma W 3TajoHa (IpU  HAJIUYUM  TIOCNIEIHErO),
TEIUIOEMKOCTb 3JIEMEHTOB KOHCTPYKLWH HM3MEPHUTEIbHON sUeHKH (TUIJIeH, TerIonpoBOAsIIei
KOJIOHKH U T.[1.), Pa3eSI0NX 00pasell 1 HarpeBaTelb B pacueT He MPUHUMAETCS.

6 Ilpenmonaraercs, 4To HM3MepseMas TeMIlepaTypa paBHa TemrepaType oOpasua (He yYUTHIBAETCS
MPOCTPAHCTBEHHOE pa3eieHne o0pas3la U TePMOIIAPhI).

7 IlpuHuMaeTcs, 4YTO BC€ TEIUIO OT HarpesaTelss K o0paslly mepenaeTrcs TOJbKO 3a CYeT
TETUIONPOBOAHOCTH KOJIOHKH (HE YYHMTBHIBAIOTCS YTEUKH TeIUIa MyTeM KOHBEKLHMH U TEIJIOBOrO
U3JTy4YEHUs).

HpI/I OTCYTCTBUU YTCUCK TCILIA TEIUIOBOM ITIOTOK OT HarpeBarejid K U3MCPUTEIIbHbIM sTUerKaM

(Drs, Drr) mepenaeTcs TOMBKO 3a CUET TEIUIONPOBOJHOCTU KOJOHKH. B yClOBHSX CTalIOHAPHOCTU



ero MOKHO OIMUCATh no COOTHOLLIEHHUIO (1.1.1.2)

(Dlv'x = L(I)(TI -1 ) = lATI:‘S
Ax ¥ F
= . (1.3.1.1)
1) —M(T -T )—lAT
FR — Ax F R/= PR
TernnoBoii MIOTOK 3aBUCHT oT TEIMJI0EMKOCTH obpasua
o0 o0 cr ,
(DFS B (Th] B (_1—") (TJ b (’PAS ’B
ol p.rs ("l 7.8 ol p.S
) (13.12)

() 0 07 ‘
on=(2] -(F] (5] <
O‘ PR ¢ l P (;l p.H

ol
CKOpOCTb U3MEHEHU TeMNepaTyphl 06pa3ua (STaJ'IOHa) (T) B OTCYTCTBUM XUMUWUYECKHX WU
of .
p.S(R)

(ha3oBBIX peakuuil MPHOMUSHTENBFHO paBHAa CKOPOCTH H3MEHCHHs TEMIIEpaTyphl Harpesatens f, a
NMPOU3BO/JHAs TEIUIOThI MO TeMIlepaType MpH NOCTOSIHHOM JAaBleHuU (Kak MpaBUIIO, 3KCMEPUMEHTI
JACK nposonsiTcs B u300apHOM pexkume) paBHA TerioeMKocTh S (R), MOCKONAbKY TenjJoeMKOCTAMH

BCEX SJIEMEHTOB KOHCTPYKUMM mnpudopa B HyjneBoM npubnnxennu npenedperaror. KomOuHupys

(1.3.1.1) u (1.3.1.2), NOJy4aeM

Dy — Dy :;([I-' -1 -1y +[1e):‘;([s _[I():_;A/SR :/”(( S ‘(',;Je):ﬂA( PSR =

DSC ~ATg, = =rpAC, g

(13.1.3)

1.3.2. [lepBoe npudauKeHUe

B nepsom mpudmirkeHHH MOKET HAPyLIAThCS YCIOBHE CTALMOHAPHOCTHU TEILUIOBOTO IOTOKA.
Takum 0bpazom, B pacCMOTpeHUe BOBJIEKAKTCA OOBEKTbI, B KOTOPbIX MPOUCXOAAT (Da30Bble NEPeXoabl

Wi XUMUHECKUE peaKLnn.

Ecnu B obpasue nporexaer peakius, OH BblAENSeT WM MOrJOLIAeT Temnoty. B pesyabrate
reHepUpyeTCsl NOMONHUTENBHbIN TeMIoBOH notok @, npuvem @ > 0 s SHAOTEPMUUECKUX peakInii
(mponeccoB, MPOTEKAIINX ¢ MOMVIOWECHHEM TEIOTH) U D < 0 ans SK30TePMUUCCKUX (IPOLECCOB,
MPOTEKAIOIINX ¢ BBIACICHUEM TEIUIOTH). B 3TOM ciay4ae TemaoBol MOTOK OT Harpesarens kK odpasiy

onpeaeyacTea AByMs q)aKTOpaMl/lﬁ TEMJIIOEMKOCTLHO 06[3&3]_[8 U TerIoToH OPOTCKALIEre B HEM

nporecca
W =C g s o e o i g
d P-4 ¥ .4 ps P i3
dt dt di di (132.1)
al a dA]TSR ‘ o
P = fC, s +C, s —==+0,

dt

Heobxonumo oOpaTuTh BHUMAaHHE HAa TO, YTO CKOPOCTb H3MEHEHHs TEMIEpPAaTypel 00pasua, B



TS

KOTOpPOM TMPOTEKACT peaKLis, s 6yne'r OTJIMYAaTBCA OT CKOPOCTU HU3MEHEHUSI TEMIIEPaTypbl

R

JTajoHa , KOTOPYI0 MOXHO CUWTATb PaBHOHW 3aJaHHOH CKOPOCTH W3MEHEHHUS TeMIepaTypbl

HarpesaTens f.

DTaJOH 3aBEIOMO BbIOMPACTCA MHEPTHBIM B U3Yy4aeMOM JHANa3oHe TeMrepatyp (Audo suelika

CpaBHEHHA OCTABJIACTCA l'lyCTOﬁ), B HEM HE€ MPOUCXOANT HUKAKUX 3K30/3H,HOTepMM'-leCKMX NpoOUeCCOB,

U TENOBOI MOTOK OMUCHIBAETCS B HyNeBOM mnpuOamxeHun no coorHoweHuro (1.1.1.2). Toraa
) dAT,, . . . dATy .
Qpg — D = i, ¢ +F”‘STR+Q)" -fC, k= PAC, & +(,p757”+(b,,,. (13.22)
CornacHo (13.1.3)
Dpg — Dy = _lATSR =Dy . (1.323)
¥

Cymmupys  (1.3.22) u (13.23), noayuyaem BblpakeHue, onucbiBatouee curHaax JICK

dAT,
DSC ~Alg, =—1®, - frAC, ¢ — T, dtm . (1.3.2.4)

N3 (1.3.2.4) BUAHO, YTO HM3MEPSEMBII CHrHAN HE NMPONOpPUHOHAleH moToky .. [lomumo BTOpOro
CAaracMoOro, OMPEACNALICTO ACUMMETPUID HU3MEPHUTEIBHOW CHCTEMBI 33 CUCT  PasIHYHs
TEMI0EMKOCTH § M R, CUrHan 3anas3abiBaeT OTHOCHTENBHO CMPOBOLMPOBABILETO €r0 COObITHS
(peakuunn). Bpems 3anazabiBaHusi 3aBUCUT OT TEPMHYECKOH HHEPLIMOHHOCTH U3MEPHTEIBHON CHCTEMBI
(xoHcTpykunu npubopa u npuponsl oOpaszua), OHO ONpPEIesNseTcs MEPBON KOHCTAHTOH BpPEMEHH

7,=rC 5.

TenjoTy peakuuy MOXKHO PacCUHUTATb MyTeM HWHTErpUpOBaHuWs TenaoBoro noroka @, mno
BPEMCHHU

. AT,
D, = _lATSR _ﬁACp,SR Sn
¥ roodt

7 1 T Yo AT,

.[ @t =0Q, = __‘.—ATSR dt - J(ﬂ"—\-(jp.sie )1! - J.(T—]—SR }/I
r

f f

roodt
r. f,

E 5

Ecau MOXKHO NpHMHATb, 4TO TEMAOEMKOCTh oO0pasiia M 3TaloHa M TEMIOBOE COMPOTHUBJIEHHWE B
MHTEPBase aHOMAJIMK He 3aBUCAT OT TeMIepaTypbl (a, cnegosarenbHO 1 OT Bpemenn) AC, sg # A7(1)) u
r # f(1(1)), Torna He3amonro no Havana (¢ < 4) U cpaszy nociue okon4yanus {/ > #) nuka Ha kpusoii JJCK
(korma B oOpasue HE MPOHCXOAMT PEAKUMl M CHPABEIJIMBO HYJICBOC MPUOIKCHHUE) U3MEPSCMbIit

CHTHAl1 HMEET ONHY H Ty K¢ BCAUUYHHY DS(.'(Igt_\,):DS(}'(rZr‘/\):—ﬁrA(.'V_SR. Torma npu

WHTErPHPOBAHHUH YJIEH T—‘I(%Jdt obnynserca. Orpannuenne AC, sg # A7(H) v r # fA1(1)) xopouwo

¥

7,
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coDJI0aaeTCs B TOM ClIydae, KOraa MpoLece NpoTekaeT B HeDONbLIOM BPEMEHHOM (TeMIepaTypHOM
uHTepBaje). B npoTuBHOM cnyuae TpeTbe cnaraemoe B (1.3.2.5) BHOCUT ONIpeneNeHHy 10 MONpaBKy npu

OMNpeaACICHUN TETJIOTBI PEAKLHUH.

1.3.3. Bropoe npudaukeHue

BreipaxkeHus 178 3KCIEPUMEHTAJIBHOTO  CHTHANA  YCJIOKHAKOTCA NPU  OANbHEHIIEM
NPUOITHKCHUN MOJCIH K PEAIBHBIM Y CIOBHAM 3KCIEPUMEHTA. BO BTOPOM NpUOMIDKEHNH CHUMAKOTCS

OorpaHu4eHusn 1 ub6us HYyJ€BOIro le/lﬁﬂl/l}l\’eHl/lﬂ.

Jatuuk TepMonapsl, U3Mepstolleli TeMnepaTypy, He pacloloKeH HeNnoCpeACTBeHHO B obpasie
unu stasone. OH HaAXOAUTCH HAa HEKOTOPOM PAcCTOSHMU M OTAEJIeH rpaHuLamu pasaena a3z (obpaseu
— Turenb, TUrenb — ceHcop) (puc. 1.3.3). Takum oOpa3zom, u3MepseMas TEMIEpaTypa HECKOJBKO

3ama3abIBACT OTHOCUTE/IBHO PEAaIbHON TeMmepatyphl o0pasua. BpeMs 3amasnblBaHus XapakTepU3yeT

BTOpasn KOHCTaHTa BpeMEHU
7 — dTmS
mS — 18 2 di )
o (1.3.3.1)
dlm]?

7;nR :'I}? -7 i

rae Tms, Tmr — U3MepseMas TeMnepatypa odpasua u odpasua cpaBHEHHS COOTBETCTBEHHO, /g, T — HUX
MCTUHHAs TemnepaTtypa, 7, =/, —[, — BTOpasi KOHCTaHTa BpeMeHn. Bennunna 7, 3aBUCHT OT CKOPOCTH

TerioobMeHa Mexay obpasuoM M JaTYUKOM Tepmornapbl (TEernjonpoOBOAHOCTH W TOJIUHHBI CJIOS
oOpasua, IJIOTHOCTH MpUICraHus odpasua K AHY TUMIA M OHA TUMIS K CEHCOpY, Marepualia M
TONIMHBl JHA THIJIS, PacCTOsIHUS OT TUMMA A0 JaTudka). OObIMHO Mpeanoiaraercs, 4TO OT
XapakTepuCTHK oOpa3la M 3TajloHa T 3aBUCHT €1abo, U OHa OJMHAKOBA A/ O0EMX U3MEPUTENbHbBIX
AYeeK. Toraa u3 (1.3.3.1) nojyvaem

dAT,,, A
ATy = Mgy =75 TZM : (1.332)



Pucynok 1.3.3. Onpeaeienne BTOPoii KOHCTAHTHI BPEMEHH T,

Kombunupys (1.3.2.4) u (1.3.3.2) nonyuyaem Bolpaxkenune ans usmepsemoro curtana JICK Bo

BTOPOM npUONNKEHUN

dAT, d*AT,
DSC = Alyep = —r®@, — rAC , ¢ — 7 MR _ 17, AR

= — (13.3.3)

JanpHenuiee yCIOXKHEHUE MOAENH U3MEPUTEIbHOM CUCTEMBbI MPHUBOAUT K YCJIOXHEHUIO H
YTOYHEHUIO TMOJIyYEHHBIX COOTHOLICHUN. B MpaxkTHYecKux LemsiX, KaK MPaBUiIO, MOKHO OFPAHHUYUTCS

BTOPBIM IPUOIMKEHUEM.

1.4. Dxcnepumenmanvrovie kpuevie /ICK

1.4.1. Xapakrepuctuku anomaaui Ha kKpusbsix JICK

AHOManuell HasblBaeTCs JiF00O€ OTKJIOHEHHE OT MOHOTOHHOIO HW3MEHEHHs] 3aBUCHMOCTH
CHTHaja OT BpeMeHHW. Takue OTKJIOHEHHMS BO3MOXKHBI NPU TPOTEKAaHUHM B OOpasle MpoLecCcoB,
CBA3aHHBIX C BBIACJIICHUEM HMJIM ITOITIOIICHHUEM TCILIOTHI (XI/IMI/ILIGCKI/IX peaKI_II/IfI, q)aSOBbIX nepexoaoB
NEPBOTO POAA) MWK C PE3KUM M3MEHEHHEM TeINIOEMKOCTH o0pasiia (CTeKinoBaHue, (Ha30Bble EPEXObl

BTOpPOr'O poAaa).

1.4.1.1. Temnepamypa

Tpu xapakTepucTUYECKUE TEMITEPATY Pbl MOXKHO UCHOJIB30BATh AJIs1 ONHMCAHUS NTMKA Ha KPUBOM
HCK: Tonset, Tpeak M Teng (puc. 1.4.1.1.1). HauanbHas M KOHeYHas TemIepaTypa COOTBETCTBYIOT
MEPECEUSHUIO HYKCTPATIONMPOBAHHON B 00J1acTh MHKa 0a30BOM JIMHUHM U KaCaTEIbHBIX, MPOBEICHHBIX
yepe3 TOUKy mepernda. ba3oBoii JjuHMeEH Ha3bIBAe€TCS BUPTyalbHAsl JIMHUS, MPOBENCHHAs depes
WHTEpPBAJ, B KOTOPOM TMPOTEKAaeT peakuus win (a30BbIi Mepexod B MPEANONIOKESHUH, YTO TEIUIOTa

nporiecca paBHa Hy 0. OHa onuchIBaeTcs B HysieBoM npuommkennu (1.3.1.3).
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Temneparypy (¢a3oBoro mnepexona MEpPBOrO poAa ONPEHCNSIOT 4epe3 lonset, MOCKOJBKY
TeMIleparypa SKCTpeMyMa Ha KPUBOW B OOJIbILIEH CTENeHH 3aBUCUT OT KOHCTPYKLUWHU THpudopa u
ycaosuii sxkcriepuMmenta (puc. 1.4.1.1.2). Bpems, HeoOxogumoe mist 3aBepiueHus: (a3oBOro nepexona B

oOpa3slie, 3aBUCUT OT

CBOWCTB 00pasLa U TUTJIA (TEIUIONPOBOAHOCTb, TETNIOEMKOCTb, KOJIMUYECTBO BELIECTBA),

CKOPOCTH U3MEHEHHs TeMIIEPaTypbl B s4elike (OHO M TO JK€ BpeMsl Mepexona pacTArHBaeTCs Ha
pasHble TeMIepaTypHbIE HHTEPBAJIbI),

3 nmpupombl M CKOPOCTH TOTOKA rasa, Temmeparypbl (pa30BOro mepexona (TEIUIOBble YTEUKH
3aMEJISIIOT TPOLIECC «HAKAIUTMBAHUS) oO0pa3noM Heobxomumoro misi (asoBOro mepexona
KOJIMYECTBA SHEPTHH), U AP..

