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ABSTRACT

High stable interest in aluminum oxide as one of the most widespread functional materials and
constant expansion of its possible applications cause significant production volumes, as well as the
search for new synthesis methods. Potentially, aluminum oxide can be produced by applying carbon
dioxide (CO,) as a cheap and available source of oxygen. However, the use of CO, as an oxidizing
agent requires breaking the bonds of the CO, molecule, which is a very energy-consuming process.
This paper presents a fundamentally new approach to the synthesis of aluminum oxide when applying
CO, as a gaseous precursor and oxidizer, based on the application of pulsed arc discharge plasma
of the electric erosion type. The implementation of the proposed method, called plasma dynamic
synthesis, results in producing ultradisperse aluminum oxide. The influence of the plasma jet outflow
mode on the composition and morphology of the synthesized materials is investigated. The multi-
pulse operation mode in the considered system provides obtaining of almost complete oxidation of
synthesis products and high productivity (up to 15 g per cycle), as well as allows achieving the CO,
conversion rate of up to 14.5%. The plasma dynamic synthesis implementation is found to result in
almost completely oxidized and highly dispersed product with minimum content of metal phase and
particle sizes in the range from 50 nm to 1 pm.

KEYWORDS
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AHHOTALIMA

CTaOuapHO BBICOKHI MHTEPEC K OKCHAY aJIOMHUHHS KaK OJHOMY M3 HamOoJjiee pacipoCTpaHEHHBIX
(YHKIIMOHATBHBIX MaTEPHUATIOB M MMOCTOSIHHOE PACIIMPEHUE 00IaCTe ero BO3MOKHOTO IPUMEHEHUS
00ycliaBIMBaeT 3HAYUTEIbHBIE 00BEMBI €T0 MMPOU3BOICTBA, a TAKKE MOUCK HOBBIX METOJIOB CHHTE3A.
[ToreHMaIbHO OKCH AJIFOMUHMSI MOKHO MOJTYYaTh 3a CYET UCIOJIb30BaHus yriekucsoro raza (CO,),
KOTOPBIN SIBJIACTCS JEMIEBBIM M JOCTYIHBIM HUCTOYHUKOM Kuciopopa. Omguako npumenenne CO,
B Ka4eCTBE OKMCIMTEN TpeOyeT paspeiBa cBsizedl MoseKynbl CO,, 4TO SBISETCS BECHMa SHEProsa-
TpaTHBIM TIpolieccoM. B maHHO# paboTe mpeacTaBieH MPUHIIUIIAAIBLHO HOBBIM MOAXOA K CHHTE3Y
OKCHJIa aJIFOMHHUS TIpU ucnonb3oBanun CO, B KaueCTBe ra3000pa3sHOro MPeKypcopa U OKUCIIHTE-
Jisi, OCHOBAaHHBIH HAa NMPUMEHEHUW HMMIYJIbCHOW 3JIEKTPOAPO3HMOHHOMN IUIa3Mbl JIyTOBOTO paspsa.
Peanuzanusi mpenjiaraeMoro MeTojAa, Ha3bIBAEMOTO IUIA3MOAMHAMUYECKUM CHUHTE30M, HPHUBOIUT
K TIOJTyYCHHIO JUCIIEPCHOTO OKCHIa alfoMUHUs. MccrmenoBaHo BIMSHUE PEKUMa UCTEUCHHUS TIa3-
MEHHOW CTPyH Ha COCTaB W MOP(OJIOTHIO CHHTE3MPYEMbIX MaTepHaioB. MHOTOMMITYIIbCHBIN pe-
KUM pabOThl B paccMaTpuBaeMoOl cHUcTeMe 00ecreuynBaeT MPAKTUYCCKH IOJIHOE OKHCIICHUE TMPO-
JTYKTOB CHUHTE3a U BBICOKYIO MPOU3BOAUTENILHOCTD (0 15 T 3a HUKI), a TaKKe MO3BOJISIET JOCTUYD
crenienn KouBepcun CO, 10 14,5%. YcraHoBiI€HO, YTO peanu3anus mIasMOJMHAMHYECKOTO CHHTE-
3a TO3BOJISIET CPOPMHUPOBATH MPAKTHUECKH MOTHOCTHIO OKHCIEHHBIM BBHICOKOIUCTIECPHBIN MPOAYKT
C MUHUMAJIbHBIM COJIEP)KaHHEM METAJTHYECKOU (ha3bl M pazMepaMiy YacTHIl B uarna3one ot 50 HM
1o 1 Mxm.

KJIFTOYEBBIE CJIOBA

KoakcranpHbI MAarHUTOIUIA3MEHHBIN YCKOPUTENb; JYTOBOM Pa3psij; YIABTPAAUCIIEPCHBIE IOPOIIKH;
okcu anromunus; yrumusanusa CO,; kepaMuka.

