2477908 C2

RU

POCCUMCKA S ®EJIEPAIIUAS

OENEPAJIBHAS CIIVXKBA
IO UHTEJIIEKTY AJIbHOY COBCTBEHHOCTU

P RU" 2477 908" €2

(51) MIIK

HOIM 4/36 (2006.01)
HOIM 4/58 (2010.01)
B82B 1/00 (2006.01)

(12 OTMCAHUE U30OBPETEHUA K ITATEHTY

(21)(22) 3asBka: 2011126090/07, 23.06.2009

(24) dara Hayana oTcyeTa CpoKa AEUCTBUS NATEHTA!
23.06.2009

ITpuopuret(bl):
(30) KoHBEHUIMOHHBIN TPUOPUTET:
02.06.2009 CN 200910143905.3

(45) Ony6mmukosano: 20.03.2013 Broit. Ne 8

(56) CiMcox JOKYMEHTOB, IUTUPOBAHHBIX B OTUYETE O
nioucke: US 7482097 B2, 27.01.2009. RU 2313858 C2,
27.12.2007. RU 2307429 C1, 27.09.2007. RU
2333574 C1, 10.09.2005. JP 2009029670 A,

12.02.2009. CN 1684290 A, 19.10.2005.

(85) Hdara nauana paccMotpenus 3aaBku PCT Ha
HalnuoHalbHOU (aze: 24.08.2011

(86) 3asBka PCT:
CN 2009/072394 (23.06.2009)

(87) ITyonukamus 3asBku PCT:
WO 2010/139125 (09.12.2010)

Anpec ISl IepenrcKu:
123242, Mocksa, Kyapunackas ., 1, a/s 35,
"Muxaitniok, COpoKoJaT U IapTHEPHI-
TIaTEHTHEBIE TTIOBepeHHBIe", per.Ne 886

(72) ABTop(BI):
CIOM Xyitcyn (CN)

(73) ITatenToobmagaTennb(u):
CIOM XKyitcyn (CN)

(54) HAHOMATEPHAIJI TTIOJIOXKUTEJIBHOT'O DJIEKTPOJA JIMTUEBOI'O DJIEMEHTA U

CIIOCOB ET'O ITOJTYYEHU A
(57) Pedepar:

Hacrosimee n3o0pereHne OTHOCHTCS K HaHO-
MaTepuany MOJIOKUTEIIBHOTO 3JIeKTpoa
JUTHUEBOTO 3JIEMEHTA W CIIOCOOY €ro IOIyYeHHsI.
[MpennoxxeHHBIA MaTepUal COJACPNKUT  JIUTHIA-
xkere30-pocdar B KauyecTBe cyocTpara,

MIPOBOIAIIMHA JIETUPYIOIIAA WOH M JIETMPYIOIIWN
MOH  TIOBBIIIEHUS  HANpPSDKEHUs, C  oluiel
xumuueckorr  popmymoit:  (Li [M; _X])(Fey[N 1 _y]
POy, rTHe x=0,9-0,96; y=0,93-0,97; rtme M
MIpEeACTaBIsIeT coOOi MPOBOISILIMN JIETUPYIOLINN
noH; N mpencraBisieT  JIETUPYIOLUMH — HMOH
MOBBILICHUSI HANPSDKEHUS. Martepuana MoiaydaroT
peaxmuielt B TBepmol (haze, MpuU KOTOPOM Bce
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(57) Abstract:

FIELD: nanotechnologies.

SUBSTANCE: material contains lithium-iron-
phosphate as a substrate, a conducting alloying ion
and an alloying ion of voltage rise, with a common
chemical ~ formula: (L [M;_D)(Fey[N;_])POy,
where: x=0.9-0.96; y=0.93-0.97; where M represents
the conducting alloying N represents the
alloying The material is
produced by a reaction in solid phase, in which all
raw materials are mixed to homogeneous condition,
and then ground into powder, afterwards, shaped into
pellets, isothermically sintered for 2-3 hours at the
temperature of 200-400°C in inert atmosphere,
cooled and again ground in powder, shaped into
pellets, isothermically sintered for 15-20 hours at
the temperature of 500-780°C in inert atmosphere,

ion;
ion of voltage rise.
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cooled, ground into powder and finely ground with an
air flow, afterwards sorted.

EFFECT: higher conductivity of a lithium
element in a positive electrode, actual discharge
capacitance.
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OBJIACTb U3OBPETEHU A

Hacrosiee n3o0pereHne OTHOCUTCA K HAaHO-MaTepuaiaM MOJIOKUTEIbHOIO AIEKTPOaa
JIMTUEBOTO 3JIEMEHTA U ClTocoOaM ero nmoxydeHus. Matepuas NpUMEHSIOT IS
MOJIMMEPHOTO, TEIEBOTO U KUIKOTO JIMTUH-UOHHOTO 3JIEMEHTAa, U OCOOEHHO MPUMEHUM JIJIS
MOJIyYeHUS TOILUIMBHOT'O 3JIEMEHTA BBICOKOM MOITHOCTH.

