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TEPMOI'PABUMETPUYECKUE UCCIEJOBAHUA KOMIUIEKCOB ITPEKYPCOPA
JJIA ITIOJYYEHNA HAHOPASMEPHBIX IVIEHOK JIBYOKHCH OJIOBA
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AnHotamusa. B pabGore mpencTaBieHbI pe3ysbTaThl TEPMOIPABUMETPUYECKUX MCCICIOBAHUI
JIBYX KOMILJIEKCOB IIPEKYypCcopa ABYOKHCH OJIOBA JIJIs YYBCTBUTEJBHBIX 3JIEMEHTOB CEHCOPOB, 1103~
BOJIMBILIME YCTAHOBUTD U COITOCTABUTh OCHOBHBIE 3TAIlbl UX TEPMUYECKOTO pasjioxeHus. Paziu-
Yusl B IIPOIIECCaxX pa3IoKeHUSI KOMIUIEKCOB 00YCIOBICHBI pa3InyrsIMU B X COCTaBe, a UMEHHO, B
Hamnuuu (B KoMriekce Ne 1) uim otcyteTBum (B Komruiekce Ne 2) MoJieKysl KOOpAUHUPOBAHHOM
Bozbl. [1py TepMUYeCKOM pas3ioxkeHUM KOMIUIEKCA BOJa B €TI0 COCTAaBE BBIMOJIHSIET (DYHKIIUIO €TO
Pa3pBIXJICHMS, YTO TTO3BOJISET ITOJIyYaTh IJICHKY IBYOKHCH OJIOBA ¢ HAHOPAa3MEPHBIMU 3¢pHAMU.

KioueBbie ¢j10Ba: HaHOpa3MepHas ABYOKUCh 0JI0BA, TEPMOTPaBUMETPUS, AUXIOPAUALIETHIIA-
LIETOHAT OJIOBa

TEPMOI'PABIMETPUYHI JOCII/IZKEHHA KOMILJIEKCIB ITPEKYPCOPY JJIA OAEPXKAHHSA
HAHOPO3MIPHUX IIVIIBOK IBOOKUCY OJIOBA

B. C. Ipinesuu, B. A. Cmunmuna, C. M. Cagin, JI. M. Dinescoka, b. Yaye,
M. Xaayx Typxoemip, A. Yaye, C. Aamkas

AHoTanis. Y poOOTi IpeacTaBiieHi pe3yIbTaTh TePMOTPaBIMETPUYHMX TOCIIIIKEHb TBOX KOMII-
JIEKCiB IIPEeKypcopy ABOOKKCY OJIOBA IS YYTIMBHUX €JIEMEHTIB CEHCOPIB, 1110 JO3BOJIMIM BCTaHO-
BUTU 1 3iCTAaBUTU OCHOBHI €Tamnu iXHbOI'o pOo3KjaagaHHs. Po3XomkeHHs B Ipoliecax po3KJaJaHHs
KOMIIJIEKCiB 00YMOBIIEHI PO3XOMXKEHHIMH B iXHBOMY CKJIaJli, a caMe, Y HasIBHOCTI (y KOMITJIEKCi
No 1) a6o BincyTHOCTI (Y KomIuiekci Ne 2) MoseKya KoopanHoBaHoi Boau. [Ipu TepMiuHOMY po3-
KJIaJaHHI KOMITJIEKCY BoJa B MOro CKJIali BUKOHYE (DYHKIIiI0 MOTO PO3MYILIEHHS, 110 JO3BOJSIE
OJIep>KyBaTH ILJIiBKY IBOOKMCY OJIOBA 3 HAHOPO3MipHUMU 3epHAMMU.

KnrouoBi cjioBa. HaHOPO3MipHUI JBOOKUC OJIOBA, TEPMOTrPaBIiMETPisl, AUXJIOPAUALIETUIALIETO-
HaT 0JI0Ba
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THERMOGRAVIMETRIC STUDY OF PRECURSOR COMPLEXES
FOR NANOSCALE FILMS OF TIN DIOXIDE

V. S. Grinevich, S. N. Savin, V. A. Smyntyna, L. N. Filevskaya, B. Ulug,
M. Haluk Turkdemir, A. Ulug, §. Yaltkaya

Abstract. The results of thermogravimetric studies of two precursors’ complexes of tin dioxide
used for sensitive elements of sensors permitted to establish and to compare the basic thermal de-
composition stages. Differences in the decomposition processes of the complexes exist due to the
differences of their structure, that is: presence (in the Complex 1) or absence (in the Complex 2) of a
coordinated water molecules. At the thermal decomposition of the complex, presence of water helps
to loosen the matter of complex and gives tin dioxide films with nanoscale grains.