N =

DSC fluvimg)
Lexo

1.1

09

08

07

60 70 80 90 100 110 120 130 140
Temperature /*C

Pucynok 1.4.1.1.1. Xapaxrepucruku muka Ha kpusoii JICK
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Pucynok 1.4.1.1.2. Onpenesienne TemMneparypbi Gpazosoro nepexoja nepsoro poja no nuxky Ha kpusoii JJICK
1.4.1.2. ITnowaos nuka
[Tnomane nuka — IOMAAb, OrPaHUYEHHAs! HKCIEPUMEHTAIbHON KpUBOM U 0a30BOH JNUHHEN

(puc. 1.4.1.1.1). Ona mnponopumonHanpHa Tteruore peakuuu. CormacHo (1.3.3.3) BO BTOpPOM

npuONMKEHUH  TEIJIOBOM TOTOK, TeHepupyemblii B 0o0pasle, OIHCBHIBAETCS COOTHOLICHHEM

D, =——
r

2
dDSC d DSCW (1.4.12.1)

DSC - (- praC, g )+ Tt

B ciydae, koraa TemoemMkocT oOpasia u o0pasia CpaBHEHHUS, a TAK)KE TEPMUIECKOE CONPOTHUBIICHHE
cabo 3aBHCAT OT TeMmepaTypsl (a, CIenoBaTeNbHO, OT BpEeMEHH), 10 Havana (f < f) U mocne
3aBepwenus (f > fr) mpouecca kpusas JCK mapamnensna ocu abcumce (cm. (1.3.1.3)). Torma mpu

UHTETPUPOBAHUM MO BCEMy INHKYy TpeTbe U uerBeproe cnaraemble B (1.4.1.2.1) obOnymsrorcs:

tr -,

0, :ICDrdt:I ——(DSC = DSCyy ) |dt (1.4.12.2)
rae  curHan  0a3oBOHW JMHMM MOXKHO OmnmcaTe B HyjneBoM npubmmwkenun (&, = 0)
DSCy ==rPAC , gz . (1.4.1.2.3)

IIpu cranpaptHON MeTonmuke Oas3oBas JIMHUSI BO BpeMsl PEAKIMH SKCIEPUMEHTAJIbHO He

U3MEPSIETCS, €€ MOJEINPOBAHUE ITPOBOJIAT CIAENYIOIIUM 00pa3oM.
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1 B mpocreiitueM cny4ae MPEAnonarar0T, 4to AC,  HE HU3MEHACTCS B PE3YJbTATE PEAKLUU, a

BEJIMYMHA 7 HE 3aBUCUT OT TeMmepaTypbl. Torma 0asoBas JHHUS MPEACTABISCT COOOM MPSIMYIO,

COCOUHSIIOLIYE) TOUKH 7 H fr. DTH YCJIOBUS Y IOBJICTBOPHTEIBHO COOTIOOAOTCS MJISt

1.1. npoueccoB, nporekaromux 03 yaaneHHs W3 H3MEPUTENbHOH sAvelikn ra3oo0pasHbIX
nponyktoB (cornacHo mnpasuny Jronoura-IITH TenioeMKoCTb paBHa CyMMe aTOMHBIX

TEIJIOEMKOCTER ),
1.2. NpoLeccoB, MPOTEKAOLIUX C JOCTATOYHO BBICOKOH CKOPOCTbIO (32 HEOOMBILOI MPOMEKYTOK
BPECMCHH TeMnepaTypa B CHCTEME MEHSETCS HC3HAUUTENILHO).

Kak nmnpaBuno, mnpoueccel MIABJICHUS/KPUCTAIM3ALMKY W MOJUMOP(HBIE NEPEXOAbl
Y IOBJIETBOPAIOT YKa3aHHBIM TPeOOBaHUSIM.

2 Ecau BbllieonucaHHbIE YCJIOBUS CYLIECTBEHHO He COOIOAI0TCS, B KAKAON TOUKE CHIHAN 0a30BOH
JMHUU MOJAENHPYIOT B MPEANOJIOKEeHHH, YTO TelJOeMKOCThb PEeaKkLUHMOHHOH CMEeCH W3MeHsSeTcCs
NPONOPLMOHANBHO OTHOCHTENbHON MapLiMaibHON MIOLIAAH MHKA, U3MEPEHHON B AaHHON TOYKe
(puc. 1.4.1.1.1). OcHOBaHMEM IJiSl AAHHOTO TMPEAMOJOKCHHUS CIYKUT TO ODCTOATENIBLCTBO, UTO
IUIOIab [HWKAa HAa 3KCMEPUMEHTANbHONW KPHUBOH MPONOPUHMOHAIbHA TEMJIOTe PEAKLIHH.
CooTBeTCTBEHHO, OTHOCHTENIbHYIO MapuHajibHYIO MJIOWAaAb MOYKHO CUMTATb MPONOPLHOHANBHON
CTEMNEHU NMPEBPALIeHUs] B AAHHOH MOMEHT BPEMEHH.

1.4.2. KoppeKims SKCIePHMEHTAILHOTO CUTHANA

JItoDoli 3kcnepruMeHTaIbHbIN CUTHAT HeceT B cede MHPOPMALMI0 He TOIbKO 00 H3yuyaeMoM
ABJIEHHN, HO M 00 OCODEHHOCTSIX MeToja, KOHCTPYKUMM npuOopa M YCIOBUSIX TpOBejIeHMs
skcnepumenta. Hanpumep, npu H3MEpeHHH TEMIOEMKOCTH 3KcrnepuMeHTanbHblii curnan JACK
NPOMOPLMOHATICH HE TOJBKO TEIUIOTE, 3aTPAYCHHOM HA HarpesaHue o0pasua (mosesHas HHpOpMaLys),
HO M O TeIJIOTe, 3aTPAYeHHON Ha HarpeBaHWe THIJI, YTPAYeHHOMN B pe3yJbTaTe TeMIOBOrO U3MyYeHHus,
NepeHeceHHoH ¢ NOTOKOM rasa (JauiiHAs wHpopmauus). B sTolt ¢BA3M Ha nepsoil cTaauu aHaW3a
IKCTIEPUMEHTANIBHBIX JAHHBIX HEOOXOAWMO MPOBOAUTL PACIUM(PPOBKY 3KCMEPHMEHTAIBHOIO CHIHANA
— BBIOCICHHE TOJNE3HON uH(opMauuu. Takas mnpouedypa Ha3bIBACTCA «KOPPEKLHS» WM

KACKOHBOJO LU

1.4.2. 1. Acustmempus uzmepumenninoi cucmensl

Ilpu oTCyTCTBHHM XMMHYECKHX HIH (Pa30BBIX npoueccos B cucteMe curnan JACK onmpenensiercs

cootHoleHuem (1.3.1.3). TTpu ero BbiBOAE AenaeTcst psix NpHOIHKEHUH.

1 Tlpeanonaraercsi, uTO U3MepUTENbHblE siuelikn B MpuOOPe CKOHCTPYMPOBAHbI H/€alIbHO
CUMMETPUYHO, W F, =/, =F/. B peansHom npubope pmaHHOE pPaBEHCTBO BbINOJIHAETCS

Ax

AT)4
paccTosiHWe OT HarpeBaTess 10 CEHCopa He MOryT ObITh aOCONKOTHO OAMHAKOBBIMU. Hannuue naxe
TAKOH HE3HAYUTENBHONW ACHMMETPUU H3MEPUTEIbHONH CHUCTEMBI MPUBOOUT K TOMY, UTO CHCHAJ
JACK ornnvaercs or O u B TOM clly4ae, KOraa u3MepeHus nposomsTca Oe3 Turied (mpudopHas
HyJieBas JIMHUSA).

2 TennoemMkoCTb BCEX 3JEMEHTOB KOHCTPYKUHH npudopa (BKIIOUAs H3MEPHUTEbHbIE THINIH) NPH
Boiofie (1.3.1.3) Taxke He yuuTbiBaeTca. Ha camoM fene TUDIM 0OJajat0T OMNpeneseHHbIM
3HAUYEHHEM TEMNOEMKOCTH (', (pan)= m(pan) (4/) (cTanmapTHeie THrIH A JCK-skcnepuMenToB

NpuOIMKEHHO 7 X Fy, , TOCKONBKY F = , @ TUIOLIAb TOMEPEHHOTO CCUCHHST KOJIOHKU U
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M3rOTaBNUBAOTCA U3 amtoMuHUA). TTockonbky Maccel Turiieit ¢ oOpasLoM U 3TaloHOM OJIHM3KH, HO
He oxuHakoBbl, curHan [ACK ot aByx mycTeix Turneit (HyneBas JIHMHHs) OTanudaercs ot 0O
DSC seropine = =€, (A pan.S)= m(pan_R)]. (1.4.21)

enb kOppeKUMH — HCKIOUYUTL M3 HU3MEPSAEeMOro CHUrHaia HHQpopmauuo 00 acHMMeTpUM

U3MEPUTENLHONH CHCTEMBbI, CBA3AHHONH C Pa3iMuMeM B BEMYMHAX TEPMUUECKOrO COMPOTHUBIEHUS CO

CTOPOHBIL S U R n TernoeMKoCcTH Turniet S 1 R. Takyro KOPpEeKLHUIO CACAYET MPOBOAUTD B TEX CIyHasX,

KOrga BakHO 3HaTh abcomoTHOe 3HaueHue curHana JCK (Hampumep, os pacuera TEMIOEMKOCTH).

Jns 3TOro mepBOHaYaIbHO MPOBOAAT W3MEpeHHs HyJIeBOW JIMHUM, 3aTeM olpasua, M K3 MOCIENAHEro

curHana BelMuTalOT nepeblid. [lpyu npoBeneHUH KOPPEKLIMHW OTHOCUTEIBHO HYJIEBOH JIMHUM BaXXHO

COONIOIATE CNEAYIOLINE YCIOBHA.

1 OOfpazen nomewmaeTcs B TOT )K€ TUrelb, A5 KOTOPOro NMoJyuyeHa HyJieBas JTMHUA (Ipyrod TUrenb
Oyzner oTnuuaTeCs MO Macce, MU aCUMMETPHs, CBSA3aHHAs C Pa3HULEH TernioeMKOCTH, He Oyner
yCTpaHeHa).

2 MHsmepeHus oOpasLa U HyJ1€BOH JIMHUU NPOBOASTCSA B OTMHAKOBbIX YCJIOBHSAX.

2.1. CkopoCTb MSMEHEHHUS TEMIIEPATyPhbl HEMOCPEACTBEHHO BXOOUT B cooTHoWeHHE (1.4.2.1), ee
HU3MCHECHHE CYLIECTBEHHO N3MEHSET BEIMYHHY 3KCIICPHUMEHTAIbHOrO CUTHAMA.

2.2. [lpupona (TenjaonpoBOAHOCTb) W CKOPOCTb TMOTOKA ra3a B S4elike BJIMAET Ha BEIUYMHY
ko3(pduunenra  nponopuumoHasbHocTM . [lpd  BbIBO@E  OCHOBHBIX  YPaBHEHWH
Npeanonaranoch, YTO TEMJIOTAa B M3MEPUTENbHOW CHUCTEME MEPeHOCUTCS TONBKO 3a CYET
TEMJIONPOBOJHOCTH  KOJIOHKM, COEAMHSOLENd HarpesaTtenb WM THUMIWM. B 3TOM ciyuae
KO3((PHULMEHT TPOMOPLHOHANBHOCTH TPEACTABISIET COOOH TEPMHHYECKOS COMPOTHUBJICHUE
KOJOHKHM M Ha €ro BCJIWYMHY BIHACT TOJBKO €€ MaTepHal, reoMeTpus M Temnepartypa. B
peanbHbIX Mpudopax Heu3Oe)KHO NPOUCXONAT TErJIOBble YTEYKH B PE3yJIbTaTe TErIOBOro
u3nyueHus U kousekuwu. Jlons tenna, He pacXodyroLIascs Ha HarpeeaHus obpasua, 3aoKeHa

B KOB(I)(I)I/ILII/IBHTG r. Ota noJia 3aBUCUT KaK OT TEMNEpaTtypbl TUITIA U 060.]'[0'-[1(1/11 TaKk U OT
TEIUIONPOBOAHOCTH U CKOPOCTH NOTOKA ra3a B M3MepMTeJ’[bHOﬁ CUCTEME.

1.4.2.2. Koppexuusn no memnepamype (1)

Llent naHHOro BUOA KOPPEKLMW — MPUBECTH U3MEPAEMYIO TEMIEpaTypy sSueHKu CpaBHEHUS
Tk x uctuaHOM Temneparype 7r. Takyro KOpPpEKLMIO CIEOyeT MPOBOOUTH BO BCEX CyHasx, KOriaa

HEOOXOIMMO TOYHOE H3MEPEHHE TEMITEPATYPhI.

CorpacHo (1.3.3.1) pa3Huua MeXIy HCTUHHOH W U3MEPACMON TEMIEpaTypoil paBHA
NMPOU3BENEHHIO BTOPOH KOHCTAaHTbl BPEMEHM HA CKOPOCTb M3MEHeHWst Temmepatypbl f. Takum
00pa3om, cyTb KOPPEKLIUHK N0 TEMITEPATYPE 3aKJIHOUAETCA B OMPEAENEHUN BTOPOH KOHCTAHTBI BPEMEHH

NPH 3a0aHHOH CKOPOCTH HarpeBaHUs/OXJIKAEHHS U3MEPUTENILHOH CHCTEMBI.

BenuuuHa BTOPOH KOHCTAHTBI BPEMEHM XapakTePH3yeT CKOPOCTb TernooOMeHa Mexmy
o0pasLoM M OaT4MKOM TepMomapel. OHAa 3aBHCHT OT OONBIIOrO YHCHA PA3NHYHBIX (HaKTOPOB:
CKOPOCTH M HANpPAaBICHUsS M3MEHEHHS TEMIEPATypPhl, TEIIO(PU3HUCCKUX CBOMCTBAa o0pasua M THIII,

TOJILHUHbI 06pa3ua H JHa TUras, TEIUIOBOrO KOHTAKTA o6pa3ua W NHa TUIJA, AHA TUTJIA U CEHCOpa,
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KOHCTPYKIUHH U MaTEpUan CCHCOpa U T.A.. Teopeanecm OLEHUTHb KOHCTAHTY BpPEMCHH HEBO3MOKHO.

Ee Haxoaar nytem kannOpoBku npudopa.

1.4.2.3. Koppexuus no memnepamype (2)

Ienb cBOAUTCA K TOMY, UTOOBI NpUBecTH 3aBHcUMOCTb curHana JICK oT BpemeHH (NOCKONBKY
TeMmreparTypa 3TajioHa JIHHEHHO 3aBUCHT OT BPEMEHU — CJIEIOBATENIbHO U OT TEMMNEPATyPbl 3TAIOHA) K
3aBHCHUMOCTH OT MCTHHHOH TemnepaTypbl oOpa3ua. JanHblii BUg Koppekuny He0OXOIHMO MPOBOANTE
B CIEAYIOIINUX CIy4asx:

1 omnpenencHue BUa U300apHBIX CeueHU Ha30BBIX THATPAMM,

2  KHMHETHYECKUN aHaJIU3,
3 onpeznenenue comeprkaHus npumecei B odpasue.

PaszHnua wusMepsiemMoil  TeMIepaTypbl  SUCHKH CpPaBHEHHS M TEMIEpaTypel odpasua

ompenensiercss no ypasHeHUO (1.1.1.2) uepes TennoBoi MOTOK MEKAY 3THUMH ABYMs TOUKaMu Dy, .

gt _ el _ el elf dTS a7, 1 -
!.S’ - ImR - r;va (DSF’IIR - 'VA:':JIR(' ;),Sml(’ (7 - T‘: . (] 42’) ) ] )

3meck 7§ — TeMIEpaTypa TPAaHHHUAMEro ¢ JHOM THDISA C10A obpasua. Bemmummer riy, m 9 p

ABJIAHOTCS Bd)d)eKTHBHblMl/l, OHH CKJIanbIBAKOTCA U3 COOTBETCTRY HOLIHX XAPAKTEPUCTHUK

JIHA TUTJIA 00paslia,

CeHCOpa stueliku odpasLa,

TCIUIONPOBOAALICH KOJOHKH, pa3aessomeii odpasel 1 A4eHKy CpaBHEHU,
CEHCOpa AYeNKH CPABHEHUS.

B WD =

KpOMe TOro, napameTp # YUYUTBIBAET AONKY 3SHEPIuH, ((l'IOTepHHHOFI)) O6p8.3Ll0M B pe3yJibTaTe

TEIUIOBOTO U3NYYEHUsT MU KOHBCKLWH, a TaK KE pacceﬂBmeﬁcsl Ha IpaHULEax pasiera daa3. Takum

00pa3OM, KOHCTAHTA BPEMEHHU 75, = ren (/s o 3aBHCHT OT ClIenyIoIuX (HaKTopos:

1 reomeTpun TUIIS (TIOBEPXHOCTH AHA THUIJIA OMPCACISET BIHACT HA TCIUIOBOM KOHTAKT MEXKIY
THUTJIEM U CEHCOPOM),

bakTypbl npuieralomei K JHy TUIJIS [TOBEPXHOCTH 00pa3lia,

B MeHbLUEN CTeneHH — Ternodu3n4ecKkux CBOHCTB odpasua,

KOHCTpY KLinu mipubopa,

CKOPOCTH M HATIpaB/ieHUs U3MEHEHUS TeMIepaTyphl,

TEMIEPATY PEL,

TEIIOPU3MIECKUX CBOWCTB M CKOPOCTH MOTOKA rasa.

~N Oy R W

JaHHblilt kO3 PULHEHT B XOopolleM NpUONMXKEHUM MOXKHO CUUTaTb MOCTOSHHON BeIMYUHON Ans
ornpenesneHHOro npudopa B OOHUX W TeX K€ OIKCTNEePUMEHTATbHbIX ycnoBusax. Ero senudnny
OMPENCHSOT C MOMOLIBIO CTaHmapTa. B KkadecTse CTaHmapTa OOBMHO HMCMOJB3YKOT META,

TEMIIEPATYPA TUIABIECHUS] KOTOPOro ONn3Ka K Temmepartype muka Ha kpusoit JJCK obpasua.
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an MninaBJICHHU MeTaJllla Pa3HOCTb TEMIIEPATY P onpeneIsieTca COOTHOLICHHUHEM

1
g

oot [“’ (DSC - DSCly) DS (14232)

1
R =T 07 J (" ISC = DSC ‘Bl,): -

roe DSCy = —rfAC, 4, ONUCHIBAETCS B HYJICBOM TNPUONKCHHUH. YUWTHIBAs, YTO NPU ILIaBJICHHU

v

~ drs .
TeMImeparypa oOpasua He H3MEHAETCs (T°=0), a CKOPOCTb H3MEHCHHUS TEMIICPATyphl SAUCHKU
4

CpaBHEHHSI paBHa CKOPOCTH M3MeHeHMs TeMmmepaTypbl HarpeBaTens £, u3 (1.4.2.3.2) momydaem

etf dly  dlw et . I Vel
g |08 T mR o g g DSC
‘s"m( dt dt suit/ gw

(1.4.23.3)

| O
or - _ e
sk —%Db( !

