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1. Cnucok cokpalieHuil U yCJIOBHBIX 0003HAYEHMIA:

JCK — muddepennunanbHas CKaHUPYOLIask KaTOpUMETPHS,
Area — mmomaap nmuka Ha kpuBoi JICK;

Cp — n300apHast TEIII0EMKOCTb;

CR — cKOpOCTh OXJIaKICHUS;

DSC —curnan JICK;

f — gucno creneneit cBOOOIBI; PYHKITUS;

HR — ckopocTs Harpesa;

H—sHTanemms;

T — Temneparypa;

t — Bpems;

X — MOJIbHAs! 10JISI BTOPOr'0 KOMIIOHEHTa B OMHAPHOW CHUCTEME;
W — MaccoBasi JIOJIsi BTOPOro KOMIIOHEHTa B OMHAPHOM cHCTEME.

Huxunid maaekc:

0 — HavaTbHBI MOMEHT BPEMCHU;

COIT — KOppeKI M,

L — xunkas ¢asa;

| — nukBUAYC,

S — CONMUYC;

S — TBepmas dasa;

M — IUIaBJICHUE,

peak — skcTpemMyM nuka;

MIX — CMECh; CMEIEHUE;

onset — Touka, COOTBETCTBYIOIIAs MIEPECEUCHUIO IBYX JIMHUN Ha TpaduKe 3aBUCUMOCTH CHUTHAJIa
JCK or temmepaTypbl/BpeMEHU: OJHA JIMHUSA SBISETCS PE3YIbTAaTOM SKCTPAIOISIUU
IpUMBIKAIOIIEro K muky ydactka kpuBod JJCK B oOnacTe aHoManuu; BTOpas JTUHUS SBISETCS
KacaTeJIbHOM K TOYKe nepernda Ha COOTBETCTBYIOIIEM ILICUE MTHKA;

T — ¢puxcupoBanHas TeMnepaTypa;

t — puxcupoBaHHBII MOMEHT BPEMEHH;

1/2 — ipeesIpl HHTETPUPOBAHUS TUIOIIA I [THKA, YCTAHOBJCHHBIE OT TEMIICpATYPhl HUXKE onset 10
Temreparypsl peak.

Bepxuuii uHAEKC:
0 — cranapTHOE COCTOSHUE.



2. ean paGoThl — HAYYUTDb CTYI€HTOB:

1. camocrostensHo momyuuTh Kpusble JJCK 3-x cmeceii B cucremax cyiabpamar aMMOHHS -
MOYeBUHA (BapHaHT 1) MM — BoJa - METAaHCYJIbL(OHAT UHKA (BapuaHT 2)!

2. TOCTpoWTh (parMeHT (a3oBol auarpaMMbl  OMHAPHOHM CHUCTEMBI IO  OTUM
SKCHEPUMEHTAIBHBIM JJAHHBIM U TonydeHHbIM paHee kpuBbiM JICK u3 OaHka JaHHBIX
1a00paTopun XUMUYECKOH TepMOJANHAMUKH;

3. OIIEHUTh HBTEKTHYECKHUH COCTAaB M CTEXHOMETPUIO TBEPABIX (a3, HAXOAAIIMXCS B
PaBHOBECHH C )KUKON (a30ii B 3BTEKTUUECKOM TOUKE, HCTIONb3YS "IHTAIBIMIHBIA MeTO."

[5].

Bce oakcnepuMeHTaNbHBIE JIaHHBIC, WCIONB30BAHHBIE TPU Ppa3pabdOTKU  3ajaud,
OIyOJMKOBaHBI B OTKPBITHIX UCTOUHHUKAX [1,2].

3. TeopeTnyeckoe BBeJIeHHUE:

da3oBasi auarpaMma CHCTEMBI SIBIISIETCS TpauuecKuM TNpeCTaBICHUEM (a30BBIX
paBHOBecuii B 3Tol cucteMbl. CoriacHo mpaBwmity ¢a3z ['mb6ca, mis OuHapHOW cucTembl (2
KOMITOHEHTa, MUHHUMAJIbHOE YHCII0 (a3 - olHa) MaKCUMAITbHOE YHCIIO CTeneHel cBo0o ibI f paBHO
3, ¥ Takoe M300pakeHHe NOIKHO OBITh TpEXMepHbIM — P,T,X-auarpammbl. HoHBapuaHTHBIMU
Ha3bIBAIOTCS TOYKH, B KOTOPBIX f =0, MOHOBapUAHTHBIMH — COBOKYITHOCTH TOYEK, B KOTOPBIX
f =1 (1.c. TMHUN), TOJISIMH — COBOKYITHOCTh TOUYEK, YIOBJICTBOPSIOIINX YCIOBUIO: IPH H3MEHCHUU
0001t 3 KoopauHat He u3mensercs uncio das (f = 3 st péxmeproit nuarpammsl (P, T,X) u f = 2
JUISL cedeHUsl ¢ PUKCHPOBAHHON KOOPAUHATOM P mim T).

Curnan JICK npu ckaHUpOBaHUHU CMECH 3aJJaHHOT'0 cocTaBa (popMupyercs 3a cuéT Tera,
KOTOpPOE BBIICNIAETCS WM MOIJIOIACTCS MPH MOSIBICHUU WM UCUE3HOBEHUH (Da3 ¢ M3MEHEHUEM
temreparypsl. [Ipexae dem oOCyXkIaTh, Kak HMCIIONB30BaTh MOJTYYCHHBIC 3aBHCUMOCTH IS
n3ydeHus: (Ha30BBIX PABHOBECHH, CIEIYET 3aJaTh CICAYIOIIMNA BOMPOC: HACKOIBKO KOPPEKTHO
OTHOCHTD PE3YJIbTAaThl TUHAMHYECKOT 0 IKCIIEPUMEHTA K COCTOSIHIIO PABHOBECHS ?

! B kadecTBe albTEPHATHBHBIX BAPUAHTOB MOXHO NPEATIOKUTE cienyromue cucrembl: NaCl-H,O (tpebyercs

1oA00p YCIIOBUI KpHCTAILIU3AIMHI, YTO0BI n30exaTh 00pa3zoBaHus MertactabmibHON TBepaoii (a3l Hmke 0°C - NaCl
- BMecto NaCl-2H,0), CaCl,-H20, MgCl2-H20 (pacTBops! B 3THX CHCTEMaX CKIOHHBI K ITEPEOXIIaKIEHHUIO, 0COOEHHO
pU Maccax HAaBECOK BBIIIE 5 Mr; HPH BBHIOOPE ITHUX CHCTEM MPEAJIAraeTcsi CaMOCTOSTEIbHO IPOBECTH
poOOMOAroTOBKY 1 ChEMKY 1 0Opasma).

W3-3a mOTCHIMANBHBIX MPOOJIEM C MPOOOMOATOTOBKOW W BEPXHUM MpeesioM mo Temmeparype B 590°C
HEeXeJaTebHO IpeaiaraTh MeTaJUIMYeCKHe CHCTeMbl C NpocTod sBTekTukol: Ga-In (B paMkax MpakTHKyma
TpeyTaraeTcs MCIoMb30BaHNE ATIOMUHUEBBIX TUTIICH, JKUIKHI TNl 9aCTHYHO pacTBOPSET alfoMuHui), Pb-Sn (B
9TOW CHCTEME €CTh JOCTATOYHO IIMPOKHE OOJIaCTH TBEPIBIX PacTBOPOB, Pb ckioHeH K okucienuio), Bi-In (Bi
CKJIOHEH K OKHCIICHHIO; €CIIM B HaJM4YM{ ecTh IN u HeokmcnuBiumiics Bi BBHICOKON YMCTOTHI, Uil JaHHOH 3a1adu
PEKOMEH/IyeTCs BRIOUpPATh KOHIIEHTPAIIMOHHBIN 1rana3on xin=0.7-1, ¢ aTextukoii Bilny(s)+In(s)=L, a ue x;»=0-0.5,
¢ oaprekTukoil InBi (s)+Bi(S)=L, MmoCKOABKY MMOCHENHSsA pPaCHONIOKEHa OUYEHb ONHM3KO K HMHIAWBUAYAIBHOMY
coeauHeHMIO InBi, 9TO 3aTpyAHSAET HCIOIB30BaHME "SHTANBITUITHOTO MeToa" JJIS OIIEHKH SBTEKTHIECKOTO COCTaBa).

Takxe B paMKax MpaKTUKyMa HEXeJIaTelIbHO UCIOIb30BaHUE OONBITHHCTBA CUCTEM, OTHOCSIMXCS K "deep
eutectic solvent”, 6e3 mpeaBapuTeabHON anpoOaIlKK, TOCKOIBKY OOJNBIIMHCTBO MOMAOOHBIX cMeceil (cucTembl Ha
OCHOBE XOJIUH XJIOPH]IA, TaJIOr€HHUIOB IIMHKA) KpailHe TMIPOCKOIMYHO M TPeOyeT THIATENbHOM MpOoOOIoaroTOBKH,
YTO HE Pean3yeMO B paMKax MPAKTHKyMa.