BBenenue OCHOBHBIMHU CIIOCOOAMH TOYYEHUSI OKCH-
JIOB aJIOMUHUS SIBIISIIOTCS XMUMHYECKHE TIPO-
I[ECCHI, CBSI3aHHBIE C MPUMEHEHUEM BHEIITHETO
TEPMHUYECKOTO BO3ACUCTBUS B MPHCYTCTBUU
OKHUCJIUTENS, KOTOPHIM B OCHOBHOM SIBIISIETCS
KHUCITIOPOJ, Kak arMoc(hepHbI, Tak M TEXHH-
yeckuid [17]. Tem He MeHee peakuusi OKUCIe-
HUS TIOTEHIMAIIBHO MOXKET ObITh peajn3oBaHa
npH UCHONb30BaHuu yrekucioro raza CO,,
IPU PA3JIOKEHUH KOTOPOTO 00pa3yroTCsi MOJIe-
Kyl kuciopoga O,. Onnako npoGnema npw-
menenust CO, 3aKiI04aeTcss B HEOOXOAMMOCTH
paspbia cBaseidi Monekynbl CO,, 4to Tpebyer
Oonpiux 3arpar 3uepruu [18-20]. 910 ocHOB-

KoHCTpyKIIMOHHBIE MaTepuasabl 3aHMMa-
0T BaKHEHIIEe MECTO B IMPOMBINIJICHHOCTH,
a MX COBEPILIECHCTBOBAHHUE OMPEENSIECT TEXHO-
JIOTHYECKOE pPa3BUTHE Pa3IMYHBIX OTpacieit
yenoBeueckoil nestenbHocTd. K uncny Hau-
0onee  pacHpOCTPAHEHHBIX  METAUTMYECKUX
KOHCTPYKITMOHHBIX ~ MaTepHaioB  OTHOCHUTCS
AJTIOMUHUN U ero criaBsl [ 1-6]. Takue marepu-
aJbl TMPUMEHSIOTCS TTOBCEMECTHO, B TOM YHUCIE
B JJIGKTPOIHEPTEeTHUKE, a3POKOCMUICCKON TIPO-
MBIIUIEHHOCTH, CTPOUTENbCTBE U Ap. [7—11].
[ToMuMO 3TOTO, HHTEPEC MPEACTABISIOT TAKIKE

OKCHIIbl Ha OCHOBE AIFOMUHUS, OCOOEHHO BbI-
COKOHCTIEPCHBIE TIOPOLIKH, KOTOPHIE TaKke Ha-  HOM OTPAHMUMBAIONIMH QaKTop 11s GOMbIIH-

XOJAT TIPUMEHEHHE B CAMbIX Pa3HBIX 001aCTIX CTBAa TCXHOJIOT'MHU, OCHOBAHHBIX HA IPUMCHCHHUU
[ 12—1 6] JAUOKCHU A yriiepoaa.
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Hs3BecTHO, YTO O0CHA0UTH CTAOMIBLHOCTD
monekyn CO, BO3MOXHO 3a CYET JOCTHIKE-
HUS BBICOKMX TEMIIEpATyp WM JaBiaeHuil [21].
B ocHOBHOM 3TO oOCylIeCTBIsSIeTCS MpPUMEHe-
HUEM TUIa3MEHHBIX TEXHOJIOTUH, OCHOBHBIMHU
MPEUMYIIECTBAMU KOTOPBIX, TOMUMO BO3MOXK-
HOCTH JOCTHMKEHHSI BBICOKHUX TeMIepaTyp H
JABJICHUM, SIBIIIOTCS YHUBEPCAJIBbHOCTH, HU3-
KM€ SKCIUTyaTallMOHHBIE pacxoisl U ap. Tak,
B pabore [22] S. Liu u ap. npumMeHsiercs He-
TepMUYecKas miasMa Juist npeodpaszosanus CO,
u CH, B KuCIOpOICOAEPKAIINE TPOIYKTHI,
HanmpuMep METaHON WU YKCYCHYIO KHUCIOTY.
L. Wang u np. [23] cuHTe3upoBaiu METAHOI
npu arMoc(hepHOM [JaBIEHUU M KOMHATHOM
TEeMIIepaType METOJIOM IIJIa3MEHHO-KaTaJIUuTH-
geckoro ruapuposanus CO,. M. Mikhail u mp.
B pabore [24] moka3aiu BO3MOXHOCTH MeETa-
nHupoBanuss CO, 3a cYeT pas3psAHON ILIa3Mbl
C AMdJIEKTpUYecKuM OapbepoM. Takue mMeTosb
B OCHOBHOM 00€CTI€UMBAIOT yCIOBUS UIA Mepe-
paboTku CO2 B JKUJKOCTH WJIH ra3bl U UX aJIb-
HelIlee MPUMEHEHHE B Pa3jIMYHBIX OTPacisix
MPOMBIIUIEHHOCTH. (OJHAKO CYHIECTBYIOIINE
IJIa3MEHHBIE METO/BI HE MpPEernojaraloT CHH-
T€3 Pa3IMYHbIX (PYHKIIMOHAIBHBIX MAaTEpPHAJIOB
B KpHUCTaJUIMYECKO (opMme, YTO MpencTaBis-
€TCsl TUIIOTETUYECKU BO3MOXKHBIM U MIpaKTHUYe-
CK{ 3HAQYUMBIM JIJIS TIOJTyYEHUs IIUPOKOTO KPY-
ra OKCHJOB METAIOB ¢ Hcnonb3oBanuem CO,
B KauecTBe ra3000pa3Horo npekypcopa. [loren-
[AAJTBHO TAKUE PEXKUMBI MOJIYYSHHS TUCIIEpC-
HBIX MaTepuajoB MOTYT OBITh peaTM30BaHbI
METOJIOM BBICOKOAHEPTEeTUYECKOTO TJIa3MOIH-
HAMUYECKOTO CHHTE3a. DTOT MpOIEecC IMO3BO-
JISIeT CHHTE3UPOBATh HAHO- U YJIBTPaIUCIIepC-
HbI€ TOPOUIKK Pa3INYHOro (a3zoBOro cOocTaBa
[25, 26].

