B XVUMNWYECKUE HAYKM W

707

Kuarouessbie cioBa: siutuii-uon, Li, Ti,O

Keywords: lithium-ion, Li, Ti,O

V]JIK 544.643.076.2:544.6.076.324.2

CHUHTE3 AHOOAHOI'O MATEPHUAJIA LI, TLO,,
B CPEJE OTUJIEHITIMKOJIA

'Cubupskos P.B., 'KynpsisueB E.H., 'Aradonos /1.B., 'Hapaes B.H., ’boobu1b A.B.

'@IBOY BIIO « Cankm-Ilemepbypeckuil 20Cy0apCcmeenblil MexHOI02UYECKUT UHCTUNTYM
(mexnuueckuil ynueepcumem)y, Cankm-Ilemepoype, e-mail: sibirroman57@mail.ru;
@OI'BYH «@usuxo-mexnuueckuil uncmumym um. A.@. Hopgpe PAH»,
Canxm-Ilemepoype, e-mail: bobyl@theory.ioffe.ru

PaspaGorana MeTonMka Ku/KO(a3HOrO CHHTE3a TMTaHara JuTHs cocraBa Li,Ti O, ¢ ucrnons3oBaHuem Te-
TpaxJjopuja TUTaHa ¥ THAPOOKCH/A JIMTHS B KAYECTBE HCXOAHBIX KOMIOHCHTOB. JIIsi MCKITIOYCHUS 3aTPy/IHCHHIA,
CBA3aHHBIX C OYPHBIM, TPYIHOKOHTPOIHPYEMbIM B3aMMOACHCTBUEM TETPAXJIOPH/A THTaHA C BOJLOM, HCIIONb30Ba-
Ha oIlepalys IpeABapHTEIbHOTO PaCTBOPEHUs TeTPaxXJIOpUa TUTAHA B THIICHIIHKONE. [IpoBeneHs! uceienona-
HuUs noydeHHbIX obpasuos Li, Ti,O , MeTosamMu peHTreHOCTPYKTYPHOTO aHaIn3a, MUKPOCTPYKTYPHOTO aHAIM3a
¥ CKaHUPYIOLIEH 3IEKTPOHHOH MHKPOCKONMH. B cocTaBe moynpoiyKToB CHHTE3a 00OHAPYKEHBI IIPUMECH XJIOpa,
HE yfaJsieMble IPOMBIBKOH. DIEKTPOXHMHIECKOE IIOBEICHUE U aKTUBHOCTB MOJIyYSHHOTO JIEKTPOLHOTO MaTepHaa
M3y4YEHBI HA MaKeTax JINTHI-MOHHBIX aKKyMYISTOpoB. [Toka3aHa B3aMMOCBS3b AEKTPOXUMHYECKUX CBOMCTB MOITY-
YEHHOTO IPOIYKTa CO BPEMEHEM CHHTE3a, a aHOMAJIbHO BBICOKasi MKOCTh TIEPBOTO IIMKJIA 3apsia-paspsia CBi3aHa
INEKTPOXUMHUYECKH aKTHBHBIMHU IPHMECSIMU, HE CIOCOOHBIME K 00paTHMOMY 3apsity U paspsimy.

12 THTAHAT JINTHUSHA, AHOIHBIH MarepuaJji, CHHTEe3 TUTAHaTa JIUTUHA

SYNTHESIS OF LI,TL,O,, IN ETHYLENE GLYCOL MEDIUM

ISibiryakov R.V., 'Kudryavtsev E.N., !Agafonov D.V., 'Naraev V.N., 2Bobyl A.V.
!Saint-Petersburg State Institute of Technology (Technical University),
Saint-Petersburg, e-mail: sibirroman57@mail.ru;

’loffe Physical-Technical Institute of the Russian Academy of Sciences,
Saint-Petersburg, e-mail: bobyl@theory.ioffe.ru