Keywords. nanosized tin dioxide, thermogravimetry, dihlordiatsetilatsetonat tin

BBenenmne

ToHKoMIEHOUHbIE  aACOPOLIMOHHO-YYBCTBU-
TeJIbHbIE 3JIEMEHThl Ha OCHOBE OKCUIHBIX MaTe-
pMajoB ¢ HAHOPa3MepPOM 3epHa HalllJId IIIHPOKOe
MIpUMEHEeHNE B COBPEMEHHBIX aHajJIrM3aTopax rasa.
XOopolIo M3BECTHBIMM CIOCO0AMU TIOJYUYESHUS
HaHOpPa3MEPHOI IBYOKMCH 0JIOBA, KaK U OKCUI0B
JIPYTUX METaJIOB, JUISI YYBCTBUTEJIbHBIX JIEMEH-
TOB CEHCOPOB SBISIIOTCS XUAKO(a3HbIE XUMU-
YeCcKue METOMABI: 30JIb-Teb METOMA, XMMUYECKOe
ocaxnaeHue u3 pactBopa U T. a. [1,2]. OgHoii u3
OCHOBHBIX CTaJUI B TAKUX TEXHOJIOTHSX, KAK ITpa-
BUJIO, SIBJISICTCS CTAIUS PA3JIOXKEHUST TEPMUUYECKI
HeCTaOWJIbHBIX COCAMHEHUI OJioBa ¢ oOpa3oBa-
HUEM B KaueCTBe KOHEUYHOTO MPOIyKTa IBYOKNCHU
osioBa. HeMHOrouncieHHOCTh MOJOOHBIX COeNM-
HEHUI, a TaK;Ke OTPaHUYEHHOCTh ¥ IIPOTUBOPEU M -
BOCTbB JINTEPATYPHBIX JAHHBIX 00 NX (U3NIECKUX
1 XUMUYECKHMX CBOIICTBaX OIpeaessieT HeOOX0onu-
MOCTb MTOMCKA MOAXOASIIIETO TTPEKypcopa AJis Mo-
Jy4eHUs] HAHOPa3MEepHOI IByoKMCH ojioBa. PaHee
HaMmu [3] Ha OCHOBE METOJa XMMHWUYECKOTIO OCaXk-
IeHUs U3 pacTBOpa ObLIA IIpeaIoXKeHa METOINKA
nojy4eHus 1mieHok SnO, ¢ UCTIONb30BaHUEM I10-
muBuHMIanerara (I1IBA) kak cTpykrypupylomei
nmobaBKu. B kauecTBe mpeKypcopa AByOKHCH 0JIOBa
HCITOJIb30BaIM KOMIUIEKC TUXJIOpAUALIeTHIAIIETO-
Hata onoBa (IV) AXIAO. B paborte [4] coobmraeT-
CsI O TIEPBOM YIIOMUHAHUU O TTOJTyYeHUM TUXIIOP-
avaneruiaaneronara onosa (Sn(C,H,0,)),CL) B
1903 . Panee B nuteparype [4—7] cooOluanoch
o nonydyeHnu JXJAO c mcromnb3oBaHMEM XJIO-
podopma [4] unm cyxoro Tomyona [7] B KauecTBe
pacTtBoputeieii. OCOOEHHOCTBIO HAIllero MeToia
SIBJISIETCSI MCITOJIb30BaHUE B KauyeCTBE pacTBOPHU-
TeJIsl BOMbI.

B pab6ote [8] coob11amoch 0 IpUTOTOBIECHUHN C
HCII0JIb30BaHUEM ITOA0OHBIX COeIUHEH I, a UMEH-
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HO alleTWJIALIETOHATOB LIMPKOHMSI, TOHKUX IVIEHOK
Zr0O,. Vicnonb3oBaHKe KOMIUIEKCa Ha ocHOBe J1X-
JAO, npUroToBJI€HHOI0 HAMU TT0 OT/IMYaloLIeics
OT U3BECTHBIX paHee METOIMKE, ITO3BOJIAIIO TTOJTY-
YUTh TOHKME TTPO3PavyHbIe TIJICHKU IBYOKHMCH OJI0-
Ba ¢ HAaHOpa3MepHbIMU 3epHamu [3].

