Becmmnuk TelY. Cepusi «Xumusi». 2015. Ne 2. C. 162—-174.

OPI'AHUYECKASA XUMUA

YJIK 543.226:537.63

BJIUSIHUE TEMIIEPATYPbBI TEPMUYECKOM JECTPYKILIUA
HUOHHOM )KUJIKOCTH — N-TELUJIITAPUIUHUIA
TETPAXJIOP®EPPATA (111) HA CTPYKTYPY U CBOIICTBA
MPOJYKTA PA3JIOKEHUSI

O.E. )KypaBneBl, A.1O. KapHeHKOBZ, JA.FO. KapHeHKOBS,
JLH. Boponqnxnﬂal

TBepckoil rocy1apCTBEHHBIN YHUBEPCUTET
'Kagheopa opeanuueckoii xumuu
*Kagpedpa maznemusma
2Vnpaenenie no HayuHbIM UCCICO0BAHUAM

CuHTe3upOoBaHa HU3KOTEMITEPATYPHAs HOHHAS XKHUJIKOCTh — TeTpaxiopdeppar N-
JEIWITUPUIUHIS — U U3YUEHO €€ TEPMUYESCKOE MOBEICHUE Ha BO3IyXe METOIOM
TepMorpaBuMeTpuu. [lokazaHo, 4TO TOCJIE CrOpaHusl OPraHUYECKOro )parMeHTa
MOJIEKYJIbI OCTAeTCs TBEPBIN OCTaTOK. [IpoBeIeHI KOMIUIEKCHBIC HCCIICAOBAHHMS
cocTaBa M CTPYKTyphl HECTOpPaeMOro OCTaTKa METOAaMH JJIEMEHTHOTO,
peHTreHo(a30BOro aHaju3a, CKaHUPYIOIICH 3JIEKTPOHHOW MuKpockomuu, MK-
CIIEKTPOCKOINUH, a TaK)Ke HCCICIOBAaHBI €r0 MarHUTHbIC CBoicTBa. [lokasaHo,
YTO HECrOPaeMbIM OCTAaTKOM SBJISICTCS KpucTayuinueckuii o-Fe,0; — remarur,
MPECTABIISIIONIHIA cO00M crnabblii peppOMArHETUK MPH KOMHATHOW TeMIiepaType.
Knrouesvie cnosa: mempaxaopgpeppamor  (111),  cummes, mepmuueckas
CMAabUILHOCMb, 2eMAmum, mepmMudeckas 0ecmpyKyus, MacHUMHbvle COUCMEd.

HonHbIE XHUIKOCTH — BEIIECTBA, KOTOPBIC SBISIOTCS >KUIKOCTSIMHU
IIpU TEMIEPATYPE HUKE 100°C u cocTosT M3 0OBEMHBIX OpPraHUYECKHUX
KaTHOHOB M Pa3HOOOPAa3HBIX OPTaHUYECKUX WIIM HEOPTaHUYECKHX AHHOHOB.
OTtnenbHBIC IPEACTABUTENH TAHHOTO KJIacca COSAMHEHUHN y)Ke ceifuac HaluIu
MPUMEHEHHE B PAa3JIWYHBIX OONACTAX MPOMBIIIICHHOCTH: B KadecTBe
KaTaJlu3aTOpOB, B MPOU3BOJICTBE TMOJUMEPHBIX U  KOMIIO3UITMOHHBIX
MaTepUasoB, aKKyMYJISTOPOB MOBBIIIEHHOW €MKOCTH, KOHIACHCATOPOB U JIp.
[1-5].

[Ipupona anmoHa okas3biBaeT Ooubllioe BiHsHHE Ha cBoicTBa MK —
TeMIlepaTypy IUIaBIEHHUS, BS3KOCTh, IJIOTHOCTh W Jp. B ciywae, ecnu B
KauecTBE aHMOHA B MOHHOM >KMJIKOCTH BBICTYTAIOT TaJIOTEHU Bl TEPEXOTHBIX
metauioB (Fe, Co, Ni, Mn wu gp.), oOmajmaromue mapaMarHUTHBIMHU
CBOMCTBaMHM, TaKW€ HOHHBIC JKHUJKOCTH JAIOT OTKJIWK Ha MarHUTHOE IOJIe
(06yagatoT MarHUTHOM BOCIIPUMMYHUBOCTBIO).
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B 2004 rony smonckue ydensie Hayashi and H. Hamagushi
CHHTE3MPOBAJM WOHHBIC >KUIKOCTH Ha OCHOBE 1,3-THANKUIMMUIA30THUS C
TeTpaxjoppeppar-aHUOHOM, KOTOpPbIE MNPOSBISIM OTKIMK HAa MarHUTHOE
0JIe, TIOCKOJIBKY B MX COCTaB BXOJMJI KOMIUIEKCHBIM MapaMarHUTHBIA aHUOH
FeCly [6], n momydmin Ha3BaHWE — MarHUTHBIC HOHHBIC JKHIKOCTH. DTOT
TEPMUH «MarHUTHBIE MOHHBIE >KUKOCTH» JIOBOJBHO YCIOBHBIH, MOCKOJIBKY
UCTMHHO MAarHUTHBIE HJIKOCTH MMEIOT MAarHUTHYK BOCIPUMMYHUBOCTh Ha
HECKOJIBKO TOPSAKOB OoJiblle, MO3TOMY Oojiee KOPPEKTHO WX Ha3bIBaTh
«lapaMarHUTHbIE HOHHBIE KUAKOCTH.