Lithium-ion batteries are attracting plenty of attention nowadays. Li,Ti,O,, is one of the promising anode
materials, featuring high energy efficiency, long cycle life and low cost. A new wet synthesis of Li,Ti,O , using
TiCl, and LiOH precursors is investigated in this study. To eliminate difficulties associated with vigorous reaction
of TiCl, with water, ethylene glycol medium is used. X-ray diffractometry, microstructural analysis and scanning
electron microscopy are used to investigate physical properties of acquired material. Electrochemical performance
of Li,Ti,O , is investigated using galvanostatic cycling with potential limitation of CR2032 test cells with lithium
counter electrode. It is shown in the study, that 24 hours of boiling of the precursors in ethylene glycol and 3 hours
of firing at 500°C is enough to acquire Li,Ti,O,, with particle size less than 100 nm. Increasing synthesis time does
not lead to better performance, but, on the contrary, decreases discharge capacity and purity of Li, Ti,O ,. It is shown,
that traces of Cl-ion were present in the intermediate product of the long synthesis, which were not removed by
washing with water. High discharge capacity ( > 200 mAh/g) acquired on the first discharge cycle is associated with
TiO, impurity, which become electrochemically inactive on the second discharge cycle.

1»» lithium titanate, anode material, lithium titanate synthesis

B HEKOTOpBhIX MPaKTHYECKUX TMPUIOKEHH-
SIX aKTyaJIbHBIM SBJISIETCS JOCTIKEHHE Mak-
CHUMaJIbHOTO IIMKJIMYECKOrO pecypca JUTHH-
nonHoro akkymyiaropa (JIMA). Omaum w3
OrpaHUyYuTeIeH LUKIIOB 3apsia-paspsiaa sBiis-
€TCs TPAJUIIMOHHBIA aHOJHBIA MaTrepual, u3-
TOTaBJIMBaEMbIil Ha OCHOBE yriepona. B To ke
BpEMs1, U3BECTHO, YTO HCIOIb30BaHNE MaTepra-
JIOB CO CTPYKTYPOH IINHMHENN KaK JJIs TTOJI0KH-
TEJIHOTO, TaK U JAJIsl OTPULIATENIEHOTO AJIEKTPO-
Ja, 1aéT BO3MOXKHOCTb 3HAYUTENILHO TTOBBICUTD
muksmpyemocts JIMA. Tlpu 3ToM skenareiabHo
MOJy4YaTh  BBICOKOAWCIIEPCHBIE  MaTepHaibl
¢ OOJIBIION YJIETHHOW TIOBEPXHOCTBIO JJISI yBe-
JIMYEHUS TUTOIIAIN KOHTAKTa MEX/1y aKTUBHBIM
MarepuajoM, 3JEeKTPOIPOBOIHON 100aBKOI
u snexrponmtoM [ 1]. TTo aToit npuanHe HeoOxo-
VMO CHHTE3HPOBaTh 00Jiee OPUCTHIE U MEHEe
arIoOMepUpPOBAHHBIE TIPOAYKTHI.

Hawnbonee mepcrekTHBHBIM aHOTHBIM Ma-
tepuanoM g JIMA (a taxke, BOSMOXKHO, [Tt
THOPUIHBIX CYNEPKOHIIEHCATOpOB [2-5]) siB-
nsieTcst Kybuueckas mmunens Li)Ti,O , (Tura-
Har JauTus). JJaHHblid MaTepuan oOecreunBaeT
HOJIOTHE DPA3PSAHBIE M 3apsiHbIC XapaKTepu-
CTUKM IIpU cpeaHeM noreHuuane 1,5 B otHo-
CUTENIFHO JINTHEBOTO IEKTPOAA CpPaBHEHUS.
Oco0eHHO BaKHO, YTO B MpOLiECcax MHTEpPKa-
JSIIMW ¥ IEMHTepKaIsiuuy noHoB Li*, pedop-
Malus KpUCTAJUIMIECKOW PEIIETKH MpaKTH4e-
CKH OTCyTCTBYeT (MeHee 1 %), 9To Mmo3BOoMseT
CUMTATh TUTAHAT JIUTHS MaTepHaioM C HyJle-
BbIM HampspkeHuem pemérku [6]. Kak cruen-
CTBHE, JAHHBII MaTrepHal MOXET BBIICPIKHU-
BaTh JICCATKH THICAY LHMKIIOB 3apsiia-paspsia
pu BBICOKOH TIIyOMHE paspsina 0e3 morepu
EéMKOCTHBIX XapakTepucTuk. lIpm 3TOM HOH
matust B cTpykType Li Ti,O , umMeeT BBICOKYIO
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TTOBIDKHOCTE [7], 9TO TO3BOJSET MPUMEHSITH
OoJbIIIe TOKH 3apsjia v pa3psia.