Kowmmiekchl mpekypcopa st CpaBHUTEIbHBIX
HUCCICNOBAaHUI OBUIM TOJIyYCHBI OBYMs METOIa-
MU, KOTOpbBIE OTJIMYAIOTCS TOJBKO ITOCIETHUM
TEXHOJOTUYECKUM ITaIllOM: IIPOLIECCOM CYIIKMU.
B OnecckoM HallMOHAJIBHOM YHUBEPCUTETE MMeE-
Hu U. . Meunukosa (OHY), Onecca, YkpaunHa,
CYIIIKa IPOBOAMIACH HAa BO3IYXE, a B YHUBEPCUTE-
e AKAEHW3, rAntanus, Typuusa — B BaKkyyMe.
[IpennoysoxXuTeabHO pa3inuus B MPOLIECCE CYIIKHU
OIPENESIOT COXpaHEHUE MOJIEKYJT BOIIBI B COCTa-
Be KOMILJIEKCa IIPeKypcopa, 4To, II0 HaIlleMy MHe-
HUIO, OKa3bIBaeT BIMSHNIE Ha CTPYKTYpPY ITOJTydae-
MOW TUJIEHKMU.

B npennaraemoii padboTe KOMIJIEKCHI TIPEeKyp-
copa ObUIM MCCIEAOBAaHbI C TIOMOIIBIO TEpMOTpa-
(puyeckux MeTonoB (TepmorpaBumetrpun — TT,
nepuBatorpadun — JATI, nuddepeHINATHLHOTO
TepmMudeckoro aHaiausa — ATA), mo3Boasiommx
B XOJie IIpOrpaMMHpPYyeMOIo Harpena uccienoBaTh
XapakTep U TepMUYecKye mapaMeTpbl PU3NKO-XH-
MHUUYECKUX TpolueccoB B BewecTse. [ToTpeOHOCTH
B TaKUX HMCCIEIOBAHMSIX OIIPEHesIeTCsI He00XO-
IMMOCTBIO YUYUTHIBATh IIPOLIECCHI, IIPOUCXOASIINE
IIpU pa3IoXeHUHU MPeKypcopa, YTO CIIOCOOCTBYET
CO3IaHUIO0 BOCIIPOU3BOIMMOM TEXHOJIOTHU ITOJTY-
YeHUS U3 HeT0 HaHOpa3MEpHBIX IJICHOK. 3amadeit
paboTHl OBLIO IIPOBEICHNUE CPaBHUTEIBHBIX Tep-
MoTrpapUIeCKUX UCCIeT0BaHII KOMILIEKCOB, IT0O-
JIYyYEHHBIX ABYMS BbIIIIEYyKa3aHHBIMU CIIOCO0AMMU,
U BBISICHEHME KAKOM M3 HUX ITO3BOJISIET MOJIyIUTh
CJIOU ABYOKHCH OJIOBA C HAHOPA3MEPHOU CTPyK-
TYpOH.
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IIpuroroBienue npeKypcopa u MeTOAUKA
NMpPOBeIEHNS UCCJIeI0BAHMI

[TpuroroBneHue KOMIUIEKCOB MpeKypcopa
MPOBOJMJIOCH B HECKOJIbKO 3TarnoB. Ha mepBoM
aTamne MoJyyeHUs] KOMIUIeKca ObLT MPUTOTOBJIEH
pabounii pactBop Ne 1: 50 Mz (0,5 Mojb) ameTu-
JlauetoHa cMetuaau ¢ 250 M AUCTUIIIMPOBAHHOMN
BOJIbI M OCTaBWJIM Ha | CYTKU 10 TIOJTHOTO pacTBO-
penus. IToToM ObLT NPUTOTOBJIEH pabouuii pac-
TBOp No 2: B KOHMYECKYIO0 KOJIOYy 00beMoM 100 Mt
oTobpano 14 mia (0,12 Moib) TeTpaxyiopuaa ojioBa
u po6asyieHo 50 ma xononHoiu (2—5 °C) nucTtun-
JIMPOBAaHHOM BoIbl. B momyueHHOI cMecu Ha0JI0-
maeTcsl pasorpeB. Ha BTopoM srame B CKIISTHKE
o0beMoM | 1 ObLIM CMelllaHbl paboure pacTBOPHI
Ne 1 u Ne 2, no6asneno 5 mn 20 % BoaHOro pac-
tBopa NH,. IlonyyeHHas cMech Oblia rmepemerna-
Ha B TeYeHNE 2 4aCcOB C IIOMOII[bI0 MATHUTHOM Me-
mranku ipu 40°C, B pe3yabTaTe yero BhITaj IYCTON
Oenbiit ocagok. K Hemy 6bu10 mo6asiaeHo 600 M
OUCTUUIMpOoBaHHON Bonpbl. Ilocie oTcTrauBaHuUs
B TedeHue 10—15 MUH. BepXHUI CIOH KXKUIKOCTHA
ObLT JeKaHTHUpoBaH. OcamoK OTAe/IeH BAKYYMHBIM
¢dunsrpoBanuem Ha ¢unsrpe lloTrra (ocraToy-
Hoe pasieHue P = 500 mMm.pT.cT.), mpombIT 100 M1
TUCTUIMPOBAHHOM BOABI M BbICYIIEH mpu 20—
25 °C B TeueHue 3-x cytok. [locyie yero mpomMsIT
OEH30JI0M M BBICYLIEH B TeUeHUE 5—6 4acoB Ipu
60 °C komriekec Ne 1 — Ha Bo3ayxe, a KOMITIEKC
Ne 2 — B BakyyMme.