Onpenenennyo TakuM obOpa3oMm BesnuuHy 3(dexTHBHONH KOHCTAHTBI BPEMEHH MOXKHO

MCIIOJIb30BATb AJIsl KOPPEKLMH 3KCTIEPUMEHTANIbHBIX KPUBBIX APYrHUX o0pa3uos Npu yCIOBHH, UTO BCE

HapaMe’prI 3KCHepI/IMeHTa OAHWHAKOBBI
- (dly dT g (dT,.s  dT g dDSC .
gt g ef] R mi | _ e eff HI | eff
!S = !mR + TS{:IIR =~ — . - ImR + TSmR = — - - "mR + TSmR : (l 423 4)
di dt dt dt di

JlaHHBIA BUA KOPPEKLIMH MO3BONSET OMpeneinTh TeMnepaTypy cnosi odpasiia, rpaHUYalero ¢
OHOM THras. B pexunme HarpeBanus (kKoraa TenjoBOW NMOTOK OT MeYkU rnepemaercs odpasuy B
OCHOBHOM 4€pe3 TCIUIOMPOBOIALIYIO KOJNIOHKY ), 3TOT CJIOH UMEET caMylo BBICOKYIO TeMmepatypy. Ilpu
VOaNeHUU OT IHAa THUINS TeMmepatypa oOpasla MOHWKAeTCsl M3-32 KOHCUHOH BEIHYHHBEL €ro
TEIIONPOBOAHOCTH (B HEKOTOPBIX Clyyasx TpajMeHT TemmnepaTyp B oObeme oOpasua MOXeT
pocruratb 10°). Temneparypublii npodunbs B odbeme obpasua onucbiBaeTcs napadonoi. CpeaHior

TEMIIEPATypy obpasua MOKHO OLCHUTH no COOTHOLIEHUK)

5

o 12
(Ts)=T5 = Cpupfar (14.23.5)

rae p, d, A — NAOTHOCTL, TONMIKMHA, KO3 ULINEHT TemNonpoBOAHOCTH 00pa3La COOTBETCTBEHHO.

1.4.2.4. Koppexyuna no meniome

Llenp kOppekUMy Mo TEIUIOTE — COMOCTABUTh IUIOLIAAbL MHKA HA HKCIEPUMEHTAIBHONH KpHUBOH
JCK, cooTBeTcTBYIOLIEr0 XUMHMYECKOH peakuuu uan ¢asoBoro nepexona, ¢ TEIIOTOH JaHHOro
npouecca. JTOT BHIO KOPpeKLUHM HeoOXOAMMO NPOBOAUTHL B TeX CIy4asx, KOrAa MJIaHUpyeTcs

U3MEPSATH TEIJIOTY.

Cornacho (1.4.1.2.2) rennora peakunn wiy ($HasoBoro nepexoga NponopUHOHAIbHA TUIOLAAH
3KCHEPUMEHTANBHOrO NHKA, H KOXPPULUCHT NMPOMOPUUOHAJIBHOCTH PaBEH OOPATHOMY TEILIOBOMY
CONPOTUBJIEHUIO (TIPH YCIOBHH, YTO MPOLIECC MPOTeKaeT B HEDOMbIIOM BPEMEHHOM WHTEpBane, U

nepeas, BTopas U Ap. NpOH3BOAHBLIC CUrHaNa HCK Mo BpEMECHU MNpU HHTErPUPOBaHUH NO BCEMY IMHKY
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o0Hys0TCs). B peanbHbIX ycn0oBUAX k03()(ULMEHT NpONMOpLMOHANBHOCTH sBaseTCs 3(QeKTHBHOI

BeMUMHON M oOo3Hawaetcs Ko  (xanubposounelii  koddduuuenT no  Terore).

0 = j[K o(DSC = Dsc,
| (1424.1)

OH BKJIKOUaeT B celds

TepMHYECKOe CONMPOTHBIEHHE KOJIOHKH OT HAarpeBaTes 10 CeHCOopa,
TepMHUYECKOe CONPOTHUBIEHHE CEHCOPA,

TCPMUYECKOE COMPOTUBICHNE AHA TUTIA,

TCPMUYECKOE COTMPOTUBICHNE 00pasLia, KOTOPOE 3aBUCUT OT

4.1. TenaonpoBOAHOCTH MaTepHaa,

4.2, TOJLWMWHBI €rO CJIOA,

4.3. AMCNEPCHOCTH,

5 70710 3HEPTHH, MOTEePAHHON

5.1. Ha rpaHuLax paszaena ¢as,

5.2. 3a CH4ET KOHBCKLIMH U TCIIOBOTO M3y YCHHUSL.

LN —

BenuunHa KQ 3aBHUCHUT OT MHOI'MX Cb&KTOpOBf

KOHCTPY KLIWK U3MEPUTENbHOI CUCTEMBI,

rCOMETPUH U MaTepuana TUTNCH,

TEMNOPU3NIECKUX U PUINIECKUX CBOHCTB 00pasLa,
TEMNEPaTypbl,

CKOPOCTH W HanpaBJIEHUs U3MEHEHHs TEMIIEPATY b,
Termno(u3uyeckux CBOHCTB M CKOPOCTH NMOTOKA rasa.

N BN =

Ecnu peakums mpOTEKAET HOCTATOUHO OBICTPO, KO(P(PUUHMEHT NPONMOPUHOHANBHOCTH Ko

MOKHO B XOpOoLIeMm l'lplr16J'll/l}KeHl/ll/l CUUTATh HE3aBUCALINM OT BPEMEHU M BbIHECTH 3a 3HAK UHTEIpaJa.

Iy
0, =K, j (DSC = DSC, )t (14.2.4.2)

Be.]'lHlll/lHy KO3(1)(1)HLll/leHTa NPpONOPUNOHAIBHOCTH OIMPEIACAOT MYTEM Ka.]'lM6p0BKM npn60pa.

JlaHHbIA BMA KOpPpEKLUMM HENMPUMEHUM /I OMNpejaeseHHs TEMIOTbl MPOLECCOB, 3HAUYUTENBHO
PacTSAHYTBIX BO BPEMEHH, NMOCKOJIBKY B 3TOM ciayuae npubaukenne K # A7) cyluecTBEHHO MCKaXaeT

Pe3yJIbTAaT.

1.4.2.5. Koppexuus no meniioeomy nomoxy

Takas xOppeKLHs MO3BONSET CONOCTaBUTL 3KcrnepuMeHTanbHblil curHan JCK ¢ ucTuHHBIM
TeNJIoBbIM NMoToKOM. Ee crenyer npoBomuTh B Tex ciyvasx, Koraa HeoOXOAHMO 3HaThb abCOMOTHY IO

BENHYUHY P, HAMPUMED — MPHU U3MEPEHHUH TEILIOEMKOCTH 00pasLa.

B crannonapHom pexxume cornacHo (1.1.1.2) skcnepuMeHTaNBHBIN CUrHAJ CBA3AH ¢ HCTUHHBIM
TEIIOBbIM MOTOKOM COOTHOLUEHHEM

DSC - [)(‘S:ef'aime = A'ISR = rSRq)SR = K(D(D&Q L) (1 425)
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rae xo3pQuLUHeHT MPONOpLUHOHATBLHOCTH Kq (KannOpPOBOUHBII KO3(hQULIHEHT MO TEMIOBOMY TOTOKY )
sByisiercst 2GHEKTHBHON BENHUNHON W CKIAaIbIBAETCSA U3 TEPMHUYECKOTO CONPOTHBIIEHHSA BCEro NyTH OT
obpa3ua 1o sueiku cpaBHeHHs (KOJOHKA, CeHCOop, AHO THrs, obpasen). Takxke B 3TomM K03 dumrenrte
3aJI0)KCHa MOJIST SHEPTUH, PACCESBLICHCS HAa MEK(A3HBIX I'PAHHLIAX U TOTEPSHHOM B PE3YJIBTATe

KOHBEKLMU W TENIOBOro K3nyueHus. Bennunna Ko 3aBuCUT OT chopMyTUPOBaHHbIX 115 K YCN0BMUii.

Beanuuny xos¢dpuumeHta nponopuroHanbHOCTH Ko OMpeaenstoT MNyTeM KaJluOpOBKM

npubopa no cTaHAapTy.

l'lpn NaHHOM BUAE KOPPEKUKWH HE BBOAWUTCS OrpaHMYCHUE Ha 3aBUCHMOCTHb K(p OT BpPEMECHH, B

3TOM CBA3M BeNUUHHBI K 1 K¢ HE COBMATAIoOT.

1.4.2.6. /lexoneo:tiouus

JIeKOHBOMIOLIMS TIO3BOMIIET OUUCTUTh 3KcnepuMeHTanbHblil curHan JICK ot Bcex HallokeHM,
CBS3aHHBIX C KOHCTPYKLHEH nMpudopa, yCIOBUAMH SKCIIEPHUMEHTA H T.A. U COOTHECTH €r0 C TEIIOBbIM
MOTOKOM, T'€HEpUpyeMbiM B odpasue B mpouecce peakuud. JaHHEBIT BHI KOPPEKLHHM HEOOXOOUMO
OPOBOOUTh B TEX CAy4Yasx, KOrOAa NPUHOMMUAJABHOES 3HAa4YCHHE UMeeT ¢opMa TMNHKA Ha

IKCIEPUMEHTANIBHON KPpUBOH (HaNpuMep — AJ1s1 KWHETHYECKOrO aHalv3a).

Tennoso MMOTOK peakuu HE nponopLrOHaJICH IKCNIEPUMEHTAJIbHOMY CUrHajiny

Py

@, )=k, (:)[ DSC() - Ko AC, o )+ 7, le.;s‘(;' L7 d-;) . (1.4.2.6)
4 ar

Kosdpduunentsl Ko v Ko B pasnuuHbIX TeMMepaTYpHbIX (BPEMEHHbIX) MHTEpBaNax ONpeaestoT
nytem kanudposku npudopa. HensBecTHbIMH NMPH 3TOM OCTAIOTCA BEJIMYHHBI KOHCTAHT BPEMEHH,
KOTOPBIC OMPEACNSAIOTCS KOHCTPYKLUMEH NpuOOpa, reOMEeTpHel U MaTEPHANIOM THUIVICH M YCIOBHIMH
NPOBEACHHS 3KCIMEPUMEHTa. MX 4YHCI0 M 3HAYEHUs MOMKHO OLEHHTh IyTEM ONTUMH3ALMNH,
anMnpoKCUMHUPYs 3KCMEepUMEHTalbHYH KpHUBYIO moiauHoMoM Tuma (1.4.2.6). C 3toit uenbto yaodHO
MCIIONIB30BATb MPOCTbIE 1O (POpME MUKH — KaK MPaBUJIO, MOJYUYEHHBbIE NPH IUIABIEHWH METaJIOB.
JKenatenpHo, uToObl cTaHmapt (MeTasl) TIAABKMACS NPU TEMIEpatype, OnNM3KOH K TemmepaType
MPOTEKAIOIIETO B 00pasLe MpoLecca, M ero CBOMCTBA (B MEPBYKO O4Yepenb — TeIOPU3INUSCKIE) ObLin
Oausku k ceoiicTeaM obpasua. [TonyueHHble TakMM 00pa3oM 3Ha4YeHUs B AajbHellleM BBOAATCS s

KOPPEKIHH moboro SKCIMEPHMEHTANIBHOTO CHIrHaa, NMNOJYHYEHHOTO B aHAJIOTHYHbBIX YCITOBUAX.
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1.5. Iloozomoeka odpazua

Huxe nepeuncnener odmue TpeOoBaHHS K o00pasuaM, HCHONB3YEMBIM I H3MCPCHHIA

metonom JICK.

1 OOpaseu He A0TKEH B3aMMOJElCTBOBaTb ¢ MaTepUAIOM HU3MEPHUTENbHON SUEHKH W 3allMTHBIM
ra3oM, €C/H JaHHOS B3aUMOACHCTBUE HE ABNACTCS MPEIMETOM U3YUCHHS.

2 HeobxoouMo mpemOTBPAaTHTL mepexon odpasua B rasoByrko ¢asy, ecinu ero cyOnumaius Wi
ucriapeHHe He SBJAITCA npeameroM u3yudeHus. C 3TOH LeJbl0 HKCNEPUMEHTBI, KakK TMpaBHIIO,
MPOBOAAT B T€PMETHYHO 3aBANIbLIOBAHHbIX Avelikax. B Tex ciyuasx, korma odpaseu HarpeBaroT A0
TeMnepatyp, npeebiatouinx 100 — 150°C, B kpbllike Aenat0T HeOOIbLIOE OTBEPCTHE YTOObI
n3bexkath nedopManuu siueiiky B pe3ysibTaTe MOBbILLEHHMS BHYTPEHHEro AaBleHUs.

3  Heobxoaumo obecneuuTs XOPOIWHU TEIIOBOH KOHTAKT MEXy oOpasuoM u ceHcopoM. s sToro
HY>XHO MOHOOpaTh SUCHKY ¢ IIOCKUM HEAC(HOPMUPOBAHHBIM JHOM U ILIOTHO PasMECTUTH MPOOy
Ha OHe sAd4eiiku. Teepabie NOJUKPHCTAJUIMYECKUE TPEnaparbl >KENaTelbHO CHPeccCOBaTh WIH
neperepeTb (NpemBapUTENbHO HeoOXOAMMO yOemuTbCs, YTO MEeXaHHWYeCKOe BO3IEHCTBUE He
NPUBOAMT K NpoTekaHH B odpasue QU3MUeCKHX WIM XMMHYEeCKMX MnpoueccoB). M3 crnolHbIX
MaTepHaloB THMA IUIEHOK U pe3rH 0ObIYHO BhIPE3aOT TOHKUI 00pasell Hy>KHOro AMaMeTpa.

4 Macca oOpaslia moAdUPAEcTCs B COOTBETCTBUE ¢ MOCTABJICHHON 3ana4ei. CienyeT y4HThIBATh, YTO
YeM TOJILIE CJ10M MPOOB! B AYEHKE, TCM BBILIC HEXKENIATEC/IbHBIN IPATIUCHT TEMIICPATYP B €€ 00BEME.
BsgemmBars obpasen HeoOX0aMMO ¢ TOYHOCTBIO He MeHee =110 2 mr.

5 Heobxoxumo obecrieuntb penpe3eHTaTHBHOCTL Npodbl. JKuakue obpasubl nepen noMemeHHemM B
M3MEpPUTENbHY Aueliky chneayeT TwlaTeNbHO NepeMeliuBaTh. HeOonbline KonuuecTsa NpoObl
TBEPAbIX TMONUKPUCTALIUYECKUX TNpenapaToB OepyT M3 pasHbIX HacTel, Mocne 4ero TakKe
TIIATEIBPHO MEPEMELIHBAOT.

1.6. Karubdposka

Ka.ﬂHGpOBKOﬁ Ha3bIBaKOT Ha6op OﬂeanHﬁ, OPOBEACHHBIX B ONPEACTICHHbIX YCJIOBUAX U
YCTaHaBJINBAOIIKX CBA3b MEKOY H3MEPCHHbIM 3HAYCHUEM HCKOTOpOﬁ BCJIMYHUHDI H
COOTBCTCTBYKOIIHUM 3HAUCHHCM JAHHOH BEIHYHUHBL, TOYHO H3BECTHBIM I CTAaHOAPTOB. B HCK

BEIHYHMHAMHU, 3HAYUCHUS KOTOPbLIX USMEPAIOTCA, ABIAOTCA TEMNOBOM NOTOK, TeMI0Ta U TéMNepaTypa.

CymecTByrot obimue TpeboBaHUA K CTaHAAPTaM, UCHOIB3YEMBIM 1 KATHOPOBKH.

—_—

Bricokas cTeneHp YuCTOTH (HE MeHee 99.999%).

JIOCTOBEPHO M3BCCTHBIC XApaAKTCPUCTUKU (PA30BBIX MEPEXONOB (TEILIOTA, TEMIEPATypa) A
KanuOpOBKHM MO TEIJIOTE H TEMIIEPATyPe M TETNIOEMKOCTb [Tt KaTHOPOBKH 1O TETLIOBOMY TOTOKY.
Y cTOWYMBOCTb HAa BO3AYXE W K BO3AEHCTBHIO 3Ny UEHHS.

XuMuueckas CTabUNbHOCTE.

Huskoe naBneHue HaChILEHHOIO Napa Npu TeMNepaType U3MepeHHs.

MHEPTHOCTE MO OTHOLICHUIO K MATECPUANY THIJI U aTMochepe.

bauskue k uccnenyemeiM obpasuaM TEIIOPU3HUECKUE (TCINIOCMKOCTh, TCIUIONPOBOAHOCTB) H
duznueckne (Macca, TOJMIMHA, TUCTIEPCHOCTD) XapPaKTEPUCTHKH.