Hnst  pmanmpHeimiedt  anpoOanuu — MpeQararoTCss  CHCTEMbl  alleTHIICATUIAIOBAs — KUCIOTa -
napaanermwiamuaodenon [3,4], aneruicanuiiosas KUCIoTa - MoueBuHa [3].



3.1. UnTepnperanus JaHHBIX, MOJYYEHHBIX B X0/ie ITHHAMHYECKOT0 YKCIIEPUMEHTA

YT1oObl OTBETHUTH HAa BOMPOC, MOYKHO JIM HCIOJNB30BaTh JaHHBIC, TOJYYCHHBIE B XOJE
JTMHAMUYECKOT0 SKCIIEPUMEHTA, IS ITOCTPOCHUs (a30BhIX AUAarpaMM, Ha0 MMOKa3aTh, 4TO:

® B KaX/blii MOMEHT BPEMCHH JOCTHTACTCS TEPMHUECKOE PABHOBECHE,

® CHCTEMa YCIICBACT MEPEXOUTh B PABHOBECHOE COCTOSHHE.

[TycTh Tpu TNPOBEACHUH SKCICPHUMEHTa B KaKIbIi MOMEHT BPEMEHH JOCTUTACTCS
TEPMHUYECKOE PABHOBECHE, A TeMIleparypa | MeHseTcs?
MPOMEKYTOK BpeMmeHu Ot (Bpemsi HaGJIOIeHMsI) TeMIlepaTypa H3MCHSCTCS OT HAdyaJIbHOTO

C 3aJJaHHOI CKOpOCThIO . 3a Manblil

3HaueHust To g0 (To+P-dt). IlycTh B HEKOTOpBII MOMEHT BPEMEHH CHCTEMa HaXOJAWJIach B
PaBHOBECHOM COCTOSIHUU MPU 3HaUe€HUU nepeMeHHbIX (P, T,X). B mocneayroniuii MoMeHT BpeMeHU
CHUCTEMa HaXOAWUTCA B BO3MYUIEHHOM COCTOSIHUM W CTPEMMTCS IEPEUTH B PAaBHOBECHOE —
penakcupoBaTh. Bpemsi pejiakcanimu — nepuoj BpeMeHH, 3a KOTOPbIM aMIUIUTY/IHOE 3HAYCHHE
BO3MYILIEHUSI B CHUCTEME, BBIBEJCHHON W3 PABHOBECHOI'O WJIM CTAllMOHAPHOI'O COCTOSHUS,
yMeHbInaercst B € pa3. Eciu 9To Bpems cymectBeHHO MeHbIne df, To cucTteMa B KaX/Iblii MOMEHT
BpeMeHHU OyzeT ycneBaThb NEpeHTH B PaBHOBECHOE (MM CTALlMOHAPHOE) COCTOSHUE, M TaKue
JTAHHBIE MOYKHO COIMOCTABJIATH C MOJIYYEHHBIMH CTATUYECKUMHU METOJaMH.

3.1.1. DaKTOpbI, BJAUAIOIIME HA BpeMs PeJIaKCalluu:

Ha Bpems pemakcanuy OKa3pIBalOT BIUSHUE CIECAYIONNE (PaKTOPHI:

* KHHETHKA 00pa30BaHHsl M pocTa (WJIM HCYEe3HOBeHHs) HOBBIX (¢a3. DToT (dakrop
CKa3bIBAETCs CHUJIbHEE BCEro MpU MEepexojie B TeTePOreHHYyI0 00JacTh U3 TOMOTE€HHOM.
3apospiiieobpa3oBaHre- 3TO TMPOIECC, TPEOYIONUNA MPEOJOJICHUs] aKTHBAIIMOHHOTO
O6aprepa. CKOpPOCTh 3TOrO mMporecca MPU PaBHOBECHBIX YCIOBUSX CIHUIIKOM HU3Kas,
4TOOBI CHCTEMa YCIela MepeidTH B paBHOBECHOE cocTosiHuE. OOBIYHO CKOPOCTH ATOTO
mpoIecca CTAaHOBUTCS COTMOCTABUMOM CO BpeMEHAMH HAOIOJCHUS TPH TEMIIEpaTypax
CYIIIECTBEHHO HIMXKE paBHOBECHBIX (cM. puc. 1 [6])
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2CkopocTs Harpesa obo3HavaroT HR, oxnaxaenus - CR.



e Bs3kocth. UeM BbIllie BI3KOCTh, TEM HUXKE CKOPOCTh Mudy3uu B cucreme. [loaTomy
CKOpPOCTh pOCTa HOBOM (pa3bl CHIKAETCS C IOHMKEHUEM TeMIIepaTypbl, HECMOTPS Ha TO,
YTO JBWKYIIAS CUJia JUIsl ATOro mporecca pactér. I1ockonbKy BSI3KOCTh 3aBUCHT OT
TeMIIEpaTypbl 1O JKCIIOHEHIMATLHOMY 3aKOHY, TMpHU JOCTHKCHUU TEeMIeparyp,
JOCTATOYHO HU3KUX JUIsI BBIOPAHHOW CHCTEMBI, CUCTEMA MOXKET MEePEUTH U3 COCTOSHUS
MepeoxXIaXIEHHON KHUIKOCTH B CTekiIooOpazHoe. B Takom ciydae penakcamusi B
PaBHOBECHOE COCTOSIHHE HE MOYKET IMPOM30UTH 32 0003pHMBIC BpeMEHAa HAOIIOICHUSI.

e [I'paguMeHT KOHUIEHTpPaUUHU Mo 06pa3ny. OObIYHO 00pa3Ikl 00Ja1AI0T MAIBIM 00BEMOM
U BIMsSHHE 3TOro Qaxkrtopa cnabo MO CPaBHEHHIO C TPaJMEeHTOM TeMIepaTyphbl MO
o0pa3uy, KOTOPBI TaK K€ BO3pacTaeT ¢ 00bEMOM 00pasia

e [I'paguent Temmepatypbl mo oOpa3my. TepMuueckoe paBHOBECHE HE HACTYMAaeT
MT'HOBEHHO (OCOOCHHO MPHU BBICOKHX CKOPOCTSAX HAarpeBa W OONBIIKMX Maccax o0pasia),
YTO CJIEAYET YUYUTHIBATh JONOJIHUTEIBHO MpU uHTepnperanuu nanubix JJCK. CHumxenue
Macchl 00pasiia MO3BOJSET CHU3UTh TPAAUEHT TEMIlepaTyp BHYTpU oOpa3na u
MPUOTU3UTHCS K TOCTUKEHHIO TEPMUYECKOT0 PAaBHOBECHS, OJJTHAKO MPU STOM CHUKAETCA
curdai JICK u cooTHOIIEHHEe CUTHAII/IITYM, a TaK)Ke PACTET OTHOCUTEIbHAS TTOTPEITHOCTh
B3BEIIMBaHUA [7].

e Ckopoctb ckaHnpoBaHus. CHUKEHUE CKOPOCTU CKaHUPOBAHUS MO3BOJIET MOBBICUTD
BpeMsl HAONIOJICHUSI, CIIEIOBATENbHO MONYYUTh JlaHHBIe, Oosiee TPUOIMIKEHHBIE K
pPaBHOBECHBIM ycioBHsIM. OJIHAKO YMEHBIIEHHE CKOPOCTH TaKKe TMPUBOAUT K
YMEHBIIICHHUIO COOTHOIICHUS CUTHAII/IIYM, U ONTUMAIbHOW CKOPOCTBIO JJisi OONBIIOro
pslia CUCTEM SIBJISIETCS CKOPOCTh CKaHupoBaHus 2 K/muH [7].

3.1.2. 3ana3nbiBaHue TeMmepaTtypbl o0pa3na mnNpd NPOTeKaHHMU  (a30BbIX
NnpeBpaleHu i

st Toro yToOBl COOTHOCHUTH TeMIlepaTypy, nonydaemyro merogom JICK, ¢ Toukoit Ha
(dazoBoil AuarpamMme, HY)XHO YYecThb 3alas[bIBaHHE TeMIepaTypbl 00pas3lla OTHOCHTEIHHO
MMOKa3aHUM TEPMONApPHI.

Cornacao [7], nmpu wMoaenupoBanuu curdana JCK crnenyer wucnonb3oBaTh Tpu
MPUOIMKEHUS: «HYJIeBOE» (HET (pa30BbIX MIPEBPALEHUN U XUMHUUECKUX PEAKIIHIL), «IIepBOe» (€CTh
(hazoBbIe MPEBPAIICHUS U XUMHUYECKHE PEAKITUN) U «BTOPOe» (MMOMUMO (a30BBIX MPEBPALEHUN U
XUMHAYECKHUX PEaKIMii YUUTHIBACTCA 3ala3bIBaHUe TEMIIepaTyphl B 0Opasiie).

