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[pencraBneno Meton auepeHIiaTbHOT
KaJIOpUMeTpii, 10 aJanToBaHO I JAOC-
JIJDKEHHSI CTaHy BOJIOTM Ta OpPraHiYHHX
PO3UYMHIB Yy pENpe3eHTaTUBHUX 3pa3Kax
HEOJTHOPITHUX MarepiaiiB y IIMPOKOMY TEM-
repaTrypHoMy Jtiana3oHi. PosmisiHyTo Oymo-
By Ta MPHHIMII [ii po3po0iieHo1 KPioTeHHOT
KaJIOPUMETPUYHOI CHUCTEMH, IIO peaisye
TaKUi METOJ JOCII/PKeHb Ha PaKTHII.

https://doi.org/10.31472/ttpe.2.2021.10

[MpencraBnen wmeron auddepeHuu-
QIBHOM KaJOpUMETPUH, aJalTHPOBAHHBIN
K HCCIIEJOBAaHHUIO COCTOSIHUS BJIaTd M Opra-
HUYECKUX PACTBOPOB B PEMPE3EHTATHBHBIX
oOpa3nax HEOJHOPOIHBIX MaTepuajoB B
HIMPOKOM TEMIIEpaTypHOM Auanaszone. Pac-
CMOTPEHbl YCTPOUCTBO U INPUHLHMI JEH-
CTBUSI pa3pabOTaHHON KPUOTEHHOHN KaJIOpH-
METPUUYECKON CHCTEMBI, KOTOpas Peannu3yeT
TaKOM METOJ] MCCIIETIOBAaHUH Ha MPAKTHKE.

The method of differential calorimetry,
which is adapted for studying the state
of moisture and organic solutions in the
representative samples of heterogeneous
materials over a wide temperature range is
presented. The structure and the operation
principle of the developed cryogenic
calorimetric system, which implements
this research method in practice, are
considered.

bi6m. 10, Tabm. 1, puc. 3.
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E — curnain n-ro cencopa, B;

F(T), f(T, ) — KOMILIEKCHI IIONIPaBKU HA aJJUTHUBHI Ta
MYJBTUTUTIKATHBHI ()aKTOPH BILTUBY;

K (T) —xoedinient TEPETBOPEHHS N-r0 CEHCOPA;
m_, m,__ —Maca 3B’A3aHO0i 3 MaTepiaioM BOJIOTH, Ta
3arajbHa Maca BOJIOTH B 3pa3Ky BiAIMOBIIHO, KT;

Qgp, Qpe o TEIJIOBHH IMOTIK Yepe3 KaJOPUMETPUIHY
KOMIPKY 31 3pa3koM Ta pedepeHTOM BiANOBIIHO, BT;

AkTyanabHicTb po6oTu. Co0iBapTiCTh TOTOBOT POMYKIIii
3 OOMEKEHUM TEpMIiHOM MPUAATHOCTI y 3HAYHIN Mipi 3a-
JICKUTh BiJl e€(PEKTHBHOCTI MIiJATOTOBKU 10 30epiraHHs Ta
KOPEKTHOIO BUOOpPY PEeKMUMIB 30epiraHHs mpoaykitii. J{ist
Oararbox rayy3edl HaiOIIbII PO3MOBCIOMKEHUM CIIOCOOOM
30UIBIICHHS] TEPMiHY 30epiraHHs € KOHBEKTHBHE CYIIiHHS,
SIK TPOCTHUH B peatizallii Ta epeKTUBHUN CIIOCIO MiATOTOBKH
Marepiany 0 30epiraHHs. Pa3oM 3 UM CyIIiHHS € OJHUM
3 HaHOUIBII EHepro3arpaTHUX MPOIECIB Ha OLIBIIOCTI
BUPOOHUITB, TOMY JJIsl PaI[iOHAIEHOTO BHUKOPHCTAHHS
eHepropecypciB He0OXiJJTHO MaTH JAOCTOBIpHY iH(pOpMAIIiI0
PO TapaMeTpy 00’ €KTY CYIITiHHS, 30KpeMa CITiBBITHOIIICHHS
BUIBHOT Ta 3B’5A3aHOT 3 MaTepiajoM BOJIOTH.

Bcro Bojiory, sika € CKIIaJIoBOI0 YaCTHHOIO OYIb-SKOTO
BOJIOTOTO MaTepiaiy, po3AUISIOTh Ha BIJIbHY Ta 3B’s3aHY,
10 TIOB’S3aHO 3 CYTTEBOIO PI3HUIICIO iX BIACTHBOCTEH B
3aJIeKHOCTI BiJI HASIBHOCTI 3B sI3KY BOJIOTH 3 MaTepiajioM Ta
tioro Buay. Hampukiaz, rycTHHA 3B’ A3aHOT BOJIOTH 3HAUYHO
BIJIPI3HSAETHCS BiJ] PEKOMCHIOBAHMUX JUISL JMCTHUIBOBAHOL

Q,, TEIUIOBHH NOTIK Y€PE3 MOPOKHIO KOMIPKY, BT;
T — temneparypa siapa KajgopumeTpa, K;
ngp — [1oTyXHICTb, 110 MIOAA€THCA HA HATPIBHUK, BT.