\S]
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1.6.1. KanuOpoBka no TeMneparype

JlaHHbIi BUA KAIMOPOBKHU MO3BOMSIET CONOCTABUTH U3MEPSIEMY KO TEMNIEPATYPY /mik C UCTHHHOM
TeMIepaTypoi AYEHKH CpaBHEHUSA 1r
Ty =1 + AT (1.6.1)

cory 2

roe A7 3aBucuT OT

COFF

KOHCTpYKUMH Tpubopa (TEPMUUECKOTO COMPOTUBICHHUA MEXKOY TOBEPXHOCTBIO CEHCOpa W
JATYUKOM TEPMOMAPHI),

2 Marepuan ¥ TeOMETPUN TUIJIEH,

3 npupoabl ra3oBoil aTMOC(EPH! U CKOPOCTH MOTOKA Ta3d Yepe3 U3MEPUTENBHY IO sUeliky,
4 CKOpPOCTH W HampaBeHUsi UBMEHEHHs TeMMEPATY Pbl H3MEPUTENBHON STYEIKH,

5  TeMmepaTypsl.

B 3T0ii cBA3U kanuOpoBKyY MO Temneparype cieayeT MPOBOOUTL B TE€X JK€ YCIOBUAX, UTO U U3MEPEHUs
o0pasua, OTACIBHO B PEXUMAX HAarpeBaHus U oxnaxacHus. HeoOxommMo UCTONB30BATE HE MCHEE
TPEeX CTAHIAPTOB, TOUKU (Pa30BbIX MEPEXOA0OB KOTOPBIX NMEPEKPHIBAIOT BECh HHTEPCCYHOIIUHI AUANA30H

TeMMepartyp.

JUia TemnepaTypHOil kKanuMOpPOBKM KalOpPUMETPOB B KAauecTBe CTaHAAPTOB, Kak MNpPaBMJIO,
BbIOMPAIOT BELIECTBA, 3HAYEHUs Temreparypbl (PAa30BbIX MEPEXOOOB KOTOPBIX HCMOJB3YIOTCS Kak
¢ukcupoBaHHble Touku B MexayHaponHoint Temneparypuoi Llkane (/78 — 90). Cranmaptel, ass
TCMIICPATyPHOH  KaNuOPOBKM B PEKUME  OXJAKICHHSA  OO/DKHBI  OTBEHATH  CJACAYIOLIUM
JOTIONIHUTE/IbHBIM TPeOOBAHUSM:

1 Hanuuue Ga3oBOro nepexo/a NEPBOro pojaa ¢ He3HAUUTEIbHbBIM 3P PEKTOM NePEOX AN IEeHUs,

2 Hammuue (a3oBOrO  MEpexoma BTOPOro  poaa (mas  KOTOPOro  OTCYTCTBYCT 3P (exT
MEPEOXTAKICHHS).

KanuOpoBky B pexumMax HarpeBaHMs M OXJAKAEHMUS MPOBOAAT CJEAYIOLIMM 00pa3oM.
W3mepuTenbHyto siueliky €O CTaHZAPTOM HArpeBalOT/OXJNAKOAIOT C 3aHaHHOH CKOPOCTBIO Kak
MHHUMYM TpPH pa3a. B kadecTBe U3MEPEHHOIO 3HAYCHUs TEMIEPATypbl HAXOAAT CPEAHEC 3HAYCHHE
Tonset ABYX TOCHEIHMX W3MeEpeHU (BOCMPOH3BOAMMOCTb 00bIuHO cocTtaBaser 0.1 — 0.8°, uHoraa
ynaercs A00uThes BeanuuHbl 0.02°). OnMH M TOT ke CTAaHAAPT U3MEPSAKOT He MEHee 4YeM NpH Tpex
Pa3IMYHBIX CKOPOCTIX CKAHUPOBAHUA, IIOCJIE YEro IKCTPANOJHUPYIOT PE3yJbTaTbl HA HYJIEBYIO
CKOPOCTE. AHAJOTMYHBIM 00pa3oM MPOBOAAT M3MEPEHUs I BCEX CTaHAApTOB. C HCMONB30BAHUEM
NONyUuEHHbIX 3HAUEHUI 7 pe CTPOUTCS KaTMOpOBOUHAs kpuBas B xoopauHatax /g (lit) = f(71u(exp, f
— 0). JlaHHas kpuBas onpegenseT k03pPHLUMEHT nepexoaa OT 3KCHEePUMEHTATbHO H3MEpPEHHOM

TemMnepaTypol /g K 7g MPU HYJIEBOH CKOPOCTH U3MEHEHHS TEMIIEPATY PBI.
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bonee ObiCTpblii  BapMaHT TeMmepaTypHOil KaaMOpPOBKM  3akaoyaeTcs B CO3AaHMM
KanuOpPOBOUHON KPUBOI A1 OAHOM 3aAaHHON CKOPOCTH CKAHUPOBaHMs (IIPU KOTOPO# B AanbHelillem

MJIAHUPYETCS MPOBOAUTH U3MEPEHUs 0OPa3LOB).

B coepemennbix JICK B cranpapTtHblil maker aHanmu3a, Kak MPaBHIO, BXOAWUT (yHKLHA
CO3MaHMsA KaJMUOPOBOUHON KpHBON. BBIXOmAIINI 3KCIEPHMEHTANbHBIN CHTHAN (POPMHUPYETCS YKE ¢

Y4eTOM KanuOpOBKHU IO TEMIIEPaTy pe.

1.6.2. KanuOpoBka no TemioTe

Koaduument K, omnpenenstoT no 3SHTanbIMsAM (ha30BbIX TepPexonoB (TnaBlieHHUE,
nonuMopusm) CTaHIAPTOB.

A HS
— . (1.6.2.1)

[(sc = DSy, Y

lg

Ky =

Bce omepauny npoBOOAT B TEX K€ OKCICPUMEHTAJBHBIX YCIOBHAX, B KOTOPBIX IUIAHHUPYETCS
NMPOBOANTL H3MEPEeHUsT 00pa3lLoB (CKOPOCTb W HaMpaBjleHWe H3MEHEHUsl TeMneparypbl, CKOPOCTb
MOTOKA ras3a, KOHCTPYKLUMS W Marepuan turieii). B ¢Ba3u ¢ Tem, uro kanuOpoBouHslit ko3dduunent
CYLIECTBEHHO 3aBHUCHT OT TEMIICPATYPHI, €r0 3HAUCHHE OMPEACISIIOT HE MCHEE UeM B TPEX TOUKaX,

MOJTHOCTBIO OXBATHIBAKLIMX MHTEPECYIOLIHI AUANa30H TEMIIEPATY P.

Huxe nepedyncieHel OOMONHUTENBHBIC TpeOOBaHHA K CTaHAapTaM A KaluOpPOBKU IO

TEIJIOTE.

1 HeGonbluas NpoTs)KEeHHOCTb MUKA (MO3BOMsAET He YUMTBIBATh Ha 3TOM Y4acTKe 3aBUCUMOCTb K OT
TEMIICPATypHl (BPCMCHH).

2 Ilpm xanuOpoOBKEe MO SHTAJBMUH TUIABJICHUS PEKOMEHOYETCS HE HCMOJB30BaTh CTAHAAPTBHI C

$0JIBILION MIIOLIANBIO MOBEPXHOCTH (MONIMKPHCTAIUIHYECKUE NPENApaThl, CTPYIKKA).

Cuna aare3uy CTaHOApTa K MaTEPHATy TUIIs HE JOJDKHA CYLIECTBEHHO U3MEHATBCS B PE3YJIbTaTe

¢azosoro nepexoaa.

[ 8]

HUctounuk orpaHumdeHuii 2 u 3 3aKIHOYACTCS B CASAVIOMICM. DHTAJBIHEH peakuuu (B TOM
yrcIe U (hasoBOro Mepexoa) Ha3bIBaCTCs TEIIOTA, BbIACTUBIIASICS UM MOTJOTHBLIASICS B PE3YJIBTATE
peakLuu, Npu
1 MOCTOSHHOM JlaBNEHUU M TEMIIEpAType,

2  OTCYTCTBHH HEMEXaHUYECKHX BUAOB PadoT.
dazosble nepexompl NMPOTEKAOT MPH TIOCTOSHHOH TemmnepaType, U B JTOM cly4ae ycnosue |
codmonaercs seerga. OQHaKO HEMEXaHUYECKUE BUABI padOT MOTYT NMPUCYTCTBOBATS.

1 Pabora obpa3opanus nosepxHoctH oW = ulc cymecTBeHHO oTinuaercs ot 0, eciid B Pe3yJbTaTe

npouecca naoLiaab TOBEPXHOCTH 00pa3La 3HaYUTeNbHO MeHseTCS (MUIaBleHHe MEKOIUCTIEPCHBIX
00pa3LoB ¢ 00pa3oBaHHEM OTHOI KaIin PacIliaBa).
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2 Tlpu cylIeCTBEHHOM W3MEHEHMM CUJIbl aare3nu odOpaslia Kk marepuany TUra ¢a3oBblii nepexosn
COMpOBOKAACTCA paboTOM aare3un.

[Mpu kanubpoBke B pekuMe OXJaxIeHUs HeoOXOOMMO yUHTbIBATH 3QDEKT nepeoxnakaeHus

Tjh’:

At 0)= [(C s =C it (162.2)

7

melt

TOYHOCTE U3SMEPEHHOM TEMIOTEI MPOLECCa ¢ YIETOM KaTHOPOBKH OOBIYHO COCTABIACT MOPSAAKA

5%. B HekoTOpBIX Cyyasix 3Ty BEIWYHHY MOKHO HOHU3UTH 10 1%.

OyHKUMs cO3AaHUs KanUOPOBOUHOM KPHUBOM, Kak NpaBUNO, BXOAMT B CTAaHAAPTHbIH Maker
aHanusza cospeMeHHblx JICK, n BbIxoasuuii skcmepuMeHTaNbHblil CHrHan (GOpMHUPYeTCs yxke C

YUYETOM KaJHOPOBKH 1O TEIJIOTE.

1.6.3. KanuOpoBKa 00 TEILUIOBOMY MOTOKY

Koadduunent nponopunoHanbHOCTH K¢ ONPEAEIAIOT 10 U3BECTHOH TEMIOEMKOCTH CTAHAAPTA
B YCJIOBUSIX, HACHTHYHBIX H3MEPCHHUSIM 00pa3LiOB BO BCEM MHTEPECYIOLIEM TEMIICPATy PHOM AHAMa30He
no COOTHOLLEHHIO, Moy YeHHOMY 13 (1.3.1.2) u (1.4.2.5)
_ DSCg, = DSC

Kq) — - zeroline ) (163)
/%'p,Sr

N3mepenus obpa3ua v cranzapta HEOOXOOHUMO MPOBOANUTbL B OOHOM THIJIE C MCTIOIb30BAHUEM OIHOH
HyJeBOl nuHuu. B kauecTBe craHmapra pekOMeHOyetcs cuHTternueckuil candup (a-Al,0;3). Maccy
CTaHAapTa MOAOUPAOT TakuM O0O0pasoM, YTOOBI TEIJIOBONW MOTOK ObUT ONU30K MO BEAMYHHE K

TEIIOBOMY TIOTOKY, NEHEPUPYEMOMY HCCeAyEMbIMU 00pasLaMH.

Hns JICK tennoBoro notoka TOUHOCTh onpeaeneHus K¢ coctabnseT nopsaka 1 — 1.6%.
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2. MlpakTuueckoe ucnob3zopanue meroaa JICK

2. 1. H3mepenue menaoemxocmi eemecmez

Metoa JICK sBnsercss cambiM ObICTpbIM €MocoOOM oOmpeeneHus BesJHukHbl H300apHOM
TeMJIOeMKOCTH BellecTBa B IUHPOKOM pJuanazoHe Ttemnepatyp. Huxuuil npenen onpenensercs
TeMIepaTypoii kuneHus azota (~—170°C), BepxXHUil mpeaen — KOHCTPYKIUCH KOHKPETHOTO MpUdopa 1
MaTepUanoM TUTJICH (MOCKONBKY CTAHAAPTHBIC SMCHKH H3TOTABAMBAOT U3 aJIOMHHHS, MAKCHMAaIbHO
A0nycTHMasi TeMrnepaTtypa 00bluHO coctasaser 600°C). OaHako TOUHOCTb U3MEPEeHUs TeM0eMKOCTH
meronom JICK ycrynaer TouHocTH MeTona annadaTHueckol KaIOpUMETPHH 110 PANY NPUYHH.

1 B wmerome JCK Oosblie OTHOCHTENbHAs MOrPELIHOCTb MPH ONPEeAesNeHHH Maccbl oOpasua u
U3MEPEHHSAX, [MOCKOJbKY 3KCIepHMEHTbl TPOBOAATCA C Manoi (mopsaka  HECKOJNbKHX
MUJJIMIPaMM) BeTHYHHON HaBECKH.

2 CpaBHHUTENBHO BBICOKAs CKOPOCTb CKaHUpoBaHUA (5 — 20°/MMH) NPHUBOOUT K BO3HHKHOBCHHIO
3aMETHOTO MPagUEHTa TEMIIEPATYP B 00BEME 00pasLa.

3 B wmerome ACK 3HauyuTenbHBI HEyuYTE€HHblE NMOTEPH TerJa 32 CHeT KOHBEKLHH W TEerJOBOro
U3JTyYeHUs.

B 37Ol ¢BA3M A4 MOAYYEHHS AOCTOBEPHBIX 3HAYCHUN PEKOMCHAYETCS MPOBOAUTH HE MEHEE TPEX

HE3aBHUCHMbIX nsmepel-mﬁ TEILTOCMKOCTH U PE3yJIbTaTbl CTATUCTHYCCKHU O6pa6aTblBaTb.

Cnocob pacueTa 3HauYeHHMUit ('p U3 SKCNEePUMEHTANbHOIO CHTHajla OCHOBAH Ha CHIEayroLIKX

COOTHOWECHUAX
1)‘5( S-pan 1)‘5( zeroline — Kq,ﬁl’”s (_p.S
_ DS( St—pan ])*S(:c:w)fi»zc 211
o= C ; 2.1.1)
ﬁn’Sr_’ .St

¥ [)‘S("S— pan _I)b( seroline }"S; ¥

Q[)_S = 1)3'(y ])31(1 —_p.St
b St1 pan T “ zeioline r”S

rae DSCs pan, PISCstipan — IKCTIEPUMEHTANBHbINA CUTHAN OT obOpasua () U TMras (par), B KOTOPbIi

oOpaseu moMereH, M craHaapta (/) W Turas cooTBeTCTBEHHO, DSC cwline — SKCMEPUMEHTANbHbII
CHUPHaJI OT nycToro TUris (Hynesas auHus), Ko — k03POULUHMEeHT YyBCTBHUTEIBHOCTH MO TEIJIOBOMY

MOTOKY, ff — CKOPOCTb M3MEHEHHA TEMIEPATYPbl B W3MEPUTENbBHOH cucteme, m — macea, C o, C o —

yIOeNbHAS TEIUNIOEMKOCTh. BenuvnHa ko3 GpuumeHTa nponopuuoOHanbHOCTH Ko CYLUESCTBEHHO 3aBUCHUT
OT YCJOBHI KcnepuMeHTa U Tenjoduznueckux U pusnueckux cBoiicTs odpasua. B 3Toil cBszu npu
M3MEPEHUN TEeMJIOEMKOCTH BaXXHO coOJII0aaTh cllefyoLe NpaBuia.

1 Cepmo SKCNEPUMEHTOB (nsmepel-ms HyJ'leBOFI JIUHHH, o6pa3ua H CTaH,[lapTa) NMpoOBOAUTDL B
OAHNHAKOBbLIX SKCIIEPUMEHTAJIbHbIX YCIOBUAX ()I{e.]'laTeJ'leO, B OJHWH IleHb).

* 1. ASTME 1269 — 95. 2. Hohne G.W H.. Hemminger W F.. Flammersheim H.J.. Differential Scanning Calorimetry.
Second Edition. Springer, Berlin, 2003
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Cepuro 3KCMEpUMEHTOB MPOBOAWThL B OJHOM M TOM e THIJIE, TUrelb B npubope pacrnoiaraThb
OIUHAKOBBIM 00PasoM.

Hcnonp3oBaTe cTaHOApT, OMU3KU MO (PU3MUECKUM M TEIIOPU3HUCCKUM XaPaKTCPHCTHKAM K
ucenegyemomy odpasiy.

TiatenbHoe coOMoAeHe 3THX YCIOBUI NO3BOIsAET A0OUTbCA Xopolieli BOCMPOU3BOAHMOCTH

(noBepurenbHblit ©HTEpBad He npesbiwaer 0.5%) W TouHOCTU (OTKNOHEHUS cocTaBisAioT 1 — 2%)

U3MEPCHHBIX BEJIHMYHUH TEIMNOEMKOCTH.

Benuunna naBecku oOpa3ua He craHnaptuizoBaHa. Ee pexkomennyercs noaduparb Takum

obpasoMm, urodel curran JACK or obpasua u craHmapra umen ONHM3KYH BEIUYHHY, YTO CHIDKAET

CYMMApHY0 MOrpeLHoCTb IPU pacueTe no cooTHowenuo (2.1.1).

1

[ 8]

CymecTByeT HECKOIBKO HCTOYHHUKOB OLIMOOK IPH H3MePeHuH Temnoemkoctu Meronom ACK.