IMonydyeHHBII TPOAYKT MpEaCTaBisieT coboi
OeJIbli MYIIMCTHI TOPOIIOK, KOTOPBIA IJIaBUTCS
npu Temneparype 200—220 °C u camoBocILIame-
HsIETCSI Ha BO3AyXe Ipu TemIieparype 6ojee 250—
270°C. TlpenBapuTeJbHBI XUMUUECKUU aHAIU3
(1o oJIOBY M XJIOPY) MOKa3aj, YTO MOJy4YeHHbIH
KOMILIEKC COACPKMT Ha OAMH aTtoMm ojosa 1,9
aToMa xJiopa 1 2,2 MOJIeKYJIbl BOJIbI.

CHUHXpPOHHBINI TEPMOTPAaBUMETPUICCKUIN U
nnddepeHINaNbHbI TEIUIOBOM aHAINU3 KOMII-
JIEKCOB TIpeKypcopa BHIMTOJHEHBI Ha JepUBATOT-
pade Q-1500 D nmpousBoactBa BeHrpum (mist
komrutekca Ne 1) m Perkin-Elmer 6000 (mnst
KoMmIuiekca Ne 2) B Bo3myxe u aTMoc(depe azora
co ckopocthio HarpeBaHus 10 °C/min. Pe3yib-
TaThl aHAJIM3a IIOTEePh MACCHI OPOIIKA IIPU Tep-
MOTPaBUMETPUUYECKUX MCCICIOBAHUSIX IIPUBE-
IeHBI gajee.

DKcnepuMeHTAIbHbIE PE3YJIbTATHI U HX
00cyKIeHue

ITockosbKy 1UIsT TIOJTyYeHUsI IIpeKypcopa B Ka-
YeCTBE PEearceHTOB MCITOJIb30BaJIOCh YETHIPEXXJIO-
pucroe osioBo (SnCl,) n anernnaneron (C,H,0,)
3TO TTO3BOJISAET MPEANOJIOKUTH HAJTMINE B COCTaBE
IpeKypcopa AUXJIoparalleTHIalleToHaTa 0J10Ba U
TeTpaaleTuIalleToHaTa ojloBa. Hammuue xiopa B
cocTaBe Komruiekca No 1 Ob1T0 orpeieieHo aHaIu -
TUYECKU U cocTaBuio 17,5 %. B Haieit pabote [9]
OBLIO TaKKe MOATBEPXKISHO HAJIMYKME XJIOpa B CO-
crase Komriekca Ne 2 B komuectse 16.50+0.60 %.
Takoe KOIMYECTBO XJI0opa B 00OMX KOMILIEKCaX
yKa3bIBaeT Ha MIPEeUMYIIECTBEHHOE COIepKaHue B
HUX IUXJIOpAualeTuaaneToHara ojona. IIpoiec-
CHI TEPMHUYECKOTO Pa3JIOKECHUSI KOMILJIEKCOB TIpe-
Kypcopa JOJDKHBI COAepXKaTh 3TAIlbl, XapaKTepHbIE
IIJIST Pa3JIOKEHUS 3TOTO COSTMHEHUS.

Ha puc. 1 u 2 mpusenens! pe3yasratel TT, ATT
n JITA nccnenosanuit KomruiekcoB Ne 1 Ne 2 co-
OTBETCTBEHHO.