T —Hac, C.
JCK — JIudepeHnnianbHa ckaHyBaJbHA KAIOPUMETPIs;

BOJIM 3HAY€eHb, i cranoBuTh 1130...1740 xr/™m*; TeMmepary-
pa KpucTamizaiii 3B’s3aH0i BOJOTH HE TMOCTIifHA, Ta MOXKE
csaratu -75°C; 3B’s3aHa BOJIOTH MOKE MaTH MieEKTPUIHI
BJIACTUBOCTI, TOTIO [1].

Hns  oxkpemux ramysei, cepel AKHX ~ XapyoBa
MIPOMHUCTIOBICTh, (hapmareBTuka, AIIK, 11s mpobiema oco-
OIMBO aKTyaJlbHa, OCKIUTBKH JOCIIIKYBaHOIO CHPOBHHOIO
€ HEOMHOPIAHI 32 CTPYKTYPOIO TEPMOIaOUTEHI MaTepiaiu.
Bomororo B Takmx marepiasax MoOXe BUCTYIAaTH HE JIMIIIE
BO/Ia, a MIUPOKE KOJIO PO3YMHHHUKIB Ta PO3UMHIB 3 JTOCTE-
MEHHO HEBIJOMHM CKJIaJIOM, a CHIBBIJHOIIEHHS BUILHOI
Ta 3B’sI3aHOT 3 MaTepiaJioM BOJOTH MOXE 3MIiHIOBATHCS
M BIUTMBOM TEMIIEpaTypH, dacy, (EepPMEHTAaTHBHOTO Ta
MIKpOOiOJIOTIYHOTO BIUIMBY, TOINO. BHACTIZOK BeTHKOL
KUTBKOCTI (paKTOpiB BIUTHBY, AHATITHYHUH pPO3pPaxyHOK
CIIBBITHOIIIEHHS] BUTFHOI Ta 3B’s[3aHOi BOJIOTHM B TaKWX
MaTepianax Mo)Ke TPHU3BECTH 10 3HAYHHUX TOXHOOK, TOMY
HaWOIBII MOIIIFHUM IUISXOM OTPHMATH KOPEKTHI JaHi €
OesrocepeHe eKCIIepUMEHTATBHE O CTiKCHHS.
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ExcniepuMeHTaIbHI METOIU IOCIIAKEHHS CTaHy BOIU
B MarepiajaxX BiIpi3HAIOTHCS PIZHOMAHITTAM TiIXOIIB Ta
3aco0iB, 1m0 iX peami3yrorh. Cepen HAHOLIBIT PO3MOBCION-
KeHuX € [2]:

*  Memoo oOughepenyianvnoi cKkanysanvbHoi Kanopu-
Mempii: 0a3yeThCs Ha PI3HUII MK 3HAYSHHSIMH TeMITepary-
PH 3aMep3aHHs BUIBHOI Ta 3B’3aHO{ BOJIOTH;

o Mienexmpuynuti MemoO: B OCHOBI METOAY Pi3HHIIA
MK 3HAYEHHSIMH MOieJIeKTPUYHOI CTanoi Ui BiNbHOI Ta
3B’s13aHOI BOJIOTH;

»  Tepmocpasivempuunuii memoo: B OCHOBI MeTO-
Iy BIJIMIHHICTh y IIBHJKOCTI BHITAPOBYBAaHHS BUIBRHOI Ta
3B’s13aHO1 BOJIOTH;

o Tennoemmicnuii memod. 6a3yeThCsl Ha PI3HULI MK
TEIUIOEMHICTIO 3B’513aHO1 Ta BIJIbHOI BOJIOTH;

*  Memoo a0epH020 MacHimHO20 PE30HAHCY: B OCHOBI
METOJy JIS)KUTh PI3HHLS Y MarHiTHUX BIaCTHBOCTSX aTo-
MapHUX SIep BUILHOT Ta 3B’S13aHO1 BOJIOTH, 110 TPU3BOIUTH
JI0 BUMPOMIHIOBAaHHS Y Pi3HUX JIHISX CHEKTPY.

OpmHuM 3 HaHOIBII 3pYYHUX METOAIB OTPUMAaHHSI
KiJIbKICHOT iH(opMaLlii Ipo CTaH BOAM Ta OPraHiYHUX PiIUH
B Marepiaii € meton JICK, 1o mepesar siKoro Mo>kHa BiJTHECTH
MOXKJIMBICTh OTPHMYBATH 1HTErpajibHI 3HAYCHHs PO (azoBi
Mepexoqu B JAOCIIKYBAHOMY 3pa3Ky Ha JIOBUIBHOMY
MPOMDKKY Yacy, a He CepeTHe 3HaueHHS 3a BECh TOCTI.