B «nyaeBom» npubmmkenun curian JJCK oxa3bIBaeTcss MpPOMOPIIMOHATIEH Pa3HOCTH
TETTOEMKOCTH HCCIeyeMoro odpasiia u oopasiia cpaBHeHHs (Cp,s-Cp,r) U CKOPOCTH Harpena f3 ¢
HEKUM KO3 (HHUIIMEHTOM POMOPIIUOHATLHOCTH I (TETJIOBBIM COMTPOTUBIICHUEM):

DSCo =—r (Cp,s‘Cp,r)'B 1)

B »TOM mpubnamkeHHH ONMUCBHIBAIOTCS YYacTKH 10 U mocie (a30BbIX MpEeBpalleHUull B
OTCYTCTBHE MOOOYHBIX XUMHYECKUX PEAKIIHH.

B «mepBom» mpubmmkenuu Bkian B curHan JICK, momumo 3TOil BedHUYMHBI, BHOCAT
TEIUIOBOM MOTOK B Xozie (pa3oBoro mpempaiieHus (Xumuyeckod peakiuu) Or m oTiavuus B

dAT sR .
CKOPOCTHU UBMEHCHUSA TEMIIEPATYPHI 3TAJIOHA U 06pa31_[a T [7]

DSCi = —r (Cp,s-Cp,r)- — @r —’EldAd% (2)

YroObl onpenenuTh TEIJIOTY U TeMieparypy ¢$a3oBOro mnepexoja, MpoBOIUTCS Ga30Bas
JIMHMSA — BUPTYyaJlbHas JIMHUS, IPOBEICHHAS Yepe3 MHTEPBaJl, B KOTOPOM MTPOTEKAET peakLus WiIn



(a30BbIi IIepexos B IPENOIOKEHUH, YTO TEIUIOTa Ipolecca paBHa Hyto. Ecnu ternoémkocts
obpasua B xoje (ha30BOro nepexoaa NpakTUYeCKH HE MEHsSeTcs, 0a30BYIO JIMHUIO MOJCTHUPYIOT
NpsIMOil  JIMHMeH, ecliu MeHseTcd CHIbHO (Kak, HampuMep, Y BOABI), HCIOIb3YIOT
CUTMOMAJIBHYIO (TETJIOEMKOCTH J0 U/WJIH TTOCTIe Iepexo/ia caado 3aBUCUT OT TEMIIEpaTyphl) WU
TAHTeHIMAJIBHYI0 0230BYIO JINHUU (TETIIOEMKOCTH 10 M/HUJIH TIOCIIE TIEPEX0/1a CUIIBHO 3aBUCHT OT
Temrneparypsl). Takum oOpa3om, BerunTaHue 6a3oBoit auaun u3 curnana JICK nossonsier yopath
Bce BKJIanbl, kpome ®r, U muomaab Moj MOJy4yUBIIEHCS KpUBOW OylIeT HporopluOHaIbHA
terioBoMy 3 dexty. Koappuiment ayBcTBUTENBHOCTH (IIPOMOPIIHOHATEHOCTH) ONPENENIeTCs
yTéM KaJMOPOBKH 110 CTAaH/IapPTHBIM BELIECTBAM.

Temnepartypy ¢a3oBbIX Mepexoa0B MepPBOro poaa, K KOTOPHIM OTHOCHUTCS IIJIaBIICHHUE
WHJUBUIYAIbHOTO COEAUHEHMSI A, ONpPEAENsAoT MO [Aonset — TEMIIEPATYPE, COOTBETCTBYIOIEN
TOYKE IIepeceyeH sl SKCTParoJIMpOBaHHOM B 00acTh KA 6a30BOI JINHUU U KacaTeIbHOM K TOUKe
nepern0a Ha JieBoM 1ieue nuka Ha kpusoi JJCK [7].

Bo «BTOpOM»® mpHOMMKEHMM JeNaeTcsi MONpaBKa Ha 3ara3/blBaHUE TeMIepaTypbl
o0paslia, KOTOPOEe 3aBHCUT OT CKOPOCTH TEIUIOOOMEHA MEXJy CEHCOPOM U TUIJIEM, TUTJIEM U
obpasmom [7]:

2

DSC = Dscn—mzdj#. 3)

[TockonbKy MOTJIOIEHNE U BBIJCTICHHE TEIUIa He POMCXOIUT MIHOBEHHO, IpU (pa30BOM
nepexoze NepBOro pojaa Temieparypa o0pasia coxpaHsercst paBHOU TAonset HEKOTOPOE BpeMs.
3aBepIICHUIO ITpolecca COOTBETCTBYET MUK Ha KpuBoi JICK, mocie yero npoucxoauT «Iorpes»
oOpa3ma J0 TemreparypHoil mporpammbl. Eciu Obl He ObUIO «3amasnaeiBanms» curaana JICK
(bopmyna 3), To TeMneparypa nuKa Ty peq COBIAAANA OB C TA onset.

Ha mnpakTtuke momnpaBka Ha «3alas3/iblBaHME» CHTHAJIA BBOJUTCA C I[OMOUIBIO
Kod(uImeHTa TEIIOBOrO COMPOTUBIICHUS, BBIYUCISIEMOrO ISl CTaHAAPTHOTO BEIIECTBA
(Hanpumep, UHANS):

TIn,peak— Tin,onset
K corr — (4)

DSCIn,peak ‘DSCIn,baseline’
t1€ Tiponser — TEMIEpPATypa MIIaBiaeHus (Temmeparypa onset), Tpp,peqx — TEMIIEpATypa MUKA,
DSCinpearc — curnan JICK nuka, DSCiy pasetine — curnan JICK 10 Havana OTKIOHEHUS. KPUBOM
JICK or 6a30Boii 1uHuM (PUCYHOK 2)3,

Torma nctunnas temneparypa Tsgmpie IPU MPOTEKAHUH (A30BOr0 MPEBPAILCHUS HITH
XUMHYECKOI peakiinu B oOpasie (10 3aBepiieHus npoiecca) Oyaer paBHa

TSample = Texp — AT = Tpeak - (DSCTzTexp — DSCpaseline) * Keorr (5)

rae Te,p,—Temneparypa, onpenensiemas B xone skcnepumenTa, DSCrrexp — curnan JICK npu
atoit Temneparype, DSCpaseline — curHan JACK 1o Hayana orknonenus kpusoi JJCK ot 6azoBoit
TuHUHA, K o~ KOOPOUIHEHT KOPPEKLIUH.

KoadduimeHT TenioBoro conpoTUBICHUsS OOBIYHO c1ab0 3aBUCUT OT MPHUPOALI 00pasiia
[7, 8, 9], moaTOMY AJIs OIEHKH 3TOM BETUYMHBI MOXXHO OpaTh JIF000€ WHINBHUIYaTbHOE BEIIECTBO
BBICOKOM YMCTOTHI. JTa BEJIMYMHA 3aBUCUT OT MAacChl BEIIECTBA, MMO3TOMY AJIA €€ OINpeaesIeHUs
pekomenayeTcs ucnoib3zoBarh curHan JICK, He mpuBenéHnbiii Ha Mmaccy HaBeckH [8,9].

3 T'eomeTpuuecku Kod(pHUIMEHT OyeT NpeACcTaBIATH COOOW TaHreHC yria HakioHa tga kpusoit JICK mnpu
IIPOTEKaHUHU KaKOoro-To Ipouecca



DSC /mW Puc. 2.
Texo Ornpenenenue

01 - = kodh¢unmeHTa

DSC baseline  -0.39 mW TEIIOBOTO

COIMPOTUBJICHUA 110
ry T onset 15659 °C CTaHJApTHOMY

BELIECTBY (MHIUI)

T.peak 157.76 °C,

DSC,peak-DSC,baseline

DSC, peak -15.40 mwW

T,peak-T,onset

100 105 110 15 12.0 125 13.0
Time /min

3.2. Orpannuyenus Mmeroaa JICK npu n3ydyennu ¢pazoBbIX paBHOBeCHId

Koncrpykuus npubopo /JICK, B OonpIIMHCTBE ciydaeB, MpEAINONAraeT IOJydeHHe
JAHHBIX TPU TIOCTOSIHHOM JIaBJIEHWH; B pe3yJbTaTe MHCCIEAOBATENN IMONYy4aloT H300apHbIe
ceueHus: QazoBbix auarpamm (T, X) mpu atmMocepHOM (OONBIIMHCTBO KaJOPUMETPOB) JHOO
(UKCUPOBaHHOM JJaBJIEHUH B Iuana3oHe 1-150 Oap (kaimopuMeTpsl BBICOKOTO JaBICHHUS).

[IpoBenenue sKcrepuMeHTa B AMHAMHYECKOM arMocdepe HMCKI0YaeT BO3MOXKHOCTb
M3y4YEeHUsI PABHOBECHI C Ta30BO# (ha30ii; UCIOIB30BAHUE CTATHUYECKONW aTMOC(EPHI C ITOCTOSTHHBIM
NapUUaIbHBIM JaBJICHUEM JIETY4ero KOMIIOHEHTa TpeOyeT CYIIECTBEHHOIo NepeodopyaoBaHUS
KOMMEPYECKHU JOCTYITHBIX KaJTOPUMETPOB M TIATEIbHOI0 yuéTa pacxoa ra3on. [IoaTomy 00b14HO
3TOT METOJ] UCTIOJIBb3YETCS IPU U3YUEHUH KOHJCHCUPOBAHHBIX CHCTEM.