HsmeHeHne MONOXKEHUS THIUIA B A4CiiKe MPH U3MEPEHUH HYJICBOH JUHMH, odpasua u CTaHaapTa.
Curnan HysneBOH JMHHMH 3aBHCHT, B TOM YHCJE, OT TEINIOBONO KOHTaKTA MEKAY OHOM THIIA H
CEHCOPOM, KOTOPBII MOYKET W3MEHWTbCA TMPU WU3MEHEHHM TONOXKEeHWs Turns B sdeiike. [ns
TOYHOTO BBIMOJHEHHA COOTHOWeEHHH (2.1.1) HEOOXOIMMBIM yCIOBHEM SIBIAETCS HEM3MEHHOCTD
CHrHaaa HyJeBOH JIMHUM.

Paznuune B Tennodusmueckux n (PUIMYECKUX XapakTepUCTHKax o0pasla M cTaHaapTa jejaer
PAaBEHCTBO KO3 (PULIHEHTOB NMPONOPLHOHAIBHOCTH HECTPOrUM Kops~Kgpy.

Otnuune cpenHeli Temnepatypbl oOpasua OT u3MepsieMol TemmepaTypbl. JlaHHblilt (akTop
YCTPaHAETCS MyTEM COOTBETCTBY FOLIEH TeMMmepaTypHOi koppekuuu (cM. pasaenst 1.4.2.2, 1.4.2.3).
HApeitd Hynesoit nuHun. CHrHAN HyJICBOI JIMHHH B HEKOTOPOIl cTeneHu (KpaiiHe HE3HAYUTEIBHO)
3aBMCHT OT BHELIHUX YCJIOBHI — B MEPBYIO Ouepenb, OT TeMIepaTypbl B nnomMelneHuu. B cnyuae,
KOraa W3MepeHHe 3aHHWMaeT NPONOJLKUTENIbHOE BpeMs (LWHMPOKUH TeMIepaTypHbI HHTepBal,
HU3Kasi CKOPOCTb U3MEHEHUs TEMMNEPATyPbl), BHELIHUE YCIOBHSA MOIYT U3MEHUTBLCS, YTO MPUBOAUT
K HenpeACKasyeMOMYy M HEBOCTpPOM3BOAUMOMY Apeiidy Hynepoit nuHun. B 3Toit cBasu
KEJATENIbHO, YTOOB! TEMITEPATy PHBIH MHTEPBAJ H3MEPeHuil He npenbian 200° mpu f = 10%/MuH.
Yyecth Apeiidp HyJICBOH TUHUM MOXHO MO M30TEPMHUYECCKUM CErMEHTAM Ha SKCIICPUMEHTAIBHOM
KPUBOH B Ha4dane M B KOHUe u3MmepeHuss (puc. 2.1.1). B wuzorepmuueckom pexknme BCs
U3MEpUTENIbHAsE CUCTEMA HAXOAWTCH TMPH MOCTOSHHON Temneparype, W TErUIOBOH MOTOK (CUrHas
JACK) pasen 0. OOycnoBieHHble ApeH(pOM OTKIOHEHMS 3SKCIEPUMEHTAJbHOTO CUrHajla OT
HYJIEBOrO 3HaYeHUsl B KOHLIE U3MEPEHMS MOXKHO CKOPPEKTHMPOBATb NYTEM BbIYMTAHUSA W3 CMrHaIa
psAMOH

DSC™ ()= DSC{, )+ DSCl j)_ ID SCl, )(t -1). (2.1.2)
2 7h
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Pucynok 2.1.1. Ixcnepumentaibubie curnaisl JJCK crangapra (cunrermyeckuii candup, vepHasi KpuBasi) M
oopasna (LiCoO,, kpacHasi kpusas); t; = 9.5 MuH, £, = 36.3 MuH

HSMGpGHHbIe TEMIICPATYPHBIC 3aBUCUMOCTH TCILNIOEMKOCTU MOKHO HUCTIOJBb30BATh AJIA pacydcTa

psina TepMOAUHAMUYECKUX (DyHKIUI.

1

Hnterpuposanne 5KCNEPUMEHTAIbHON KPUBOU MO3BOJISIET ONPENEIUTh TEMIIEPATy PHbIE BKJIAbI B
SHTAJIBITHIO u SHTPOIIHIO obpasua

2
H, ~H; = I C,dr

(2.13)
St

T
Cl
_ S = I —tgr
] 1 T
Annpokcumanusi SKCIepUMeHTaabHOH 3aBucuMoctu Cp, = f(7) MOIMHOMOM, M 3KCTPAIOJSLUA
NOJIMHOMA B 00JIACTh HU3KUX TEMIIEPATYP IMO3BOJISIET OLEHHUTb a0COMIOTHOE 3HAUYEHHE SHTPOIHH

IpH 3aJaHHOU TeMIeparype
T

S(r)=| Soar (2.1.4)

2.2. Onpeoenenue IHMAIbRUN XUMUUECKUX DeaKuuil

u dhazoevix nepexodoe’

Tennora npouecca MpoONOpLHOHAIbHA IUIOLIAAN MHKA Ha SKCHEPHUMEHTAJIbHOM KpHUBOIl (CM.

(1.4.2.4.2)). CniocoObl MonenupoBaHus 0a30BOM JIMHUK ONHUCaHbI B paznene 1.4.1.2.

JIisi KOPPEKTHOTO OIpeneeHNs] SHTAIBIINA XUMHYECKUX peaklUuil MpU MOATOTOBKE oOpasia

HGO6XOI[I/IMO YYUTHIBATh CJICOAYHOLICEC. HpeCCOBaHI/Ie npenapara MOXHO IPOBOAUTH TOJBKO TOrAA4,

KOoraa peakiuusa MpPOTEKACT MEXKAY TBEPAbIMU BCIICCTBAMU 0e3 BBIACIICHUA Fa3006pa3HbIX NPpOAYKTOB.

B npotuBHOM ciydae mpecCOBaHHE 3aTPYAHUT KOHTAaKT BHYTPEHHUX CJIOEB TBEPAOrO peareHra C

> 1. Hohne G.W.H., Hemminger W.F., Flammersheim H.J.. Differential Scanning Calorimetry. Second Edition. Springer,
Bertlin, 2003. 2. Brown M.E. Introduction to Thermal Analysis. Techniques and Applications. Second Edition, Kluer
Academic Publishers, Dordrecht, 2001
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rasom v OTBOA l"33006pa3Hle MPOAYKTOB U3 30HbI pEaKL UM, YTO UCKAa3UT JUHAMUKY npouecca. B sToii

CBSI3M TBEPAbII peareHT jkenareiabHO aucnepruposaTh. Macca obpasua nomkHa ObITh ZOCTATOYHOH

A Xopomero COOTHOIEHUA TIONE3HbIH CHl"HaJ'l/LHyM M YMEHDbLUICHWA OTHOCHTEJILHOMI NMOrpeIHOCTH

B3BCIIUBAHHS.

Hioxe NEPCHUCICHbI OCHOBHBIC HCTOYHUKU OIITUOOK npu ONpPCACICHUN  3HTAJIbIIIHU

XMMHUYeCKUX peakuuit u pasosbix nepexonos Meroaom JICK.

[ 8]

3aBUCUMOCTb KaJIUOpOBOUHOTO Ko3(uuuenra Ko ot Temnepatypel. Ilpu BbIBOOEC COOTHOLICHHS

(1.4.2.42) npeamnonarajoch, 4TO HHTEPBAJ BPEMEHHM OT Ha4ala OO 3aBEPLICHHs mpouecca (a

3HAYHUT W TEMNEPATYPHBIA MHTEPBa]) HEBEJNHK, W 3aBucumocTeio K = f(7(/)) 3a ator nepuon

MOXKHO TmipeHeOpeub. JlaHHOe ycnoBue xopowo coburogaercs ans TBepaodasHbiX (Pa3oBbIX

nepexoAoB. XMMHYeCKHe peakL M1 MOTyT MpoTekaTs B OonblioM (mopsiaka 100°) TemnepaTypHoM

UHTEpBaNe, U CAeJaHHOe MPUONUKEeHHE BHOCUT MOrPELIHOCTh B U3MEPEHHYH) BEMUUUHY TEMIOTbl

peakLuu.

3aBucuMocTb Ko oT nmpuponsl obpasua. JaHHblii ko3pPHULIUEHT onpeaensieTcs: myTeM KaaHOpOBKH

Mo cTaHgapraM, Ternoduznieckue u GU3NIeCKUe CBONCTBA KOTOPBIX HEH3DEKHO OTIMYAIOTCS OT

CBOWCTB HCCJIeqyeMbIX 00pa3LoB.

H3meHnenne miolany NOBEPXHOCTH oOpaslia U CUJIbl @/ire3uu B pesyJibTaTe npolecca CBsi3aHbl ¢

NpoTeKaHUeM HeMeXaHHYeCKUX BMAOB padoT B peakLMOHHOM cucTeme. DHTanbhueil peaxuuu

HA3BIBACTCS TEIUIOTA, H3MEPECHHAS NMPU OTCY TCTBUU HEMEXAHUYECKUX BUIOB padoT.

Hsmenenue temnepatypbl oOpasua 3a speMs peakuun. Msmepenns meronom JICK, kak nmpasuio,

MPOBOIATCA NPH CKAHUPOBAHUM 000N0UKH 1O TemniepaType. Takum obpa3om, 3a epHOI BPEMEHH,

B KOTOPOM TNPOIOIKAETCS XMMHYecKas WiH (a3oBas peakiys, TeMIepaTypa H3MEPHTENbHOH

CHCTEMb] CYLUECTBEHHO H3MeHsieTCs. IJTO OOCTOSTENbCTBO He MMeeT 3HayeHus st (a3oBblX

nepexoaoB, MOCKONbKY TemIepaTypa obpaslia OCTaeTCsl MOCTOSIHHON A0 MOJIHOTO WUCYE3HOBEHUS

OnHOM U3 (ba3 1 He 3aBUCHUT OT TeMIepaTypbl OKpyskeHust. [Ipy NpoTekaHUN XUMHYECKHX peakLHit

TeMmeparypa oOpasua OO Hadana M TOCHAC 3aBEPLICHHUS PEaKLUUM H3MEHIETCs, 4YTO [AeIaeT

ONMpPEINEJICHHUE JHTAJBIMUU PEAKUUd IO IUIOIAIM IHKA HAa SKCIEPUMEHTANBHONH KPHUBOU

HekoppekTHbIM. CylecTByeT ABa cnocoba OLUEHKH JHTAJBNHH XUMHUECKHX PEAKLHH W3 TaHHBIX

ACK.

4.1. U3mepeHue B u30TepMUUecKOM pekume. OOpasell BBOAMTCS B M3MEpPUTENbHYH sueliky,
HaxOAsLLYHOCS MPU 3aAaHHOI Temnepatype. B 3ToM ciyuae Temnepatypa oOpaslia 10 U nocie
IpOoLecca OCTAeTCA NMOCTOSHHOH. HemocTaTkoM IaHHOro METona SIBJISAETCSl MOrpEeIIHOCTS,
BO3HHKAKOIIAS B PE3yBTATe HAPYLICHHS CTALMOHAPHOIO PEXUMAa B CHCTEME TMPHU BBCACHHH
obpa3ua (BbIXOI Ha CTALIMOHAPHOE COCTOsIHME 3aHMMaeT He MeHee 10 — 15 ¢).

4.2. B cayuae, koraa peakius He CONpOBOXKIAaercs oOpa3oBaHueM ra30o0pasHbIX MPOAYKTOB,
nonpaBky Ha MW3MeHeHHe Temneparypbl o00pa3lia MOKHO BHECTM MO  CIEAYHLIUM
COOTHOLLIEHUSIM:;

M) = 11 (1)~ 1 (1) = 0y )= 11, G )=t )= 12, 2)

7 "1 (2.2.1)
AT, = J' (T - J' c,p)r ’ -

T, T,
rI¢ MHACKCBl § U f OTHOCATCA K Ha4daly M 3aBEpLICHUIO peakuuu, R u P — k peareHTam u
NPOOYKTaM COOTBETCTBEHHO. KaxyLIylocs TernjioemMKocTb PeakHOHHONW CMeCH MOXKHO
paccuyuTaTh HEMOCPEACTBEHHO W3 3KcrepuMeHTaspHoro curnana JCK nocne koppekumun mno
TETIOBOMY MOTOKY u HY JI€BO JUHUU
 DpSClr, <T <T,)-DSC,,,
cm DS <T <) Do (222)

' ARy
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TemnepaTypHyfo 3aBHCUMOCTb TENNOEMKOCTH IIPOAYKTOB pEakLMH MOKHO HalTH ABY Msl

Crocodamu.

423. Touynoe onpenencHue. M3MmepeHHE TEMIOEMKOCTH oO0pasla TNoOCAe 3aBEPLICHUA
peaxkuuu.

424 OueHka. DKCTPAroNsiLHs NMPABOrO y4acTKa 3KCIIEPHUMEHTANbHOH KpPHBOH B obnactb
nukKa (puc. 22.1)

psclr >, )-Dsc
P = —
g PRy
TIpenBaputenbHo HEOOXOAMMO MPOBECTH KOPPEKLUHIO CHTHAJA MO TEIOBOMY IMOTOKY U
HYJICBOW JIHHUH.

zeroline ) (2 . 2 3 )

TRk

o
pl

o

Area RLEY fn o

s

230 220 240 260 220 20 320 310
lemoeraurs: 2

Pucynox 2.2.1. Onenka sATANBOHEH mepBoii ctammn paxioxkeaasa Cu,CO;(0H); T, = 200°C, 7T; = S00°C;
AH=1+2-2=1=569.9/{n/z

B ¢Bsi3H ¢ BbillleCKa3aHHbBIM METOA HCK MO3KHO MCMOAb30BaTh TOJbKO A8 OLIEHKHU 3HTaJbIHi

XHMHWYCCKHUX peaKuuﬁ.

2.3. Dazoevte ouazpammbsl OUHAPHBIX cucmem’

®azoBble AMarpaMMbl OTPAKAIOT YCI0BHA CTabUIbHOCTH (a3 B paBHOBECHOI cucteme. MeToa
JACK, xak nmpaBUo, HCTIONB3YIOT A ONpeaeneHus Buaa H3o0apHeix ceuennii Gpasosbix auarpamm. Ha
(ha3oBbIX AHArpaMMax MOJSIMH Ha3bIBAOT 0ONACTH ¢ ABYMs cTeneHsaMu ¢cBoboabl (B penenax mnosus Ha
n300apHOM CEYCHHH MOKHO MCHATb M TEMIEPATypy, M COCTaB 0Oe3 u3MeHEHHs (a30BOTO COCTaBa
CUCTEMbl), MOHOBapUaHTaMH — ODNAaCTH C OAHOIl CTemeHbk) CBOOOABI (M3MEHEHUe TemMnepartypbl
o0ycnaBiMBaeT W3MEHEHHE COCTABa CMeCH M HaoOOpOT), HOHBapPHAHTAMH HA3bIBAIOT TOYKH, B
KOTOPBIX CTeneHn cBoOOIbl OTCYTCTBYIOT. M3Menenue azoBoro cocraBa cucTemMbl COOTBETCTBYET
MEPECCUCHUI) MOHOBAPHAHTH! HAa CeueHUH (pasoroil auarpaMmbl Ilpm 3TOM B cucTeMe mpoTekaeT
paBHOBecCHbI (ha30Bblil Nepexon NepBoro poaa (MiaejieHue, KPUCTANIN3ALMA, NOAUMOPHU3M U T.1.).

Jloboit a3oBblii nepexon NeEpBOro poxa COMPOBOMNAAETCS BbIAEIEHHEM HWIIM TIOTJIOLIEHUEM Tera.

* 1. Zhao 1.-C.. Methods for Phase Diagram Determination. Elsevier, 2007, Chapter 5. 2. Hohne G.W H., Hemminger
W.F., Flammersheim H.J.. Differential Scanning Calorimetry. Second Edition. Springer, Berlin, 2003. 3. Ilectak ..
Teopua mepmudeckozo anaausa. Mup, Mocksa, 1987
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Temnepatypy maHHOTrO npouecca MokHO 3adukcuposaTh ¢ nomoursio Mmerona JICK. T.o., meron JICK
NO3BOJISIET HANTH KOOPIWHATHI MOHOBAapPHAHT Ha Ce4YeHUH (Pa3oBOM auarpaMmbl, T.€. OINpPENEIUTh

TemnepaTypy $a3zoBbIX MEPEXOAOB A 33JaHHOTO COCTaBa cucTeMsl (puc. 2.3).

[a) A Composition B by A Composition B

Pucynok 2.3°. Cxema curnajios JICK na npuvepe mpocToii 3B TeKTHIECKOii GHHAPHOI CHCTEMBI

2.3.1. Cnemuduka dKCIEPUMEHTA

2.3.1.1. Pagnoeecue

IIpu onpenenenun Buna ceueHuit pasospix auarpamm MetonoM JICK BaxHO yOenuTecst B TOM,

YTO MOJYUYCHHBIC PE3YJIBTAThl OTHOCATCS K PaBHOBCCHBIM IIPOLIECCaAM B CUCTEME.