3rifHO JTaHOTO METOMLy, 3Pa30K JOCIIKYBaHOIO
Marepialy  PO3MIIIYeEThCS B OJHOMY 3  THUIJIB
JTU(EPEHIIaTbHOTO KaJIOPUMETPA, MIiCIIs YOO TeMIIepaTypa
THUIIIIB 3HIXKYETHCS IO KPIOTEHHUX 3Ha4eHb. JlocmipKkeHHs
CITIBBITHOIIICHHS BITLHOI Ta 3B’S3aHOI BOJIOTH B Marepiai
BiIOyBa€ThCA HUIAXOM BHUMIPIOBAHHSA PI3HHUII TEIUIOBUX
MOTOKIB 3pa3ka Ta pedepeHTa TIpH BiAOMIM MIBHAKOCTI
MiBUIIEHHS TeMreparypu. Pa30Bi mepexonu, mo OymyTh
BiIOyBaTHCS B 3pa3Ky MPH HarpiBaHHI, OyAyTh MPU3BOIUTH
JI0 YTBOPEHHS MIKOBUX 301IBINCHb CHEPTii, Ky MOITTHHAE
TOCITIKyBaHUH 3pa3ok. [Imoma miky mpomnopitiiiHa eHeprii
(ha3oBOTO TIEPEXOTY, a MTOJIOKECHHS TTIKY BiTHOCHO OCI OpJIH-
HaT BKa3ye Ha THII peaKIlii (eK30TepMidHa U CHAOTEPMIUHA).

Po3pobnennsaM Ta cTBOpeHHSIM 3ac00iB BUMipIOBaHHS,
mo peanizyrotb Metox JICK, 3aiimaerscs ©Oararo
MDKHApOJHUX KOMITaHii Ta HayKOBO-IOCIIAHUX IHCTHTYTIiB
y BChbOMY CBITi (Ta0m. 1).

Y maBegenux JICK mpunamiB € XapakTepHi
oco0nmMBOCTI, IO iX 00’€IHYIOTh, a came: LIMPOKHN
TeMIIepaTypHUN diara3oH, HasBHICTh ITBOX OJHAKOBHUX
TpUMauiB 3pa3Kka B 30HI MPOBEACHHS AOCIiAy Ta MaJHi
00’em TpuMada 3pa3ka. /IBa iIeHTHYHUX TpHUMadi 3pas3-
Ka HEOOXimHI s peanmizamii audepeHIiaJibHOro Me-
TOLy BHMiploBaHHSI. B omHOMy Tpumadi po3MimIyroTh
IO CJTIKYBAaHHUH 3pa30K, a IPyTHH 3THIIAETECA TTOPOKHIM,
IO JIO3BOJISIE 3MEHIIUTH MOXUOKY BUMIPIOBAHHSM ILISI-
XOM BBEICHHS ITONPABKU HA TEIUIOEMHICTh TpUMada 3pas-
ka. Kpim Toro, mudepeHmiaipbHa cxema IiIKIHOUYCHHS
000X TpuMauiB 3paska, 110 3HAXOISATHCA B 30HI IPO-
BEJICHHSI JIOCIITY, JO3BOJISE CYTTEBO 3HHU3UTH BILIUB
30BHIIIHIX ()aKTOpPiB Ha pe3ynbTaT BuUMipioBaHHA. Lllu-
pOKHMiA TeMIepaTypHUil Jiarna3oH Ta MajJuil 00’ €M THTIIA
MOSICHIOETHCSI  00JIACTIO 3aCTOCYBaHHS KaJOPUMETPIB:
JOCHIIKEHHS! YUCTUX OJHOPIAHUX PEUOBHH (MeTaiH,
po34uHHU, ModiMepHu, Tomo). Manuii 00’eM TpuMadiB
3paska J03BOJISE MiABUIIUTH IIBUAKOAII0 BUMIPIOBAIbHOT
CHCTEMH Ta 30IJbIIUTH TOYHICTH BHUMIpPIOBAaHHS, IPO-
T€ BTPAYaETHCS MOXKJIHUBICTH KOPEKTHO IOCHTIIKYBaTH
3pa3Ku  HEOJHOPITHUX 32 CTPYKTYpOIO Marepialis.
HeMoXIUBICTP MOCHIAWTH CIIBBIIHOIIEHHS BUIBLHOI
Ta 3B’53aHOT BOJIOTM HAa PENPE3eHTAaTHBHHUX 3pa3Kax
HEOTHOPITHUX MaTepiaiB B TpUMadi 3pa3Kka iCHYIOUHX
KaJlOpUMETpiB BKa3ye Ha HEOOXiJHICTh CTBOpPEHHS
criemiaxizoBaHoro 3aco0y BUMIPIOBAHHS [JIS JaHUX
mijgei.

Memoro cmami, € pO3BUTOK METOAY U epeHIIianbHOT
CKaHYBAJIBHOI KaJOPUMETpPii I JOCHTIIKEHHS CTa-
HY DPIIMH B HEroMOTE€HHHX Marepiajax Ta CTBOpPEHHS
KpiOTEHHOT KaJOPHUMETPHYHOI CHUCTEMHU I peaizarlii
TaKoro METORY.