Opnnako, gaxe npu paboTe ¢ KOHACHCHPOBAHHBIMU CUCTEMaMH, MOXKET BOZHUKHYTb Pl
TPYAHOCTEH, CBSI3aHHBIX C WM3MEHEHMEM COCTaBa KOHJEHCHUPOBAHHOW CHCTEMBI 3a CYET
pa3ioxeHus: 00paslloB WM BHICOKOM JIeTy4ecTH KOMIIOHEHTOB. [1o100HbIE TOOOYHBIE TPOLIECCHI:

e BBHI3BIBAIOT U3MEHEHUE KOHIICHTpAUU 00pasia,
® [POMCXOIAT C MOIJIOUICHUEM (peKe — BBIJEICHHEM) TeIlla, BHOCS MEIIAIONINI BKIIaJ B
curnan JCK.

[Ipn wu3ydeHHH MOAOOHBIX CHUCTEM NPEIANPUHUMAIOT CIEUUANbHBIE MEpbl, YTOOBI
YMEHBIIUTh M3MEHEHHE KOHILIEHTpauuu obOpasua. Tak, MOXHO IOJNydyaTb JaHHBIE IPH
MIOBBIICHHOM BHEUIHEM [JaBJICHMM M OKCTPAlOJIMpPOBaTh [AaHHBIE HA 3aJaHHOE 3HAYCHHE
BHEIIHETO JaBJIeHUs. AJIbTEPHATUBHBIA BapUaHT - UCIOJIb30BaTh 3aKpbIThle TUTIU. [Ipu sTOM
U3MEpEHHusl CleJyeT NPOBOJUTH B Y3KOM  TEMIIEPaTypHOM MHTEpBaje, 4YTOOBI JaBlieHHE,
CO3/1aBa€MO€ 3a CUET MCIApEHUs KOMIIOHEHTOB M IOBBIIIECHUS TEMIEPATypbl, HE NPUBOAUIIO K
nedopmaruu turis. Takxke 3TO JaBIeHHE, KOTOPOE HEBOSMOXKHO CTPOTO YYECTh, HE JIOHKHO
CHJIBHO OTJIMYaThCsl OT BHEIIHEr0, YTOObI MOXHO OBUIO OTHOCHTH IIOJYYEHHBIE TaHHBIE K
BHEIIIHEMY JABJICHHUIO.

3.3. [lnaBjieHue cMecH
Paccmotpum, kak cienyer uHTeprnperupoBath kpuBble JICK mns momyuenus: pparmenrta
(ha3oBoii AHarpaMMbl OMHAPHOM CHCTEMEI C TTPOCTOM 3BTeKTHKOM (Puc.3). bonee cnoxubie ciydan



(obpazoBaHue TBEPABIX PACTBOPOB, MHKOHTPYIHTHOE TUIABJICHHUE U T.J.) TOAPOOHO 00CYXKIat0TCS
B [6,7,10].

L+B
L+A

dt !

Puc. 3. da3zoBas aumarpamma
AR THITIOTETHYECKON cucteMbl A, B
C MNOpOCTOM  D3BTEKTUKOM U
kpuBble JICK wuyumcroro A wu

A -
< dx CMECH C COCTAaBOM X

B Cl1y4ya€ HarpeBaHMs CMECH COCTaBa X, B3SITOM B KOJIMYECTBE N, MO>XHO BBIJICIIUTD YETHIPEC
OCHOBHBIX 3Tarlia:

3.3.1. TemmnepaTypa HH:Ke TeMIIepaTypPhI COJIHIYCA

Curnan JICK ommchIBaeTCS «HYJICBBIMY» MPHOIHKCHHEM, 00pa3el] IpeacTaBisieT co0on
CMeCh TBEPIBIX BEILIECTB, 10 JOCTIKEHUS TEMIIEPATyPhl CONMHUIyca HET ()a30BbIX IPEBPAIICHHA.

3.3.2. TemnepaTtypa paBHa TeMIepaType coOJUIyca

Curnan JICK onuceiBaeTcs «IepBbIM» IJHMOO «BTOpbIM» mpuOmmkeHueM. [lpu
JTOCTHKEHHH DTOH TeMIIEpaTyphl MPOMCXOOWT €IMHOBPEMEHHOE ILIaBieHne? cmecu A u B
3BTEKTUYECKOTO0 COCTaBa Weu, BEC:

(1-Xeu) A+ XeuB =1L (6)

B 3aBucumocTH oT TOro, ObLT JIM UCXOJHOE 3HAUEHHUE X OOJIbIlIe, MEHbIIE U PABHO Xeu,
IoCJI€ IUIABJIEHUS CMECH 3BTEKTHMYECKOI'0 COCTaBa B pacIUlaB IEPEXOAUT CIEAYHOIIAsl J0Js
BEILIECTBA V!

(a) X > Xeu 1 B U30BITKE OCTaeTCs TBEp0e BeliecTso B!

1-x

_ Xeu _ _ —
Y = r— Q1-x+0-x) ra— (7a)
(0) X < Xeu 1 B M30BITKE OCTACTCS TBEPJIOE BEIIECTBO A
X
Yo == (76)
eu
(B) X = Xeu, ¥ BC€ BELIECTBO IJIABUTCS MPU ITOM TeMIIepaType:
Ys =N (78)

[Ipu »TOM moOrnomaercs cilaeAyoIllee KOIUYECTBO Terjaa (B JIaHHOM BBIPAKEHUH MBI
npeHeOperaeM BKJIaI0M 3a CUET U3MEHEHUS TETIOEMKOCTH TIPH TIABJICHHH ):

4 CDopMa IIMKa M BKJIaJbl B (bOpMI/IpOBaHI/Ie CUr'HaJla TaKUC K€, KaK U B ClIy4dac IUIABJICHHUA WHAWUBUAYAJIBHOI'O
COCIUHCHU A



Ts
Tm,A

Ts

AH = ((1 - Xeu) 'AmH;' (1 - ) + Xey AmH; ) (1 - ) +: Amixszxeu) n-ys (8)

Paznenum AH Ha Maccy cMecH, TOTia KOMOMHALIMS YpaBHEHHH 78 1 8 IpUMeT CIIeAYIOIHA

Tm,A

BHUJI MIPH X = Xeu:
= () B H - (1= ) e Ay Hi (1= 75 )+ B Hxen ) g iy (9)

Mynq+Myny Tm.a My-(1-x,,)

HIIN XKC

m=k' 100 _ k

W ]
100—Wey 100—Wey

(10)

rae AH - ynenbHas teriota (Jkx/r), w — MaccoBas oy komrnoHeHta B B cmecu (Bec. %), w —
MaccoBasi JIoJisi KOMIIOHeHTa B B aBTekTHUecKOU cMmech (Bec. %), K — KOHCTaHTa, BBIpaKCHHAS

CJIEIYIOIM 00pa3oM:
o TS o TS
k= ((1—Xeu) Ay Hy - (1 - TmA) *+ Xey " A Hy - (1 - TmA) +: AmixHx=xeu) (11)

Torma mpu X < Xeu KOMOMHAIHS ypaBHEHU 70 1 8 OyIeT BBITIIAICTD CIICAYIONUM 00pa3oM:
AH = k-~ (12)
Weu

[MonyuuBmmecs npsimbie (10 u 12) mepecekatrorcss npu w=weu. Eciu B cucteme A-B

o0pazyroTcs coenuHenus AnBmu AkBI, To ecii Mbl paccMaTprBaeM 3BTEKTHKY

y AnBm +(1-y) AkBi = L (13),
TO ypaBHeHus 10, 12 npumyt Bux:
AH = k- _ k.YBAnBm (14)
Weu Weu
AH =k —20 _yw.—K _ ZEAS (15)
100-Wey 100-wey 100-Wey

B Beipaxkenusx (13-15) y — mons dasel B cMecH TBEPABIX (Da3, Weu— IBTEKTHUECKHIA COCTaB,
BBIPAKEHHBIN B MACCOBOM J10J1€ KOMIIOHEHTa B, w — cOCTaB cMecH, BEIPAKEHHBIN B MacCOBOM J10J1€
KOMIIOHEHTa B, Wg o g —MaccoBast 1oist komnonenTa B B coeunernny AnBm, Wg o, g, >Wg A B, —

MaccoBas 101 KomnoHeHnTa B B coenunenuu AkBi
Ha rpaduke coorseTcTBYyIOmME NpsMble OYIyT MEPECEKATh OCh aOCUUCC NMPH Wpa B

UWg AgB;» YTO IO3BOJIACT UCIIOJIB30BaTh 3T COOTHOMICHUSA OJId OHCHKH CTEXHOMETPUHN TBépI[BIX

(a3, HaXOASIINXCSI B PABHOBECHH C XKHUAKOCTBIO IpH T's

IIpu T > Ts HaunHaeTcst pacTBOpeHHE TBEPI0i (azbl, ocTaBieiics B u30bITke. [Ipu sTOM
(dbopMHpyeTCsl UK JIMKBHUIyCa, KOTOPBIH YacTO HEJOCTATOYHO XOPOIIO Pa3pelraeTcsi ¢ MUKOM
COJMJTyCa, ¥ KOJMYECTBEHHO OMPEICIIUTh MOTHYIO IUIONMIA b KA COTHIYCa HEBO3MOXKHO.

