2647075 Cc 1

RU

POCCUVICKAS ®EJIEPAITHS (19)

OEJNEPAJIBHAS CIIVXBA
10 UHTEJIJIEKTYAJIbHOM COBCTBEHHOCTHU

RU" 2647 075" €1

(51) MIIK
CO04B 35/581 (2006.01)
COIB 21/072 (2006.01)
B82Y 30000 (2011.01)
B22F 9/16 (2006.01)

(12) OITMCAHUE U30BPETEHU A K ITATEHTY

(52) CIIK

CO4B 35/581 (2006.01); B22F 9/14 (2006.01); CO1B 21/072 (2006.01); B82Y 30/00 (2006.01)

(21)(22) 3asiBka: 2016121845, 02.06.2016

(24) darta Hauana oTcuera Cpoka JeHCTBUS MATEHTA:
02.06.2016

Hata perucrpamyu:
13.03.2018

ITpuopurert(bl):
(22) dara nomauu 3assku: 02.06.2016

(45) OnryonmuxoBano: 13.03.2018 bron. Ne 8

AJpec TSt IepETMCKU:
119334, Mocksa, JIenunckuit np-kt, 49, ®I'BYH
MHCTHTYT METAILTypriH 1 MaTEPHUAJIOBEICHHUS UM.
A.A. Baiikosa Poccuiickoii akagemun Hayk (MMET
PAH)

(72) ABTop(BI):
Camoxun Auapeit Bragumuposuua (RU),
AcramoB Anekceit I'puropsesuu (RU),
Anexcees Huxonait Bacunsesuu (RU),
IBetkoB IOpwuit Baagumuposuua (RU)

(73) ITaTtenToobIamaTenb(N):
®DenepaibHOE TOCYJaPCTBEHHOE OI0IKETHOE
yupexxaeHue Hayku MHCTUTYT METAILTypriud U
MaTtepuaioBeneHus uM. A A. Baiikosa
Poccwiickoit akagemun nHayk (MMET PAH)
RU)

(56) Cricok JOKYMEHTOB, MUTHPOBAHHBIX B OTUETE
o noucke: JP 11268910 A, 05.10.1999. CN
103553628 A, 05.02.2014. US 5688730 Al,
18.11.1997. US 8211356 B1, 03.07.2012. RU
2171793 C2, 10.08.2001. RU 2370472 C1,
20.10.2009.

(54) CIIOCOB IIOJIVUJEHV A1 HAHOIIOPOIIIKA OKCUHUTPUOA AJTIOMUHUA

(57) Pedepar:

N3z06perenne  oTHOCHTCS K  TOJYYEHUIO
HaHOITIOpOUIKa OKCHUHUTpHUOA AJITFOMUHUS.
ToHKOIUCTIEPCHBIN TTOPOLIOK ATIOMUHUS BBOJSAT B
MOTOK  TEPMHYECKOW IDIa3MBl, B  KOTOPOM
OCYIIECTBJISIIOT B3aUMOMCHCTBHE TAPOB ATIOMHUHHUS

Crp.: 1

C aMMMakoM B TPUCYTCTBUM KHCIIOpOAa B
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(54) METHOD OF OBTAINING NANOPOWDER OF ALUMINUM OXINITRIDE

(57) Abstract:

FIELD: nanotechnologies.

SUBSTANCE: invention relates to the production
of nanopowder of aluminum oxynitride. Fine aluminum
powder is introduced into a thermal plasma stream,
where the interaction of aluminum vapors with ammonia
in the presence of oxygen in an amount corresponding
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to the atomic ratio of the elements is 1.16 < O/Al < 1.24
is carried out.

EFFECT: powder production, with a particle size
of less than 100 nm, is provided.
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N300perenne oTHOCUTCS K 00J1aCTU MOPOIIKOBON METAJTYPIUH, B YACTHOCTH MTOJTYYEHUIO
MOPOIIIKOB JIJIs1 CO3JAHUS BBICOKOTIPOUHOM MPO3paYHON KEPAMUKHU HA OCHOBY OKCUHUTPUIA
amomunus (OHA). YHuKanbHOe coueTaHue ONTUUECKUX, TUIIEKTPUUECKUX U MEXaHUUECKHUX
CBOWCTB TaKOU KEPAMUKU MPEACTABISICT 3HAUUTEIIbHbIA MHTEPEC K €€ UCTIOIb30BAHUIO B
Pa3IMYHBIX TEXHUUECKUX MPUTTOKEHUSIX.