Ha xpusoit ITT nins kommiaekca Ne 1 (puc.1)
yeTko BuaeH mmk mipu 100 °C, mpuyem morte-
ps Maccel Ha KpuBoil TI' cocraBuna 8 %. Eciu
y4ecTh, YTO OCHOBHBIM BEIIIECTBOM KOMILIEKCa
npekypcopa sBisercs kpuctamioruapat JAXIAO
(Sn(C,H,0,),Cl,:2H,0) u pacyuTaTh NPOLEHTHOE
cofepKaHue KOOPAMHUPOBAHHOM BOJBI B €0 CO-
cTaBe, TO MOJYYHUM BeJIMYMHY nopsiaka 8,5 %. Kak
BUIHO, ITOJy4yeHHoe B pesyinbrare TI' 3HaueHue
MOTepH MacChl OJIM3KO K PacueTHOMY CoOIepKa-
HUIO KOOPIMHMPOBAHHONM BOIbI, UTO yKa3hbIBacT
Ha HaJu4uKe Boabl B cocTaBe Kominiekca Ne 1. Ha-
psiIy ¢ KOOPIMHUPOBAHHOM BOIOM MOXKET HaOJII0-
IaThCsl M MCIapeHHe aacopOMpOBAaHHOM BOIFHI,
KOJIMYECTBO KOTOPOI MEHbIIE MO CPaBHEHUIO C
koopauHupoBaHHoi. Ha kpusoit JITT" koMmiek-
ca Ne 2 mo 190 °C u3MeHEeHMST MacChl COCTABIISTIOT
MeHee 4 %, 4TO CBUIETEILCTBYET O 3HAUMTEIBLHO
MEHBIIIEM KOJIMYECTBE MOJIEKYJI BOAbI B KOMITJICK-
ce No 2. B Hameii pa6ore [9] mmokasaHo, 4TO KO-
JIMYECTBEHHOE colepxXaHue Bogopona (3,41 %) B
KoMIuieKce No 2 cooTBeTCTBYeT Oe3BogHOoMYy JIX-
HAO. TTo manabeM apyrux aBropos [10] B cocTase
coenvMHeHu ojoBa Boaa nocie 200°C npakTuyec-
K1 He OOHAPYKUBAETCS, T.€. KpOME JeruapaTalliu
Ipyryue U3MEHEHMSI COCTaBa WM (pa3bl MaTepralia
npu TemmepaTtype Hmke 190 °C ManoBEepOSITHBHI.
CrenoBaTenbHO, U3MEHEHMSI MacChl B KOMILIEKCE
No 2 1o a3Toit TemMIiepaTyphbl COOTBETCTBYIOT MCIIA-
peHUIO acOPOMPOBAHHOI BOMIKI.
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Ha xpuBoit ATA mist komrmuiekca Ne 1 (puc.1)
MIPUCYTCTBYET MK SHIOTSPMUYECKOTO IIPOIleC-
ca ipu temriepatype okosio 240 °C. Ilo KpuBBIM
TI' u ATI Havanmo mpolecca COOTBETCTBYET ~
200 °C. IlormomeHne, a He BBIACICHUE YHEPTUUN
O3HavaeT U3MeHeHue (ha3bl BelecTBa (T.e. IIaB-
JIeHre WM ucIlapeHue MaTepuasna). B mpoueccax
K€ TEePMUYECKOrO pPa3JIoKeHUs JIETKOBOCILJIaMe-
HSTIOIINUXCSI KOMIUIEKCOB HaOJII0IaeTcsl BhIaesie-
HUe 3Hepruu, a He mnomioineHue. CoBHaaecHUE
muka JATA ¢ muxkom JATT mipu 240 °C moka3biBa-
€T, YTO MMEJI0 MECTO HE€ TOJIbKO IUIaBJeHUE, a U
MHTEHCHUBHOE MCIIapeHNe KOMIUIeKca. DTO Mpe-
MOJIOXKEHUE TMOATBEPKAACTCS U IOTepeil Macchl,
3aMmeTHOI Ha kKpuBoil TT mns komruiekca Ne 1 B
nHtepnaiie 200—240 °C. B komruiekce Ne 2 (puc.2)
muk JATA npu 200—-210 °C 3HmZOTEpMUYECKOTO
TUIIa, HO 3HAYUTEIbHOM MOTEPU MAcChl TIPU 3TOM
He HaOaromaeTcs, T.e. B YKa3aHHOM WHTepBaje
TeMIIepaTyp 3TOT KOMILJIEKC TOJIbKO pacTUIaBUJICS.
IMocrenenHoe ucnapeHue Komruiekca No 2 1po-
WCXOIUT TIPpY AaJTbHEMIIEM ITOBBIIIEHUN TEMIIe-
patypsl 10 280 °C, 4TO 3aMETHO IO MOTepe MaCChI
Ha KpuBbIX TT u JITT 1 norjaomeHuIo s3Heprum Ha
kpusoii JITA.