B cucreme Li,O-TiO, mmunens cocrasa
Li,Ti,O,, sBnsercs O,J_IHOI/I W3 CTABHIIBHBIX ¢as.
B npouecce 3apsiia OHA pUHUMaeT 3 woHa Li*
Ha OOHY (DOPMYNIBHYIO eOuHHULy. MexaHu3M
BHEJPEHUs1 OCHOBAH Ha (pa30BOM Iepexoze, Ho-
3BOJISIFOIEM BOCCTaHABIMBATHCS 3 atomam Ti*"
n3 5, 9TO JJaeT TEOPETHUECKYIO YAEIbHYIO EM-
kocth 175 MAWT [8]. Ha mpakTuke JOoCTUTHYTa
yaenbHas éMKocTh Ha ypoBHE 150-160 MA4/T
roctie 100 rryOoKHMX pa3psIHbIX IUKIOB [9].

MeTtoabl cuHTE3a

Cyr1iecTByeT HECKOIBKO OCHOBHEIX CITOCOOOB
CHHTE3a THUTAaHATa JIMTHS: TBEPIO(A3HBIH, 3071b-
Tellb, THAPOTEPMAIBHBIN U UX Pa3HOBUTHOCTH.

B Gonbumnctee cimyqaes Li, TiO, , noiny-
4aT TBEpROGa3HOI peaKuHeH B3aI/IMOI[€I/I—
CTBHS CTEXMOMETPUUYECKUX KOINYECTB OKCUAA
tutana (TiO,) wn xap6onara sutus (Li,CO,)
WIM OKCHJAa THUTaHa W THJIPOKCUAA JUTHS
(LiOH) [10-11]. XoTst 3TOT METOJ MPEANOYH-
TaeTCs MHOTUMH aBTOpPAMHM BCIIEAICTBHE CBOEH
IIPOCTOTHI, OH UMEET HEKOTOPbIC HEIOCTATKH:
00JIBIION pa3Mep MoyJaeMbIX YacTHLl, HEKOH-
TpoiHpyemMas 1 HepaBHOMepHasi Mopdoorus,
IIMPOKHUI JAMana3oH pa3MepoOB YaCTHII, HETo-
CTOSTHCTBO MX cocTaBa. Kpome Toro, mporiecc
TpeOyeT ATUTENBHOTO MPOKaIuBaHus. Bee aTu
HEIOCTATKH BBITEKAIOT M3 HU3KOH peaKLuOH-
HOM CIIOCOOHOCTH OKCHJa TUTAHA.

MHoOTO WCCIenoBaHU TOCBSIIEHO Aallb-
TEPHATUBHOMY METOAY CHHTE3a — 30JIb-TeJb
mpoueccy. B ocHoBe 3TOrO METONA JEKUT B3a-
HMMOZEHCTBHE TUTUPYIOLIEH J00aBKH C COeIu-
HEHHUSMHU THTaHa, IOJyYEHHBIMU B BUJE Tes
13 Pa3IMYHbIX PEKYPCOPOB, HEMIOCPEICTBEH-
HO B Xxone cuHTe3a. B paborax [12-14] Obmn
II0JIy4€H HAaHOPA3MEPHBIM aHOJHBIN MaTepuall
Li,Ti,O,, ¢ BBICOKUMHU OJIEKTPOXUMHYECKUMH
XapaKTEepUCTUKaMH, JAIOIUMH BO3MOXHOCTh
3apsokarh JIMA Oompmumu Toxamu. Hexoro-
pble aBTOPBI HCIOJIb3YIOT OPraHUYECKUE CO-
€IWHEHUS] THUTaHa, YTO PACHIUPSET CIEKTP
MIPEKypCcoOpoB Ui TakuX CcuUHTE30B [15-17].
305b-Teab MPOLECC MPUBOIUT K MOIYUYEHHIO
CMECH BEILECTB, COAEPXKALIUX JIUTUH U TH-
TaH, COCTaB KOTOPBIX OOBIYHO HE HCCIIEAYETCS.
Bcenen 3a 30mb-rens npoueccoM MPOBOAUTCS
TEpMOOOPaOOTKa, MPHUBOAAIIAS K ITOTYyUECHHIO
L1 Ti O Opnnako, MO HEKOTOPHIM JaHHBIM
[14] ;[a>1<e BBICOKAsl TeMIeparypa MpOKaJIH-
BaHMsI, IO3BOJISIOIIAS YIYYIIUTH (ha30BYIO
YHCTOTY U 3JICKTPOXUMHUYECKUE CBOHCTBA MPO-
IyKTa, HE I03BOJISIET HOOUTHCA CTAOMIBHOIO
CTEXHOMETPHUUYECKOTO COCTaBA.