K nacrosiimemy BpeMenu miist mojtyuaenust nopoikos OHA ucnonb3yrores
MIPEUMYIIECTBEHHO JIBa MTOAX0/1a - TBepaoda3Has peaKiys OKCH/Ia ATFOMUHUS C HUTPUIOM
ATFOMUHMS U KapOOTEepPMUUECKOE BOCCTAHOBJIEHHE-a30 TUPOBAHUE OKcUa aitoMuHust [Corbin
N.D. "AluminumOxynitrideSpinel: AReview." Journal of the European Ceramic Society, vol. 5,
pp- 143-154,1989; Xidong W., Fuming W., Wenchao L. Synthesis, microstructures and properties
of y-aluminum oxynitride. Materials Science and Engineering: A. 2003. v. 342. Nel-2. pp. 245-
250; I'pubuenkoBa H.A., bepecueB 3.H., CmopukoB K.I'. u ap. CuHTE3 U TEpMUUECKUE
ceorictBa "AJIOHA". )Kypnan Heoprannueckoit xumuu. 2015. 1. 60. Ne9. c. 1247]. Yka3aHHbIe
TO/IXO/IbI PEAJTU3YIOTCS C UCTIOJIb30BAHUEM PA3JIMYHBIX METO0B HATPEBA, YCIIOBUI MMPOBEICHUS
MIPOLIECCOB Y MTOJArOTOBKHU UCIIOJIBb3yEMBIX PEATEHTOB.

TBepnodasHas peakiys B3aUMOACHCTBUS HUTPUIA U OKCUIA AITFOMUHUS ITPOBOIUTCS MTPU
temneparype Bbiiie 1700°C B TeueHHE HECKOJIBKMX YACOB, YTO OINPEAEISIET OCHOBHBIE
HEJOCTATKH 3TOTO MOJIX0/1a - 0OJIBIIIOE BpeMs MPOoIecca, BHICOKUE 3aTPAThl JHEPTUU U
UCTIOJTb30BaHKE TOPOTOCTOSIIETO ChIPhS - HUTPUJIA aTFOMUHUS [Harpumep, nateHt CIITA
Ne5688730, 1997 r.].

ITponecc kapbOTEepMUUECKOTO BOCCTAHOBIICHUSI-A30TUPOBAHUS OKCHU/IA AJIFOMUHUS TAKKE
MIPOBOAUTCS MPU BBICOKUX TemriepaTypax 1650-1850°C [Hanpumep, maTteHT CILIA Ne8211356,
2012 r]. K HemocTaTkaM 3TOro Mmoaxo/ia TakkKe OTHOCSATCS OOJIbIIIOe BpeMsl ITpoliecca 1
BBICOKHE 3aTPaThl SHEPTUH, KPOME TOT0, UMEIOTCSI TEXHUYECKUE TPYAHOCTHU MOJTyUSHUS
LEeJIEBOT0 MPOJYKTA 3a/IaHHOTO COCTaBa, HE COMIEPKALIErO ITPUMECEH.

Haubonee 6113KkuUM K 3a51BIIIEMOMY U300 PETEHUIO SIBIISIETCS TPOLECC MOJIYUEHHUS TIOPOIIKA
OHA, npencrasnennsiit B mateHTe [Patent US 6955798 B2, 2005]. Criocob mpeaycMaTpuBaeT
UCTIOJTb30BAHUE UCXOIHBIX TTOPOIITKOB aJTFOMUHUS ¥ TaMMa-()OPMbI OKCH/IA aTFOMUHUS,
KOTOPBIE IMOIBEPraroTCs pa3MoJly B Te€UE€HHE BPEMEHH, 00eCIIeurBaIOIIero oopa3oBaHue
CMECH TBEPJIOTO pacTBOPA a30Ta B aJIIOMUHUM M OKcUJa altoMuHus. Jlanee nmpoBoauTcest
HarpeB CMECH B a30TCOJIEpIKAIIIEM I'a3e B TEUEHUE BPEMEHU U ITPU TEMIIEPATYPE, TOCTATOUHBIX
nis obpazoBanust OHA.

HenocratkoM npotiecca aBIseTCSl HU3Kasi CKOPOCTD - BpeMS pa3Mosia COCTABIISIET OT 9
4acoB, KPOME TOT0, CIIOCOO HE MO3BOJISIET IMOJIy4aTh MOPOIIKHU C BBICOKOH TUCIIEPCHOCTHIO
(YIIbTpa- U HAHOIUCIIEPCHBIE).