Tab6n. 1. Tumosi AKC kanopumeTpu Ajst AOCHIIKeHHS (a30BUX MEPEXO/iB

v 9
Hassa BupoOuuk Tel\.mepaTypHI/m Tounictb, % 06"cm Tpumaia
Aianma3ou, °C 3pa3ka, MKJI
DSC 214 Netzsch
- +
Polyma [3] (Germany) 150...600 2 7
DSC-60 Plus [4] Shimadzu -140...600 +2 110
(Japan)
Mettler Toledo
-150... +39
DSC 3 [5] (Switzerland) 150...700 3% 160
Discovery TA Instruments
- +
DSC 25 [6] (USA) 180...725 1 100
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Pezynomamu 0ocnioxncens

[IpoBenenuii anami3 icHyO4HX 3ac00iB BUMIpIOBaHHS
J03BOJINB cPOPMYNIOBAaTH 3arajbHi peKoMeHJaunii 1o
PO3pOOJIEHHS CIlelialli30BaHUX KaJOPUMETPUYHHUX CH-
CTEM AJIsl JOCJIIIKEHHS CIiBBIAHOLICHHS CTaHy BOJIOTH B
HEOJHOPITHUX MaTepiaax:

*  MOXJIMBICTH 3HHXEHHS TEeMIIEpaTypH KaJopuMe-
TPUYHUX KOMIipoK g0 Temmeparypu 170...190 K;

e JlocTaTHili 00'€éM KOMIpKHU IS PO3MIIIEHHS pe-
MIPE3eHTAaTUBHOTO 3pa3Ka HEOAHOPIAHOTO MaTepiaiy;

* HAasBHICTb CEHCOPIB TEIUIOBOTO MOTOKY, IO OXO-
IUTIOFOTH OINTBITY YaCTUHY KOXKHOI KOMIipKH, B TOH 4Yac SK
HEOXOIIJICHI CEHCOPOM 30HH KOMIPKH BHUMAaralTh TEpPMO-
CTaTyBaHHS;

° HasABHICTHh IIOHAaWMEHIIE TPHOX KOMIPOK B 30HI
MIPOBENIEHHS OCIIiKEHHS;

* MOXIIMBICTh pealnizamii pi3HHX TeMIIepaTypHHUX
PEXUMIB, BKJIIOYAIOYM HHU3bKI IIBHAKOCTI TiJBHUIICHHS
TEMIIepaTypu KOMIPDOK Ta CTyMiHYacTe HarpiBaHHA
KOMIPOK 3 4YepryBaHHSM MiABHUIICHHS TEeMIEpaTypH Ta
BUTPUMYBaHHS TEPMOANHAMIUYHOT PIBHOBaru KOMipok;

*  BIAMOBiAHICTh METOIWKHN BHUMIPIOBaHHS BUMOTaM
HOpMaTuBHOI JokymeHTanii B oomacti JJCK [7-9].

BianoBimHo 10 BUMOT HOPMAaTHBHUX JTOKYMEHTIB,
[0 PerynoTh nopsaaok nposenens JJCK BumiproBaHb
[7], mocnimKeHHsS] Ma€ CKJIAJaTHCS 3 TPbOX MOCIITOBHUX
€TaIliB CKaHyBaHHsI, IKi MalOTh OyTH IIPOBEJICHI 3 OTHAKO-
BHUM TEMIIEPATyPHUM PEKUMOM: TOCTIAKEHHS 3 MyCTUMHU
KOMipKaMm¥ (/711 BU3BHaUEHHs 0a30BOi JiHiT), 3 peepeHT-
HOIO PEYOBUHOIO ([1s KaniOpyBaHHS NMpuUiay), Ta, Biac-
He, 31 3pa3KoM JOCTiKyBaHOTO Marepiany. Tpu ineHTH4IHi
KOMIpKHM, OAHA 3 SKHX INpU3HAYeHa AN PO3MIilIEHHSA
3paska, Apyra — Uil peepeHTHOro MaTepiaiy, Ta IO-
POXKHBOIO KOMIPKOIO, II0 MPUHMAaIOTh y4acTb B OAHOMY
BUMIPIOBaHHI, 103BOJsAOTh 00’ eqnatu Tpu eramu JJCK

Bnok

AaHUX

nociipkeHb. 1le He TUTbKM BTPUYI 3MEHIIUTH Yac IPO-
BEJICHHS JOCTITY, a W 3HU3UTh HEBU3HAYEHICTH MOCITITY
BHACJIITIOK HEIMEHTUIHOCTI BIITBOPEHHS TeMIIepaTypHO-
TO PEXUMY.

byoosa kpiozennoi kanopumempuuHoi cucmemu

BpaxoByroun pexoMeHpamii BuUIIE, aBTOPAMH pPO3-
poOJIeHO cIeIiaizoBaHy KpiOTE€HHY KallOPUMETPUUIHY
CHCTEeMY IS AOCHIPKeHHS CTaHy BOJIOTH B CKIIQJHHUX 3a
CTPYKTYpOIO MaTepiajax, MIPUHIUIIOBA CXeMa SIKOi Mpe-
cTaBlieHO Ha puc 1.