JKCIepUMEHTAIbHAS YaCTh

B Hacrosmieii padore asis HOTy4eHNs HaHO-
pasmepnoro turanara iutus Li Ti O, ucrions-

30BaH XHUIKO(ha3HbII CHHTE3 U3 TETPAXJIopHUIA
TUTaHa M TUAPOKCHUIA JIUTHA. TeTpaxiopun —
HE/I0pOTroe U JIOCTYITHOE COEIUHEHHE THTa-
Ha, KOTOPOE JIETKO MOXXET OBITh IOJYYECHO
B OYEHb YHMCTOM cOCTOSHMM. Mcmonmb3oBanue
TeTpaxjopuaa TUTaHa OCIIOKHAETCS ero Oyp-
HBIM B3aUMOJACHCTBHEM C BOAOH MW BOAHBIMH
pactBopamu. Ilpu ruaponuse Terpaxiopuaa
TUTaHa, B 3aBUCHUMOCTH OT YCJIOBUI, MOXET
MOJTy4aThCsl KaK aKTHUBHAsl THTAHOBAsI KUCIIOTA
B opTo-(hopMe, TaKk M MHEpTHas MeTra-popma.
it ucronb30BaHUs TETpaxjiopuia TUTaHa
ObuTa pa3zpaboTaHa METOAMKA CHHTE3a, B KOTO-
poii ero mpeABapUTENBHO PACTBOPSUIN B ITH-
JICHIJIUKOJIE.

Cunres Li,Ti,O , ocymecTBiusics B cTe-
KJIHHOI KOO ¢ 06lpaTHI>IM XOJIOAUIIBHUKOM,
IpU TeMIepaType KUIIEHUs CMECH.

Terpaxiopun  THTaHa B KOJIWYECTBE
0,5 Monst pacTBOpAJICS B STHJICHINIMKOJNE TPH
MHTEHCHBHOM IepeMelnnBaHuy. PacTBopenue
COIMPOBOXKJAIOCh 3HAUYNUTENBHBIM TEIMJIOBBIM
3 QeKTOM M NPUBOAMIO K MOJYUYCHHUIO IIPO-
3payHOro PacTBOPA, COCTaB KOTOPOIO MBI HE
uccnenopain. OOHapyKeHHE B COCTaBe IIO-
Jy4aeMbIX TNPOAYKTOB COEAMHEHHUH yriepoaa
MIO3BOJISICT MPEAIOIOKUTE 00pa3oBaHue KOM-
IUIEKCOB TUTaHa C 3TUJICHIVIMKOJIEM MIIU IPO-
OYKTaMH €ro MPeBpaleHusI.

K mnomyuennoMmy pactBopy noGaBisuics
HACBILIECHHBII BOJHBIA PacTBOp, COAEPKALIUI
3 Mo ruapokeuaa TuTus. [lomydeHHBbIH 30716
Oeyoro IBera HarpeBajcs A0 TeMIEPaTyphl
kunenus (~105°C) u kunsTuics, Ipy nNepBoM
BapUaHTE CUHTE3a, B TeueHue 120 yacos.