3amaya, Ha pellleHre KOTOPOM HAMPaBIIEHO HACTOSIIEe U300pEeTeHUE, 3aKTI0YAETCS B
CO3/1aHUM BBICOKOMHTEHCUBHOTO CIIOCO0A MOJIyYEHUs MOPOIIKA OKCUHUTPUAA ATIOMUHUS B
BUJI€ HAHO/IMCIIEPCHOTO MOPOIIKA.

TexHUYeCKUM pe3yIbTaTOM U300peTEHUS SIBIIIETCS MOIyUYeHHe ejieBoro mpoaykra - OHA
- B IOTOKE TEPMUYECKOM TJIa3Mbl B BUJI€ HAHOTIOPOIIKA, COCTOSIIIETO U3 YACTHUIL C pa3MEPAMU
meHee 100 HM.

TexHuueckuii pe3yIbTaT JOCTUTAETCS TEM, UTO B CIIOCOOE MTOTyUeHUSI HAHOTIOPOIIIKA
OKCUHUTPHUAA AJTFOMUHUSI TOHKOIUCIIEPCHBIN MOPOIIOK aJTFOMUHUS BBOJIUTCS B IOTOK
TEPMUUYECKOM IJIa3Mbl, B KOTOPOM OCYIIECTBIISIETCSI B3aUMOJECHCTBUE NTAPOB AJTIOMUHUS C
AMMUAKOM B ITPUCYTCTBUU KUCTIOPOA B KOJIMUECTBE, OTBEUAIOIIIEM AaTOMHOMY COOTHOIIIEHUIO
3neMeHTOB 1,.16<0/Alk1,24.

[Tpumenenue mra3sMeHHOT0 HarpeBa odecrieunBaet nposeneHue cuaTe3a OHA B razoBoii
(daze, 4TO HA MOPSJIKY CHUKAET XapaKTepHOE BpeMsI IpoIiecca Mo CPABHEHUIO C
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cylecTByIomuMu criocobamu nosrydenust OHA B pesynbrate TBepAoda3HbIX peakiuii, a
TaKKe 00eCreunBaeT MOJIyYeHUE [IeJIEBOTO MPOJIYKTa B BUAE HAHOTIOPOIIIKA ITPU KOHACHC AU
u3 ra3oBoit (pasel. [11a3M000pa3yIOMMM ra30M MOXKET OBITh A30T M €I'0 CMECH C MHEPTHBIMHU
razamu, a Takke BOJOPOJOM. B cocraBe miazmMoo0pa3yronero ra3a He JOMyCKaeTcs
MIPUCYTCTBUE CBOOOTHOTO UM XUMUYECKH CBSI3AHHOTO KUCITOPO1a. AJTFOMUHUI UCTIONB3YETCS
B BHJIC TOHKOAUCIICPCHOT'O ITOPOIIIKA ISl 0OECIIeYSHUS €ro ITOJTHOTO UCIIAPEHHUS B TIOTOKE
1a3Mbl. AMMMAaK BBOJUTCS B BRICOKOTEMIIEPATYPHBIN MOTOK B KOJUYECTBE, 3HAUNTEIIHHO
MPEBBIIAIOIIEM CTEXMOMETPUUECKH HeoOXxoaumoe i1 oOpazoBanus OHA, B To BpeMs Kak
KOJIMYECTBO BBOAUMOTO KUCIIOPO/1a JOJKHO YJIOBIETBOPSATH ATOMHOMY COOTHOIICHUIO
aneMeHTOB 1,16<0/Al<1,24. ['panrnyHbIC 3HAUEHUS] 3TOTO COOTHOIIEHUS! COOTBETCTBYIOT
ob6mactu romorenHocT OHA(AIN),(Al,03); 4, rae 0,3<x<0,37. Hapsany c ammMuakom u