Hons komruiekca Ne 1 mipu 280 °C, a mist KoM-
miekca No 2 mpM HEeCKOJIbKO OoJibllIell Temrepa-
type (286 °C) yeTKHMe MHUKUA 3K30TEPMUUYECKOTO
apdexra Ha Kpuoil ITA comnpoBoxmaloTcsl UH-
TEHCHUBHOI1 TTOTEpPEeil MacChl, YTO CBUIACTEILCTBYET
O CrOpaHMUM KOMILIEKCOB B KUCIOpOje Bo3ayxa. B
nanbHeiem (280—310 °C) Ha kpuBoit ITA nias
koMruiekca Ne 1 HaOomaeTcs: SHIOTepMUICCKUI
IIPOIIECC C IMTOTePeil MacChl, UTO OTPaKEHO Ha KpH-
Boix TT' u ITT u ¢cBSI3aHO ¢ UHTEHCUBHbBIM HCIA-
peHUEeM KOHEYHBIX IIPOAYKTOB PEaKIINK pa3IoxKe-
HUSI KOMITJIEKCA.

[Ipy nmampHe#IIeM uCCIeNOBAaHUM HAOJIO-
JaeTcsl elle OAWH CUJIBHBIM 3K30TepMUYECKUI
addexT: misa komiekca Ne 1 mpu 410 °C, a njisa
koMmIutekca No 2 — mipu 640 °C. OueBUIHO, OCTa-
ToK SnO okucngercsa 10 SnO,. D10 noATBEpKIA-
eTCcsI TaHHBIMU paboTHl [12], Tme Mmoka3zaHo, 4TO
nookuciaenue SnO no SnO, nmpoucxomut 10 650
°C. dna xomruiekca Ne 1 3TOT Ipoliecc Mpoucxo-
auT Tipu Temmeparype Ha 230 °C Huke, 9eM s
komruiekca Ne 2. Takoe pasnuyue JIErKo O0b-
SICHUTb BJIMSIHUEM pa3Mepa JOOKHUCIISIOIIMXCS
yactul SnO. Komriieke Ne | gBasgercss tuapaTu-
poBaHHbIM JIXJIAO. I1pu oTmienieHUn BOabl OH
pa3phIXJIsieTCs, YTO CIOCOOCTBYET 00pa30BaHUIO
YacTUll C MaJIOW MAacCOM, U JaJIbHEWIIEe pasiio-

JKeHME IO OKCHIA HPOUCXOAUT OTHOBPEMEHHO
C WcIapeHueM B Ta30Boil ¢a3e (ITOATBEpPKICHO
COOTBETCTBYIOIIMMY BBHIIICONUCAHHBIMUA H3MeE-
Heansamu KpuBblx TT, AT u ATA). I1pu pasmno-
>KeHNU 0e3BOTHOro KoMIiekca Ne 2 BUIMMo 00-
pa3yeTcsl OKCHI ¢ YacTUIIaMU OOJIbIIIETO pa3Mepa
u Macchl. [loaTomy B ciryyae Komruiekca Ne 1 He
OCTaeTCsI OCTaTKa IT0CJie TEPMOTPAaBUMETPUM, a B
ciaydyae koMmIiekca Ne 2 ocTaeTcst IpuOIM3UTENb-
Ho 10 % BeniecTBa (110 OIBITY UCCIICAOBAHUIA pa3-
JIOKEHMST alleTWIAlleTOHATOB IPYTUX METaJIoB
[10] aTOT ocTaTOK SIBISIETCSI IBYOKMCHIO OJIOBA).
Kak Bugno u3 TI, ATI u ITA pe3ynbsratoB uc-
cienoBaHusg komriekca Ne 1 (puc.1) mpu 700 °C
notepst Macchl coctaBmia 100 %, T.e. OH MOJIHO-
CTBIO UCITapUJICS.

B CpenuzeMHOMOpPCKOM yHUBEpCUTETE AKIe-
Hu3 (Typums) ObUTM TakKe TPOBEACHBI CPaBHU-
TeJbHbIE TePMOTPaBUMETPUUECKUE UCCIICTOBAHUS
koMruiekca Ne 2 B Bozayxe u azorte. Puc. 3 moka-
spiBaeT TI, ATT u JATA pe3ynbrathl TEIJIOBOIO
pasyioKeHUS TTPOAYKTa.