Ilocne 3aBepuieHHsl KUISTYEHHS 00pa3o-
BaBIIMICS 0CaJIOK OT(QHIBTPOBBIBAICS U MPO-
MBIBAJICSI B T€UEHHE & 4acoB pa30aBlICHHBIM
pacTBOpOM aMMHuaka. 3aTeM IPOBOJMIIACH
CyIIKa oOcajKa, CHadaja Hpu TeMIeparype
80°C B Teuenue 4 uacos, gainee npu 120°C
B TeueHue 3 yacoB. [locime cymku NpomykT
MPOKATUBAJICS B My(DETBbHOM TIeYH MPH TeMITe-
parype 500°C Ha BO3qyxe B TeUeHHE 3 4acoB.
Jns mpoBeneHus: aHanu3a ObUIM OTOOpaHbI
npoObl OTYYEHHOTO TUTAHATa JINTHA 10 U TO-
CcJie BEICOKOTEMIIepaTypHOi 00paboTKH.

BTopoii BapuaHT cHMHTE3a TPOBOMIICS aHa-
JIOTUYHO TEPBOMY, OJTHAKO BPEMS KHIITUEHUS
OBUIO YMEHBIICHO J10 24 yacoB. [To okoHYaHuM
CHHTE3a PEaKLMOHHYIO CMECh YaCTHYHO HEW-
TPaJIM30BaIN COJITHOM KHCIIOTOH 1o crabore-
JIOYHOHN peakItmy, 00padoTaiy MOIHAKpUIaMHA-
JIOM JIJIs1 KOAryJsIiiuy 0Ca/IKa U OT(PHUIBTPOBAIN
€ro C IIPOMBIBKOH /10 OTPULIATENILHOW peaKLuu
Ha xyopua-uoH. Cymika u TepMooOpadoTKa He
OTINYAJIMCh OT IIEPBOTO CUHTE3A.

AHaJIUTHYECKHE UCCAeT0BAHMS

PeHTreHOCTpYKTYpHBIN aHamM3 o0pas3loB
NPOBOAMIICS Ha IOPOLIKOBOM IU(PPAKTOMET-
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pe Rigaku D/max-RC c¢ Bpamarommmcsi aHo-
JIOM C UCIIOJIb30BAaHUEM U3JIyYEHUs Cu-KOL1
(A =1,5406 A).

HUccnenoBanue MopQosioriy MOBEPXHOCTH
MPOBOAMIIOCH Ha CKAHUPYIOLIEM 3JIEKTPOHHOM
mukpockorie JEOL JSM 7001F npu HanpsixeHun
2-5 xB. Ilpubop ocHaIleH HEePromucIIepCUOH-
HbIM MOJYIIPOBOAHUKOBBIM CIICKTPOMETPOM JIJIsA
MHUKPOPEHTTEHOCIIEKTPAJILHOTO aHain3a. AHa-
JIM3 BIIEMEHTHOT'O COCTaBa MOBEPXHOCTEH MPOBO-
JJICA TIPH YCKOPSTIOILEM HanpsbkeHnu S5 kB.

C moMOIIpI0 CKAaHUPYIOIIETO JIEKTPOHHO-
ro mukpockona (mamee SEM) Oputa m3ydeHa
Mopdosorus nmopepxHoctu oopasua 120 gacos
CHHTE3a J0 ¥ mocie npokaiusanus. Ha puc. 1
MPEACTABICHBl HM300paKEHHUsI MOBEPXHOCTH

o0pasia, MoJyYeHHbIE C IIOMOILBIO CKaHUPY-
IOIIET0 AJIEKTPOHHOTO MHUKpockoma (SEM-
n300pakeHNe) 0 MPOKATMBAHUA (a) | IMOCTe

npokanuBanus (0). BuaHo, 4To npu o0xwure
MPOMCXOJIAT 3aMETHOE U3MEHEHHE MPOYKTA.

Puc. 1, B unmocTpupyeT MOpQOIOTHIO
noBepxHOCTH oOpa3na 120-4acoBoro cuHTe3a
nocje MpoKaJuBaHUs B Oojee KPyIHOM Mac-
mrabe. BumHO, 9TO MOBEPXHOCTH TOpHCTAs
¥ Ha HEH TPYIHO BBIACIUTH OTACIIBHbBIC YaCTH-
116l U OLIEHUTH UX pasMmep.