KUCJIIOPOJOM B Ta30BOM CMECU MOT'YT IMPUCYTCTBOBATH a30T, YTO IMO3BOJISIET UCIIOJIB30BATh
BO3YX KaK KUCIOPOACOAEpKAIMM ra3. BBogumasi B BBICOKOTEMIEPATYPHBIN MOTOK,
coJIep Kalluii Tapbl aJTFOMUHUS, CMECh T'a30B JI0JDKHA 00€CIIeYMBAThH HE TOJIBKO MPOTEKAHKE
XUMHMYECKUX peakimii popmupoBanus gactur, OHA mipy KoHIeHcaum U3 ra30Bok (assl, HO
Y OIIPEAENSATh CKOPOCTh CHUYKEHHUS TEMIIEPATYPBI MOTOKA U €€ KOHEYHOE 3HAUYEHUE U TEM
CaMbIM YIIPABJISITh PA3MEPOM MOJTYYAEMBbIX YACTHUI]. DTO MOXKET OBITh JOCTUTHYTO U3MEHEHUEM
pacxoja BBOAUMBIX Ia30B MPU COOJTIOICHUH YKAa3aHHBIX BBIIIIE TPEOYEMbIX YCIOBUI - UBOBITOK
aMMMaKa M MaIia3oH JJOIyCTUMbBIX 3HaueHui cooTHoteHust O/Al. BoinmoHeHHBbIE K
HACTOSIIIEMY BPEMEHHU OOIIMPHBIE UCCIIETOBAHUS CUHTE3a OOJIBIIIOT0 YUCIIA HEOPTaHUYECKUX
COEAMHEHUH IO CXEME BBO/IA B IIJIA3MEHHBINA TOTOK XOJIOAHBIX A30B CBUJETEIBCTBYIOT O
TOM, YTO IIPU ITOM 00ECIIeUMBAETCS MOJIyYEHHUE LEJIEBOr0 MPOAYKTa B BUJIE HAHOIIOPOIIIKOB
¢ pazmepom yactul MeHee 100 HM.

OTMuuTeNnbHON OCOOEHHOCTBIO U MPEUMYIIIECTBOM MPEJIOKEHHOTO CIIOCO0A SIBIISIETCA
npoBeaeHue cunTeza OHA u3 razoBoit ¢a3bl pu B3aMMOJIEHCTBUY TTAPOB ATIOMUHUS,
MPUCYTCTBYIOIIUX B IOTOKE TEPMUUECKOH IJ1a3Mbl, CO CMECBIO, B KOTOPOW IMTPUCYTCTBYIOT
aMMUAK U KUCIIOPOJ, ITPU COOJTIO/IEHUH aTOMHOTO COOTHOIIIEHUS 3JIeMeHTOB 1,16<0/Al<1,24.
Cnioco6 obecrieunBaeT MpoOTEKAaHUE CUHTE3a LIEJIEBOTO MPOIyKTa 3a BpeMeHa MopsiiKa 10J1ei
CEKYH/IbI U TTOJTyueHue HaHonopoika OHA.

[Tpennaraemsbrit cnoco0 peanusyeTrcs cieaytomuM obpa3oM. B anekTpopaszpsaiHom
TEHEePATOPE TEPMUUYECKOM TUIA3MbI IIPOUCXOAUT HATPEB MTOAABAEMBIX T'a30B IIPU UX
MPOXOKAECHUU Yepe3 AYTOBOM, BBICOKOUYACTOTHBIN, CBEPXBBICOKOYACTOTHBIN UITU
KOMOMHUPOBAHHBIN pa3psiil. B moyueHHBbIN MOTOK TEPMUUECKOH TJ1a3Mbl BBOJIUTCS TOPOIIIOK
AJIIOMUHUS C pa3MepoM yacTuil He 6osiee 30 MKM, YTOOBI 00ECIIeYnThb MOJTHOE UCTIapEHUE
amroMuHMs. JJ1s mogaum nopouika UCrojab3yeTcsl TPAHCIIOPTUPYIOLIMHI T'a3, B KAYECTBE
KOTOPOT'0 MOTYT OBITh UCITOJIb30BAHBI A30T, UHEPTHBIE T'a3bl UIIM CMECU YKAa3aHHBIX T'a30B.
Ha paccrostHum oT ceueHust BBOJia A TFOMUHUS, 00eCIIeUYnBAIOIIEM ITOJTHOE UCTIAPEHHE YACTHII,
B BBICOKOTEMIIEPATYPHBIN IOTOK BBOJIUTCSI CMECh AMMHUAKA U KUCTIOPOA, TIPUYEM KOJIMYECTBO
aMMHaKa 3HAYMTEIbHO MPEBBIIAET CTEXMOMETPUUECKU HEOOXOIMMOE 110 peaKIur
o6pazoBanust OHA, B To BpeMsi Kak KOJIMYECTBO KUCIOPO/Ia YAOBIETBOPSIET AaTOMHOMY
COOTHOLIEHUIO 3JIeMeHTOB 1,16<0/Al<1,24. Hapsay ¢ aMMHUaKOM U KUCIIOPOAOM B Ia30BOM
CMECHU MOTYT MPUCYTCTBOBATH a30T, YTO MO3BOJISIET UCIIOJIL30BATh BO3AYX KaK
KUCJIOPOJCOAEPKALIMMI a3, TAKKE B COCTABE CMECU MOT'YT IIPUCYTCTBOBATh UHEPTHBIE T'a3bl.
B pe3ynbrate XUMUYECKUX PEAKIMIA B3aUMOAEHCTBUS MPOIYKTOB AUCCOLMALMM AMMUAKA,
KMCIIOPOJA Y [TAPOB AJIFOMUHUS [TPY CHU>KEHUU TEMITEPATYPBI ITOTOKA 32 CYET BLyBa XOJIOIHBIX
ra30B IIPOUCXOIUT hopMUpOBaHUe HaHOpa3MepHbIX yacTul, OHA. Jlamee razoaucnepcHbIi
MOTOK OXJIA’KIAETCS B TEINIOOOMEHHOM YCTPOWCTBE U ITOCTYIAET HAa (PUIIBTP, TJI€ TPOUCXOIUT
BBIJIEJIEHME TTOPOIIKA U3 TA30BOTO MTOTOKA.
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Peanuzauus cioco6a nmpecrabiieHa CIeayomyuM TPUMEPOM.