Astopsl [1,5] npeanaratot ucronb3oBath B ypaBHeHusx 10, 12 He MONHYO TUIOMAIb THKA
coiuayca, a mapuuaabHy0 — Areai/2, BBICTaBJISAS Mpeesibl UHTErPUPOBAHUS TEMIIEPATyphl OT
Hayajia mporecca J0 TEeMIepaTypbl MaKCHMyMa MUKa — T.€. OKOHYAHWSI MpoIlecca TUTaBIICHUS
CMECH IBTEKTHYECKOI0 COCTaBa (Y€MY COOTBETCTBYET MAKCHMYM IHKa COJIUIYCA), TOCKOIBKY
IIPU ATOM B 00pasiie coxpaHseTcs temmeparypa T = Ts.

XoTs 3aBEpIICHUI0 TIPOIecca W COOTBETCTBYET MAaKCHMYM IIHKa, MPU KATUOPOBKE IO
YHCTHIM CTAaHAAPTHBIM BEIIECTBAM HUCIOIB3YIOT MOJHYIO TUIOMIA I (B TOM YHCTIE U TY YacTh MUKA,
KoTopast (opMHUpYETCsl HW3-3a JIOrpeBa obOpasia 0 TemreparypHoill mporpammsbl). [loaTomy
ko3 duuuentsr B ypaBHenus 10, 12 mpomopruoHaNbHBL, a HE CTPOrO paBHBI BEIHYHUHE,
omnpenenseMon ypapHenuem 11.



3.3.3. Temneparypa Bbllle TeMIepPaTypbl COJHAYCAa, HO HHUM)KEe TeMIepaTypsbl
JHMKBHUAYCA

Curnan JICK onuceiBaeTcst «<BTOpbIM» pUOIIMKEeHHEeM. B oTnuuune ot ¢azoBoro nepexoa
[IEPBOTr0 poJia WJIM HOHBAPHMAHTHOI'O PABHOBECHS JUISI CMECH, BbIAEICHHE TeIla HaIpsIMYyIO
3aBHCHUT OT TEMIIEpATyphl (2 HE TOJBKO OT BpeMeHH). PacTBOpMMOCTh ocTaBLICHCS B M30BITKE
TBEPI0H (ha3bl UBMEHSETCS C TEMIIEPaTypOil, IPH ATOM HOTJIONIAETCS KaKOe-TO KOJIWYECTBO TeTlIa.

[TycTs B MOMEHT BpeMeHH to ObLT M30BITOK BeliecTBa B, a o0mmii coctaB cMecH COCTaBJIsIT
Xoow. IIpenmonoxkum, 4To B 3TOT MOMEHT TeMmmeparypa cuctemsl Obiia To, a pacTBOpUMOCTH
coequHeHuss B cocraBmsna X, B cimepyrommit MomeHT Bpemenu dt cucrema JocCTHIIIA
temneparypsl To+p dt u pactBopuMocTs B cucteMe moBbicuiack 10 X+dx. Ecinn x+dx< Xoom, TO
MIPOUCXOAUT PacCTBOPEHUE MOPLUHU BellecTBa B, mpu 3TOM Moriomaercss HEKOTOPOe KOJIUYECTBO
TerJia.

Ecnn x+dx>Xo6m, TO Bc€ BemecTBO B nepenio B xxuakyro ¢asy, mocie 4ero npeKpamiaercs
BblETICHUE Terula. Takas Temneparypa Ha3bplBaeTcs Temieparypoil nukBuayca Ti. 3aBepiueHuio
npoliecca BbIACTICHHS TeIia MpH IiaBieHnu cmecu Ha kpuBod JJCK cooTBeTcTBYeT MakCUMyM
MOCJIETHETO MUKA.

UYem Oomnblie MEHSIETCS PacCTBOPHUMOCTH CO BpeMeHeM (ueM Bbimre dx/dt), Tem Oomnblie
TErJia IMOrJIOMIAeTCsl, TOITOMY IOBBIIIEHHE CKOPOCTH CKAaHUPOBAHMS YIyYIIAaeT COOTHOIICHUE
CUTHQJI/UIYM NpU ONpEAENCHUM TeMuepaTypbl JukBuayca. OgHako, pacTéT 3ama3/]blBaHUE
SKCIIEPUMEHTAIbHO OIpeaesieMol BelIUYUHbl Tpeak MO cpaBHEHMIO ¢ McTUHHOW Ti, a Takxke
MPOIIECC CTAHOBUTCS O0JIee HEPAaBHOBECHBIM.

ITockonbky SKCHEpUMEHTAIbHO ompeaenseMas TeMneparypa Tpeak HpU MPOTEKaHUU
KaKoro-jnbo mporiecca 3ana3bIBaeT OTHOCUTEIBHO "HCTUHHOU" TeMIlepaTyphl 3TOTr0 mpolecca,
HYXXHO IpPOBECTH KOppeKluio TemnepaTypbl. Jlns koppekuuu Ti cieayer BOCHOIb30BaThCs
COOTHOILIEHUEM 5 U PaCCUUTAHHBIM I10 YpaBHEHHIO 4 K03((PUIIUEHTOM KOPPEKIUH:

T, = peak — AT = Tpeak - (Dscmix,peak - DSCmix,baseline) “Keorr (16)

3.3.4. Temmnepartypa Bblllle TeMIEPATYPbI JUKBHIYCA

Curnan JICK onuceiBaeTcsi «HYJIEBBIM» MPHUOIMIKEHHEM, 00pa3ell MpeICTaBIsIeT co00i
KHUJIKAN pacTBOp, HET (ha30BBIX MPEBpAIICHUI



4. TlopsiioK BbITIOJTHEHHUS 3a1a4H:

4.1. DxcnepuMeHT:

4.1.1. TIpoGomoaroroBka

Bapmuanr 1.

1.

N o ok

[TpuroroButs B araroBoii crynke cMecb NH2CONH2—NH4SO3sNH:2 cocrasa ~ 20, 40, 75
wm 85 Bec.% NHiSO3NH2 (Bcero HyxHOo Oymer cmenath 3 oOpasma Ha BBIOOD,
JIOIYCKAETCsl pacXOKIeHHE B +2 Bec.% OT MpeyiaraeMoro cocTaBa Jijis Kax10ro oopasia).
Craenath OTBEpCTHE B ATIOMUHHUEBOMN KPBIIIKE JJIs1 THTJIA.

C IIOMOMIIBIO CIICMUAJIBHOI'O IMMHIIETA ITOMCECTUTH AJIIOMUHHUEBELIA TUTENb C HpOKOJ’IOTOfI
KPBIIIKONH Ha 4YallKy BECOB M IPOBECTH B3BCIIMBaHHE (Macca HE JODKHA CHIIBHO
otnuyaThecsi oT 38-42 Mr) nmo TpEX CXOMANIUXCS 3HA4eHWH (MpuOOpHas MOTPEIIHOCTh
onpenenenus: maccel +0.02 mr).

[Tom0XKUTh KPBIIIKY Ha TUTEJIb C TOMOIIBIO TTMHIIETA U 3aBaJIbIICBATh Ha Mpecce.
B3Becuth THreNb co cMechio (B3BEIIMBATH J0 TPEX CXOMSAIIMXCS 3HAUCHHIA).

Paccuurars Maccy oOpasiia u 3aHECTH B 1a0OpaTOPHBII KypHAJL.

[ToBTOpUTH oOmeEpanuu, OMHCAHHBIE B MYyHKTax 1-6, UIs JOPYrux MPUTOTOBICHHBIX
00pasnoB (peKOMEHyeTCs JelaTh BO BpeMsl TEPMOAHAIUTHICCKUX M3MEPEHUN TEPBOTO
o0pasia).

Bapuanrt 2

1.

2.

ITpuroroButs pacTBOpHI cocTaBa ~ 5, 10, 35, 45 Bec.% Zn(CH3SO3)2 (Tpu Ha BBIOOD)
pa30aBieHUEM JUCTUIUIMPOBAHHOM BOJOW MPEAOCTAaBIEHHOTO CTaHJAPTHOIO pacTBOpa
~50-54 Bec.% (TOUHasE KOHIIEHTpAIUs yKa3blBaeTcs Ha EMKOCTH C pacTBOPOM, XPAaHUTh
npu 35°C Bo usbexkanue Boimagenus Zn(CHsSOs)2:12H20) u3 pacyera Ha ~ 4-5 rpamm
KOHEYHOI'O pacTBOpa:

a. B3BECUTH IYCThIC MIACTUKOBBIE KOHTEHHEPHI C 3AaBUHUYMBAIOIIEHCS KPBIIIKON HA 5
MII,

b. orobpare mo3aropom TpeOyemble KOIMYECTBA CTAHAAPTHOTO PpAcTBOpPa BO
B3BEIICHHBIE IJIACTUKOBBIE KOHTEHHEPHI,

C. B3BECHTb KOHTEHHEPHI C PACTBOPOM,

d. paccumraTh TpeOyemMoe KOJMYECTBO JAUCTHIUIMPOBAHHOW BOMABI IS Ka)JOro
oOpasiia,

N00AaBHUThH pacyeTHBIC KOJUYECTBA TUCTUIUIMPOBAHHON BOJIBI 103aTOPOM,
B3BECUTH KOHTEHHEPHI C KOHEYHBIM PACTBOPOM,

g. paccuymTaTh TOYHBIE KOHIICHTPAIIUU TTONYYHBIIUXCS 3-X PACTBOPOB (IOMTYyCKAETCS
pacxoxaenue B £2 Bec.% OT mpeajaraeMoi B Hadaie KOHIEHTPAIMH [T KaK0T0
COCTaBa).