Ha puc. 1, r npexncraBneHo u300pakeHHe
MOBEPXHOCTH 0Opa3ua 24-4acoBOrO CHHTE3a
nocje NpoKanuBaHWA. BuaHo, 9TO MPOAYKT
HpEJICTaBIseT COOOW CIEYEHHYIO Maccy, Co-
crosmryto u3 gactur pasmepamu 100-500 um.
[ToBepxHOCTH MaTepHala MOpUCTas U, CIEI0-
BaTeIbHO, MOXXHO 3aKJIOYMTh, YTO AKTUBHAS
Macca Ha ero OCHOBE JIOJDKHA TIOKa3bIBaTh XO-
porryto padboToCIoCOOHOCTD, YTO U OBIIO MO~
TBEP)KACHO MOCIIEAYIONIMMH 3JIEKTPOXUMHYE-
CKHMU HCTIBITAaHUAMH.

Puc. 1. Cuumxu co ckanupyiowezo sneKmpoHH020 MUKPOCKONA.
a — npooykma 120-uacosozo cunmesa 0o npoxanusarusi, 6 — npooykma 120-uacogozo cunmesa nocie
npoxanusanus, 8 — npooykma 120-uacosozo cunmesa nocie npoxkaiueanus (KpynHo),
2 — npodykma 24-4aco6020 cunmesa nocie npoKAIUSAHUS
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MUKpOPEHTI€HOCTIEKTPaIbHbI  aHaJu3
obpasnoB 120-4acoBOro CHHTE3a MOKa3al Ha-
JMYMe B HEMPOKaJIEHHOM Marepuaie MpuMecH
XJIOpa " yIepoAaa, YTO CBUAETENBCTBYET O CO-
XpaHEHUH B MIPOIYKTE OKCHXJIOPHUIOB, HECMO-
TpS Ha CHJIBHOMIENOYHYIO Cpeay peakKIMOH-
Ho#t cmecn. Copeprkanue yriiepoaa B odpasiie,
CKOpee BCEro, CBSA3aHO C MPOJYKTaMH TpeBpa-
mwenns stuieHmukons. Coornomenue Ti/0O
coctaBmwio 1/4,5, 4TO COOTBETCTBYET THJIPATH-
pOBaHHBIM (pOpMaM THTaHOBOW KHUCIOTHI.

Pentrenoda3oBsiif aHaau3 HEMPOKAIEHHO-
ro obpasia 120-yacoBoro CMHTE3a TIOKa3all Ha-
Tudre B HEM OOBIIIOTO KOJIMYECTBA IPUMECEH
U OTCYTCTBHE 1esieBoro npoaykra. IToce mpo-
KaJIUBaHUsI TTOSBIISTFOTCS MUKW TUTAHATA JINTUS
Li,Ti,O ,, x0T NpuUCyTCTBYET OOJIBIIOE YMC-
JI0 TIHKOB MPUMeECEH ¥ MOOOYHBIX MPOTYKTOB.
AwmopHas cocrapisonas B 00oux odpasnax
IPUMEPHO OJMHAKOBA.

Hnst ocrosroii daser Li Ti,O , mo dpopmy-
ne [leppepa (1918 1) [18] ompenenunu wuc-
TUHHBINA pa3Mep YaCTHII:

. KA
B-cos®,’

Iae { — TONIIMHA KPHUCTaIa B aHTCTPEMaXx;
K — mocrostrHast, paBHas 0,94; A — mumHA BOJI-
Hbl, B — 5 deKTuBHBIA pasmep noMena; 0, —
yrou bparra.

OddexruBHbII pazMep JOMEHA pacCUUTHI-
BaeTcs 1o ¢popmyne Bappena [18]:

B> =B, - B,

e B, — ynmpeHue noiynuka Makcumyma 00-
pasua; B, — ylupeHue monynuKa MakcuMyMa
crangapra [18].

Pacuersl mokaszanu, 4TO paszMmep YacTHI]
npoaykra 120-yacoBoro cuHTe3a, onpeacnéH-
HBIH 110 00JIACTH KOT€PEHTHOIO paccesiHusl, Co-
craBiseT 70 HM.