IMPEAITOCBIJIKM M30BPETEHU A

B Hacrosee Bpemsi MpUMEHSIIOT TPU BUIA MATEPUAIIOB MOJIOKUTEIBHOTO 3JIEKTPOAA
JIMTUEBOTO 3JIEMEHTA, TAKHE KaK JINTUH-OKCU]I KOOAIbTa, IMTUI-HUKENIb OKCUT KOOAbTa U
JIMTUI OKCUJ MapraHia. JIutuii-okcua Kko0anbTa, TUTUNH-HUKETh OKCUI KOOAJIbTa SIBISIOTCS
OKCHUIAMHM C T€KCAaTrOHAIBbHOW CUCTEMOM CIIOUCTON CTPYKTYpPBhl KAMEHHOM COJIU U
9JIEKTPOHAMU B MOHE JIUTHS, MUTPUPYIOIIMMHU B OKTA3IPUUECKUX MHOTOCIIOMHBIX
pacnonoxeHusix, oopazoBaHnHbIx O—Co—O, 061agaroIMMU BBICOKOM IMTPOBOIMMOCTBIO U
00pPaTUMOCTHIO UHTEPKATISAIUU-ICUHTEPKATISAIUN HOHA JTUTHSL. JINTHii-OKCU MapraHia
ABIISIETCS OKCUJIOM C TPEXMEPHOMN CTPYKTYPOU IIITMHENHU, U 3JIEKTPOHBI B HIOHE JIUTHS,
MUTPUPYIOIIKE B OKTA3IPUUECKUX KyOMUeCKUX KaHajax, oopazoBaHHbIXx O—Mn—O, Takxe
o0agaroT 60Jiee BHICOKON MPOBOIUMOCTHIO U 0OPATUMOCTBIO HHTEPKATISIUM-
JIEMHTEPKAJISIIMY MOHA JINTUS. DTU MATEPUAJIBI IOJIOKUTEIIBHOTO 3JIEKTPO/IA IIUPOKO
MCIOJIb3YIOTCS] B HACTOSILEN MTPOMBIIUIEHHOCTH JIMTUEBBIX 3JIEMEHTOB. TeM He MeHee,
METaJTUYECKUI KOOATBT SIBJISICTCS] OJTHUM U3 PEAKUX 3JIEMEHTOB U 001a1aeT
PaIMOAKTUBHOCTBIO, U €T0 OKCUJ OYJET OYPHO pearupoBaTh € AIEKTPOIUTOM IIPU
W3JIMIIHEN 3apSAKe WM U3JUIIHEN pa3psake, TEM CaMbIM BbICBOOOKIas OOJIbIIOE
KOJIMYECTBO TEIIA, YTO MPUBEAET K BO3TOPAHUIO 3JIEMEHTA BIUIOTH A0 B3pbIBA. Takum
00pa3oMm, JTUTUI-OKCUJT KOOAThTA U IUTUI-HUKEIb OKCU]T KOOAIbTa UMEIOT BBICOKYIO
CTOMMOCTbD MIPOU3BOCTBA U HU3KYIO O€30MacHOCTh. HecMOTps Ha TO UTO JIMTUIA-OKCUT
Maprasia JemieBjie u 0e30macHee, ero eMKOCTb HEOOJIbINAs, U UKJI CPOKa CTyKObI B
YCIIOBUSIX BBICOKOM TemIiepaTypsl (BoIie 55°C) kopoTok. LUk cpoka cimy>KObl TUTHUH-OKCUT
MapraHLEeBOIr0 3JIEMEHTA BCE €IIE HE OTBEYAET MPAKTUUECKUM TPeOOBAHUSIM ke Oyayun
MOJIBEPTHYTHIM JIETUPOBAHUIO M XUMUUYECKOM 00paboTke. Takum odpazom, B
MIPOMBIIIJIEHHOCTH JIMTUEBBIX 3JIEMEHTOB, OCOOEHHO JIMTUEBBIX AJIEMEHTOB BBICOKOIA
MOIIIHOCTH, KpaliHe HeOOXOIMM IKOJIOTUUECKH Oe3BpEIHbIN U O€30ITacHbIN MaTeprall
MOJIOKUTETBHOTO 3JIEKTPO/IA C MAJTIOM CTOMMOCTBIO M OOJIBIION EMKOCTBIO.

s aroit nemu npodeccop J.B.Goodenough u npyrue u3 Texacckoro YHUBepcUTETA,
CIIA (A.K.Padhi, K.S.Najundaswamy, C.Masgueslier, S.Okada u J.B.Goodenough, J.
Eletrochem. Soc. 144, 1609-1613 (1997)) onybivkoBaju cTaThio B American Journal of
Electrochemistry B 1997, packpbiBasi HOBO€ MHTEPKAIMPYIOLIEE COCAUHEHUE JINTUS:
MOJIMKPUCTAILT TuTHi-Kenne30-pochata LiFePO,. ITomukpucramn o61agaeT oOpaTUMOCThIO
K UHTEPKAJISIUU-ICUHTEPKAIISIUA MOHA JIUTHUS, TTPU KOTOPOU JIEKTPOHBI HOHA JIUTUS
MUTpUPYIOT cBOOOHO B FeOg okTasapuyeckoii u PO, TeTpasapudeckoit CTpyKType.
Teoperuyeckas pa3psgHas EMKOCTb MOJMKPHUCTAIIIA JIUTHI-Kee30-pochaTa MoxeT
nocturath 170 MAY/T, Tae 1 MOJIb MOHA JIUTHSI IEMHTEPKAIMPYET U3 CTPYKTYpBI. biarogaps
OoraToMmy 3amacy JMTHS 1 JKelle3a CTOMMOCTD IPOW3BOJICTBA JIUTHUI-Kee30-hocdaTa 0YeHb
Masia. CorjaacHo MPOTrHO3aM MO TaHHOMY JOKYMEHTY, YTO MOCKOJIbKY MaTepuas JIUTUM-
xene3o-pochara 0OeCeueH pa3IMUHbIMU XaPaKTEPUCTUKAMU, TAKUMHU KaK 3KOJIOTHYECKU
Oe3BpeIHBIN, 0€30TACHBIM, C HU3KOM CTOMMOCTBIO U BBICOKOM MPOU3BOIUTEIbHOCTBIO, OH
MOJKET UMETh OOJIbIINE MEPCIEKTUBBI IPUMEHEHUS B TPOMBIIUIEHHOCTH 3JIEMEHTOB.