Panee nmamu Obuta ucciemoBaHa TepMHUYECKass CTAOMIBHOCTH psla
teTpaxjopdpepparoB  1,3-auankunuMuaazonus, N-adKWINHPUIUHUS U
TeTpaankuiaamMmonus [7; 8]. B mpomecce wucciemoBaHUS TEPMUYCCKOM
CTa0WJIBHOCTH  TeTpaxjiopdeppaToB  METOJOM  TEpPMOTpaBUMETpPUU B
unTepsane 25 — 900 'C mocie TepMHUECKOi ACCTPYKIMH HAMH BO BCEX
cilyyasix ObUI TOJIyd4eH HEpasJIOKHUBIIEHCS OCTaTOK, IMPEaNONOKUTEIbHO
OKCH/Ia JKeJe3a.

Ha naHHBII MOMEHT HW3BECTHBI JABE paOOThl IO MCCIEIOBAHUIO
TBEPJIOTO OCTaTKa IMOCJEe TEPMHUUYECKOTO pPAas3JIOKEHUs TeTpaxiopdeppaTo
terpabyrunammonus [9] wu xunonuuus [10]. B pabortax mnpencraBiieHbI
JAHHBIE 110 aHAIN3Y JIETYYHX MPOJYKTOB TEPMUUYECKON AECTPYKIIMH METOJIOM
Macc-CIeKTPOMETPUH, HO OTCYTCTBYET JETalbHOE HMCCIEIOBAHUE TBEPAOIO
IPOAYKTa pa3jIoKEHUs, KOTOPOE CIIOCOOCTBOBaJIO Obl 0Oojee TriayOoKoMYy
HNOHUMAaHMIO MEXaHU3Ma JIECTPYKIIHH.

[lenbto maHHOM pPAaOOTHI OBUIO HCCIETOBAaHUE HEPA3JI0KUBILErOCs
ocTaTKa TIOCJI€ TEPMHUYECKOM JEeCTpyKIMH HWOHHOM xkuakocth — N-
Jemunupuanaui terpaxiopdeppara (1) nmpu pasnuunbIx TeMmeparypax,
YCTAHOBJICHHE €r0 COCTaBa U CTPYKTYPHI.

B kauecTBe MCXOAHOTO COSNMHEHHS U CHHTE3a MOHHOM JKUIKOCTH
Obul  BeIOpaH  jmocTymHbI — xyopua  N-ASUWINUPUIUHMSA;  peakuus

IpeaACTaBJICHA HA CXEME.
+ +

- _ aueToH, t - -
<\ /N—C10H21 c 4 FeCly; ———> <\ /N—clOH21 [FeCu]

OCHOBHBIE XapaKTEpUCTHKH TeTpaxyopdeppara N-AeHMINTUPUITHHS
MIPEJICTaBICHBI HIDKE:

M 418.03, 1 (25°C) 719.5 mIlac, 1) (65°C) 205.3 mIlac, d* 1.636 r/cnm®, d®°
1.597 r/em®, 1. pasi. 360°C.

Anamu3 UK-cmektpa Tterpaxinopdeppara N-nmermnmupuauaus (I11)
(puc. 1.) B o6macti 400-4000 cM™ moxTBEpKIACT €ro cTpoeHue. B criekTpax
HOTJIONICHUS] B BUAMMON obOsacté pactBopoB Terpaxiopdeppara (I11) N-
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JEIWINUPUANHUS B alleTOHEe 00HAPYKUBAIOTCS TPU MaKCUMYyMa MOTJIOMICHUS
mpu 534, 619 wu 688 HM, COOTBETCTBYIOIIUE TETPAIAPUUECCKOMY
TeTpaxiopdeppar-aHuony [6].