C noMolpi0 CrenuagibHOr0 MUHIETa TOMECTUTh AJTIOMUHHUEBBIA TUIelb C MPOKOIOTON
KPBIIIKOW Ha YallKy BECOB W IPOBECTH B3BeIIMBaHME (Macca HE JODKHA CHIIBHO
ornnyateesi OoT 38-42 Mr) g0 Tpéx cxoasmuxcs 3HaYyeHHi (mpuOopHas MOTPEeIIHOCTb
onpenenerus maccel +0.02 mr).

C mnomomrpio mukpommnpuia Ha 10 MKI mOMECTUTh Kamio ~4-6 MKJI B ILEHTP
ATIOMHHHEBOT'0 KOHTEITHEepa 06€3 KPBIIIKH.

4. Tlonoxuts KPBINIKY HA TUI'CJIb C TIOMOIIBIO IMTMHIETA U 3aBaJIbLIEBATh TUI'CJIb HA ITPECCE.



o

B3Becuth TUTENb CO CMECHIO 10 TPEX CXOIAIINXCSA 3HAYCHHIA.

Paccunrare maccy obpasia

[ToBTOpPUTH oOmepanuu, ONMUCaHHBIE B MyHKTax 1-6, A APYyrux MNPUTOTOBICHHBIX
00pasIoB (PEKOMEHIYETCs JeNaTh BO BPeMsi TEPMOAHATUTHICCKUX M3MEPEHUN TEPBOTO
obpasia).

4.1.2. TIpoBeaeHune U3MepeHMIi:

OTtkpsiTh Kpbiiky Ha JJCK (BTOpYIO U TPETHIO - UCTIOIB3YS CICUATbHBIA TUHIIET).
[TomecTuTs TUreHL Ha MpaBbiid ceHcop JICK (mpoBepuTh HAIMYKE IMYCTOTO ATFOMUHHEBOTO
THUTJIS Ha JIGBOM CEHCOPE B KaueCTBE 00pa3iia CpaBHEHUS).

3aKphITh KPHIIIKH Ha IPUOOpE (BTOPYIO M TPETHIO - HCIIONIB3YS CIICIIUAIBHBIN MTHHIIET).
[TpoBepuTh, OTKPHIT I OaNIOH C MHEPTHBIM ra3oM M KpaH OT OajuloHa OT KiamaHa
npudopa.

B nmporpamme NETZSCH Proteus DSC 200 F3 Maya 3anonHuTh cieayromye JaHHbIe:

a. HOMEp IO JXKypHally, Ha3BaHHWE (CHCTEMa M KOHIICHTpaIus) M Macca o0pasia,
BHIOpaTh TMONy4YeHHBIE paHee (ailbl KamMOpOBKM IO TemIeparype u
YyBCTBUTEIHHOCTH JIJIsl CKOpOCTH HarpeBa 2 K/muH B atmocdepe azora

b. Temmeparypuas mporpamma (tabauia 1 aas BapuanTa 1, Tabnuma 2 s BapuaHTa
2)°

C. Ha3BaHUE daitna B dbopmate HOMeEp Mo  JKypHajdy Ha3BaHUE
CUCTEMbI KOHIIEHTpAlMs _TeMIepaTypHBIi untepBasl_HR ckopocth
HarpeBa N2 40 60 pgara cheMKH.

[Ipu BeIMONHEHUHU 2-T0 BapHaHTa 3a/1a4¥l OTKPBITH KPaH CUCTEMbI OXJIXKICHHUS C KUIKUM
a30TOM (ITOYTH HAa MAaKCHUMAJIbHYIO MOIITHOCT ).

Hauars usmepenue.

[Ipyn BeIMONHEHWH 2-TO BapHaHTAa 3aJa4d YMEHBIIUTH IOBOPOT KpaHa CHCTEMBI
OXJIXKICHUS C KUIKUM a30TOM Ha U30TEPMUYECKOM CETMEHTE.

[Ipu BBHIMOTHEHWHU 2-TO BapHaHTa 3a/1a4d I1OCIIE 3aBEPIICHHUS M3MEPEHHS 3aKPHITh KpaH
CUCTEMBI OXJIAXKICHHUS.

Taoauna 1. TemnepatypHasi nporpamma (Bapuanr 1)

CermeHT T,°C HR (CR) nu3zorepma t, MUH
1 25+55 10 -
2 55+134 2 -
Taoauna 2. TemneparypHasi nporpamma (BapuaHT 2)
CermeHT T,°C HR (CR) uzorepma t, MUH
1 25 +-40 5 -
2 —40+-15 10 -
3 -15 5

5 Ecniu Bo BpeMmsi mpoBejicHHs Tpaktukyma ucnoisdyercs DSC 204 F1 Phoenix, na
Ka)XJIOM 3Tare TeMIepaTypHOIl porpaMMbl JTOJKHBI ObITh BKIIOUEHBI MOTOKU: Purge 1
40 mur/mun (azot) u Protective flow (70 ma/mun).Jlns BapuanTa 2 clieAyeT MPOBEPHUTH
BKJTIOYCHHE OXJIAKIAIOIIEro OJOKa M OTMETUTh IYHKT "aBTOMAaTHUYECKOE OXJIaXkKIICHUE
ra3oo0pa3HbIM a30ToM" Ha cerMeHTax "oxnaxjaenue 25 +~ —40°C" u "marpes —15+35°C"



4

—15+35 2

4.2. O6padoTKa pe3yJbTATOB:

B nmporpammuom obecnieuennu [10 NETZSCH TA Proteus BeINOTHUTE ClieAyrOIIne TeHCTBHS:

4.2.1. Onpenesienue K03(pPUIMEHTA KOPPEKIUHU MO TENJI0Te

OTxpeiTh kpuBYyto JICK naBieHuss MHANBUYaIbHOTO COeIMHEHUS] (MHHM, I BapuaHTa
2 — IOITyCKaeTCs NCIOIb30BAHNE BOIBI B KAYECTBE CTAH/IapTa), CHATYIO C HCITOJIb30BAaHHEM
TEX ke KaTMOpPOBOK (CKOPOCTh CKaHMpoBaHUs 2 K/MHH, MOTOK MHEPTHOTO Tasa), 4To U

Tekymue ¢aibl, B koopaunatax DSC(MBT) — T(°C):

a. CwmeHa KOOpIMHAT BpeMs-TeMITEpaTypa MPOU3BOIUTCS MPH HAKATUW KHOMKH ' X-

: w It
time/X-temperature" =.
b. Cwmena koopaunar DSC nmpou3BOIUTCS MPU HAKATHH [IPABOM KHOIKOM MBIIIH 110

BbIOpanHo# kpusoi JICK.

KOOpIUHATHI (PUCYHOK 4).

Evaluate
Evaluate Curve

Hide / Remove

4
4
L4

Smoothing...

BeFlat Correction...
Tau-R Mode...

Show Only Segment: [1.3]

———
Connect Segments

| DSsCUnit Y

% File/Measurement Info... HV/mg

S5 Attribute Defaults... EI W

mW/mg

Mowve Curve Up/Down

Curve Properties... —40

3. OmpenenuTs ciaeayone BeTHIuHbL:

B mosBuBImIEMcs criucke ciexyeT BeiOparth pasgen "DSC Unit" u oTmeTuTh HyKHBIE

Puc.4. Beibop koopauHat 1mo ocu Y

a. Ttemreparypy Tonst. J1st aTOrO cnexyer HaxkaTh KHONKy' 'Onset” LY :

b. Temneparypy Tpesk u curHan DSCpeask NHKa IUIAaBICHUS WHIUBHIYaIbHOTO

coeauuenus. Jlius sToro cienyer Haxarh KHonky “Peak” A A B HOSBUBIIEMCS

OKHE oTMeTHuTh T1ojte "'Show Y value".