Crkopocmpo ckanuposanus

PaBHOBECHBIM Ha3bIBAETCS MPOLIECC, KOTOPBIH MPOTEKaeT MOA IeHCTBHEM OECKOHEYHO MaJion
pa3sHOCTH OOOOIIEHHBIX CHJI Ha KOHTpPOJbHOH mnoBepxHocTH. IIpumenutensHo k wmerony JCK
0000LEeHHON CUJION SIBIISIETCS TeMIepaTypa, MOCKOJbKY BCE HM3MEHEHHsS] B H3y4aeMOH cHucTeMe
(oOpasie) mpouCXomAT B pe3yJibTaTe €ro HarpeBaHuss Wiu oxJjaxknaeHus. IlycTh mpu HavabHBIX
YCJIOBHUSIX CHUCT€Ma HAXOIUTCS B COCTOSHUM paBHOBecHs. JIroOoe M3MeHeHue yCioBUil (Harmpumep,
TEMIEepPaTypbl) MPUBENET K TOMY, YTO OHA BBIHAET U3 3TOro cocrostHus. C TeueHneM BpeMeHH oOpasen
CHOBa JOCTUTHET COCTOSIHHSI PAaBHOBECHsI YK€ C HOBBIMH BHEIIHUMH YCJIOBUSMHU (TIpU HOBOH
temneparype). Bpems, HeoOXxomumoe aysi BO3BpAllEHHUS B PABHOBECHOE COCTOSHHE, Ha3bIBAETCS
BpeMeHeM penakcauuu. [ Toro 4toObl mpomecc B oOpasle MpoTeKal PaBHOBECHO HEOOXOIUMO,
yroOBl €ro BpeMsl penakcaluy ObUIO MEHbIIe, 4YeM CKOPOCTb HW3MEHEHHs TeMIepaTypbl B
U3MEpPUTENBbHOM cucteMe. T.0., 4eM HIKe CKOPOCTh CKAHUPOBAHMUs, TEM BbILIE BEPOSITHOCTb TOrO, YTO

npotecc B 00pasie MpoTeKkaeT pABHOBECHO.

C npyroili CTOPOHBI yMEHBIIEHHE CKOPOCTU CKAHUPOBAHUS TMPUBOAUT K TOHUKEHUIO

COOTHOLICHUA CI/IFHaJ'I/LHYMJ YTO HETATHUBHO BJIUACT HA TOYHOCTD U3MEPCHMU.

> Zhao J.-C.. Methods for Phase Diagram Determination. Elsevier, 2007, Chapter 5
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Takum obpazom, npu BbIOOPE YCAOBUI SKCMEPUMEHTOB HEOOXOAUMO MPUHATH KOMIIPOMHCCHOE
pelueHre OTHOCUTENIBHO CKOPOCTH H3MEHEHHs TeMIIEPaTyPhbl B U3MEPHUTENBHOI cucTteme. HacTo Takum

peLIeHreM SBNISETCs CKOPOCThb 2°/MUH.

Macca obpaszya
Maccy obpasua Ans 3KCNEPHMEHTOB cieayeT noadupaTb HA OCHOBAHHH  CNEAYIOLIHX

COOOpaKeHHA.

—

Uem Oonblue pazmep obpasua, Tem 0oJblie rpajHeHT TeMIepaTyp B ero o0beme.

2 UYeMm HuKe TETNOMPOBOAHOCTL 0OpasLia, TeM Oonblie rpaiueHT TeMIepaTyp B ero odbeme,

Yem menple macca odpasua, Tem MeHblie nonesHeld curran JCK, TeM MeHbIIe COOTHOLICHHE
CUTHAJ/IIy M.

(98]

3nech Takke cllenyeT HalTH KOMINPOMMCC MEXAY He:KenaTenbHON pasHulled Temmnepatyp H
TOYHOCTLIO ~ OMNpefeNneHHs  u3MepsAeMblX  BennuuH.  OnTuUMaibHble  YCJIOBHA — nmonOuparoTes

IMIUPUYECCKUM Iy TEM.

HAughghyzun 6 ncuoxoit u meepooil pazax
Koneunas ckopocTs AN dy3HH B pacmiase H, OCOOEHHO, B KpUCTaNINUecKoi (ase NpHBOAHT K
HEOTHOPOZHOCTH NO cocTtapy ofpasua nocne ¢asoeoro nepexoma. Cremyrommue Mepbl MOMXKHO
NPEANPHHSTD IS NPEAOTBPALICHNS CBSI3aHHBIX ¢ 3TUM (PAKTOPOM OIIHOOK.
1 TlpoBomuTh KPHUCTANNM3ALHI H IUIABJACHHE OOpa3la MNpH HU3KOH CKOPOCTH HW3MCHCHUS
TEMIMEPATypbl B H3MEPUTENbHON cucTeMe. ONTHMaIbHYIO CKOPOCTb CKAHUPOBAHHMSA HAXOLAT
IMIUPUUECKUM NyTeM 1A KaXKIOH OTOeNbHOH CHCTEMBI.

2 TIpoBoAMTb H30TEPMHUECKHIT OTXKHI 3aKPUCTANIH30BAHHOrO oOpasLa npu Temneparype, Oau3Koit
K TeMIepaType MIaBaeHHs.

[lpn npencraBieHUH pe3yNbLTATOB MO ONpPEIENeHHI0 BUOA W300apHbIX cedeHuii (a3oBbIX
ounarpamM MetogoMm JICK HeoOXxomuMo AOKa3aTh, YTO PABHOBECHE B H3YUYCHHOH cHCTeME OBbLIO
nocturayTo. OOBMHO ¢ 3TOM LENb Ui KAKAOrO COCTaBa TMPOBOOSAT CCPHIO  LHKJOB
HarpeBaHue/oxnaxaeHue. JIoka3aTenbCTBOM SIBASIETCS XOpOLlask BOCTIIPOM3BOAMMOCTL pe3yJbTaros. B
TOM Cly4ae, KOIma KpHCTalindeckuii obpasem mnomBepraeTcs M30TEPMHYECKOMY  OTXKHIY,
IOKA3aTeJBCTBOM TOrO, UYTO MNPOAODKUTENBPHOCTH OTXKMIA OOCTAaTOYMHA Jii  OOCTIDKCHHUSA
OOHOPOJHOCTH MO COCTaBy, SIBJISICTCS BOCIPOH3BOOMMOCTb PE3YJBTATOB NPH  MOCICAYIOILEM

YBEJIUHEHHHN BDEMEHU OTXKUTra.
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2.3.1.2. pyzue haxmoput, gaunionjue na pe3yabmam umepenu

Ammocehepa 6 uzsmepumennnon cucmeme

Kax mpasuno, JACK-skcnepuMeHTE! NPOBOAAT B MOTOKE rasa. CKOPOCTE MOTOKA HE OOJUKHA
ObITh CAULIKOM OONBLUOM, YTOOBI YMEHbLUMTh MOTPELIHOCTb U3MEPEHHS B pe3yibTaTe MoTepH Tema 3a
CYeT BbIHY KOEHHOH KoHBeKLMU. OObuHO BbiOMpatoT ckopocTh 10 — 20 ma/mun. OueBUOHO, YTO ras He
OOJI’KeH B3aMMOAEHCTBOBATH C McchenayeMbiM obpasuom. s yMeHbIIEHHsA yTeveK Tera 3a CYer
KOHBCKLIHH, B H3MCPUTCIBHON CHCTEME CHNCAYeT UCMONAB30BAThH a3, oOJamaroluil HEBBICOKOM

TEINOMPOBOAHOCTBIO.

Tuczean

Hdnsa onpenenenusi Buma cedeHuid (pa30BbIX OMArpaMm, Kak MPaBUIIO, WCIONBL3YIOTCS THIJIH,
3aBaJbLIOBAHHBIC KPBIMIKOH ¢ HEOONBINM OTBepcTHEM. OTBEPCTHE HEOOXOOUMO IS COXPAaHCHHS
yCJ'lOBl/lﬂ MOCTOAHCTBA AAaBJIEHHUS B CUCTEME, B 3TOH CBA3U OHO AOJIZKHO 6blTb HE CIUILIKOM MallQ Mno
CPaBHEHHIO C IulowWaapo ucnapenus obpasua. C Apyroi CTOPOHbI, OHO HE TOMKHO ObITb CIHIIKOM

BEJIMKO, 4TOObI MUHUMU3UPOBATL NMOTEPH 0OpasLa B pe3ybrare CyOIuMaLii/ucnapeHus.
Marepuan THrist NogOUParOT HA OCHOBAHWU CJIEAY FOLLErO!

1 MHEPTHOCTDb MO OTHOLIEHUIO K oOpa3uy u armocdepe,
2 BbICOKAs TETUIOMPOBOAHOCTD /71 MOHMKEHHS MHEPLUMOHHOCTH U3MEPHUTENIbHOM CHCTEMBI.

2.3.2. AHAIHU3 SKCIIEPUMEHTAJILHBIX JAHHBIX

Ilpn u3MEHEHHH TeMIEpaTyphl MEHAETCS (a3oBBIH COCTaB CHCTEMBL, H, CJCHOBATCIBHO, €€
SHTANbITHS. B npocrefileM cnyuae
H(1)=const +C, T+ A, H(1 - £,(1')). (2.3.2)
3necw /(1) — snTanenus cucremel, (), — ee u3obapHas TenaoemMKkocTb (npennosnaraercs, uyto (7, = Cp

= (Jps U HE 3aBUCHUT OT TEMIEPATYp®l), An/d — SHTANBNUA MNABJACHUS CHCTEMBI (TAKXKE MONAracTcs

He3aBHCsLIeH OT Temnepatypsl), f (’l ) I %
n o x (1)-x

n n
T x,(T)= ”:‘L x (T )=% — MOJIBHBIE O/ BTOPOTO KOMIOHEHTa (B) B pacmnase i TBepmoii hase
L /.

— fons TBepAoH (a3bl Mpu Temnepatype

COOTBETCTBEHHO, Xo — MCXOJIHAasi MOJIbHAS 710715 BTOPOTO KOMIIOHEHTa, #, Hs, 11, — oDlliee uucno mModei,
4yuca0 Modeil B TBepaol (ase M pacnnaBe COOTBETCTBeHHO. Ha pucyHke 2.3.2 mpeacraBleHbl
PaccUNTaHHBIE KPUBbBIE TEMIEPATYPHOH 3aBUCHMOCTH SHTAJNBITHU NPOCTOH OWHAPHOIT IBTEKTHYECKOH
cucteMbl. CIUIOLIHBIC NMHHUHU MONYHEHBI B MPEANONOKCHIH MOJHON PaBHOBECHOCTH CUCTEMBI (COCTAB

TBEpOOi (hasel OAMHAKOB B JIOOOH TOYKE), MyHKTHP — B MPCATONOKCHHH OCCKOHEUHO MAaJoi
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ckopocty aupdysun B TBEpaoH (aze (KpUcTanibl HEOAHOPOAHbI NO cOCTaBy). PaccMOTpUM mepBbiit

BapHaHT (CrJIOLWHbIE TMHHUH).

1 HcxoaHblit cocTaB cMecH IEXUT B 00JacTH TBEPAOro pacTBopa ¢. IIpu moBbllieHMN TeMnepaTypbl
A0 1g 3HTanbnust JMHEWHO pacTeT (TaHreHC yrna HakioHa paeeH (, MocjeiHee claraeMoe B
npaeoii yactu (2.3.2) pasao 0). B Touke 75 B cuctemMe noseasercs HOBas pasza — pacmnas. Yroa
HAaKJIOHA SHTAJIBIUAHON KPHUBOH yBENIHYUBACTCS, TEMEPh €ro BEAUYMHA ONPEAC/sIeTCs HE TOJBKO
TEIMJIOEMKOCTBIO CUCTEMbI, HO M 3HTanbnuei nuasnenus. [lockoneky BOnM3M 75 cocras TBepOOH
dasbl xs = xy U fs = 1, pe3koro ckayka 3HTaNbnuu He npoucxoaut. Konuuecrro teepnoii dpaswl ¢
POCTOM TeMMepaTypbl YMEHbLIAETCS, M YO HAKJIOHA KPpUBOH COOTBETCTBEHHO pacTeT. Boiie 71 B
CUCTEME OCTaeTcsl TONbKO (haza pacnnaea, MOCTeqHee claraeMoe B TNpaBoil uvactu (2.3.2)
OOHYIISICTCS, W TAHTCHC YIJa HAKJIOHA KPHUBOH TEMIMEpaTypHOH 3aBHCHMOCTH SHTAJNBIMUU CHOBA
cTaHOBHTCS paseH (.

2 HcxonHbli cOCTaB CMECH paBeH 3BTekTHueckomy. Huike u Bblwe /) BUA SHTAIBIIMIAHON KPHBOMH
onpenenstiercss  cooTHouenrem H (1) = const +C 1. Tlpu Temmnepatype 7y TBepaas asa

MOJNHOCTBIO NMEPEXOANT B PACTLIAB, U 3HTAJbIINS CHCTEMbl BO3PACTAaeT Ha BENUUHUHY AnH.

3 MUcxomsblii coctaB cMecH nexkut B obmactu « + f (xp < xpp). Hiwke 7t yron HakjoHa
SHTANBLMHHAHON KPHUBOH TNPOMOPLHMOHANCH TEIIOEMKOCTH TBepAoi (asbl Ilpu 3BTEKTHYECKOM
TeMMepaType KOJIU4ECTBO TBEPAOH (a3bl Pe3KO yMEHBIUAETCs, YTO MPUBOANUT K CKAYKOOOpa3HOMY
POCTY 3HTANbNUKU CUCTEMBI. [lanee SHTAJIbIUA MOHOTOHHO PacTeT (aHAJIOrMYHO BapuaHty 1) mo
TeMMepaTypbl, MPU KOTOpOii TBepaast (paza NONHOCTHIO NEPEXOAUT B PACILIAB.

Hanuvne KOHLEHTPALIMOHHOIO rpaJueHTa HANOONEE CYLIECTBECHHBIM 00Pa30M CKa3BIBACTCS HA
BUJ€ KPUBOI, pacCUMTAHHOIN 178 MCXOAHOrO cocTaBa o. B pesynbrate orpanvueHHoil audysuu B
TBepaoH (ase MPUCYTCTBYIOT (PParMeHThbl pa3JMYHOTO COCTaBa, B TOM HMCIE U JIexallero B 00nacTH «

+ f. 21um paxtopom 00yCIIOBIEH HE3HAYUTENbHBIA CKAYEK HTATLIHU NP 3.

Curnan JCK nponopunonanen n300apHOH TEMNOEMKOCTH — MPOW3BOTHON SHTANBIUU 10
Temneparype. Ilo TemmneparypHOil 3aBUCHMOCTH SHTAJNBMUM CHCTEMBI MOXKHO ONMPEOCNUTE (HOpMY
skcnepuMeHTanpHOH kpuBoil JCK, XapakTepHyr Oy TOro WM MHOTO BHAA (PA30BbIX MEPEXOAOB B

CHCTEME.
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Pucynok 2.3.2°%. Cxema (Tx) cevennsi Gpa3oBoii MATPAMMBI IPOCTOii GHHAPHOI IBTEKTHUECKOI CHCTEMbI

1

HcxonHblil cocTaB cMecH JIEXKUT B 00JIaCTH TBEPAOro pacTBopa o. Temmeparypa, Mpu KOTOPOH
SKCIIEPUMEHTANIbHAsE KpHUBas OTKJIOHseTCs OT 0a30BOM JIMHMHM COOTBETCTBYET TEMIIEpaType
commuayca (7). Cnenyer oOpaTuTh BHUMaHHE HA TO, UTO omnpeneieHue /g depes inset MHKA HE
SIBJISIETCSA KOPPEKTHBIM, MOCKOJIbBKY HAauajbHBIN YYaCTOK 3KCIEPUMEHTANBHBIX KPUBBIX CIJIAKEH.
Temneparype nuksunmyca (71) coorBercTByeT Temmeparypa nuka Ha kpusoi JICK mocne
COOTBETCTBYOIIEH KOPPEKLIMHU SKCIIEPUMEHTAIBHOI'O CUTHAA 110 TETJIOBOMY COIPOTHBIIEHHIO (CM.
pasgen 1.4.2.3). B ciydae eciu mHK IJIOXO BBbIPaXeH, /1, MOKHO TOYHO ONPEAENIUTH IO
cienymwolen cxeme. B mepByro oudepenb ONPEAENsitOT BEPXHIOK M HIKHIOKO TPaHULBI MCKOMOH
TEeMIIepaTyphbl [0 TEMIIepaType MHUKA HA KPUBOI HarpeBaHUs U 1onset Ha kpuBoi oxnaxaeHus ICK.
ITocne 3TOrO 3aKpUCTAIUIN30BaHHBIN 00pasel BHIIEPKUBAIOT B TEUEHHE HEKOTOPOrO BPEMEHH NPU
TeMIepaType, Jexaleil BHyTPU OTOr0 HHTEpBaja U HarpeBaroT. Eciu Ha SkCnepuMeEHTalbHOU
KPUBOH IOC]IE OTXKHUra HaOJFOMAeTCsl COOTBETCTBYIOIIUI TUIABJICHUIO SHAOTEPMUUECKUN 3P eEKT,
BbIOpaHHAs TEMIIepaTypa OTXKHUra HIJKE TEMIIepPaTyphbl JUKBUAYCA, B IPOTUBHOM Cllydae — BBILIE

® Zhao J.-C.. Methods for Phase Diagram Determination. Elsevier, 2007, Chapter 5
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11. Meroniom nocnenoBaTeNbHbIX MPUOIMKEHHIT MOXHO CY3UTh HHTEPBal UCKOMOI TeMmepaTy pbl
o 1°.