Anamu3z  UK-criekTpoB  HEpas3sioKMBILEroCs  OCTaTKa  HMOHHOU
XKHUJKOCTH IOCJIe TEPMUUECKON JECTPYKIIUU MTOKA3bIBAET MOJHOE OTCYTCTBUE
MOJIOC TIOTJIOIIECHUS OPraHUYecKoro (parMeHTa, YTO MO3BOJSET CHAEIaTh
BBIBOJI O HEOPraHMYeCcKOW Mpupoje Hepaslokuplierocs ocrarka. [lpu
temmeparype 500°C u  Bblme Ta3000pasHbIC MPOIYKTHI  PA3OKEHHS
OpPraHMYECKOT0 KaTHOHA CropaloT Ha BO3JyXe O YEM CBUJAETEIbCTBYET
sK30TepMHUYecKuil d(dEeKT mpu 550°C u OTCYTCTBHE I0OJIOC TOTJIONICHUS B
HK-cnextpe, coorBercTBytomue konebanusam cesazeir C-Hyp (3100-3000 cm
1), C-Cyp (1600-1450 cm™) 1 C-Hypg (3000-2850 em™).

15

Transmittance

4000 3500 3000 2500 2000 1500 1000 500

-1
v,Cm

Puc. 1. UK-cextp N-penmnmupuaunanii rerpaxinopdeppata (I11) (1), ocrarka
rocie TepMudeckoit nectpykuun mpu 500 (2) 700 (3) 1 900°C (4)

[IpoBeseHHBIE  HCCIENOBaHUS  TEPMHUYECKOW  CTAOMILHOCTH
terpaximopdeppara (I1l) N-penmnmupuanuaus Ha BO3ayxe (puc. 2) B
uHTepBane 25-600 C MO3BOISIOT CHENAaTh BHIBOJA O JOCTATOYHO BBICOKOM
TEPMUYECKON YCTOMYMBOCTH JAHHOW MOHHOW JXKHJKOCTH 10 CPaBHEHHUIO C
raJouIHBIME coisiMu [8].
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Puc. 2. [lepuBaTorpamma Terpaxiopdeppara N-IeHUIMAPUINHUSL Ha BO3IYyXE

OCHOBBIBasICh Ha JaHHBIX TEPMUYECKOTO aHAJM3a, MPEICTABISIO
UHTEpEC MPOAHAIU3UPOBATh OCTATOK TOCIIC PA3JIOKEHUS HOHHOW YKUIKOCTH
IPY Pa3IMYHBIX TeMIeparypax. B 1aHHOM ciydae TepMHUYECKOE pa3ioKeHue
MOHHOM JKUAKOCTH MPOBOJMIIN MyTE€M CXKMTaHHUs HABECOK MOHHOM >KUKOCTH
B My(QenpHOM Meun B BO3AyIIHOM aTMocdepe npu temneparypax 500, 700 u
900°C B Teuenue 30 mMuH. JIIs CpaBHEHHS TAKXKe OBUT HCCIEIOBAH MPOLYKT
TEPMHUECKOTO pa3oxeHusi ucxogHoro xiopuaa sxenesa (lll), xoropsrit
MCIIOJIB30BAJICS I CUHTEe3a TeTpaxiopdeppara N-nenunmupuauHus.

B pesynbTare pa3nosxeHus: HOHHOM KMJIKOCTU U XJIOpUA XkKele3a mpu
pa3IMYHBIX ~ TeMIepaTypax BO BCeX Ciydasx ObUTM  TIOJyYeHBI
MEJIKOAMCIIEPCHBIE MOPOLIKM 4YepHOro IBera. Ilo JaHHBIM 3J€MEHTHOIO
aHalM3a TIPOIYKTOB, OOpa30BAaBIIMXCSA B  PE3yNbTaTe TEPMUYECKOTO
pa3ioxeHus: HOHHOM kuakoctu u xjopuaa xeneza (1), Bo Bcex cmyuasx
obHapyxuBaetcs okcuj xenesa (I11) (Fe,O3).

Ha pwuc.3. npeacraBiensl  Mukpodororpadpun  oOpasios,
MOJTy9YCHHBIC B PE3yJIbTaTe TEPMHUECKOW JECTPYKIIMU HOHHOW KHUIKOCTH
u xnopuna xenesa (11).
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SEI  10kV WD12mm SS53 SEI  7kV WD9mm s$823 )

SElI  5kV WD9mm SS23 D —— SEl  5kV x10,000 1pm —

SEI  15kV WD11mm SS44 x2,000 10pm

Puc. 3. ®opma kpucrammos okcuna xenesa (I11): a, 6 — mocne TepmMuyeckoro
pasnoxeHus HMOHHOW kuakocty npu 700°C; B,r — mocie TEPMHUYECKOTO
pasnoxenus xnopuaa xenesa (1) mpum 700°C; 1 — mocle TepMHYECKOro
paznoxkeHns HOHHOH *xuaKkocTy mpu 500°C u e — mpu 900°C.