Kamopumerpuana cucrtema po3pobiieHa 3a OJIOIHOIO
CTPYKTYPOIO, Ta CKIIAJAETHCS 3 TEIUIOBOTO OJIOKY, OJIOKY
OTIPAITIOBAHHS JaHUX Ta MEPCOHAIBHOTO KOMII IOTepa.
JlomaTkoBUMH elleMEeHTaMU KaJIOPUMETPUYHOT CUCTEMH €
pe3epByap s 30epiraHHsS pigKoOTo a3oTy, IO oOragHa-
HUW MPUCTPOEM IJIS TO3YBaHHS, Ta CyIIMiIbHA mada s
BU3HAUYCHHS MMOBHOI BOJIOTOCTI JOCTIKYBaHOTO 3pa3Ka.

TeruioBa dYacTHHA  KAJOPUMETPUYHOI  CHUCTEMH
BKJTIOYA€ TEPMOCTATOBaHY OOOJIOHKY 3 KPHIIKOIO Ta Ka-
JOPUMETPHUIHE SAPO, OyAOBY SKUX TTOKAa3aHO Ha pPHUC. 2.

TepmocTaroBana 060J10HKaA (pHC. 2 a.) CKIATAETHCS 3
KOPITyCYy Ta KPUIITKH MUTiHApUIHOT popmu. B xopiryci po3-
TalIoBaHa CKJIsSHAa BAKyyMOBaHa KoJi0a, 110 3aITOBHIOETHCS
PIIKHAM a30TOM, Ta B SIKiil pO3MIIIY€THCS KAaTOPUMETPHIHE
SAPO cucTeMu. B po6ouomy MmososkeHHI M’k KOPITyCOM Ta
KPHIITKOIO 000JIOHKH € 3a30p, IO JO3BOJISIE BUPIBHIOBATH
THCK TIapiB a30TYy, 1[0 BUIIAPOBYETHCS 3 KOJOU 3 aTMOC-
(hepHUM THCKOM HaBKOJUIITHHOTO CEPEOBHUIIIA.

Kamopumerpuune simpo cuctemu (puc 2 0) mMae BH-
DI MWTHAPY 3 BUCOKOTEIUIONPOBIAHOTO Marepiamy,
OiyHa TIOBEpXHS SKOTO OCHAIIECHA EJICKTPOHATPIBHUKOM
IUIS pearizamii TeMIepaTypHOTO PEeKHMY MOCTiIKeHb. B
TOPIIEBiH YaCTHHI siIpa BUKOHAHO TPU CUMETPHIHI OTBOPH,
B SIKi BMOHTOBAHO KaJOPUMETPUYIHI KOMipKH 06’ emMom 30 cm?
3 MWTIHAPUYHAMHA CEHCOPAMH TETIJIOBOTO MOTOKY, IO 0XO-

onpautoBaHHAL

MK
[ |

Puc. 1. Ilpunyunosa cxema po3poonenoi KpiozeHnoi Kanopumempuunoi cucmemu
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TepmocTaToBaHa KpULLKa

BakyymoBaHa Konba

KanoprmerpuyHe sapo

TepmocTaToBaHWiM Kopnyc

a)

Puc. 2. 3azanvna 6yooea mennoeozo 010Ky Kpiozennoi Kkanopumempuunoi cucmemu (a) ma

YuwinbHioBay

KpuuwkKa

HarpisHu1Kk

KomipKa 3
ceHcopom

0)

KanopumempuuHo2o aopa (6)

TUTIOIOTH O19HY TIOBEPXHIO KOXKHOT KOMipKHU. B omHIN 3 HUX
PO3MIIIYIOTh JOCHTIKYBaHUH 3pa3oK, APYyra 3alUIIA€THCS
MTOPOXKHBOIO, @ B TPETI MICTUTHCS 3pa3KOBHM Marepian
BiIOMOT1 MacH, SKMM MO)XX€ BHCTYTaTH Ieiikocarndip, abo
TUCTHIILOBaHA Boja. KoMipky MaroTh OTHAKOB1 TeOMETPUYHI
Ta TerTo(i3uvHI MapaMeTpH, a kKoeimieHTH epeTBOPSHHS
Ta YyTIUBICTh CEHCOPIB KOMIPOK MaKCUMAIIbHO HaOMIMKeHi
onuH 110 oxHoro. JlomaTtkoBo B sApi KallOpUMeTpa BCTa-
HOBJICHO JBa TEPMOMETPH OIOpY, 33 ITOKa3aMH OIHOTO
3 SIKMX BCTAHOBIIOETHCS TeMIleparypa 3paska, a JApYTHi
BUKOPHCTOBYETHCSI Ul PETyTIOBAaHHSA MOTYXXHOCTI, IO
MTOJTA€THCS HA HAarPiBHHUK.