Tem He MeHee, TPOBOAUMOCTH JINTHI-keTe30-pochaTa mpr KOMHATHOM TeMIIepaType
ouenb Hu3Kas (10~ CM/cM), IPH yCIOBUM HOPMAILHOTO Toka paspsiaa (1071 mA/cm?),
(dhakTUUYECKast eMKOCTD JIUTHI-kKene30-phocdaTta TOJIbKO HacuuThiBaeT 10% ot
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Teoperuueckoro 3HaueHus (170 MA4/r). Takum 00pa3zom, ero mpuMeHeHHE B 3JIEMEHTE
orpaHuueHo. B uensx ymayurieHus TpoBOAUMOCTH JIMTUH-KeNe30-pochaTa HeTaBHO
cooOuranoch B craThe (Suag-Yoon Chang, Jason T.Bloking and Yetming Chiang, Nature,
October 123-128 (2002)), uTo mocie godaBaeHusI 100aBOK CIEIOBOT0 KOJIUYECTBA B
CTPYKTYpY JUTHIi-kee30-pocdara, Takux kak Mg, Ti, Nb, Zr u T.11., TPOBOJAUMOCTD JIUTHIA-
xene3o-pocdaTa mpyu KOMHATHON TeMIIEpaType pe3Ko ylIydlluiack. Tem He MeHee, Crioco0
Jo0aBJIeHUs TOOABOK, YIIOMSHYTBIN B JAHHOM JIOKYMEHTE, SIBJISIETCS CIIOKHBIM, U JIEMEHT
CIIEAOBOTO KOJIMYECTBA UMEET BBICOKYIO CTOMMOCTD, IO3TOMY OH HE MOAXOAMT 15
KpPYIIHOTO MPOMBIIIJIEHHOTO MTpou3BojicTBa. Kpome Toro, mpoBosiiee nmpyu KOMHATHOM
TeMIlepaType MPOCTPAHCTBO JTUTUM-Kene30-pocdaTa Ooibie, B TO BpeMs Kak ero
HAIPSHKEHUE pa3psiAKU MEHbIIIE, CJIEA0BATEIbHO, TEM CAMBIM BJIMSS HA MJIOTHOCTh SHEPTUU
MaTepuala.

KPATKOE OITMCAHUE M30BPETEHU A

Hacrosiee n3obperenue npeaycMaTpyuBaeT HaHOMaTepUai MOJI0KUTEIbHOTO 3JIEKTPOAA
JIMTUEBOTO 3JIEMEHTA, COACpIKAIIMMI TUTUI-kKelne30-hocdaT B kauecTBe cyocTpaTa U
MPOBOISIINN JETUPYIOIIUI UOH, & TAK)KE JIETUPYIOLIUI NOH MOBBIIICHUS] HATIPSHKEHUS], U
Croco0 ero MoJayyYeHust AJIsl MPEOI0JICHUS BIIIIEONUCAHHBIX HETOCTATKOB B U3BECTHOM
YPOBHE TEXHUKHU.

Hano-marepuai moo)KUTEIbHOI O 3JIEKTPOAA JIMTUEBOTO JIEMEHTA, TPETYCMOTPEHHBIN
B HACTOSIIIEM M300PETEHUH, COJIEPIKAIIMI TUTUR-Kele30-pocdaT B KauecTBe cyocTpara u
JIETUPYIOLMI TPOBOASLINI MOH U JIETUPYIOIIMI MOH TOBBILIEHUS HANIPSHKEHUS, UMEET
o01yro xummuueckyro Gopmyiny: (Li [M; _X])(Fey[Nl _y])PO4, rae x=0,9-0,96; y=0,93-0,97; M
MPEICTABIISIET COOOM MPOBOISIIMIA JIETUPYIOITUI HOH, KOTOPBIN BBIOUPAIOT U3 TPYIIIHI,
comepskaieit Mg?*, Ca®t, Sr**, Ti**, AI**, B3, Ce*, C*, Si*t, Ge**, P°* i uix
koMOuHamu; N mpecTaBiasieT coOolt JeTPYIOUIUi MOH TTOBBIIIEHUS HATIPSKEHUS, KOTOPbIN
BBIOMPAIOT U3 rpymisL, cogepxarmeit Ti2H, Vo, Co’*, Ni**, Mn?*, Cr**, Cu?*, Mo** wmm ux
KOMOMHAIUH.

[TpennoururenbHO, YTOOBI TUAMETP YACTHIl HAHO-MaTepualia MOJIOXKUTEITbHOTO
3JIEKTPOJA JIMTUEBOTO 3j1eEMEHTA cOoCTaBIsul 40-80 HM.

Hacrosiee nzobpereHue Takxke MpeaycMaTpUBaeT Criocod MOTyYeHUs HAaHOMaTepuasa
MOJIOKUTETILHOTO 3JIEKTPO/IA JIMTUEBOTO JIEMEHTA, BKITIOUYAIOIIHI PEeaKlUio B TBepaoit (ase,
KOTOPBII BKJIIOUAET CIIEAYIOLIME 3TAIbl, HA KOTOPBIX:

a. [luruaporeHoprodocdat IUTHUs, OKcalaT Kenesa, TJII0KO3y U MTPOBOISIIEe
JIETUPYIOLIEE CPEACTBO, A TAKIKE JIETUPYIOLIEE CPEACTBO MOBBILICHUS] HAPSIKEHUS
CMEILIMBAIOT JO OAHOPOJHOTO COCTOSIHUS U 3aTEM PA3MAJIbIBAIOT B MOPOIIOK;

b. [Topomiok, moayueHHbIN HA Tane a, POPMYIOT B TAOJIETKHU, 3aTEM U30TEPMUUECKU
CIIEKAIOT B MHEPTHOM aTMOc(epe B TeUueHHe 2-3 4acoB IOCIe HarpeBaHus BIUIOTH 10 200-
400°C;

c. [TonyuuBimiics MaTepua, MOJy4YeHHbIN Ha 3Tare b, pa3MaiabIBalOT B MOPOILIOK U
CMELIMBAIOT A0 OAHOPOJIHOTO COCTOSIHUS MOCIIE OXJIAXIEHUSI 0 KOMHATHON TEMIIEPATYPBbI;