Kak cnenyer u3 ananmmza Mukpodororpaduii, npu TepMHUECKON
necrpykuan  (700°C)  terpaxmopdeppara  (111)  N-memmimupuauams
MPEUMYIIECTBEHHO 00pa3yloTCsl YacTHIBI OKTa’IpHUecKod (OpMBI €
pasmepamu 5—10 MM (puc. 3,a, 6). Hanpotus, nipu AecTpyKIHH XJIOpUIA
xene3a (I1l) mpu Toif ke TemnepaType o0pa3yrOTCsl YaCTUIBI MEHBIIIETO
pasmepa (2—5 MKM) NPEUMYIIECTBEHHO KyOmdeckoi ¢popmsl (puc. 3,B, T).
B 0b6oux cnyuasx obpasyrorcs kpuctamuibsl Fe;0O3 ¢ 10cTaTOUYHO BBICOKOM
CTETIEHBI0 CUMMETPHH KPUCTAIUIOB. [IpH MEeCTpyKIIMH MOHHOH >KHUIKOCTH
IIpU TEMIIEpAType 500°C, 00pa3yroTCsl YacTUIbl HETIPaBUIBLHOU (OPMBI, a
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npu 900 C naGmrogaeTcsi oOpa30BaHME YacTHI[ OKCHJA JKelie3a B BHJIC
MJIACTUHOK C pazmepamu ot 5 10 10 Mkm.

N3BectHo, uTo okcua xkene3a (I11) moxer cymecTBoBaTh B BUIE

HECKOJIbKUX Moaudukanwmii (a-, B-, v-, u e-Fe;03) [11]. dns ycraHoBiIeHHS

nonmuMopdHoit  MoaM@HUKAIMM  OKCHAA  JKele3a M IapaMeTpoB

KPUCTANTMYECKON pEelIeTKH HamMHu ObUl TPOBEIACH pPEHTreHO()a30BbIN

aHainu3 o6pasnoB Fe;03 MoaydeHHBIX NPU AECTPYKIIUH HOHHON KUAKOCTU

mpu 500, 700 u 900'C u xnopuna skenesa (111) mpu 700°C, pe3yiabraThl
KOTOpOro TmpejcTaBieHbl Ha puc. 4. JludpakrorpamMmmbel 00pasioB
MPUBEICHBI C BHYTpEeHHUM 3TajnoHoM (10% uuHKuTa).

Puc. 4. Pentrenorpammsl Fe,O3, oydeHHOTO B X0/1€ TEPMUYECKON ACCTPYKIIUN
xnopuna xenesa (III) mpu 700°C (1), a Takxke JECTPYKIHH HOHHOM XHIKOCTH TPH
500 (2), 700 (3) 1 900°C (4)

N3 puc. 4 BumHO, YTO BCe 0Opa3lbl UMEIOT HWIACHTHYHbBIC
TU(GPaAKIMOHHBIE MaKCUMYyMBbI, TOJIO)KEHHE KOTOPBIX COOTBETCTBYET

Haubosee ycToiunBoil nmonuMopduoit Moaudukanuu okcua xenesa (I11)

— 0a-Fe;O3 (remaTuT, TpUroHajabHas KpUCTAJUIMYECKas pelleTKa, rpymnmna

cummerpun DS, = Réc) [11] (puc. 5) u ZnO ¢ rekcaroHaJbHOU
CTPYKTYpO# (IIMHKHUT, IpOoCTpaHCTBeHHas rpymnma P6(3)/mc).

B Tabmure npencraBieHbl mapaMeTpbl KPUCTALTNISCKONW PEIIeTKH
obOpa3ioB Fe;O3, moNydyeHHBIX B XOJIe¢ TMPOIECCOB TEPMHUYECKOTO
pa3JIoXKeHUs MPHU Pa3IMYHBIX TemrepaTypax. s cpaBHEHUS B TaOIUILy

BKJIFOUCHBI JAHHBIC U3 JIMTCPATYPHI. W3 TabnuuHBIX JaHHBbIX BHUIHO, 4YTO
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HauOOJIBIIUMKM ~ TIapaMeTpaMu pemieTkn obOyamaer obpasenr Fey0Os,
MOJYYCHHBIH B XOJ€ TEPMHUCCKOW AecTpykiuu xiopuma xenesa (I1).
[Ipu  yBenuyeHWW  TeMmepaTrypbl CKUTAHUSA HOHHOW  KHJIKOCTH
HAOIIIO/IaeTCS YMCHBIICHHE TapaMeTPOB KPHUCTAUIMYECKOW PEIIeTKU
Fe,Os. HeobxomuMo OTMETHThH, 4YTO JakKe€ CTOJb HE3HAYUTEILHOE
paziMuue B BEIWYMHE [ApaMeTPOB JJIEMEHTAapHOW SYEHKH MOXKET
MPUBOJAUTh K CYIIECTBEHHBIM HM3MEHCHUSM (U3MUYECKUX CBOWCTB
remarura [ 11].