C. Curnan DSChaseline. Jisi 3TOro ciejayer HaxaTh kHonky "Set value"™ u B
MOSIBUBIIIEMCSI OKHE OTMETUTh OTMETHUTH mmojie "Show Y value. BeicraButs Kypcop

npu temneparype Ha 5-10 °C Huxke Tonset

4. Paccuutath mo ypaBHeHHIO 4 KOI(DPHUIMEHT KOPPEKIUU M 3aHECTH B JaOOpaTOPHBIMA

® KCOI‘I‘ -

KypHan®:

TIn,peak' TIn,onset

DSCIn,peak ‘DSCIn,baseline

4.2.2. O6padoTKa KPUBBIX cMeceii BLIOPAHHOT0 COCTaBa

JlanbHele AecTBUS BBIMOIHAIOTCS A Kaxkaoro ¢aina, cogepxaiero kpusyro JJCK

JUTsl BRIOPAaHHOT'O COCTaBa.

b Bymasknbiit 1u6o B Buje Qaiina OpenOffice Calc, MS Office Exel



1. Ortkpeith (aiin kpusoii B [IO NETZSCH TA Proteus
2. 3aHecTH B J1a0OpaTOpPHBIA XypHal COCTaB, yKa3aHHBIM B Ha3BaHuM (aiima (W, Bec.%
BTOPOTr'0 KOMITOHEHTA)
3. BrIOparh CerMeHT, COOTBETCTBYIOMIMI HarpeBy’ (cermeHT 2 y BapMaHTa 1, cermeHt 4 y
BapHaHTa 2).
4. Jlnsg 3TOro HY)KHO HaXaTh KHOINKY 'Segments” BX i OTMETHTH TATKOH CErMeHT ¢
makTorpamMmoit " | kak 3To caenano Ha pucyHke 5.
=% 1 Dynamic -50.0 °C -5.0 K/min
—+=) 2 Isothermal -50.0 °C 5 min
—% 3 Dynamic -130.0 °C -5.0 K/min Puc.5. [Ipumep TemriepaTypHO# MPOTrpaMMBl,
| +® 4 Dynamic  25.0 °C 10.0 K/min re BeIOpaH Toibko cermeHT "Harpes"

4.2.3. Onpenejienne TeMnepaTypbl coauayca

Ha xpuBoii JICK OunapHOi cMecH, CHATON Ha HarpeBe, COMIyCy Oy/IeT COOTBETCTBOBATh

NepBbIN MUK HAa KpuBOW. UT0OBI onpeieuTs Temieparypy conuayca Ts (°C), Hy)KHO BBIITOJHUTh

CHEAYIOLIME NECUCTBUA:

1.
2.

5. Bocnonbs3oBatecs ¢ynkiueit "Partial Areas"

[Tepetitu B koopauuatel DSC(MBT/Mr) — T(°C).
Onpenenuth TemmepaTypy lonst IepBoro nuka. /[l 53Toro crieayer Haxarb

kHonky"Onset" L
3anectr 3Ty BeuuuHy Kak Ts (°C) mwist BeIOpaHHOTO cocTaBa w, Bec.%, B 1aDOpaTOPHBI
KypHAaI

4.2.4. Onpenesjienne NapuMaJIbHON NJIOIIAAN MUKA cotuayca Areais

UToObI OIEHUTHh COCTaB YBTEKTHKU U CTEXHMOMETPUIO TBEPABIX (a3, HaM MOHAJTOOHUTCS
napIyalibHas TUIONIA (b UKA coumyca Areai/:
Onpeaenuts TeMepaTypy Tpeak TepBoro nuka. s aToro ciaeayer Haxarb kHonky "Peak”

A
A

a. BpicTaBUTh mpeaensl UHTETPUPOBAHUSI, YTOOBI MONYYUThH MOJHYIO IUIOLIAb MO
kpusoii JICK.

b. B "Preferences" mpoBeputh, 4ro ycraHoBiena omuums "Left started", uToOsr
COXPaHWJICS JIEBBIH IIpeie] UHTETPUPOBAHUS

c. Haxarp xnaBumry Apply"

d. BeiOpars mpaBblii mpeaesa WHTErPUPOBaHus (PHC.0) — ero HyKHO BBICTABHTH Ha
noJy4yeHHbIN paHee Tpeak

7 Kak 06CY)K}.'[EU'IOCL BbIIIIC, AAHHBIC, IMOJYYa€MbI€ Ha HAIrpeBC, OnmKe K PaBHOBCCHBIM, 4Y€M IIOJYYCHHBIC Ha

OXJIAXKJICHUU.



] Main: Partisl Area X |

won: [N Apply ox

Cancel
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Puc.6. Bei6op npenena HHTErpupoBaHus AJsl ONPEesIeHUs MapluaIbHOM IomaIm
e. Haxate "Apply" u "OK". Ha pucynke 7 moka3aHbl MMOJyYHBIIUECS BEIUYUHBI.
[lepBoe 3HaueHME COOTBETCTBYET O0IIEH TUIomaau. Bropas BennunHa, yKazaHHAs
IIOCJI€ IIPENEIOB HWHTETPUPOBAHUS COOTBETCTBYET IapLUUAaIbHOM IUIOLIAAH,
KoTopas Oynet paBHa Areai/z eciid MpaBblil Ipeaea HHTETPUPOBAHUS — T peak
Partial Area |: -175.5 J/g Puc.7. HapuHaHLHasI A oOlmiasg mjomaab IOCHE

69°C ... 288°C —1I15.2 J/g (65.667 %) MHTErpHpPOBAHHUS

4.2.5. OmnpeaeneHue TeMnepaTypbl JUKBHAYCA
Ha xpuBoii JICK OuHapHOil cmecH, CHSITOM Ha HarpeBe, JHKBHIyCY Oyaer
COOTBETCTBOBATh MOCIENHUI® MUK Ha KpuBOH. Ecim cocraB GiM30K K 9BTEKTHYECKOMY, NMHUKHU
CONMIyca M JUKBUAyca He OyayT pa3pemarbes. [t TakuX cOCTaBOB TEMITEpaTypy JUKBUAyCA HE
OIpENeIstoT (B J1a0OPaTOPHBINA JKypHAI BMECTO TeMIlepaTypsl cieayer 3anectu N/A). UToOwl
onpeaenuTs Temreparypy Juksuayca Ti (°C), Hy)KHO BBIIOIHUTD CIEAYIOIIUE JCHCTBHS:
1. Tlepeiitu B koopauratel DSC(MBT) — T(°C).
2. Ompenenuth Temmnepatypy Tpeak2 W curHaT DSCpeak2 mocnmemanero muka. s 3Toro

clielyeT Hakath KHonkKy "Peak™ A
3. Omnpeaemuts DSCpygeine 2. A1 9TOro ciuenyer HaxaTh KHONKY "Set value" ™" | ormeTus
nose "Show Y value", u BeicTaButh Temnepatypy Ha 5-10 °C Huke Tonset IEPBOTO MUKa
4. B naboparopHslii xypHai 3aHecTH 3Ha4€HUs Tpeak 2, DSCpeak 2-DSCrix baseline-
5. Paccumrars Temneparypy qukBugyca mno popmyne 16:

. Tl = lpeak,2 — (DSC peak2 — DSCbaseline,Z) ) Kcorr

4.2.6. Ouemca COCTaBa IBTEKTUKHU U CTEXUOMETPUHU TBEPABIX (1)33

1. Tloctpouts rpaduk B KoopauHatax (w, Bec.%) — (Areair, Jx/r).
2. Haiit ToUKy ¢ HAMOONBIITUM 3HaYCHUEM TUTOMIAAN (Wmax, Areai/2, max)
3. PaznmenuTh 3KCIIepUMEHTABHBIE TOYKH Ha J1BA HA00pa, ¢ W< Wmax 1 W>Wmax

8 Ecnu B cucreme ecthb COCANHECHUS, TUIaBAINECA MHKOHTPYOHTHO, Ha KpI/IBOﬁ I[CK MOKET OBITEL OOJIBIIE JABYX IMTUKOB



Ucnonesys MHK, noctpouts yepe3 KaxIblii HA60p NPAMYIO JTUHUIO®

3anucath B 1a00paTOPHBIN KypHaJl yPaBHEHUS OTYUYHUBIINXCS IPSAMBIX
O1neHuTh NOrpemHocT! K03 PUIIMEHTOB JTMHEHHON perpeccun
UYroObl OLIEHUTh YBTEKTUYECKUH COCTaB (Weu, BeC.%), HAHUTH TOYKY MEpecedyeHUus

N o ok

HOJTYYEHHBIX. TTPSIMBIX

8. Hcnonp3ys mOOrpemHOCTH KO3()QUIMEHTOB JUHEWHOW pPErpeccud, pacCcuuTaTh
JIOBEPUTEIbHBIA HHTEPBAI IJIs1 IBTEKTUYECKOTO COCTaBa

9. Haiit ToukM nepeceyeHns 00eHnX MPsAMBIX ¢ ockio adcuuce. [TonydeHHble 3HaYeHus (W,
BeC.%) NpeACTaBISIOT CO0OM OLIGHKM COCTaBa CTEXMOMETPUYECKUX TBEpAbIX (a3,
HaXOJSIINXCSI B PABHOBECHH C JKUAKOCTBHIO B 3BTEKTUYECKON TOUKE.