ITpumep

B noTok TepMudecKoit mia3msl, OJIy4aeMOi IPU HATPEBE B JIEKTPOLYTOBOM IIJIa3MEHHOM
reHepatope cMecH a3ota (97 00beMHBIX %) 1 Bogopoaa (3 00BeMHBIX %) C CYMMapHBIM

pacxoaom 1.5 Mg (HOpM. YCJIOBHS), BBOJUTCS IOPOIIOK AJTFOMUHHUSA € pacxoaoM 0.12 kr/y

C UCITOJIb30BAHUEM B KAYECTBE TPAHCIIOPTUPYIOLIETO ra3a a3ora ¢ pacxoaom 0.5 Mg (HOpM.
ycnoBust). CpetHeMaccoBast SHTAIBIMS TJIA3MEHHOM CTPYY Ha BBIXOJE U3 IJIA3MEHHOTO

reHeparopa cocrasisier 7.4 KBru/EM.
Huke mo moToky BBOAUTCS cMech aMMHaka (25 00beMHBIX %), Kuciaoposa (1 o0beMHBbIiM

%) u a3zota (74 06BeMHBIX %) ¢ pacxojioMm 6 Mg (HOpM. yciioBus). ATOMHOE COOTHOIIIEHUE
aniemeHTOB O/Al 1S yKa3aHHBIX pacXOJI0B COCTABIISET 1,21, a COOTHOIIIEHUE

NaMMl/IaK/AIOCTaBHHCT 15’7
[TosrydeHHBI HAHOTIOPOIIOK IO Pe3yIbTaTaM PEHTTeHO(})A30BOr0 aHAIN3A SIBIISIETCS -

OKCUHUTPHUIOM AJTIOMUHUS (pHUC. 1), yaIelIbHAas TIOBEPXHOCTH ITOPOIIKA COCTABISET 71 MZ/F,
YTO COOTBETCTBYET HAHOAMAIIA30HY Pa3MEPOB YACTHLI.

(57) ®opmyna uzoopeTeHus
Crioco0 1mory4eHust HAHOMMOPOIIIKAa OKCUHUTPUIA ATIOMUHUS, OTJINYAIOIIUNCS TeM, YTO
TOHKO/IUCTIEPCHBIN MTOPOUIOK AJTIOMUHHUS BBOJISIT B IOTOK TEPMUYECKOM IJIa3Mbl, B KOTOPOM
OCYIIECTBIISIIOT B3aUMO/IEUCTBHE ITAPOB AITIOMUHUS C aMMHUAKOM B IIPUCYTCTBUU KUCTIOPOAA
B KOJIMYECTBE, OTBEUAIOIIEM ATOMHOMY COOTHOIIEHUIO 3J1eMEHTOB 1,16<0/Al<1,24.
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