ITapaMeTpsl KPUCTATTHYECKOMN PEMIETKH 1 MarHUTHBIE CBOMCTBA 00pa3IloB

Fe,0s.

Hcx [TapameTpsl M
o Temn KPUCTAJUIMYECKOU (uoH

oe epary pelIeTKH = Ho T

pa He
coen 1,5Tn M;
HHE CXxXura )’ MT K
HHE Hé/ISI, a, A b, A c, A 1
C A
M2/KT

XJI0
pun
Ke 700 | 50356 |5.0356 |13.751 | 0.6 62 248
c3a
(1)
Hon 500 |s50322 |50322 |13738 |9°° 181 | 247
Hada 4
KHI 700 |50204 |50204 |13725 |9°9 |62 247.
KOCT 3]

b 900 |50203 |50203 |13718 |967 |89 2‘;3'

o-Fe,03 [11] | 50342 |5.0342 |13.748 |0.55 500 265

B Ta6J'II/II_Ie HpI/IBCI[eHLI OCHOBHBIC MAarduTHEBIC CBOfICTBaZ

HamarHnyeHHocTh (M) B MarauTHOM nose 1.5 Tu, kospuutusHas cuna (He) u
Temrepatrypa mepexoga B aHTHdeppomarHuTHoe coctostHue  (Tw)
HCCIIETyeMbIX 00pa3IioB.

[Tpu komHaTHOU TemmepaType rematut (o-Fe;O3) sBisercst cinabbim
(beppoMarHeTUKOM € TeMIIepaTypol Mepexoja B MapaMarHUTHOE COCTOSIHUE
956 K. Byayuu mo cytu aHTH(QEppOMarHETUKOM C Pa30pUEHTHPOBAHHBIMU
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ArHUTHBIMM ~ MOMEHTaMH  COCTABIISIIOIIUX  €r0
MOJIPEIIETOK, OH NPETepreBacT IMEepPexoa B CTPOro
aHTU(EpPOMAarHUTHOE yIOpsIIOUEeHHE npu
temneparype 260 K (temmeparypa Mopuna, Ty)
[12].B 6a3ucHO# MIOCKOCTH B reMaTHTe (IUIOCKOCTH
XY Ha puc. 5) CYILIECTBYIOT JBE
[1yOOKOIPOHUKAIOIIKE aHTU(EpPOMArHUTHBIE
MOAPEIIETKH HOHOB Fe*. ITockonbky cyMmapHbIe
MarHUTHbIE MOMEHTBI ATHX MOJPEIIETOK HE SBISIOTCS
CTpOTO AHTHUMAPAIUICITBHBIMU C yrI0M
paszopuenTtanuu <0.1°, B rematuTe HaOIIOgAET CIa00€E
dbeppomMaraHuTHOE TOBeAeHUE (TIpaBas cXxeMa Ha pHC.
7). Ipu temneparype Ty mnpoucxonuT ¢a3oBblit
MepexoJi, MPU KOTOPOM MArHUTHBIE MOMEHTBI
MOJIPEIIETOK TepexoasT u3 0a3uCHON ITOCKOCTH
BJIOJIb HAIPABJIEHUS, COCTABJISAIOMETO 7° C OCBIO ¢
(meBast cxema Ha pucynke 7) [12; 13]. B astom
COCTOSSHUM  MarHUTHBIE MOMEHTBI  IOJPEHICTOK

, .
a
a
x/‘ Y7 @-0 e-Fe
Puc. 5. Monens

KPUCTAJUIMYECKON
CTDVKTVDEI 0-Fe>0-

CTPOIro aHTHUIIapaJJICIIbHbI U TCMATUT CTAHOBHUTCA aHTI/ICI)CPI)OMaFHeTI/IKOM.