2 HcxonmHbeIil COCTaB CMECH PaBEH 3BTCKTUYCCKOMY. DBTEKTHUECKAs TeMIEpaTypa COOTBETCTBYET
Tonset MUKa Ha kpuBoi JACK.

3 HcxonHblit coctaB cMecH JexUT B odsacTh a + £ (xp <xp ;). 71 onpenensercs no 7ot Nuka, 71, —
Nno MakCUMyMy BTOPOrO (pa3MbITOrO) MUKa MOCHe MPOBEAEHUS KOPPEKUMH IO TellOBOMY
COIIPOTHBIIEHUIO.

2.4. Onpeodenenue uucmonvl 00pasua

« 7
no nuky naaeieHusa Ha kpueoii ACK

Onpenenenne comepskaHusi NMPUMECH B BELIECTBE MO MUKY €0 IUIABICHHS MPOBOIAT C
UCMONb30BaHUEM TEPMOUHAMHYECKMX COOTHOLUEHHI Teopun (asoBbIX paBHOBECHI MPUMEHUTENIBHO
Kk OuHapHbIM cucTemam. B OonblivHCTBE CllyyaeB TNpeAnoNiaraercs, 4YTO pacIljaB ABIAETCS
upeanbHbiM. Torna s OuHapHON cucTeMbl (OCHOBHOH KOMIOHEHT 1, mpumech — 2) 3aBUCUMOCTb
U3MEPACMON TEMIIEPATYPEI MAABJICHHS /g OT MOJIBHOMH JONH OCHOBHOT'O KOMIOHCHTA X| OMPEACASICTCS

COOTHOLUEHHUEM

s

AnH'
1nx,(‘1’s)=% J' ey (2.4.1)

mo
rae R — yHUBepcanbHas ra3oBast NOCTOsHHAS, 15, Imo — TeMmepaTypa IUJIaBACHUS CMECH COCTaBa X|
(Temnepatypa obpaszua) U uMcToro komnoHeHta | (x; = 1) COOTBETCTBEHHO, AnHtmo — IHTAJIbINUSA
[UIABJIEHUSI YUCTOrO KOMMoHeHTa | npu Temneparype 7no. DHTaIbNUs sBasercs (QyHKUHEH
TEMIEPATYpPbl, OOHAKO, B JAHHOM CJlyuyae, 5TOH 3aBHUCHMOCTBIO MOXKHO NpeHeOpedb, MOCKOJIbKY NpH

HE3HAUHUTEIBHOM COOCPIKAHMK BTOPOrO KOMIOHCHTA (IPUMECH) pasHULa MeKny /s U 7o HEBENHKA.

Vlll/lTblBaSI, yTO MOJbHAasL A0J51 OCHOBHOI'O KOMIOHEHTA 6m—1apHoﬁ CHUCTEMbI paBHa | - X2, TAC X2 —
MOJIbHaA J0J14 MPHUMECH, MNoJyvaem
ln(l ¥ (,[, ))~ AmHT,.,_u 1 1| A""H'f',,._u Ty =T - A'"H'I',,,_o Ty =Ty (2 4 2)
TRNST T | e T T M 2 . RN
R 1 m.0 l S R 1 nLl}[ S R Tﬁ‘;_()

MOnbHY A0JK0 BTOPOrO KOMIOHEHTa, KOTOPbI MOAHOCTbH) HAXOAMTCS B pacrjiaBe Npu
TeMIepaType, Bbille SBTEKTHYECKON 7., ¥2(7s) MOKHO BBIPA3UTb U3 IKCMEPHUMEHTAIbHBIX JaHHBIX
ACK, ecnu npuHATb, YTO OTHOILEHHE NapUHaibHONH MJoaAu MHKa, B3SATOW npu Temnepatype /g

(Q(Ts)) x ero odueit momwaan ((J) paBHO OTHOLICHUIO KOJMYECTBA PACIUIABUBLICIOCS BCUICCTBA K

O6LLleMy KOJIN4YECTBY BeLECTBA
() g2 (ry) _ m (ls)+n _g (s)+ns i (2.4.3)
O ny+n, Mg (TS)+/1'|‘,,(T"\-)—i-n'2 )+ n,

rae iy, i, — KOJUYECTBO MoJiel KOMNOHEeHTOB | U 2 B UCXOOHOM cMecH, MHIOeKChl S u L oTHocsATEs K

" 1. ASTME 928 — 85. 2. Hohne G.W H., Hemminger W.F.. Flammersheim H.J.. Differential Scanning Calorimetry.
Second Edition. Springer, Berlin, 2003

33



TBepaoi (haze U pacryiaBy COOTBETCTBEHHO. IIpH BbIBOAE COOTHOLUEHHS YUUTHIBAETCS, YTO B TBEPAOIt
¢baze npuCyTCTBYEeT TOJbKO OCHOBHOH KOMIIOHEHT, TOTAa KaK BCsl MPHMECh HAXOAWTCS B pacruiaBe.

11

waall) =)=

LL\s 2
s

XAy = ————

Tomtas

X2 (/s) nyo+n, 1

X B iy, (TS)+J13 _E

(2.4.4)

TToncraensaa (2.4.4) B (2.4.2), noay4daeM COOTHOLICHUE, CBA3BIBAIOIICE BE U3MEPSIECMBIE BEIUUMHBI —

Temnepatypy /s W OTHOLLeHMe MaplMalibHOI MIIoLaaM M1Ka Ipy JaHHON Temnepartype K ero oouueit

MUIOLAAN A
RI X
ro=7 0+ mA Inl 1= X2 ) (245)
S .0 /! 1
mi T, “

Heussectnoie xoadpduumenter n3 (2.4.5) — 7,0 ¥ X3 — MOXKHO PaccuuTaTh NyTEM HEJIWHEHHOH
PerpeccH 3KCIEPUMEHTATBHBIX TOUEK. Takol MEeTon MO3BOJSCT ONPEHACHATh OOCTATOYHO OOJNBIINE
KONMUYECTBA MpuMeceil. BepxHUM MOpOroM 30eChk CIYKUT 3HAUCHHUE X2, MPH KOTOPOM HaOJIONARTCS
CyLIECTBEHHbIE OTKIIOHEHHS MOBEAEHHS pacryiaBa OT MaeanbHOro (00buHO nopsaaka 10 MonmbHbIX %).
Oganako nombop 3HaueHui Kod(pGUUHEHTOB YpPaBHEHWs PErpeccMu He Bceraa NpPUBOOUT K
VAOBJECTBOPHUTEILHOMY PE3VJBTATy, KOTOPBIA, B TOM HHCHE, CYLIECTBCHHO 3aBUCHUT OT KAaueCTBA

Ha4aJbHBIX TMPUOIIKCHHU.

Koraa xonn4ecTBO NMPUMECH B BELICCTBE HEBEJIUKO (He Doaee 5 MONBHBIX %) H A HE CIULIKOM
Majlo, MOXXHO BOCIMOJIb30BaTbCA JIMHEHHbIM TPUONMKEHHEM pasiokeHus JjorapudMa B paa

Inl-x)~-x. B stom Cliyyae [MoJjiyyacM J'[l/lHeﬁHy}O 3aBUCHMOCTb l/ISMepﬂeMOﬁ TEMIEPATYpPbl OT

l'lalel/laJ'leOﬁ mionaaun NnuKa
RT;
ro= _ m,0 Xqi. 246
S m0
VA, A

3meck Temrepatypa TIUIaBJ€HHS YHCTOrO KOMIIOHEHTa | omnpexesisercs 10 TNepeceveHuro
PAacCYUTAHHOH MPSMOI C OCbIO OPAMHAT, & SHTAIBIHA TJIaBJIE€HUS OCHOBHOTO KOMIOHEHTA 10J1araercs
PaBHOH SKCNECPHMEHTA/NbHO TMOJNYUCHHON BENHYMHE TEIJIOTHL. [lOCKONMBKY cOAepikaHHUE NPHUMECH
anpuopu TpennosiaraeTcs HeOONbLIMM, Takoe JAONyLIeHHe JeXUT B NpeAesax MNorpeliHoCTH
skcnepumenTa. Jlanee, o TaHreHCY yIiia HakJIOHa 3aBUCUMOCTH (2.4.6), paccuMTbIBaeTCa coneprkaHue

NPUMECH B BELIECTBE.

Cneayet oOpaTuTh BHUMaHHE Ha TO, YTO /g — n3Mepsiemas Temneparypa odpas3ua, no3ToMy BCe
MeTOABbl pacdera TpeOYIOT NPEABAPUTENBHON KOPPEKUMH OKCIECPUMEHTAJNBHONO CHUTHajla IO

TEILIOBOMY COIMPOTHUBIICHUI). Z[.]'lf-l TOro UTOObI MUHHUMU3NPOBATL NUCKAKEHNE WUCTHHHOM (l)Oprl NnuKa u
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CHU3UTb NOMPELIHOCTb, HEN30EKHYIO TIPU 3HAUMTENBbHONH KOPPEKLIMH, U3MEPEHUs ClleyeT MPOBOAUTH
NPH HU3KOHN CKOPOCTH CKAaHMPOBaHUA (pekoMeHnoBaHbl 3HaueHus oT 0.3 mo 0.7°/mMuH) ¢ HebonbLWNMH
HapeckamMu obpasua (1 — 3 Mr), TOHKMM PaBHOMEPHBIM CJIOEM pachpedesieHHbIM MO OHY THIJIA.
WnterpupoBanns nuka, Kak npasuio, npoomsaT B mpenenax 10 — 50% mmomanu. B HekoTOpBIX
ClyuasiX yKasaHHbIH AMaNa3sOH He MO3BOJSIET MOJYYUTh KOPPEKTHblE pe3ysibTaThl. B yacTHOCTH, npu
u3mepeHun  obpasuoB ¢ HU3KOM  TEMJIONPOBOZHOCTBIO  3HAUWUTENbHBIE  HCKaKEHH$
JKCNEPHUMEHTAIbHOr0 curnana Habdbmopatorcs yxe npu ((7s) = 15% wu wmenee, uto Tpedyer
MOHIKEHUST BEPXHEHW rpaHuibl. HipkHUil mpenen mapuuajbHONH TUIOWAAN CNEOYET BBIOHPATH Tak,

4TOOBI COXPaHSANacCh KOPPEKTHOCTb JuHeapu3auuu (2.4.5) (0ObiuHO, He MeHee 2%).

. 8
2.5. Kunemuueckuii ananus

H3yueHne MexaHU3Ma pEaKIyil, OCOOEHHO, NMPOTECKAKIINX B IMCTEPOrCHHON Cpene, SIBISIETCS
CIOXHON 3anauedl M TpeOyeT MNpPUMEHEHUs] LIeJIOro KOMIUIeKCa METOA0B (PU3NKO-XMMHUYECKOro
aHanu3a. Tepmudeckue meronsl aHanuza (TMA), B wactHocTn — JACK, BXOASAT B COBOKYMHOCTb 3THX
meronoB. OHM MO3BOJAIOT NOCTPOHUTH OoJiee WK MeHee HOCTOBEPHYID MAaTeMAaTHUYECKyl MOnesb
mpoLecca. JTa MOICHb MPEACTABISICT HHTEPEC Kak AN )YHIAMEHTANLHBIX HUCCICOOBAHMM, TaK U B
NPUKITATHbIX LIESAX.

1 B kauecTBe OTNpaBHON TOUkM AN MOcCenytouero Oojee JeTaJbHOMO M3Y4eHHUs MexaHU3Ma
npouecca (B Pe3ysNbTaTe KOTOPOro MOIENb MOKET OBITh KaK MOATBEPIKICHA, YTOYHCHA, Tak M
ONPOBEPrHYTA).

2 B nepcrnexkTHBe ONTUMH3AUMM YCNOBHH TMONY4YEHHS, XPAHEHUS MaTepUanoB, a Takxke
npenckasaHus pe3ybTaToB MPOLECcca B 3aBUCHMOCTH OT BBIOPAHHBIX YCJIOBHIA.

KuneTuuecKknii aHaInu3 BKJIIQYAET

3 OnpenescHHE YMCIA U NOCIEAOBATEIbHOCTH 3JIEMEHTAPHBIX CTAAMH PEAKLIUH,
4 onpeneneHne BUIA KUHETHYECKHX YPABHEHHH BCEX JIEMEHTAPHBIX CTAIHH,
5 onpeznejeHHe 3HAYEHUH NAPaAMETPOB KHHETHYECKUX YPABHEHHIH DJIEMEHTAPHbIX CTAINI.

Ilpu mpoTekaHMM B HM3MEPUTENBHOH sueiike xumudeckoil peakuun curHan JCK mocne
COOTBETCTBY IOLLEN KOppeKLMH MPONOPLUHOHATEH CKOPOCTH AaHHOM peakLinu.
~exp o e off e f o ADSC o o dPDSC .
DSCH (T () ==l ®, = fril €, s = il p(;ll)(ms pan — Mg pan)‘T/?is' — " el dt_:+ . (25

1 KoppeKuust OTHOCHTENBHO HyJIEBOMH el ¢ (Ai)(m‘,., pan — Mg me) ¥ 6a30BOH Al ', ¢ MHHMI (sTueiika

p
CPaBHCHMSI OCTABJISCTCSA My CTOMH, TETIOEMKOCTh 00pasLia cCpaBHCHUS paBHA O) MO3BOJACT MONYUYHUTh

1S el el d = DSC + (252)

Vel Ul 1t XD e : efl’
PSC W PSC BL = DSC . (/ mR (l )) = _rlig (D." -7 l\ FS “Sm§ ﬁE
[

¥

¥ 1. Hohne G.W.H., Hemminger W.F.. Flammersheim H.J.. Differential Scanning Calorimetry. Second Edition. Springer.
Berlin, 2003. 2. Friedman, HL., J. Polymer Lett., 1966(4). 3. Ozawa. T.. Bull. Chem. Soc. Japan. 1965. 38. 4. Opfermann,
J., Kinetic Analysis Using Multivariate Non-Linear Regression. I. Basic Concepts. J. Therm. Anal. Cal.. 2000. 60: p. 641 —
658
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2 Koppekunﬂ Mo TeMneparype no3BojaeT yueCTh pa3iuine l/lSMepﬂeMOﬁ W UCTUHHOM TEMIEPATY PbI

AYCHKH CPaBHEHUSA
DSC™2 (T, (1) = DSC* (1, (1)) . (2.5.3)
3 Tlocneayrowass koppekuus no temmnepatype nossonser orHectu curHan JICK k Temneparype
HUKHETO cnos obpasua
DSC'2 (1, (1)) = DSC"™ (14 (¢)) . (2.5.4)

4 C nomolblo 00paTHON pa3BepTKU ONPEAeNstOTCS 3HAYE€HUS BCeX BXOAALIMX B BblpakeHue (2.5.1)
KOHCTaHT BpeMeHW U Bbiaensercss «ucTuHHbl» curHan JICK, nponopuuoHaibHblii Tensore,
reHepUpyeMoit obpasuom B npoLecce peaKkLuu

A L, (2.5.5)

dr-

Jta TerioTa B JIOOOH MOMEHT BPEMEHHU TNPOMOPLUUOHANBHA KONHWYECTBY NPOPEArupoBaBLUNX

BemecTB. COOTBETCTBEHHO OTHOLUEHHE TEIUIOTHI, BbIAENHBLIEHCA/TIOMIOTHBIIEHCS B NAHHBIN

MOMEHT BpeMeHH ((J;), K TenjoTe, BbIAEIHBLICHCS/TIOMNMOTHBLIEHCS NMPH TOJHOM 3aBEPLUIEHHH

peakLuru (Q), paBHO CTCNEeHH npeppatcHun B MOMEHT BPEMECHHU !
t t
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dc _1dQ _ DSC
da Oda 4

_f DSCdt

I3

rAe MHAEKCbl S W f OTHOCATCS K Hayany W 3aBepLIEHMIO peakuuM, U MPEeANOoaraercs, urto
k03O ULMEHT MPOMOPLHOHANBHOCTH 7 He U3MEHSETCS B MHTepBae /s — ir.

Ha cootHolueHuu (2.5.6) ocHOBaHbl MeTOAbI KHHETHHeCKOTO aHanu3a kpuBbix JICK.

KuHeTHuueckMil aHajlM3 MOXKHO MpOBOAUTE MO 3SKCNCPUMEHTAJNbHBIM  KPUBbBIM I[CK,
NOoNYy4Y€HHbIM KakK B HM30TePMHUHECKOM, TaK WU B HEH3OTCPMHYUYCCKOM PeXKUME. Huxxe KpaTKoO

pPacCMOTPEHBbI METOAbI KHHETHYECKOIO aHallu3a NPpUMEHHUTEJIbHO K HEU30TEPMHUYECKHM KPHBDLIM.