IMotepst Macchl, KoTopasi HabIOAATACh MEXITY
KOMHaTHOU Temrieparypoil u 192 °C u coctaBuia
0KkoJ10 4 %, mpou3oliuia, Kak ObLJIO CKa3aHO BhILIE,
BCJIEAICTBUE MCMApeHusl aaAcopOUPOBaHHON BOJIBI.
XOpOoIIO 3aMETHBIM 3HAOTCPMUYECCKUU MUK MPU
204 °C cBa3aH ¢ toukoil mnasieHus. TT u ATA
aHHbIe (puUC. 3) MOKA3bIBAIOT CBSI3aHHOE C KUCIIO-
POIIOM CTPYKTYpPUPOBaHNE KOMIUIEKCA B IUAIIa30-
He Temriepatyp 192.0—308.5 °C: ogHo nipu 277.4 °C
u apyroe 1pu 286.6 °C. CpaBHeHHE TEPMOIPaBU-
METPUIECKUX KPUBBIX, ITOJyYeHHBIX B KMCIOPOIL
M Ha BO3IyXe ITOKa3bIBaeT HaJWUYME ABYX KOHKY-
PUPYIOLINX IIPOLIECCOB IIPU TeMIIepaType OKOJIO
277,4 °C — wcmapeHns W OKWCIIEHUs (parMeH-
TOB KoMIiekca. OO0 McapeHUU CBUICTEIBCTBYET
OoJpIllasi BeIWYMHA TOTJIOIICHHONM SHEPTUM Ha
kpuBoit ITA cHSITOI B a30Te MpU ITOU TemIiepa-
Type 1 6obIag moteps Maccesl (kpuBas TT) B azo-
Te. Ha Bo3myxe Xe BeInunHA 3HIOTEPMUIECKOIO
nka kpuBoii I TA nipu 277,4 °C MeHbIlle 1 MEHb-
1IIe TTOTePsT MacChl, KpoMme Toro Ha Kpusoii JITA Ha
BO3IyXe MOSIBISICTCS 9K30TEPMUYECKUIN MUK MPU
286,6 °C, 4TO M yKa3bIBaeT Ha peakLio hparMeH-
TOB KOMILJIEKCA ¢ KMCJIOPOAOM, MpPexXae YeM OHU
OCTaBST KOMILIEKC. boibliasi ocrarouHast Macca
Ha BO3IyXe 110 CPaBHEHUIO C a30TOM B paccMaTpu-
BaeMOM HMHTepBajie TeMIEpaTyp CBUACTEIbCTBYET
0 HeJIeTy4eCcTU oOpa3oBaHHBIX Ha BO3IyXe IIPO-
IYKTOB peakliMyd BCJIEACTBUE MX CpPaBHUTEILHO
0OJIBIIIOrO pa3mepa.
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Puc. 3. Pesynbrater ATA (1), TT'(2) u ATIT(3) u uccnenosanuii komriekca Ne 2 (YauepcurteT AkaeHus, Typuust).
CrutolIHas ¥ IyHKTUPHAsT KPUBbIE COOTBETCTBYIOT JaHHBIM, ITOJIYYEHHBIM B a30T€ 1 HA BO3IYXE, COOTBETCTBEHHO

OcrarouyHag macca npu 308.5 °C Ha puc.3 (Ha
BO3IyXe) COCTaBIseT Npubau3utTenabHo 14,7 %,
YTO, BUAMMO, CBSI3aHO C COCOIUHEHUSIMU OJIOBA B
npoaykTe. HebOoblloil 3K30TepMUYECKUIT MUK
npu 500 °C ¥ CUJABHBINA 3K30TEPMUUYECKUI MUK
mexay 620 u 650 °C na kpusoit ITA, nusmepeHHoi
Ha BO3IyXe, He HaOJIOMaoTCs Ha KPUBOM, M3Me-
PEHHOM B a30Te. DTU BK30TepPMUYECKUE ITHKU,
HaOromaeMble Ha BO3IyXe, OTBEYalOT HeOOIbIINM
MOTepsIM MacChl KOMILIeKca (IIPUOIU3UTEIHHO 110
1,5-2 %), 1 00yCI0BIEHBI CTOPAHUEM OPTaHNYeC-
KIX OCTaTKOB, 00pa30BaBIINXCSI IIPY Pa3I0XKEeHUN
IUXJIopAualeTuIalieToHaTa. JanpHeinee yBenm-
YeHHEe TeMIIepaTyphl He IIPUBOAUT K OOJIBIIEH 110~
Tepe MacCHl.