Puc. 6. IloneBble 3aBUCMMOCTH HaMarHU4eHHOCTH Fe,03, TOTyu4eHHOTO B X0j1e
TepMUUeCKoil AecTpyKimu xtopuna xenesa (1) mpu 700°C (1), a Takxe
JECTPYKLIUK HOHHOIK sxkuxocTH pu 500 (2), 700 (3) 1 900°C (4)
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Ha pwuc. 6, a-r mnpencraBieHbl KpUBbIE HAMAarHUYMBAHUA U
pa3MarHMYMBaHUA JIJIs BCEX HMCCleAyeMbIX o0pasuoB mpu Temmepatype 300
K. Xopomio BuHO, YTO HAa BCEX IMOJIEBBIX 3aBUCHUMOCTSAX HAMAarHWYEHHOCTH
MPUCYTCTBYET TUCTepe3uc mupuHor nopsaka 60-130 mT. [Tockonbky Bce
oOpa3upl  OpU  KOMHAaTHOHM  TeMmmeparype  SBISIIOTCS  ClaObIMU
(dbeppomMarHeTuKkaMy, OHM HE MOTYT JOCTHYb MAarHUTHOTO HACBIIIEHUS U B
nosisix Oonbire 0.5 Tin HAMAarHUYEHHOCTH JIMHEHHO BO3PACTaeT C TOJIEM.
CrynenuaToe M3MEHEHHWE HAMarHWMYEHHOCTH B oOpaslax, Hanbosee 4eTKo
paznuuuMoe Ha oOpasle, IOJYyYeHHOM B XOJ€ JCCTPYKUUH HOHHOM
xuakoctu  upu  900°C (puc. 6,r), MNPEANOSOXKHUTEIBHO BBI3BAHO
IPUCYTCTBUEM B cocTaBe o00pa3noB Mayoro kojuuectBa (<0.5%)
dbeppomarHuTHOM mpuMecH. B moaTBepxkaeHHE 3TOMY CIYKaT Pe3yabTaThl
TEMIIEPATYPHBIX MCCIIEJOBaHUM HaMarHMueHHOCTU oOpa3uoB B noie 1.5 T,
nmpejacTaBieHHble Ha puc. 7. B okpectHoctn Temmeparypel 245 K
MPOUCXOIUT TEepexoa H3 claboro (EeppOMarHUTHOTO YIOPSJOUYCHHS K
aHTHU(EpPPOMAarHUTHOMY, OJHAKO Tmpu Temmneparypax Himwke 200 K
HAMarHM4EeHHOCTh 00pa3moB He oOpamaercs B HOJb, a COXpaHsET
HEKOTOPYIO BEIUYHUHY.

L —o—[1] — 4

0.7 [ 12 pH=15Tn |
—=—[3]

- —o—[4] c

0,6

M, A M°/kr

cnabwbill
gheppoMazHemuK |

0,1 : . . L, o
160 180 200 220 240 260 280

Puc. 7. TemneparypHble 3aBUCUMOCTH HaMarandeHHocTH Fe,O3, momyueHHoro B
XOJIe TepMHUECKOil AecTpyKiun x1opuna xeresa (III) mpu 700°C (1), a Taxxe
NeCTPYKIMK HOHHO# xumkocTd pr 500 (2), 700 (3) 1 900 °C (4)

IKCNepUMEHTAIbHASA YaCTh

Cunmes N-deyunnupuounuti mempaxiopgheppama (111)

B xonbe cmemmBanu ropsiune pactBopsl xiopumaa xeineza (1) (0.05
Monib) U xjopuaa N-nemmnmupuauaus (0.05 monb) B anerone. Cmech
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KHUIISITWINA TP MIOCTOSIHHOM IlepeMennBannuy B TeueHue 10—15 muH. Aueron
ylnapuBajid, OCTaTOK Cymuiu B Bakyyme Han P4Oj19 B TedyeHue CyToOK.
[Tponykt mpezactaBisieT co00i TEMHO-3EJIEHYIO KHJIKOCTh; PAcTBOpPSIETCA B
BOJIe (CHJIBHO TUApONIM3yeTcs, Tak kak aHnoH FeCls HeycroitumB B BogHOM
pacTBOpe) M JPYrMX TMOJSPHBIX PAcTBOPUTENsAX (CIHUPT, AaleToH,
AlETOHUTPUII).

Breixon — 95%. Dnementueiii ananu3 CisHygNFeCly,%: maiineno C
43.3 H 6.5 N 3.5 Beruncieno C 43.1 H 6.3 N 3.4.

UK (KBr) v, em™: (C-Hap) 3055, (C-Hamg) 2978, 2843, (C-C,,) 1648,
1515, 1458, 6c-Hamge 765, 680.