Jns TEPMOCTaTyBaHHS HE3aKPUTUX CEHCO-
pOM  eleMEeHTIB KOMIpDOK BHKOPHUCTOBYETHCS  HErep-
METUYHHUH YIIIBHIOBAY, IO Ma€ BHUIILA LWIIHApA 3
TEIUTOI30MIAIIHOTO MaTepiany, Ha OJHIM TOBEPXHI SIKOTO
3aKpIIJICHO BUCOKOTEIIONPOBITHUHA IHCK. B pobGodomy
MIOJIOKEHHI BEPXHS Ta HIKHS YacTHHA KOXKHOI KOMIpKH
3aKpUTI YIIIJTHHIOBAYEM TaKUM YHHOM, MO0 MeTaJeBHM
miuck OyB OOepHEHWH 10 KOMIpKH, IO JO3BOJSIE 3aMKHY-
TH TEIUIOBUI KOHTYp Ta BUPIBHATH TEMIIEpaTypHE I0JIe 10
BCbOMY 00’€My KOMIpKH, B TOHM Yac, SIK TETUIOi30JsIiitHa
YacTHWHA YIIUTbHIOBaYa BUKOHYE TEPMOCTATyIOUy (DYHKIIITO.

BepxHs Ta HIOKHS YaCTHHY s1pa 3aKPUBAIOTHCS METalle-
BUMH KPHIIKAMU, TPA YOMY KOHCTPYKIIisl BEPXHBOI KPHIITKH
JIO3BOJISIE ITBUKO 3aKPITLTIOBATH 11 B pOO0OYOMY ITOJIOKEHHI
Ta 3HIMATH ii IS 3aMiHU TOCIHIKYBaHUX 3pa3KiB.

Ilpunyun 0ii kanopumempuunoi cucmemu ma

GU3HAYEHHS IT MemPONOIYHUX XAPAKMEPUCUK

J11st BU3HaUEHHSI YaCTKH 3B’ 13aHO1 3 MaTepiaioM BOJIOTH
3pa3oK MaTepiany BiJoMOi MacH Ta BOJIOTOCTI PO3MIILLY€ThCS
B OIHI 3 KOMIPOK siipa KajopuMeTpa. B mpyriii komipii
PO3TaIOBYIOTH pe)epeHTHY PEHOBHHY B1IOMOI MacH, B TOH
Jac, sIK TPeTs] KOMipKa 3ajJMIIa€ThCsl MOPOKHBO0. SIKII0 €
HEOOX1THICTb, 3pa30K Ta pedepeHtT MoNepenHbO 3aropTa-
IOTHCS B OJTHAKOBI OOOJIOHKH 3 aJIFOMiHI€BOT POJIBTH, Maca Ta
TEIIOEMHICTB SIKMX BiZIlOMa, TIPY YOMY B MOPOXKHIH KOMipIIi
TaKOXX PO3MIIIYIOTh TaKy 000J0HKY. KoMipku 3akpHBatoTh-
Csl YIIUIBHIOBAYEM, Ta BEPXHBOIO KPHILIKOIO, IICIS YOro
PO PO3MIIIYIOTH B KOJIO1 TEPMOCTATOBAHOTO KOPITYCY, SIKE
HaroBHEHE PiAKMM a30TOM Ta 3aKpUBAIOTh KPUIIKOIO 000-
7oHKH. [1icist TOBHOTO OXOMOKEHHS sIpa Ta BUTIAPOBYBaH-
HS1 3aJIMILKIB PiAKOTO a30Ty 3aIlyCKalOTh CKaHYIOUUH PEeXUM
KaJOPUMETPHUYHOI CUCTEMH Ta PO3MOYMHAIOTH HArpiBaHHS
Aapa KajiopuMmerpa 3 noctiiiHoro mBuakicto. [Ipu npomy
PEECTPYIOTH KUIBKICTh TEIUIOTH, IO MOTJIMHAETHCA KOKHOIO
KOMIPKOIO Ta 3MiHYy TeMIepaTypu siipa B 4aci. OCKiIbKH
TeMIIepaTypa IUIaBJICHHs 3B’s3aHOI BOJIOTM 3MIHIOETHCS B
3aJIeKHOCTI BiJl THITY 3B’I3KY BOJIOTH 3 MaTepiajioM, MOXKHa
OLIIHIOBaTH CTaH BOJIOTH B 3pa3Ky 3a TEMIIEPaTypoIO IJIaB-
JICHHS TUTOLIEIO MIKOBUX 301IbIIEHb €HEPTii NPy IUIaBJICHH]
PLAMHY IPOTATOM CKaHyBaHHSI.

BusnauenHs MacoBOi 4YacTKM 3B’sI3aHOI
y3arajbHeHi (opmi Mae HACTYTTHUH BUTIISA;

BOJIOTKU B
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i 9., -0, |dr
Mg =Mz =M pegh 22 ( - 0) F(T)*f(T7)
i 1(Qpegp ~Qp ) 0

Crmig 3a3HauMTH, IO 3arajbHa BOJOTICTH 3pa3Ka
BH3HAYAETHCS OKPEMO.