d. IToporok, moay4eHHbIN Ha 3Tane ¢, GOPMYIOT B TAOJIETKH, 3aTEM €ro U30TEPMUUYECKU
CIIEKAIOT B MHEPTHOM aTMocdepe B TeueHue 15-20 yacoB mociie HarpeBaHus BIUIOTh 10 500-
780°C;

e. [TonyuuBimiics MaTepua, MOJy4YeHHbIN Ha 3Tane d, BBIHUMAIOT U pa3MallbIBaIOT B
MOPOLIOK MOCIIE OXJIAKAEHUS 10 KOMHATHOW TEMIIEPATYPHI;

f. ITopou1ok, MoJyuyeHHbIN Ha 3TAIE €, TOHKO U3MEIbYaloT BO3AYLIHBIM TOTOKOM U
COPTUPYIOT.

CooTHOLIEHUE CBIPHEBOr0 MaTEpHUaa YKa3aHHOIO HAaHOMATepralia MOJIOKUTEIIbHOTO

Ctp.: 5
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3JIEKTPOJA JIMTUEBOTO JIEMEHTA:

MoJisipHOE OTHOIIIEHHE CHIPhEBOTO MaTepHaja JUruaporeHopTodochaTa JIUTHS,
oKcaliaTa eJje3a, TIII0KO3bI, IPOBOISIIETO JIETMPYIOIIEro CPEACTBA U JIETUPYIOIIEr O
CpelIcTBa MOBBIIIEHUST HaNpsikeHus1 cocTasisier 1:0,98-0,99:0,069-0,07:0,04-0,1:0,029-0,07.

ITpoBoasiee erupyroliee CpeICTBO BHIOUPAIOT U3 TPYIIIILI, COACPIKAIIEH COSTMHEHNE
Mg?*, Ca?*, Sr?*, Ti%*, AP, B3, Ce’t, C*, Si**, Ge™ wmm P°* wmn ux koMOUHALMN.

IIpennoyTuTenbHO JOMOJIHUTEIBHOE KOJIUUECTBO MPOBOISIIETO JIETUPYIOIIEro CPeACTBa
TaKOE€, YTO MOJIIPHOE YMCIIO IMIPOBOJSALLETO JIETUPYIOLIErO0 HOHA HacuuThiBaeT 4-10% ot
00I11eT0 MOJIIPHOT'O YMCIIAa MOHA JIMTUSI U IIPOBOISIIErO JISTHPYIOIIEro HOHA.

Jlerupyrolee CpeICTBO MOBBIIICHUS HATIPSDKEHUS BBIOUPAIOT U3 TPYIIIIBI, COACpKaIIei
okeun TiZ*, V>*, Co**, Ni**, Mn?*, Cr**, Cu?*, Mo™ win ux KoMGUHAIWH.

[TpeanoyTuTeIbHO JOTOJHUTEIHBHOE KOJIMUECTBO JIETUPYIOIIETO CPEACTBA TTOBBIIIICHUS
HAIPSDKEHUS TAKOE, YTO MOJISIPHOE YMCIIO JIETUPYIOIIEr0 HOHA TTOBBIIICHUS HATIPSHKEHUS
HACUYUTBIBAET 3-7% OT OOIIEr0 MOJISIPHOT'O YKMCIa MOHA JKeJIe3a U JIETUPYIOIIEro HoHa
MOBBIIIECHUST HATIPSIKEHUSI.

Hano-matepuai mojioKuTeIbHOr 0 3JE€KTPO/ia JIMTUEBOTO JIEMEHTA, ITPETyCMOTPEHHBIN
B HACTOSIIIIEM U300peTeHHNH, 10OABIEH KATUOHOM MEHbIIIel aTOMHOM Macchl U Ooliee
BBICOKOM TTOJISIPU3UPYEMOCTH B KQUECTBE ITPOBO/ISIIIIETO JIETUPYIOLIEr0 HOHA IS YTyUIIIeHUS

MMPOBOJAUMOCTH OT 3x107 Cm/em 1o 1x1072 CM/cMm, yBeIMUMBas B 107 pas; OOHOBPEMEHHO K
HeMY J00aBJISIOT JIETMPYIOLIMI MOH TTOBBIIICHUS HATIPSHKEHUS 111 UBMEHEHUS] XMMUUECKOTO
MOTEHLMAJIA KPUCTAJUIMYECKON CTPYKTYPbl MaTEpHUalia MOJO0KUTEIIBHOTO 3JIEKTPOAA JIUTUIA-
xerne3o-(pocdaTa s TOBBIIIECHUS HATPSHKEHUS Pa3psaky (T.e. pabouero HampsHKeHus ),
yBenuuuBas Ha 20-25%. B nomonHenue, (hakTHUecKkas pa3psaHas eMKOCTh MaTepualia
npesbliaet 250 MAU/T, U €r0 MOXHO OBICTPO 3aPSIUTL/Pa3psIUTh U OCYIIECTBUTD
OJHOMMHYTHYIO OBICTPYIO 3aPsIIKY CO CPOKOM Ciy>KObI 3apsiaku 0osee 4000 pa3. MaTtepuan
MOJXET OBITh MPUMEHUM HE TOJILKO IS SJIEMEHTOB HEOOJIbIIION MOIITHOCTH, HO TaKXe OBITh
0oJiee BHITOAHBIM ITPU MPUMEHEHHUHU B 3JIEMEHTaX OOJIBIIION MOIIIHOCTU C OOJIBIIION
eMKocThIo Oosiee 10 ammnep. HacTosiee nzo0pereHue Takxe nNpeaycMaTpuBaeT Crocod
MOJTyYeHUs BBIIIEYKA3aHHOTO HAHO-JIUTUEBOTO 3JIEMEHTA, KOTOPBINM 00J1a1aer
XapaKTePUCTUKAMU HU3KOM CE0ECTOMMOCTH, JIETKOCTH OCYIIIECTBIIEHUS, OTCYTCTBUS
3arpsiI3HEHUS B MPOAYKLMUA U BBICOKOTO BbIX0OJa (>99%).