10. Ucnionb3yst  MOTPEMIHOCTH  KOI(PPUIIMEHTOB JTUHEHHOW perpeccuu, paccuuTaTh
JIOBEPUTENIbHBIA HHTEPBAII AJIs1 coCTaBa TBEPABIX (a3

11. B paMKax JOBEPUTEILHOrO HHTEPBaa BEIOPATH CTEXHOMETPHUIO TBEPABIX (a3’o,

4.2.7. Tloctpoenue (pa3oBoii AMarpaMmsbl

Hcnonb3ys MOMydYeHHBIE B NPEABLAYIIAX IMYHKTaX JaHHbBIC, MOCTPOUTH (parMeHT
nzobapHoro ceueHusi OunapHoi ¢azopoit nuarpaMmmbel A-B (Bapuant 1: A = NH2CONHz— B =
NH4SOsNHz2, BapuanT 2: A = H20— B =Zn(CH3S03)2) B koopaunatax (W, Bec.%) — (T, °C). s
3TOro:

1. HaHecTH Ha rpaduK dKCIiepUMeHTaIbHbBIC 3HaYeHUs (W, Bec.%) — (Ts, °C).

2. Hanectu coctaBbl To4yeuHbIX a3 Wi U Wz, ompeeleHHbIX B 1.4.2.3. (Temmeparypbl
IUTaBJICHUS ~KOHTPYIHTHO IUIABSAIIMXCS BEIIECTB B3ATh W3 JIUTEPATYphl  HIIK
npenocTaBiaeHHbIX KpuBbix JJCKY),

3. Omnpenenuts cpejHee 3HAYEHUE TeMIIepaTyphl conuayca T.

4. TIpoBecTH JMHHIO MOHOBAPHAHTHOT'O PaBHOBECHs M1y Toukamu (w1, Tg ) u (w2, T ):

A(s) + B(s) =L + A(s)
A(s) + B(s) =L + B(s)
5. HanecTu Touky HoHBapHaHTHOro paBHoBecHs (Weu'?, Ty ):
A(s)+B(s)=L

6. HanecTu 3KClIEpUMEHTAIBHO MOJy4eHHbIe 3HadeHus (w, Bec.%) — (Ti, °C) u mpoBectn
4yepe3 TOYKH MPEe/rioiaracMple JTMHAH JTHKBUIYCA.

7. OtmetuTh (a3bl HA BCEX MOTYUCHHBIX (ha30BBIX MOSX.

4.3. IlpeacraBiienne pe3yJibTaTOB:

° Cnemyer npoBepuUTh, K KAKOMY Ha60py 6yaeT OTHOCHTLCS (Wmax, Ar€a1/2, max). OTHECEHHE 3TOH TOYKH K TOMY WIH
MHOMY HabOpy JIOJKHO OBITh C/IENAHO TAKMM 06pa3oM, uTobbl R? 11 06enx perpeccHii moyyancss MaKCUMalThHbIM
10 Hanpumep, cocTaB nepBoii TBep/10ii (Ppasbl JEKHUT B AuanazoHe —2+5 Bec.%. JIOTMYHO MPEINOI0KHUTh, YTO TBEPOE
COCTMHEHHE - YUCTHIA A(S).

11 TIpn ucnonb30BaHWK CHCTEM, OTJIMYHBIX OT BAPUAHTOB 1,2, TJI€ €CTh MHKOHTPYIHTHO IUIABSIIMECS COETMHEHUE
AnBm, Hy)XHO HaHECTH JIMHUIO TEPUTIKTUKN AnBn=L+B mo pesynpraram oOpaOOTKH NPEIOCTaBIEHHBIX KPUBBIX
JICK. B kagyecTBe TemInepaTypsl HCIOIb30BATh CpeAHEe U3 3HAUCHUHN Tonset IEPBOro MUKA JUISI COCTABOB, B KOTOPBIX
KOHICHTPpAXA BTOPOI'0 KOMIIOHCHTA IMPEBLIIIACT TAKOBYIO B MHKOHI'PYIHTHO IUIaBAIIEMCA COCTUHCHU . Ecnu cocras
L He ynmaercs OLEHHTh HW3-3a HEPA3PEIIAIOIINXCS MUKOB JIMKBHAYCA M TEPUTEKTHKH B OOJACTH COCTABOB C
KOHIIEHTpAIMel BTOPOro KOMITOHEHTA HIKE, YeM B AnBm, OTMETHTH rumoTeTndecKuii coctaB L u mocie mocneanero
SKCHEPUMEHTAIIBHOIO 3HAYEHUS, I/Ie 3TU MHUKH Pa3pelIatoTcsl, IPOBECTH JIMHUIO TYHKTHPOM

12 ycnonb30BaTh 3BTEKTHYECKUI COCTAB, MOTY4eHHBbIH B.4.2.3



B oruere 0 BeIOIHEHHOM paboTe TOKHBI OBITH PEICTABICHBI:
1. T1pum sxcnepumentanbHbie KpuBble JICK, ¢ oTMeueHHBIMH TeMmepaTypaMu COJIHIYCa,
JHUKBHIYCA (10 KOPPEKUUH) U Areai/2 TUKa COIHUIYCa,
2. xod(duuueHt Koppekimu no remiore, Keqr (°C/MBT),
3. Tabnuma (TeMIuiaT IpuBEACH HIDKE)
Tabauua 3. PesyabTaTsl 00padoTkn kpusbix JICK
COCTaB Ts, Areai, Tpeak 2, DSCpeak,2-DSChaseline,2 Ti,
(w, Bec.%) °C JIx/T °C MBT °C

4. monyuyeHHbld (parmeHT (azoBoit mguarpammbl (T,X) mpu p=1 O6ap (momyckaercs
WCIIOJIb30BAaHUE KOHIEHTPALMOHHBIX IIKaJ, OTJIMYHBIX OT MOJBHBIX JOJI€H: MacCOBBIX
IPOLIEHTOB U MOJISIIBHOCTEN ),

5. rpaduk M ypaBHEHHUS MPSAMBIX "SHTAIBIIUUHOIO METONA", a TAKKe IMONTYYEHHBIC TaKHUM
00pa3oM D3BTEKTMYECKUH COCTaB M CTEXHMOMETpHUs TBEPAbIX (a3, HaXoAAMMXCS B
PaBHOBECHH C KUIKON (a3oii B IBTEKTUUYECKOM TOUKE.



5. CnmMcok BONMPOCOB, MpeaiaraeMbiX K 00CYKICHHUIO N0CJIe BbINOJIHEHUSA
3aJa4M:

1. Kaxk Oynyrt Beirnsiaets kpublie JICK amst oTMedeHHBIX cOCTaBOB Ha (ha30BBIX AUarpaMMax:
a. Ag-Cu [11]

Ag-Cu
Data from FTlite - FACT light alloy databases
1 2 3 ‘ 4 _FactSage
1300 - Lieguiet
[ \\
ol \q W Lieguid + F&C_a1
FRc_a1
aon -
g
=
HICUN o CC_A + FCC_AT
s00 |
a0 . 1 . 1
0 0.2 04 3 0s 1
Cu/(Ag+Cu) (molimol)
b. Au-Cu [11]
Au-Cu
Data from FTliite - FACT light ailoy databases
1 2 3 FactSage
1000 -
1700 -
Licuid
1500 A
1300 :—‘T-\ —
= oo Liguidl + FCC_A1 7
aoo B
FoC_at
] 0.2 0.4 0.6 0.6 1

Cu/{Au+Cu) {molmol)

c. Mg(NOs)2-H20 [12]
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2. Tlepen Bamu ¢parment ¢azoBoii quarpammbl cuctembl NaCl-H20. O6wsacuute, mouemy B

3TOM cucTeMe He yAa€Tcs 3aperucTpupoBaTh MUK JUKBUIYCAa CO CTOPOHBI PAaCTBOPUMOCTHU
NaCl [12].

— Extended UNIQUAC
O Experimental

Temperature °C
Nacl

iNall-2H,0

1] 10 20 30 40 50

o
Q

70

Weight percent NacCl

Phase diagram for the NaCl - H,0 system including an ice branch, a hydrohalite branch and a branch
representing the solubility of anhydrous sodium chloride.

3. Ilpu npumenennn "dHTanbnuitHOoro meroma" s kpuBbix JICK, sKkcmepuMeHTaIbHO
MOJYYCHHBIX Ul MPEeAbLAYIIEH CUCTeMBbl, ObUTM IMOJIyYeHbI MpsIMbIE, MepeceKalie och
aocmucc ipu xNaCl=0 u 1. [Ipeanonoxxute BO3MOXKHbIE TPUYMHBI TAKOW cUTyaruu. Kak
ClleAyeT W3MEHHTh IMOCTAHOBKY OKCIEpUMEHTa, 4YTOOBI  IONYYUTh JaHHBIE,
cornacyromuecs ¢ @1, npuBe€HHON BbIIE?

4. Kaxk MOXXHO yBEJIMYMTb pa3pelieHHe MUKOB U KaK 3TO CKa)KeTCsl Ha YyBCTBUTEIBHOCTH ?

5. Ilouemy He PEeKOMEHIYETCS MCIOIL30BaTh CIAUIIKOM Maibie (<0.5 K/MuH) u ciaumkom
6onbime (>10 K/mun) ckopoctu Harpesa?

6. IloueMy HEKOPPEKTHO UCIIOJIb30BaTh JaHHbIE, TOJYUYEHHbIC HA OXJIAXKICHUN?

7. Wcnonb3ys BeipaxeHus 6-12 u peakuuio 13, BeiBecTu Belpaxxkenus 14 u 15



10.

11.
12.
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