Bu3HayeHHs  METpONOTIYHHX  XapaKTEepPUCTHK Ta
TEPMOAMHAMIUYHUX CTaJMX KaJOPHUMETPUYHOI CHCTe-
MU BiIOyBaeThCsl 32 CJNEKTPUYHOIO TMOTYXKHICTIO MIJIs-
XOM IIOYEPTrOBOTO PO3MIIICHHS B KOXKHIH KOMIpI cHCTe-
MH CICIIaTbHOTO €JIEKTPOHATPIBHUKA, a caMa KOMipKa
3aIlOBHIOETHCS  BHCOKOTEIUIOTIPOBITHUM  HANIOBHIOBAYEM
(xBapieBHU MiCOK, METaJeBUH MIPOT, TOIIO). [t KoxHOT
KOMIDKH PEECTPYETHCS TOTYKHICTh, IO TIONAETHCS Ha
HarpiBHMK Ta CUTHAJ BiAMOBIIHOTO CEHCOPA TEIJIOBOTO T0-
TOKY.
K, (T) == @

n

[loBipka mapaMeTpiB KaJOPUMETPUYHOI CHCTEMHU
BiZOYBa€THCS 32 METOJOM IOKPOKOBOTO CKaHyBaHHS MIJIs-
XOM JOCHIDKEHHSI TEINIOEMHOCTI 3pa3Ka Jedkocngipy uu-
CTOTOIO HEe MeHIe 99,9% BIAMOBITHO 1O BUMOI HOPMATHB-
HUX JTOKYMEHTIB [7].

B pamkax mpoBemeHUX OCIHIIPKEHb OYJIO0 CTBOPEHO
JOCIITHAUNA 3pa30K KPIOTEHHOT KAIOPUMETPUIHOI CHCTEMH,
OCHOBHI TEXHIYHI XapaKTEPUCTUKH SIKOT HAaBEACHO Ha pHC. 3.

CrBopeHa BUMIpIOBaNbHA CHCTEMa MOXe 3alli-
KaBUTH IMJIPUEMCTBA JepeBOOOPOOHOT, XapuoBoi Ta
(hapmarieBTHYHOI TIPOMHCIIOBOCTI, a TaKOX YaCTKOBO

BiJTHOBITIOBaJIbHOI €HEpPreTHKH y cdepi omrumizamii BU-
pOOHUIITBA TAIMBHUX TeleT Ta OpukeTiB. Takox [0
00JIacTi 3aCTOCYBaHHSI KaJOPUMETPHYHOI CHCTEMH MOXK-
Ha BiJHECTH JOCIHiAHI jaboparopii Ta HayKOBi ycTa-
HOBHM, a BHKOPHCTAaHHS PO3POOJICHOTO NpUIaLy pa3oM
i3 CHCTEMOI0 BHW3HAUCHHS TEIIOTH BHITAPOBYBAHHS Ta
TeruioeMHOCTI [10] 103BOJHUTE MPOBOMUTH HE TIIHKU KOM-
IJIEKCHE JOCHIDKEHHSI HEOJHOPITHUX MaTepiaiiB 3 METO0

- g

eMeTOoAN AOCNIAXKEHHS:

pO3pO0JICHHS KOPEKTHUX TEXHOJOTIYHUX PEKUMIB 00p00-
KM Ta 30epiraHHs JOCHIKYBaHOI CHPOBHHH, a i OTpUMY-
Bard (yHIAMEHTaJIbHI JaHi MPO BJIACTHBOCTI BOJOIU Ta
OpraHiYHUX PiJUH B HEOTHOPITHUX MaTepianax.

Bucnoexu

IIpoBemeno aHajiz METOHIB Ta 3acO0IB eKCIIEpUMEH-
TaJbHOTO BU3HAYCHHSI CITiBBIAHOLLICHHS BUIbHOI Ta 3B’ 13aHOT
BOJIOTH B MaTepiajiax, Ta MOKa3aHo, 0 OUIBIIICTh JOCTYI-
HUX 3ac00iB BUMIPIOBaHHS HE JIO3BOJSIOTH JIOCIHITUTH
CIIBBITHOIIICHHSI BIJILHOI Ta 3B’s13aHOT BOJIOTH HA PEIpe3cH-
TaTUBHUX 3pa3KaX HEOJHOPITHUX MarepialliB, TOMY iCHY€
HEOOX1THICTh CTBOPEHHSI CTICLialli30BAHOTO MPHCTPOIO IS
TAHUX IJIEH.