Beut npoBenén peHtrenodazoBblii aHATN3
HEMPOKaJIEHHOTO W MPOKAJIEHHOTO Marepuasa
24-gacoBoro cuHTe3a (puc.2). o mpoxamu-
BaHMsI B IIPOJYKTE HAOIIONAIOCH COIEpPIKAHUE
peHTreHoaMophHOro Marepuajna B KOJIHYe-
crBe He meHee 30-40%, a octansnoe Li,CO,
u Li,TiO,. [Tocne npokanupanus ObLI MOTyYeH
KOHEYHBINA NpOyKT — Thranar jgurus Li, Ti,O,,
C HE3HAUUTEJbHON NpUMechio KapOoHaTa Ju-
tus. Takum 00pazom, pu 24-9acOBOM CHHTE3E
MIPOMCXOAMIIO MEHBITIee oOpa3oBaHHE 000U-
HBIX BEIECTB, a MMOJyYeHHBIE MOIYIPOTYKTHI
ObuTH OoJiee PEAKIIMOHHOCIIOCOOHBI. Pacuérh
0 00J1aCTH KOT€PEHTHOTO PacCEeMBaHMUS MOKa-
3aJlM, YTO pa3Mep YacTHILl MpoxyKTa 24-yaco-
BOT'O CUHTE3a cocTaBisieT 60 HM.

3J1eKTp0ngnqec1me HCCJIeJ0BAaHUsA

W3ydeHne seKTpOXMMHUYECKUX XapakTe-
PUCTHK IOJyYEHHBIX MaTEPUAIIOB IPOBOJIH-
J0oCh Ha MakeTax AucKoBbIX JIMA Tumopas-
Mepa CR2032. TIpoTHBO3IEKTPOAOM CITYKUI
METAINTMYECKUA JMTHH B M30BITOYHOM KO-
nudectBe. B aToM ciywae ynenbHas €MKOCTh
Mmaketa JIMA onpenensercs TOIbKO EMKOCTbHIO
AKTUBHOTO BEIIECTBA.

AXTHBHasT Macca O3JIeKTPOJIOB TOTOBHIIACH
B COOTHOIIIEHNHW: aKThBHOEe BemiecTBO (80 %),
caka (10%), momuBuHwMAeH(TOpHL PVDF
(10%). PVDF mnpenBapuTebHO PaCcTBOPSIICS
B N-metunmuppoimuore.  Ilomydennas — mac-
ca MpOTHpaJIach CKBO3b METAIMYECKYIO CeT-
Ky (150 memr) m HaHOCHIACh HAa ATIOMHHHEBYIO
(hoMBTY € TOMOIIIBIO CTIEMATIFHOTO YCTPOMCTBA.
TonumHa cnos akTUBHOM MAacchl COCTaBIIsUIa
150 MxM. Jlanee 25MeKTpo CYIIUIICS TIPU TEeMITe-
parype 80°C B TeueHHe 2 4acoB, 3aTeM IMPU TEM-
neparype 120°C B TeueHue 1 yaca v IOCIe CyIIKH
MPOKATHIBAJICS HA BaJbLAX 10 TOMUMHBI 100 MKM.

COopka TECTOBBIX MAaKETOB W 3arloJIHe-
HUE WX DJIEKTPOIUTOM IPOU3BOAMINCH B CY-
XOM TmepuaTouHoM Ookce. lcmomnb3oBancs
crangaptueii, st JIMA, snexrponur LP-30,
MpeJCTaBIsoNMi coborr 1M pactBop LiPF6
B CMECH JTHIKapOOHATa, AMMETHIKapOOHATa
1 STHJIMETHIIKapOOoHaTa.

Ucneiranus npoBoamauck Tokom 0,05 MA
Ha 3apsgHo-paspsgHoMm crerne LAND B nua-
na3zoHe nmoreHuanos ot 1 1o 3 B.

I'paduk nukmupoBanus oOpasna, CHHTE3H-
poBaHHOrO B TeueHue 120 yacoB, npuBEAEH Ha
puc. 3. Ha nepBoM pa3psiiHOM UK€ EMKOCTb
cocrasuna 90 MA4Y/T, a3aTeM CHHM3MIIACHL 10
35 MAUY/T 3a OCJEIYIOIIUE 5 IUKIIOB.