HK-criekTpsl HOHHOM JKUIKOCTH CHATHI Ha criektpomerpe ALPHA B
TOHKOM IuleHKe Mexay crekinamu KBr. CnekTpbl B BUAMMON 00JacTH
3anuchiBaid Ha crnekrpodoromerpe CD-56 (Jlomo) B pacTtBope aieroHa,
TOJIIIMHA ONTHYecKoro cios 1 cm. MukpodoTtorpaduu moITydeHB Ha
CKaHUpYyIoleM 3JeKTpoHHOM Mukpockorne JEOL JSM 6490 LV. [lanusie
muddepenimanbHOl TepMOrpaBUMETPUHU Tody4eHbl Ha mnpudope Netzsch
STA 449 F3, temnepaTypHbIi HHTEpBal 25-550°C, cKOpoCTh Harpesa 5
rpaj/MUH B TOKE BO31yXa. DJICMEHTHBIN aHAIN3 CHHTE3UPOBAHHOW MOHHOM
JKHIKOCTH IPOBOIWIM Ha aBTOMaTHueckoM mpubope Hewlett-Packard 185,
C, H, N — Analyser. DneMeHTHBII aHAJIN3 MPOIYKTOB PA3JIOKEHUS HOHHOH
xuakoctu W xyopuaa okenesa (llI) mpoBogunum Ha  ckaHUpYHOLIEM
anekTpoHHoM  mukpockone JEOL JSM 6490 LV, cHaGxeHHOM
SHEPrOJUCIIEPCUOHHBIM  PEHTTEHOCIEKTPAIbHBIM  aHAM3aTOpOM  C
MIOJTYIIPOBOTHUKOBBIM JETEKTOPOM. Pe3ynbTaThl onpeaeneHus 3JeMEHTHOTO
coCcTaBa  NPOAYKTOB  pa3OKEHUS  yCcpenHsuii 1o  3—5  TOoukam.
PentrenodasoBelii aHamM3 MOPOIIKOOOPA3HBIX 00pA3OB OCYIIECTBISIIN Ha
mudpakromerpe JPOH-6.0 ¢ wucnons3zoBanuem FeKo-uznydenns (A =
0.193735 um). Ilpu cwremke wucnonb3oBagach (UKCHUpOBaHHas CHCTEMa
(doxycupoBoUHbIX HIenel. [lapameTpsl aieMeHTapHON SYeHKH ONpeAesuInCh
110 OTPAKEHHIM B 0071acTH yriaos 20=20-100, mar mo yriy CKaHMPOBAHMS —
0.01° 20. Ilpu NOArOTOBKE K M3MEPEHUSAM OOpaslbl PaCTUPAIUCH C
BHyTpeHHUM »dTaioHoM (10% ZnO) u HaOuBanmuch B KIOBETHl 0e3
UCTIOIB30BaHUSl MPECCOBAaHMA MpPU TIOCTOSHHOM KOHTpOJIE KadecTBa
MOBEPXHOCTU Ui TPUTOTOBJIEHUS] MAaKCHUMAaJbHO pPa30pPHEHTUPOBAHHBIX
IpernapaTosB.

JIuarHocTHKa coOcTaBa IPOBOAMIACH METOJOM COINOCTaBJICHUS
OKCTIEPUMEHTAIBHOTO W ASTAJIOHHBIX CHEKTpOB. KoJMuecTBeHHBINH aHaN3
BKJIIOYAJ B ce0s MOJHONPOPUIBHYI0 00pab0TKy PEeHTI€HOBCKUX KapTHUH OT
HEOpUEHTHpOoBaHHOTO mpenaparta [14]. B kauecTBe BHyTpeHHEro 3TajoHa
UCIIONIL30BAJICS  XOPOIIO OKPHCTAJUIM30BaHHBIA IHMHKUT (ZnO — 10%).
BBenenue BHYTpEHHEro JTajoHa SBISETCS HEOOXOIMMOM Mepoil mpu
UCCIIEIOBaHUAX aMOP(U3UPOBAHHBIX U TNIOXOOKPUCTANTU30BAHHBIX (a3.

171



BecmHuk TelY. Cepus "Xumus". 2015. Ne 2.

N3mepenus HaMarHWYEHHOCTU IIPOBOJWIINCH METOJOM
BUOPAIIMOHHOTO MarHutoMerpa B ycraHoBke PPMS-14 ¢upmbr Quantum
Design. B  pabore BHOpPaLlMOHHOTO  MAarHMUTOMETPAa  HCIOJIb30BaH
WHAYKIIMOHHO-HENIPEPBIBHBIA METOJI, OCHOBAaHHBIA Ha B3aHUMOJCUCTBUU
NIEPEMEHHOI0 MAarHUTHOrO MoJid KoseOuromierocs oOpasna ¢ CcHcTeMOH
HETIOABUKHBIX KaTyILEK. IIpu UCIIOJIb30BaHUU KOMITAKTHOM
IpPaJiuEHTOMETPUYECKON  KOH(QUIypauu  HU3MEPHUTEIbHOM  KaTYILKH,
OTHOCUTENIFHO OOJBIION aMIIUTyAbl kojeOanuii (1-3 MM) M TUKOBOH
gacrore 40 'l cucrema criocoOHa pa3pelInTh U3MEHEHHUs] HaMarHWYMBaHUs
menpme em 10° A-m? co CKOPOCTBIO IIepeaun JaHHbIX 1 I'm.