Tomy pmana poOoTa mNpHCBSYEHA PO3BUTKY METO-
oy nudepeHIiagbHOl CKaHyBaJIbHOI KallOPUMETPii JUIst
JOCTIDKEHHSI CTaHy PiJMH B HETOMOTEHHHMX MaTepiayiax
Ta CTBOPEHHS KPiOT€HHOI KAJIOPUMETPHUYHOI CUCTEMH IS
peaizailii TaKoro METOIyY

Ha ocHoBi mpoBeneHoro asHanizy cqopMyJIbr0BaHO
pexomeHpanii 10 po3poOJeHHS BUMIPIOBAIBFHOI CHCTE-
MH, LI0 3/4aTHa JAOCIHIPKYyBaTH pPENpPE3eHTAaTUBHI 3pa3-
KM HEOJHOPIJHUX MarepiamiB pi3HOI CTPyKTypu 0e3
HEOOX1THOCTI iX ToMepeAHhOTO MOAPIOHCHHS.

VYrnockoHaneHo MeToA TudepeHIiaabHOl CKaHyBaIbHOT
KaJIOpUMETpii JUIS  MOCTIDKEHHS CTaHy BOJOTH Ta
OpraHiyHUX piAMH B HErOMOI€HHHX Marepiajlax y IIH-
POKOMY TEMIIepaTypHOMY Jiana3oHi, B OCHOBI SIKOTO Jie-
JKUTh BUKOPUCTAHHS TPHOXKOMIPKOBOI IudepeHianbHol
CXEeMH BUMIPIOBAaHHSA, & TaKOK BUKOPUCTAHHS KOMIpOK,
KOH(QITYypaIliss SKAX T03BOJIIE BPAXOBYBaTH OCOOIMBOCTI
HEOHOP1IHOT CHPOBHHH.

CrBOpeHO JOCHiAHMNA 3pa30K KpPIOT€HHOI KaJlopH-
METPUYHOI CUCTEMH, Ta PO3POOIEHO METOAUKY 10 CIIiIPKEHHS
METPOJIOTIYHHUX XapaKTEPHCTHK Takoi cucteMu. Ha ocHOBI
EKCIIEPUMEHTAJIbHUX JOCIIKEHb BCTAHOBJIEHO, IO MEXI
JIOITyCTUMOT BiJTHOCHOI MOXMOKM BHMipIOBaHHS 3 BHKOPH-
CTaHHIM PO3pO0JIEHOT KPIOTEHHOT KaJIOPUMETPUYIHOI CHCTE-
MH CTaHOBJISTE +5%, 1110 BIAIIOB1AA€ CBITOBUM aHAJIOraM.

OCHOBHI TeXHIUHi XapaKTepUCTUKM:
=[liana3oH BUMipOBaHHS KiflbKOCTi TEMI0TU:
=[liana3oH 3Ha4YeHb TeMnepaTypu:
*MakcuManbHa WBWUAKICTb CKaHyBaHHSA:
=[lonycTMMnii 06’eM 3paska:
eBigHOCHa noxnbka BUMiptoBaHHS TENIOEMHOCTI:

700 ... 2500 [x;
-150°C ... 50°C;
no 5°C /xs.;
Ao 30 cm3;
+5 %;
OCK, nokpokoBe ckaHyBaHHS;

Puc. 3. Ocnosni mexniuni xapakmepucmuku KpiozeHHOT Ka10pumempuuHoi cucmemu
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THE DEVELOPMENT OF A CRYOGENIC
CALORIMETRIC SYSTEM FOR STUDYING
THE STATE OF LIQUIDS IN INHOMOGENEOUS
MATERIALS

Ivanov S.O., Dekusha L.V., Vorobiov L.Y., Dekusha O.L.

Institute of Engineering Thermophysics of the National
Academy of Sciences of Ukraine, Marii Kapnist Str, 37,
Kyiv, 03057, Ukraine
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The analysis of methods and means of experimental
determination of the ratio of free and bound moisture in
materials is carried out, and it is shown that most of the
available measuring instruments do not allow investigating
the ratio of free and bound moisture on representative
samples of heterogeneous materials, therefore there is a
need to create a specialized device for these purposes.

Thus, the concerned work is aimed to the development
of the differential scanning calorimetry method for
studying the state of liquids in inhomogeneous materials
and the creation of a cryogenic calorimetric system for the
implementation of this method.

Onthebasis ofthe performed analysis, recommendations
were formulated for the development of a measuring system
that is capable of examining representative samples of
heterogeneous materials of various structures without the
need for their preliminary grinding.

The method of differential scanning calorimetry has
been improved for studying the state of water and organic
liquids in inhomogeneous materials in a wide temperature
range, which is based on the use of a three-cell differential
measurement scheme, as well as the use of cells, the
configuration of which allows taking into account the
peculiarities of inhomogeneous raw materials.

A prototype of a cryogenic calorimetric system has
been created, and a method for studying the metrological
characteristics of such a system has been developed. On the
basis of experimental studies, it has been established that
the limits of the permissible relative measurement error of
using the developed cryogenic calorimetric system are + 5%,
which corresponds to world analogues.

References 10, table 1, figures 3.

Key words: calorimetry, bound moisture, inhomogeneous
materials, measuring system.
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