KPATKOE OITUCAHUE ®UTYP

®urypa 1 nokaspiBaeT SEM (CKaHUPYIOUIUIA 3JIEKTPOHHBIA MUKPOCKOIT) -
MUKpodoTOrpaduio HaHOMaTepUaIa MOJIOXKUTEILHOTO 3JIEKTPO/Ia JIMTUEBOT'O IJIEMEHTA,
yBemmuenue: 10000; macmrad: 2,0 MkM. uameTp yactui MaTepuaia cocrapisieT 40-80 HM.

®durypa 2 moKa3bIBAET KPUBbIE 3aAPAIHON/Pa3PAIHON XapaKTEPUCTUKH JINTUEBOTO
3JIEMEHTA, TOJYYEHHOT'0 U3 HAHOMATEpHUasa MOJI0KUTEILHOTO 3JIEKTPO1a JUTUEBOTO
3JIEMEHTA.

®urypa 3 nmokasbiBaeT IUPPAKIUOHHYIO PEHTT€HOTpaMMy HaHOMaTepuasia
MOJIOKUTETIBHOTO 3JIEKTPOAA JIMTUEBOTO 3JIEMEHTA.

IMOAPOBHOE OITMCAHUWE N30BPETEHU A

Cxema HacTosIIero U300 peTeHus MoApoOHa OMMcaHa MOCPEACTBOM BAPUAHTOB
OCYIIECTBIICHUS, KAK YKa3aHO J1ajIee.

Bapuant ocymecrienus 1

Ha nepsom stane 1000 r (9,62 monb) aurunporenoprodocdara mutus, 1410 r (9,80
MOJIb) OKcanaTa xenesa, 120,5 r (0,67 monb) rtoko3sl, 17 r (0,42 MOJIb) IPOBOASIIETO
JIESTUPYIOIIEro cpecTBa okcuaa maraus, 27 r (0,23 Monp) kapooHaTa kobanpTa u 25 1 (0,26
MOJIb) TUTAHOBOW KUCIOTHI, a Takxke 50 1 (0,20 MOJIb) JErMPYIOLIErO CPEACTBA MOBBILLIEHUS
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HanpspkeHus pocdata MapraHia MOMeNaT B IIAPOBYIO MEJIBLHHUILY JUTS pa3MajIbIBAHUS U
MepeMENIMBaHUS B T€YEHHE 2 YACOB B MOPOIIIOK.

Ha BTOpOM 3Tamne nopoiok, moJiydeHHbIH U3 MepBOro ramna, GopMyroT B TabJIeTKH,
MOCJIE YEro €ro MOMENIAI0T B KEPAMUUECKUI TUTEIb U3 OKCUAA ATFOMUHUS U U30TEPMUYECKU
CIIEKAIOT B T€UeHHUE 3 4acoB Iociie HarpeBaHus BIUIOTh 10 200-300°C B a30THOM MEYM.

Ha Tpetbem 3Tare, rocie oxjaaXAeHUs 10 KOMHATHOW TEMIIEPATYyPhl, MOy YUBIIUNACS
MaTepuall, IOJIyYeHHbI Ha BTOPOM 3Talle, BBIHUMAIOT, pa3MalibIBaAlOT B MOPOLIOK U
CMEIIMBAIOT IO OJJTHOPOJIHOIO COCTOSHMUSI.

Ha gyeTBepTOoM 3Tamne nopoiiok, NOJTyYeHHBIN Ha BTOPOM 3Tare, GOPMYIOT B TAOJETKHU,
3aTeM €ro U30TEPMUYECKH CIIEKAIOT B TeueHue 18-20 yacoB mocie HarpeBaHus BIJIOTh
1o 500-600°C B a3oTHOl neun. JlerupoBaHHbBIN KPUCTAILT JIUTUM-KeIe30-pocdaTta 3aTemMm
(GOPMYIOT U OXJIAXKIAIOT JO KOMHATHOM TeMIepaTyphl eCTECTBEHHBIM 00pa3oM. Ha nsarom
JTane TabJeTKy KpUcTajia pa3MaiblBalOT B MOPOIIOK.

Ha mectom 3Tare nopoiok, mojay4eHHbIH Ha IATOM 3Tare, TOHKO U3MENbYAIOT U
COPTUPYIOT B YJIbTPATOHKOM BO3YIIIHOM U3MEIbUMTENIE 1JIS TOJIYyUYEHUS] HAHO-MaTephaia
TMOJIOKUTETIBHOTO 3JIEKTPOAA JIMTUEBOTO JIEMEHTA, TMAMETP YaCTUL KOTOPOTO
coctasisieT 40-80 HM.

CoracHo U3MEPEHUsIM TPOBOJIMMOCTh TEKYILEro JIMTUl-Kene30-pochara cocraisier

3x107° Cm/cM, B TO BpeMst Kak pa3psIHOe HATIPSIKEHHE TEKYIIEro JUTUi-skerte30-hocdara
py KOMHATHOM Temmneparype - 3,2 B; B TO BpemMs KaKk MPOBOAUMOCTD U pa3psiIHOE
HanpsDKEHUE HAHO-MaTepralla MOJIOKUTEIBHOIO JIEKTPO/IA IMTUEBOTO 3JIEMEHTA ITPH
KOMHATHOH TeMIepaType, IpeayCMOTPEHHOI'O HACTOSIIUM U300pETEHUEM, COCTABIISIIOT

1,30)(10'2 Cm/cMm 1 4,0 B, yBenmuuuBasich B 107 pa3 1 Ha 25% COOTBETCTBEHHO.