CKOpOCTb pP€akuHu MOXHO OrucaTb COOTHOWECHHEM

ﬁz‘f()()k“ exp(_ L ja (257)

di RT
dx
roe o CKOpPOCThb peakuu, f{x) — QyHKIHsA, ONpenensromas 3aBUCHMOCTE CKOPOCTH PEaKLUU OT

CTerneHH TnpeBpalleHnst X (KWHETH4YecKoe ypaBHeHMe), kg, /¢ — He3aBucsIue OT TeMNEepPaTypbl
napaMeTpbl PeakuHH — 4HacTOTHBbIH (AKTOp M 3HEpPrus akTHBALMH, K — yHHUBEpcaibHas ra3oBas
nocTosiHHas, /' — Temneparypa. JaHHoe ypaBHEHHE MOAYYEHO B ()OPMANBHON KMHETHKE TOMOTEHHBIX
peakuuii. OfHAKO €ro MOKHO MCMOB30BATh U MPH ONMUCAHWUHU TETEPOTEHHbIX MPOLIECCOB, TIOCKOIBKY B
OOJbLIMHCTBE TEOPHUIl M B 3TOM Cllyyae MPEeAnoNaraeTcs 3KCNoHeHLHanbHas 3aBUCHMOCTb CKOPOCTH
peakunu oT Temnepatypbl. QOUEeBHIHO, YTO A T€TEPOTEHHBIX peakuui napameTpel Ay W /v UMeEOT

MHOM (PU3HUUECKHI CMBICI, UM IJI peakLuil, MPOTEKAIONX B TOMOTCHHOI Cpene.
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Mertonpl KHHETUYECKOrO aHajiu3a JaHHbIX TMA MOXHO pas3ienuTb Ha JB€ TPYIIIIbL:

Oe3anpuopHbie (MOAETbHE3aBICHMBIE) U MONIEHOOY CIIOBJICHHBIE.

2.5.1. besanpuopHsie (M30KOHBEPCUOHHBIE) METOABI AHAJIN3A

besanpuopHble METOMBI aHATN3A MTO3BOJISIIOT OLIEHUTh 3HAYEHNE SHEPTUH aKTUBALUH PEaKINU
10 TAHT€HCY YIJIa HAKJIOHA M30KOHBEPCHOHHBIX JTUHUNA. MI30KOHBEPCHOHHBIE TMHUN COEAMHSAIOT TOUKH
C pPaBHOH CTEMEHbIO NPEBPALIEHHUS X HA HKCIEPUMEHTAIbHBIX KPHBBIX, MOJYYEHHBIX MPU Pa3HBIX
CKOpOCTSIX HarpeBaHusi oOpas3noB. B pacuerax mo meromy ®puamana (Friedman) (puc. 2.5.1.1)
HENOCPENCTBEHHO UCIIOJIB3Y €TCS COOTHOLIEHUE (2.5.7)

In| EJH. ~1nf(x,)+1nk, - 25.1.1)

X=X

r1e X; — 3ajJaHHas cTeneHb npespauienus. CranpapTHele anreOpandeckue npeoOpasosanus (2.5.7)
MO3BOJISIIOT MOy YHUTh YpaBHeHue (puc. 2.6.1.2), npuMeHseMoe B H30KOHBEPCHOHHOM METOJIE aHaJIN3a

OzaBa-PnunH-Yosia (Ozawa-Flynn-Wall) (puc. 2.5.1.2)

"k B E
Inf=-Inglx)+In| =2 —-53305+1.052—— 2512
f=-Ing(x) L m J — ( )

x:xj

rae g(x): Im, S — cKopocTb HarpeBaHusi oOpaslia, a YUCIEHHbIE KOHCTAHTHI MOJIyUYEHBbl MyTeM
X

anmnpoxcumanun [loiinsa (Doyle) unrerpana Iexp[ _ B bT .

Friedman Analysis MANAXUT

Pucynox 2.5.1.1. Anaym3 neppoii craann pasaoxkerus: Mmajgaxuta (Cu,CO;(0OH),;) mo meroay @puamana
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Ozawa-Flynn-Wall Analysis MAJTAXUT

log Heating rate/(K/min)

0.8

0.6

0.4

0.2 A

L B e e Ly e e e e o e B B e e ey e L e e
1.65 1.70 1.75 1.80 1.85 1.90 1.95

1000 K/T

Pucynox 2.5.1.2. Anaym3 neppoii craqmu pasiao:xerust Mmajgaxuta (Cu,CO;(OH),) no metoxy O3asa-®muH_You1a
Anamn3  pucynkoB  25.1.1 w2512 no3BomseT  3aKJIIOYUTh, UTO  PEAKLUs

CUQCO3(OH)2,S - ZCUOS + HzOG + C02

MPOTEKAET B ABE CTANH, MMOCKOJIbKY HAOIOIAIOTCS ABE TPYIITbI H30KOHBEPCHOHHBIX JIMHHH C pa3HbIM

YIJIOM HaKJIOHA, IPUYEM SHEPIHsi aKTUBALINK TIEPBON CTAWU BBILLE.

OCHOBHOE TIPEUMYIIECTBO M30KOHBEPCHOHHBIX METOIOB aHajv3a 3aKJ04YaeTcs B TOM, 4TO
pe3yJibTaT pacuera He 3aBHUCHT OT BHJAa KWHETHYECKOro ypaBHeHMs f(x). [lomydeHHBIE ¢ MOMOIIBIO
Pa3NINYHBIX W30KOHBEPCHOHHBIX METOJOB 3HAUEHWs] MapaMeTpOB KWHETWUYECKOW MOAENH SIBISIOTCS
BITOJIHE JTOCTOBEPHBIMH, ITOCKOJIBKY XOPOLIO COTJIACYIOTCS Kak MexXIy coOOi, Tak W C pe3yJibTaTaMu

ApyTHX PU3NKO-XUMHUECKUX METOIOB aHAIN3a.
HenoctaTkn M30KOHBEPCHOHHBIX METOAOB.

1 HeBO3MOXXHO OJHO3HAYHO OMNPEAEINUTb THI KWHETUYECKUX YPaBHEHWN 3JIEMEHTAPHBIX CTaIWM.
Cy1iecTBYIOT KpUTEPHH, KOTOpbIE MO3BOJSIOT OLIEHWTb, MPOTEKAET JHU CTaAHs C YCKOPEHHWEM,
TOPMOXKEHWEM NN WHAN(HEPEHTHO.

2 H3 Bcex mnapaMeTpoB DBJEMEHTAPHBIX CTAaAWi OJHO3HAYHO OMNPENENAETCS TOJBKO 3HEPrus
aKTHBALINM.

3 HeBO3MOXHO MOJYYNTh ONHO3HAYHBIE PE3YJIBTATHI IPH U3yYEHWH MHOTOCTAAWWHBIX MPOLIECCOB B
TeX CJy4asx, KOrja CTaJuu MPOTEKAlOT B OJWH NMPOMEKYTOK BPEMEHM (KOHKYPHUPYIOIIWE WIIN
HE3aBUCHMBIE PEAKIINN).

2.5.2. Moaenb00yCI0OBIEHHBIE METOABI AHATHU3A

B  MonmenboOycCOBJIEHHBIX  MeTONAaX HEOOXOAMMO  W3HAYAJIbHO  3aJaThb YUCIO W
MOCJIEA0BATEIbHOCTD CTAANI PEAKLMM U THUIl ONMCBIBAIOIINX WX KWHETUUECKUX ypaBHEHWI. Anpuopu
NPUHUMAETCS TMPWHLIMI He3aBUCUMOCTH peakuwmii. Ha 0ase BpIOpaHHONW KWHETHYECKON Momenu

crponutcsi cuctema anpepeHLnanbHbIX yPAaBHEHWH, OMUCHIBAIOIINX CKOPOCTh PEAaKLHWH Ha BCEX
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cramusx. Jns Kakao CTanuu peakuuH MapameTpbl KHHETHYECKHX YpaBHEHUH (MOPSIOK peaxivy,
ko3 puument nudpdysun u ap.), YaCTOTHBIN (PAKTOP M SHEPrUs AKTHBALUHU OINPENENSIOTCS MyTeM
ontumusanu Ko3pduunueHToB ypaBHeHus perpeccuu (puc. 2.5.2). HavanpHble mpencTaBieHUs O
MEXaHU3ME peakLUUH M 3HAUEHUSIX NMapaMeTpoB KUHETHYECKUX ypaBHEHUH (MOCIENHUE BBOISATCS B
Ka4eCTBE HauaJIbHbIX MPUOIVKEHUH IS UTEPALIOHHON NPOLIEy pbl) MOXKHO IOJIYYNTh, HAIPUMED, U3

pe3yabTaTOB MOACJIbPHE3aBUCUMbIX METONOB.

NETZSCH Thermokinetics MAJTAXUT

Heat flow rate/(\W/g)

Temperature/°C

Pucynok 2.5.2. IJxcnepumentaimbubie kpusble JCK nepsoii cragum peaknmm TepMOJECTPYKIMH MAJIAXUTAa,
MOJIyYeHHBIC IIPU PA3HBIX CKOPOCTSIX HArpeBaHusi o0pasua (IBeTHbIE MAPKEpPbI) H PACCYHTAHHBIC IyTEM
ONTHMH3AIHH TAPAMETPOB 34JAHHOI KMHETHYECKOIi MO/Ie/IH KPUBBIE (CIJIONIHbIC JIMHIN)

OCHOBHOE MPEUMYIIECTBO AAHHOH TPy METOAOB Mepern Oe3anpHOPHBIMU COCTOUT B TOM,

YTO OHU

1  MO3BOJNAIOT ONPENENATh THII M ITapaMeTpsl ypaBHEHUs f(x),
2 MOIyT HCIONB30BaTbCA [UIS aHAIM3a CIOKHBIX PEAKLHH, BKIIOYAIOINUX KOHKYpPHUPYIOLIHE WU
HE3aBUCHMBIE CTAJNU.

OI[HaKO K pe3yJibTaTaM MOI[GJ'IBO6YCJ'IOBJ'IGHHOFO KHUHETHYCCKOI'O aHaJIN3a CJICAYECT OTHOCUTBLCA

kpurndeckn. Hike npuBonsaTes 1sa GpakTopa, KOTOpPbIE Yalle BCEro SBISFOTCS MPUYHNHON OMIMOOK.

1 PaccunraHHble 3Ha4YeHUS NapaMeTpoB ky M F CyILIECTBEHHO 3aBHCAT OT THUIA BBIOPAHHOIO
KMHETU4ECKOro ypasHenus. Ilpu ananuse oqHON HEM30TEPMUYECKOM KPUBOM Pa3IMYHbIE MOIEIN
f(x) MOryT oOKa3aTbCs CTaTUCTHUYECKH pPABHOLIGHHBIMM, W pE3yJbTaT pacyera He SBIAETCS
onHO3Ha4HbIM. Hcronp3oBaHue A aHamu3a HaOOpa SKCIEPUMEHTANBHBIX KPUBBIX, IOTYYEHHBIX
IIPU PA3HBIX CKOPOCTSIX HArpeBaHMs, KaK IMPaBUJIO, MO3BOJSET IMOHU3UTb YUCIO BEPOSTHBIX
Mozesen 10 OJHON — ABYX.
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2 Jlaxxe B TOM ciyyae, KOrja THIN KWHETHUYECKOTO YpaBHEHMs OAHO3HAYHO ONpeaefeH,
PACCYUTAHHBIE 3HAYEHMS HYACTOTHOrO (PakTOpa M SHEPTHH AKTHBALMH MOTYT BapPbHPOBATHCS B
WIUPOKUX MpeAesnax B 3aBUCHUMOCTH OT HCHONB3YEMOHM HTEPALMOHHON NPOLEAYPhI H 3aJaHHBIX
HavyaJbHbIX TNPUOIKEHHH napaMeTpoB ypaBHeHHs perpeccuu. [lpuunnHa Takoro sBNeHUs
3aKJIOYAeTCs B CYLIECTBOBAHHH JIMHEHHONH KOPPENsLNnY MeXIy 3HaAUYEHUAMH ko U /7.
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3. 3anaua.
OnpeaeneHrne CyMMapHOTo Coaep:KaHHUS MPUMeceil B BoJe pa3JIHUYHOI CTeNneHH

OYHCTKH 0 MHUKY IJ1aBJeHns Ha Kpusoil JICK cornacno nopme ASTM E 928 — 85

3. 1. DKcnepumeHmaibHaA 4acmp

3amaua 3akjO4aeTcs B TOM, 4YTOObl MOJYy4YUTh MUK TwiaBneHus Bombl Ha kpusoi JCK.

OOGs3aTeNibHBIE YCAOBUSL O/ TONYYCHHs YOOBICTBOPHTENBHBIX PE3yJNbTaTOB pacdeTa COCTOAT B

ClIeayrouieM.

IIony4nuTe rOMOTEHHYIO MO COCTaBy TBEPAYIO (pasy. C 3TOH LENBK SKCIEPUMEHTEI NPOBOISATCA C
HeOOMPIIMMH HAaBeCKaMH oOOpasua TNpH HEBBICOKOH CKOPOCTH OXJAaXXKACHHUA H3MEPHUTENBHOM
CHUCTEMbI.

MUHUMH3HPOBATbL HCKAKEHUs UCTUHHON opMbl THKa ruiaBieHus. [ns 3toro takxke HEOOXOOUMO
UCMONb30BaTh HeOOMbLUIKNE HABECKH OOpasilia, U U3MepeHUs NMPOBOAMTL Ha HEBBICOKOW CKOPOCTH
CKaHUPOBaHMSI.

CxeMa YKCTIEPUMEHTA.

Iloaroroeka ofpasua. B3seecutre NycTyK CTaHZAPTHYI AMOMHUHHCBYK) SYCHKY C KPBILIKOM,
MOMECTUTb B HEE KaIUIl0 BOXbI, PAacnpeAciuTb BOAY MO IOHY THIUIA, 3aBajiblieBaTb M CHOBA
B3BeCUTb. Paccuntars maccy obpa3ua ¢ TouHocTbio =110 .

2 MWsmepeHue. M3mepenus npoBoAUTb B MOTOKe ocylieHHoro aproHa (10 Ma/mMuH) coriacHo
npuBeAeHHON B TabuLe TeMnepaTypHOil nporpamMmme.
Ne cermeHTa HUurepBan T, °C CkopocTb
HATpPeBAHUSA/OXJIAKIEHUS
W3MepHTEeNIbHOI CHCTEeMBI,
°/MHUH

1 25 --30 2

2 -30--5 5

3 -5-4 0.5

4 4 -25 10

3.2. Odpabomka pe3yivmamoe
s pacueToB HEOOXOAUMbI CIEAYIOLUE TAHHbIE:

1 3aBucumocts curdana JJCK ot TeMnepatypbl AJs1 NUKa MAaBJIEHUs HHAKS,

2 3aeucumoctk curHana JACK ot teMnepaTypel Al MHUKA MIAaBJICHUS BOALL,

3 saBucumocts curtana JACK ot BpeMEHU 1715 MHUKAa MIJIABJACHUS BOIBL

Pacuer MpOBOAUTDH IIO l'lpllee,[leHHOﬁ HHXKE CXEME.

Ilo SKCNEPpUMECHTAJIBHOMY [MHKY TILIaBJC€HUS BOAbI OUEHUTH SHTAJNbLITHIO (Z[)K/F) n TeMneparypy
MJi1aBJICHUA (K) HUCTOrO paCTBOPUTEIIA (npe,unonaraercg, YTO AaHHBbIC BEJIMYUHBI l'lpl/I6J1L13l/lTeJ'le0

PaBHBI COOTBCTCTBYIOINUM HapaMeTpaMm oOpasua). Pe3yneraTtel CpaBHUTE ¢ JHUTCPATypHBIMU
IAaHHBIMH IO YHCTOM BOJIE.
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(9]

(98]

IlpoBecTH mapuMalIbHOE MHTErPpUPOBaHME 3KCMEPUMEHTANbHONO MMKa MJaBJIeHUs BOAbl B
nuanasoHe 10 — 50% (O (1e menee 10 Touek). [locTpourts 3aBucumocts 7r = f(1/4).

TIpoBecTn KOPpPEKLUMIO 3KCMCPUMEHTAIbHOIO CUrHasa no temmneparype /r — fs. C 3Tol menbio
JUHEHHbIH (QpParMeHT JIEBOr0 yuvacTka MUKA MNABIeHHs WHIWSA annpoKCHMHPOBAaTb NPSIMOH W
ONpenenuTb TAHIEHC yrja ee HaknoHa tga. IIpsiMble ¢ TeM ke tgo MpPoOBeCTH 4depe3 TOUKH /g,
COOTBETCTBYIOLIHE KaKAOMY U3MEPEHHOMY 3HAYEHUIO napuuanbHOM TUIOLLA M,
OTKOpPPEKTHPOBAHHYO TEeMIIepaTypy OMNpeaenuTb MO IEePecevYeHHd NaHHbIX MpsAMbIX C
3KCTPAIoJIMPOBAHHON B 0ONACTh NMuKa 0a30BO NTHHUEH.

Tloctpouts 3aBucumMocTb 15 = f(1/4).

JluHeapuzoBaTh NMOayUYEHHY IO 3aBUCHMOCTD /s = f(1/4).

PaccuutaTe TemnepaTypy NJIaBiE€HUs YMCTOrO pacTBOpUTens (BOIbI) U CyMMapHOe coIepriaHue
npumMeceii (B MOAbHBIX %).

3.3. Omuem

I'padux ¢ skcnepumentanvHoi kpusoi JACK B obnacTu nuka mniasneHusi BOAbI, 3HAYEHHUSAMH
TeMIepPaTypbl TABAEHUA 7 onse, TUIOWAAN MHKA (0 U SHTANBLIUY TNaBJIeHHs Ay /%2735 (Ha rpaduke
oT0o0pa3uTh crocod onpeneneHust BeNUUUH {onet M ().

T'padux 7k =1(1/4), Ts = f(1/4) B ucxoaHoi u nuHeapu3oBaHHOH (hopme,

Paccuurannbie u3 rpaduka Bant-I'opda TemmepaTypa miaBiIeHUS PacTBOPHUTENIA W CYyMMAapHOE
CoIep KaHUE IPUMECEH B PacTBOPE (B MONBHBIX %0).
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