BriBoabI
1. [Torydena mapaMarHWTHasE WOHHAs >KAIKOCTH N-ACHHITTUPHIAHUN
terpaxsopdeppar (l1l). Merogom MHK-CieKTpocKomuu #  3IEMEHTHBIM
aHAJIM30M TIOATBEPHKICHO €€ CTPOSCHHWE M COCTaB. [Tokazano, uTO

CHUHTE3UPOBAaHHAS HWOHHASA J>KUIKOCTh O0JIaJaeT BBICOKOM TEpMUYECKON
CTaGHIBHOCTBIO Ha BO3AyXE U ycToitdmsa 10 360 C.
2. MeTtogamMu  3IEMEHTHOTO W PEHTTeHO(a30BOr0  aHAIHM30B
YCTaHOBJIEHO, YTO IPU TEPMUYECKON JECTPYKLIUU HOHHOM KUIKOCTH
KOHEYHBIM IPOJIYKTOM SIBJISCTCS] KPUCTALTMICCKUI OKCHJT Kene3a a-Fe,O3 —
remMaTuT. M3 NaHHBIX CKAHUPYIOLIEH 3JEKTPOHHOW MHUKPOCKOIUHU CIEAYET,
YTO MPH JACCTPYKIIUH MOHHOM KHUIKOCTH M UCXOaHOro Xjopuaa xemneza (1)
nipu 700 u 900 C 00pa3yroTCs YaCTHIIBI C BBICOKOM CTEMEHBI0 CUMMETPHUHU.
3. [TokazaHo, 4YTO HE3HAUMUTENBHBIE paA3IMUMs B  MapameTpax
KpUCTAITNYEeCKOH pemeTku o-Fe;O3  MOoNydeHHOTO Tpu  pa3sIUYHBIX
TeMIepaTypax CKHTaHWS HWOHHOW JKUAKOCTH, W xjopuma sxemeza (I1)
OKa3bIBAIOT CYIIECTBEHHOE BIHMSHUE Ha pa3Mepsl U (Gopmy kpuctamios. [Ipu
YBEIUYCHUU TEMIEPATyphl CHKUTAHUS HMOHHOW >KHIKOCTH HaOII0JaeTCs
YMEHBUIEHUE MMApaMETPOB KPUCTAIUIMYECKON PEIIeTKH, YTO MNPUBOJIUT K
W3MEHEHUIO MAaKpPOCKOMUYECKUX MapaMeTPOB KPUCTAIIIOB.
4. YcraHoBneHo, 4YTo Bce oOpasubl  o-F€;0O3 mpu  KOMHATHOM
TeMIIepaType SBISIIOTCA CJIa0bIMH  (eppOMarHeTUKaMH, OHHU HE MOTYT
JOCTUYh MArHUTHOTO HAcChIleHHs, W B Tmonsax Oonpme 0.5 Tn
HAMarHM4eHHOCTb JIMHEMHO BO3PACTAET C MOJIEM.
5. HaubGonee omHOpPOAHBIM, TO JaHHBIM MAarHUTHBIX U3MEPEHHM
sBisieTcs o-Fe;O3, MoyIeHHBIH B X0/e JECTPYKITUH HOHHOM KHUJIKOCTH TPU
500°C.

3a npoBeIcHHE TEPMUUECKOTO aHaIn3a OJIaroapiM oTaeneHne HU3UKO-
XUMUYECKOTO aHAJIN3a XUMUKO-TeXHOIorndeckoro dakymnprera LIKII TeI'Y.
Pabota BeimonHena npu GpuHancoBoi noaaepxke MunoOpuayku Poccuiickoit
Denepanun B paMKax BBITIOIHEHHS FOCYIapPCTBEHHBIX paboT B chepe HaydHOi
NESTeNILHOCTH, a Takxke GuHaHcoBoi nopaepxke [Ipesuaenra PO mis

rOCY/IapCTBEHHO# MOAICPIKKH MOJIOJIBIX POCCHHCKHMX YUCHBIX KaHIUIaTOB HAYK
(rpanT Nel14.256.15.4358-MK).
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EFFECT OF TEMPERATURE OF THERMAL DEGRADATION

OF THE IONIC LIQUID - N-DETCILPIRIDINIUM
TETRACHLOROFERRATE (111) ON THE STRUCTURE

AND PROPERTIES OF THE DECOMPOSITION PRODUCTS

O.E. Zhuravlev, A. Yu. Karpenkov, D. Yu. Karpenkov,
L.1. Voronchihina

Tver State University

A low-temperature ionic liquid, N-decylpyridinium tetrachloroferrate(lll), has
been synthesized,and its thermal stability in air has been studied by
thermogravimetry. Combustion of the organic part of this ionic liquid leaves a
solid residue which has been studied by elemental analysis, X-ray powder
diffraction, scanning electron microscopy, IR spectroscopy, and magnetometry.
The incombustible residue has been identified as hematite (crystalline a-Fe,O3)
which is a weak ferromagnetic at room temperature.
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