BapuanT ocyuiecrBienus 2

Ha nepsom 3tane 1000 r (9,62 monb) auruapodochara aurtus, 1400 T (9,73 Mob)
okcanarta xenesa, 120 r (0,67 Moib) riaoko3sl, 20 1 (0,32 MOJIb) TPOBOASIIETO
JIETUPYIOIIEro cpeacTBa 0opHoi kuciaoTsl, 60 T (0,19 monb) dochaTa kampuus u 35 r (0,45
MOJIb) TUApOKcUIa amtomMuuus, a Takxke 30 r (0,31 MOJIb) JIETUPYIOLIETO CPEICTBA
TTOBBIIICHUST HATIPSDKEHUS CYyIb(Uaa MEIy MOMEIIAIOT B IIAPOBYIO MeTbHUIY ZrO ist
pa3MaybIBaHUS U TIEpEMEIIMBAHUS B TeUEHHE 2-3 YACOB B MOPOIIIOK.

Ha BTOpOM 3Tane nopomiox, ImojiydeHHbIA Ha TIEPBOM dTare, GOPMYIOT B TaOJIETKH,
3aTE€M €ro MOMEIAT B KEPAMUUECKUN TUTeIb U3 OKCHA AJTIOMUHUS U U30TEPMUUYECKU
CIIeKaroT B TeueHue 1,5-2,5 yacoB 1nocie HarpeBaHus BIIoTh 10 300-400°C B a30THOM Meyu.

Ha Tpertbem 3Tare, rocie oxjaaxAaeHus 10 KOMHATHOW TEMIIEPATYPBI, MOy YUBILMIACS
MaTepuall, IOJIyYeHHbI Ha BTOPOM 3Talle, BBIHUMAIOT, pa3MalibIBalOT B MOPOLIOK U
CMEIIMBAIOT 0 OJJTHOPOTHOT'O COCTOSIHMSI.

Ha uetBepTOM 3Tane mopoIok, MOJIyUYeHHBIM Ha BTOPOM 3Tare, GopMyIoT B TaOJIETKH,
3aTEM €ro N30TEPMUYECKU CIIEKAIOT B a30THOM KOHBEpTEpe B TeueHue 15-16 yacoB mocne
HarpeBaHus BILIOTh A0 700-800°C. JlerupoBaHHBIN KPUCTAJLI JIUTHI-kKene30-pochaTa 3aTeM
(hOPMYIOT U OXJIAXKIAAIOT IO KOMHATHOM TeMIIEpPaTyPhl €CTECTBEHHBIM 00pa30oM.

Ha msatom sTane TabiieTky KpucTajlia pa3MallbIBalOT B ITIOPOIIIOK.

Ha mectom 3Tare nopoIinok, mojay4eHHbIM Ha IITOM 3Tare, TOHKO U3MEIbYaloT U
COPTUPYIOT B YIABTPATOHKOM BO3YITHOM U3MEIbUYUTENE AJIs1 TTOJTYUYEHUST TBEPOTO
MOPOIIKA, TPUMEHSIEMOr0 B HAaHO-MaTepuaje MoJIOKUTEIbHOTO 3JIEKTPO/1a TUTUEBOTO
3JIEMEHTA, UaMETP YacTUll KoToporo cocrapiseT 40-80 HM.

CorracHO M3MEPEHMSIM TTPOBOIMMOCTD TEKYIIETO JIMTHUH-Kene30-pochara cocrapmisier
3x10™ Cm/em, n pa3psHOe HAPsDKEHHUE TEKYIEro JUTUi-kee30-(hocdara mpu
KOMHATHOH TeMmIiepaType coctaBisieT 3,2 B; B To BpeMs Kak MPOBOAUMOCTD U pa3psIHOE

Crp.: 7
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HanpshKeHUEe HaHO-MaTepurala MOJIOKUTEIbHOIO JIEKTPO/Ia TMTUEBOTO 3JIEMEHTA ITPU
KOMHATHOH TeMInepaType, IpeayCMOTPEHHOI'O HACTOSIIUM U300pETEHUEM, COCTABIISIIOT

1,35><10'2 CM/cm 1 3,85 B, yBenuuuBasch B 107 pa3 ¥ Ha 20% COOTBETCTBEHHO.

BapuanTt ocymecrBienus 3

Ha nepsom 3Tane 1000 r (9,62 monb) auruaporeHoptrodochara murus, 1400 r (9,73
MOJIb) OKcanaTa xeinesa, 120 r (0,67 monb) rimoko3sl, 29 1 (0,30 MOIb) TPOBOISILETO
JITUPYIONIETO CPEACTBA META-TUTAHOBOMW KUCIOTHI U 23 T (0,38 MOJIb) TUOKCUAA KPEMHUS,
70 1 (0,15 MOJIB) IETUPYIOIIETO CPECTBA IMOBBIIICHUS HAITPSKEHUS U3 KapOoHaTa HUKEIIS
u 50 r (0,35 MOJIb) OKCHA MOJIMOAeHA TTOMEIIAIOT B IIAPOBYIO MeIbHUILYY ZrO ais
pa3MasbIBaHUS U MEPEMEIINBAHUS B TEUEHUE 2-3 4ACOB B MOPOLIOK.

Ha BTOpOM 3Tarne nmopoInok, moJrydYeHHbI Ha TIEPBOM 3Tare, GOPMYIOT B TaOJIETKH,
3aTE€M €ro MOMENIAI0T B KEPAMUUECKHUI TUTeIb U3 OKCUJIA ATFOMUHUS U U30TEPMUYECKU
crekaroT B TeueHue 1,5-2,5 yacoB nocie HarpeBanus BIjioTh 10 300-400°C B a30THOM MEUH.

Ha tpeTtbem 3Tamne, nocie oxJIaxAaeHus: 40 KOMHATHOM TeMIIEpaTyPhbl, Oy YUBLLIUACS
MaTepuall, MOJyYeHHbIA HA BTOPOM 3Talle, BBIHUMAIOT, Pa3MajblBalOT B HOPOLIOK U
CMEILIMBAIOT JO OAHOPOJHOTO COCTOSIHHUS.