I1o mpemnoxeHHo HaMu MeToauKe [3] 13 000-
UX KOMILJIEKCOB IIPEKYypCOPOB OBUIM TOJIY4E€HBI
IUIEHKU OByoKucH oyioBa. Ha puc. 4 mpuBeneHbl
pe3yabTaThl HCCIEO0BaHUSI C TIOMOIIBIO aTOM-
HO-CWJIOBOIO MHUKPOCKONa MOpP(hOJIOTMU IOBEp-
XHOCTH TUIEHOK SnO,, TMOJYYEHHBIX 13 KOMILIEK-
coB npekypcopoB Ne 1 (a) u Ne 2 (6). CpaBHeHUe
M300paXkKeHUIi TT0Ka3bIBaeT, YTO C ITOMOIIIBIO THUI-
paTupoBaHHOTO TpeKypcopa (komriekc Ne 1) mo-
JIy4eHbI TJIEHKY ¢ pa3MepoM 3epeH nopsiaka 10—20
HM. B ToxXe Bpemsi pa3aMep 3epeH B IIEHKE, MOJy-
yeHHoI u3 komruiekca Ne 2 (6e3BoaHbIii JIXJIAO)
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coctaBisger O0ojee 500 HM. DTU uccaeaOBaHUS
MONTBEPKIAIOT TPEAITONOKEHNE O TIPEAIOUTH-
TEJIbHOCTU MCITOJIb30BaHUs KOMITIEKCa TUIpaTH-
pPOBAHHOTO TIPeKypcopa IS MOJIYYEeHUS TUIEHOK
JIBYOKWCHY OJIOBa C MEHBIIMM pa3MeEpPOM 3epeH B
HaHoOMacITaoe.

BriBoapl

ITpoBenennsie TT, ATT u ATA ucciemoBaHus
JIBYX KOMIUIEKCOB TpPEeKypcopa MO3BOJIWIM YyCTa-
HOBUTH U COTIOCTABUTH OCHOBHBIE ATAIbl UX pa3-
JIOXKEHUS: UCTTapeHWEe BOMAbI, TUIABJIEHUE, UCTape-
HUEe MaTepuaja, CrOpaHHe OCTaTKOB UCCJIETYEMOTO
MaTepuaia B Kuciaopoae. Paznuuusa B mpoleccax
Pa3JIOXEeHNS KOMITJIEKCOB OOYCIIOBJIEHBI pa3Iniu-
SIMU B UX COCTaBe, 8 UMEHHO, B HAJIMYUU (B KOM-
miekce No 1) unu oTcyTcTBuM (B Komrekce Ne 2)
MOJIEKYJI KOOPAMHUPOBAaHHOM Bojibl. DopMupoBa-
HUE KpUCTaJUIoruapaTa B ciiydae komriekca Ne |
MPOUCXOAWIO HA TIOCTIEAHEM 3Tare MPUTOTOBIIE-
Hust — arane cymku. Cyllika Ha BO3IyXe MO3BO-
JIUJIa COXPaHUTh KPUCTAJUIOTUAPAT KOMIUIeKCa,
YTO SIBJISIETCSI BAXKHBIM B AaJIbHEUIIIEM /IS TTOJTY-
YEeHUsI HaHOpa3MepHOro nuokcuiaa osiora. [lpu
TEPMUUYECKOM Pa3JI0KEHUN KOMILJIeKca BoJa B €ro
CcOCTaBe BBITIOJIHSIET (DYHKIMIO Pa3pbIXJIEHUs U



B. C. Ipunesuu, B. A. CmbiHThIHA, C. H. CaBuH Ta iH.

nocaeaymoniero oopasoBaHus 6onee MeJakux (Ha-
Hopa3MmepHbIX) yacTull. CienoBareabHO, UCTIONb-
30BaHME KOMIUIEKCA IIPEKypcopa COAepKallero
kpuctammoruapat (Ne 1) moKHO OBITh MPEarnod-
TUTEIBHBIM IIPU ITOJTy4eHUY HAHOPa3MEPHOTO 1 -
OKCHJIa OJI0OBA C XOPOILIO Pa3BUTOM IOBEPXHOCTHIO,
YTO 00ECIECYMBACT BBHICOKYIO YYBCTBUTEIBHOCTh
ero (hM3MYECKUX MapaMeTpOB K U3MEHEHUSIM OK-
pyXalolleii cpeabl, a 3HAYUT U IIUPOKOE UCIIOJIb-
30BaHME B KAa4eCTBE UyBCTBUTEIbHBIX 3JICMEHTOB
CEHCOPOB.

Pabora BeImosHAIACH TIpU (DPMHAHCOBOM TIOM-
JIEPXKKE TYPELIKOIO HAy4HOTO U TeXHOJIOTUYECKOTO
nccnepoBateabekoro ueHtpa (TUBITAK) rpant
Ne 107T277 n MunucrepcTBa o0pa3oBaHUS U Ha-
VKU YKpauHbl poekT Ne M /349—-2008.

a)
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=00

=200
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Puc. 4. ACM wu30o0paxkeHUs] TTOBEPXHOCTU TLIEHOK
TOJTYY€HHBIX U3 KOMIUIEKCOB TIpekypcopoB Ne 1 (a) u
Ne 2 (6)
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