3HAYUTENBHO JIYYIIUE PE3YJbTaThl OBLIH
MONy4YeHbl JUIsi 00pasiia, CHHTE3UPOBAHHOTO
3a 24 yaca. Pe3ynprarbl €ro LUMKJIMPOBAHUS
mokasansl Ha puc. 4. Ha rpaduke MOXHO BBI-
JIeNUTh JBa ydacTka. [IepBbIil yuacToKk — CHU-
JKeHUE EMKOCTH 3a MepBhie 5 nUKiIoB oT 340 1o
125 mAu/r. Bropoii y4acTok — BBIXOA Ha IUIATO
¢ EMKOCTBIO 95 MAUY/T, KOTOpasi MPaKTUYECKH
HE M3MEHSIIAch 3a rmocieayromue 50 muKIioB.

HeobOxomumo 00paTuTh BHUMaHWE Ha BHI-
COKYI0 HaudajJbHYI0 €MKOCTh CHHTE3WPOBaH-
HBIX 00pa3noB (mpu 24-4acoBOM CHHTE3€ OHA
JlaKe TMPEBBIIIACT TEOPETUYECKYH0). [laHHBII
(hakT, BUAMMO, OOBSCHSETCS HAIMYMEM HeCTa-
OMJIBHBIX, HO DJIEKTPOXUMHYECKH aKTHBHBIX
npuMeceH.

BriBoabI

1. [lokazana mnpUHOMNUATIGHAS BO3MOXK-
HOCTb CHHTE3a TUTaHaTa JHUTHUA B BOJHO-OTU-
JIEHIJIUKOJIEBOM CpeJie.
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Puc. 2. Conocmasnenue ougppaxmozepamm obpasya 24-uacogozo cunmesa 00 u nocie NPOKAIUBAHUL:
1 — unmencuenocmo, 2-6 (yeon bpseea)
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Puc. 3. Pe3ynomamul yuxaupoganus mumanama aumus, nonyiennozo npu 120-uacoeom cunmese:
C — éuxocmo [mAu/e], n — Homep yuxna
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Puc. 4. Pe3ynemamul yukauposanus mumanama aumus npu 24-1acoeom cunmese:
C — émrxocmo [MAu/2], n — nomep yuxna

2. YCTAaHOBJIEHO, 4YTO YBEJIMYEHHUE M-
TEJILHOCTH CHHTe3a He BeAET K Oojiee MOJHO-
My IPOTEKAaHUIO LEJIEBOUM peakuuu. [{nurens-
HO€ KHUIISTYeHHE HEe MPUBOIUT K 00pa30BaHUIO
OoJiee TUTHPOBAHHOTO MPOAYKTA, HO, B TO K
BpeMsl, BEIET K CTAPEHUIO 0CAKa U €r0 MEHb-
el peakIMOHHOM CITOCOOHOCTH TIPH Jallb-
Helmem oOxure.

3. MeTtoloM  MHUKPOPEHTI'€HOCHEKTPaIIb-
HOTO aHajiM3a YCTAHOBJIEHO, UTO Ja)Xe INpHU
JUINTEIBHOM CHHTE3€ MPOIYKTHI PEaKIUH CO-
Jep>KaT OCTaTOYHBIC PUMECH XJIOpa, He yra-
JsieMble IIPU POKATHBAHHH.

4. IIpomyKT, TMONy9aeMBbId C HCIIOTH30Ba-
HUEM CHHTe3a B BOAHO-3THJICHIJIMKOJIEBOM
cpeze, MO3BOJIAET, MPU TMOCIEAYIOIEM Mpo-
KaJIMBaHUHM, IMOJYYUTh Marepuas C pazMepoM
gactull 60—70 aMm.

5. IlonyuenHslil npu 24-4acoBOM CHUHTE-
3¢ aHOJHBIM MaTepHal MPU JITUTEIBHOM IH-
KJIMPOBAHUU TIOKa3bIBaeT EMKOCTh Ha YPOBHE
100 MAY/T.

6. Boicokass HauanbHasg EMKOCTb, IMPEBHI-
hIaromas TeOPETUUECKYI0, BEPOSITHO CBs3aHa
C IPUMECSAMH, OONaNAOIMMU ICKTPOXUMU-
YeCKOWH aKTHBHOCTBIO, HO HE OO0JaaroIuMHU
CTaOUIIBHOM CTPYKTYPOIl.
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