Ha gyeTBepTOM 3Tame mopomokK, MOTyYeHHBIM Ha BTOPOM 3Tare, GOPMYIOT B TAOJIETKH,
3aTEM €ro U30TEPMUYECKU CIIEKAIOT B T€UeHUE 16-17 4acoB mociie HarpeBaHusl BILIOTh
10 650-750°C. JlernpoBaHHBIN KpUCTAJUT IMTUR-Kene30-pochaTta 3atem popmMyroT U
OXJIAXKJAIOT IO KOMHATHON TEMIIEPATYPhbl ECTECTBEHHBIM 00Pa30M.

Ha nisitom sTane tTabieTky KpucTajuia pa3MalibiBalOT B MOPOIIOK.

Ha mectom 3Tane nopoIuiok, NoJay4eHHbINH Ha MSTOM 3Tare, TOHKO U3MENbYaloT U
COPTUPYIOT B YIIbTPATOHKOM BO3YIITHOM U3METbUYUTEE JIJIs TOJTYUYEHHUs TBEPAOTO
MOPOIIIKa HAaHO-MaTepHralia MOJOKUTEIbHOTO JIEKTPOAA JIMTUEBOTO JIEMEHTA, UAMETP
yacTul KoToporo cocrasisieT 40-80 HMm.

CorracHO M3MEPEHMSIM TTPOBOIMMOCTD TEKYIIETO JIMTHUH-Kene30-(pochara cocrapmisier

3x107° Cm/cM, 1 paspsiaHOe HATIPSHKEHHE TEKYIIEro INTHi-kene30-dhocdaTa mpu
KOMHATHOM TeMnepaType cocTasiisieT 3,2 B; B To BpeMsi Kak TPOBOJIMMOCTb U PA3PSAHOE
HanpspKeHUEe HaHO-MaTepurala MOJIOKUTEIbHOIO JIEKTPO/Ia TMTUEBOTO 3JIEMEHTA ITPU
KOMHATHOU TeMIlepaType, MPeAyCMOTPEHHOT O HACTOSIIIUM U300PETEHUEM, COCTABISIOT
1,35><10'2 CM/cm 1 3,90 B, yBennuuBasch B 107 pa3 ¥ Ha 22% COOTBETCTBEHHO.

Hano-marepuai moio)KUTEeIbHOr O 3JEKTPOAA JIMTUEBOTO JIEMEHTA, TPETYCMOTPEHHBIN
B BapUaHTaX OCYIIECTBIIEHUs 1-3 HACTOSIIEro U300peTeHus, MOXKET ObITh OBICTPO
3apspkeH/pa3psbkeH B nipeaenax 1C-12C.

Hacrosiuee nzobpereHue BKIIIOYAET, HO HE OTPAHUYUBAET, BBIIICYKa3aHHbIE BAPUAHTHI
OCYILIECTBJICHUS. BapUaHThI OCYIIECTBIIECHUS, YKA3aAHHbBIE BBIIIIE, IPEIHA3HAUEHBI 15
TMOHUMAHUS CYTH HACTOSIIEro u3oopereHus. JIroopie MoauduKanuy UM M3MeHeHuUs
HACTOSIIIET0 U300peTEeHUs] B paMKax CyTH HACTOSIIETO U300pETEHHs TAK)KE TPUHAJIEKAT K
00BEMY 3aIIUTHI HACTOSIIETO U300 PETEHUS.

dopwmyia n3o0peTeHus
1. HanomaTepuall moJ0KUTEIbHOTO 3JIEKTPO/IA JIMTUEBOTO 3JIEMEHTA, COICPKAIIUIMA
JIUTHI-Kere30-GpocdaT B KauecTBe cyOCTpaTa U JISTUPOBAHHBIN MTPOBOISIINN UOH U
JIETUPYIOIIWI MOH TIOBBIIICHUS] HATIPSDKEHUSI, IMEET OOIIYI0 XUMUUYECKYI0 (popMyITy:
(Lix[M; _<D(Fey[N; .y ])POy, rae x=0,9-0,96; y=0,93-0,97; M npencrasiser codo#
MPOBO/ISIINN JIETUPYIOIIUI UOH, KOTOPBINM BEIOMPAIOT U3 TPYIIIBI, COJEPKAIIICH Mg2+, Ca’,
Sr?*, Ti**, Al**, B3, Ce’*, C*, Si**, Ge*, P°* wm ux xomGuHawmn; N mpencTasisier coGoi
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JIETUPYIOLLMI UOH MOBBIIIEHUS HANIPSKEHUS, KOTOPBIHA BBIOMPAIOT U3 T'PYIIIIHL,
comepkaeit TiZt, V>*, Co’", Ni**, Mn?*, Cr**, Cu®*, Mo*" wm ux xomMGunanuy.

2. HanoMaTepuall moJIOKUTEJIbHOTO 3JIEKTPO/IA JIMTUEBOTO 3JIEMEHTA IO 1.1, r1ie
JMAMETP YaCTHL YKa3aHHOTO HAHOMATepHUaJia MOJIOKUTEIBHOTO 3JIEKTPOAA JIUTUEBOTO
ayieMeHTa paBeH 40-80 HM.

3. Cnoco® nosyuyeHuss HaHOMAaTepHUaa MOJI0KUTEIBHOTO 3JIEKTPO/1A IUTUEBOTO
9JIEeMEHTa MO .1 WK 2, Iie yKa3aHHBIN CIIOCO0 MOTyUeHus, B KOTOPOM IMPUMEHSIOT
peakiuio B TBep0i (pase, BKIIIOYAET CIIEAYIOIIUE ITAIbI, HA KOTOPBIX:

a. muruaporeHoprodocdaT IUTHS, OKCaNIaT XkeJie3a, TIII0K03Y U MPOBOISIIee
JIETUPYIOLIEE CPEACTBO, A TAKIKE JIETUPYIOLIEE CPEACTBO MOBBILICHUS] HAIPSIKEHUS
CMEIIMBAIOT 10 OJJHOPOJHOI'O COCTOSIHUS U 3aTEM Pa3MalIbIBAIOT B TOPOLIOK;

b. TOPOIIIOK, MOJYYSHHBIN Ha dTare a, GOPMYIOT B TAOJIETKH, 3aTEM U30TEPMHUUECKH
CIIEKAIOT B MHEPTHOM aTMocepe B TeueHue 2-3 U 1mocjie HarpeBaHus BIUIOTh 10 200-400°C;

C. MOJIYyUMBIIMIACS MaTepUaJl, MOJIyYEHHBIN HA 3Tane b, pa3MaIbIBAIOT B TOPOIIOK U
CMEILIMBAIOT JO OAHOPOJHOTO COCTOSIHUS MOCIIE OXJIAXIEHUSI 10 KOMHATHON TEMIIEPATYPBI;

d. mopoIIOK, MOJyUeHHBbIN Ha 3Tate ¢, GOPMYIOT B TAOJETKU, 3aTEM €r0 U30TEPMUUYECKU
CIIEKAIOT B MHEPTHOM aTMocdepe B TeueHue 15-20 4 rmocsie HarpeBaHus BILIOTH 110 S00-
780°C;

€. MOJIyUMBIIUICS MaTepuall, MOJIYyYeHHBIH Ha 3Tane d, BRBIHUMAIOT U pa3MalibIBaloT B
MOPOLIOK MOCIIE OXJIAXKAEHUS 10 KOMHATHON TEMIIEPATYPHI;

f. IOpOIIOK, MOYYEHHBIN Ha 3TAlle €, TOHKO U3MENIbYaI0T BO3IYIIHBIM IOTOKOM U
COPTUPYIOT.

4. Cnoco6 noyty4eHusi HaHOMaTepuaia MMOJIOKUTEIbHOTO 3JIEKTPOAA JIUTUEBOT O
9JIEMEHTA 10 1.3, TJIe Ha 3Tale a MOJISIPHOE COOTHOIIIEHHUE TUTHIpOTeHOpTOdochaTa IUTHs,
oKcallaTa Kenesa, III0KO03bl, IPOBOASIIEro JETUPYIOLIErO CPEACTBA U JIETUPYIOIETO
CpEACTBA MOBBIIECHUS HAIIPSDKEHUS cocTaBiisieT 9,62:9,73-9,8:0,67:0,42-0,96:0,31-0,69.

5. Cnoco0 nosiyueHrs HaHOMaTepHaa MOoJ0KUTEIbHOTO 3JIEKTPO/IA IUTUEBOT O
3JIEMEHTA 10 I1.3, T/Ie Ha 3Talle a yKa3aHHOE MPOBOISIIIEE JIETUPYIOIIEee CPEACTBO BHIOUPAIOT
U3 TPYIIIbI, comeprkatiel coemmuenne Mg+, Ca?*, Sr?*, Ti?*, AI*Y, B3, Ce*, C*, Si*, Ge**
wii P> Mim X KoMOUHALHM.

6. Cioco6 moJtyueHuss HaHOMaTepHaia MOJ0KUTETLHOTO 3JIEKTPO/Ia IUTUEBOTO
3JIEMEHTA M0 M.3, TIe Ha 3TaIe a, JOMOJHUTEIbHOE KOJIMUYECTBO YKA3aHHOTO MPOBOASIIETO
JIETUPYIOLIEr0 CPEICTBA TAKOBO, UTO MOJISIPHOE YUCIIO MPOBOASIIErO JIETUPYIOIIETO HOHA
HacuuThIBaeT 4-10% OT 00IIEro MOJISIPHOTO YKCIIA JIMTUEBOTO MOHA U ITPOBOISIIETO
JIETUPYIOLIEr0 UOHA.

7. Cioco06 moJiydeHust HaHOMAaTepHaia MOJ0KUTETLHOTO 3JIEKTPO/Ia JIUTUEBOTO
3JIEMEHTA 10 1.3, TJIe Ha 3Tale a yKa3aHHOE JIETUPYIOIIee CPEACTBO MOBBILICHUS

HATIPSDKEHHS! BRIGMPAIOT U3 IPYIIIIBI, COJepIKalIell OKCHII, KapOGoHaT mm docdat TiZt, V7,

Co**, Ni**, Mn?*, Cr3*, Cu®* wim Mo** wim ux KoMOGHHAIHIO.

8. Crioco0 mostyyeHust HaHoMaTepuasa MoJ0XKUTEIIbHOTO 3JIEKTPO/1a JIMTUEBOTO
3JIEMEHTa 10 1.3, T/Ie Ha 3Tare a 100aBOYHOE KOJIMYECTBO YKAa3aHHOTO JIETHPYIOILIEr o
CpEACTBA MOBBIIECHUS HATIPSKEHUS], TAKOE, YTO MOJISIPHOE YUCIIO JIETUPYIOIIErO HOHA
MTOBBIIICHUST HATIPSKECHUST HACUUTBIBAET 3-7% OT OOIIEro MOJISPHOTO YKCIa MOHA XKeje3a u
JIETUPYIOLIErO MOHA MOBBILICHUST HAITPSKEHUSL.

9. Crioco0 noJtyyeHust HaHOMaTepHasa MoJ0KUTEIbHOTO 3JIEKTPO/Ia JIMTUEBOT'O
3JIEMEHTA 10 1.3, TJIe Ha 3Talax a, C ¥ € IPUMEHSIOT IapoByIO MelbHULY ZrO Kak Ha
JTare ¢ pa3MajblBaHUs B IOPOIIOK.

Crtp.: 9
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