Taxum o6pa3om, 1aHHOE UCCIIEOBaHNE Ha-
MpaBJICHO Ha TOJYyYEHHUE YIBTPAAUCIICPCHBIX
MOPOIIIKOB OKCHIA aTIOMUHUS TPU PACTIBLICHUN
WMIYJIbCHOW 3JEKTPOIPO3UOHHON IIAa3MBbl J1y-
rosoro paspsja B cpene CO,, urparoriei posb
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ra3o00pa3Horo mpeKypcopa W UCTOYHHUKA KHC-
Jopoza.

1. MeToauka MccaeI10BaHMNii

B03MOXXHOCTB MOSTy4eHusl MOPOLIKOB OKCH-
na amomunus B cpene CO, ucenenoBana npu
UCIIOJIb30BaHUH METO/Ia MIa3MOJUHAMHYECKOTO
CHHTE3a, OCHOBHOW MPUHLUI pabOThl KOTOPOT'o
nonpoOHo omucad panee [21]. KoncTpykTuBHO
CUCTEMA IJIa3MOJUHAMHYECKOIO CHHTE3a CO-
CTOWT U3 TPEX OCHOBHBIX IeMEHTOB (puc. 1): a)
CEKLIMOHUPOBAHHOTO €MKOCTHOI'O HaKOIUTEIS
SHepruy; 0) KOAKCHaJIbHOTO MarHUTOIIa3MEH-
Horo yckoputens (KMITY) ¢ merammnueckumu
AJIeKTpoJaMu; B) paboueill Kamepbl-peakTopa,
B KOTOPOI HEMOCPEICTBEHHO IIPOUCXOIUT IIPO-
L[ECC CUHTE3a.

OCOOEHHOCTBIO HAKOMMTENs SIBISETCS €ro
CEKLIMOHUPOBAHHOE HCIOJIHEHHUE, I03BOJISIO-
1iee OCyLIECTBIATh 2AnekTponuranne KMITY
C BO3MOXXHOCTBIO U3MEHEHUS UICXOAHBIX dHEpre-
THYECKHX MTapaMeTpoB (MakCUMallbHOE pabouee
nanpspkenne U, = 5,0 kB, MakcumanbHast eM-
kocth C, = 28,8 MD, MaKcuMasbHasi HaKaIlIu-
BaeMas sHeprus W, = 360 x/[x) n konuuecTna
IIOCJIEZIOBATENIbHBIX HMITYJIBCOB 3JIEKTPOIUTA-
Hus. Ilocneanee peanusyercs MmyTeM MOAAYH
YOPABISIIOUIUX CUTHAJIOB OT MHOTOKaHAJIbHOTO
re’eparopa 3ajaepkaHHbIX HMITyIbcoB (DPQ)
Ha Onoku ympasnenuss (CU) ympaBiseMbIx
cuinoBbIx Kitoued (PK), moakimodeHHbIX K co-
OTBETCTBYIOIIIUM CEKLUSM KOHJIEHCATOPHBIX
Oarapeii. 3aMbIKaHHWE 3THUX CHJIOBBIX KITFOUEH
NPUBOAUT K pa3psily KOHJIEHCATOPHBIX Oara-
peit Ha Harpysky, kotopoil sBisietcas KMILY, u
B IIENIM HAYMHAET MPOTEeKaTh TOK pa3psaa. Pe-
TUCTpalUsl SHEPreTUYECKUX MapamMeTpoB Ipo-
1ecca, a MMEHHO TOKa paspsija U HalpsKeHUs
Ha 3JIEeKTPO/Iax, OCYLIECTBIUIaCh IPU MOMOIIH
TpaHchopmaropa POroBckoro u oMM4eCcKoro je-
JUTENsl HapsDKEHUs COOTBETCTBEHHO. CHrHa-
Jbl PETUCTPUPOBAIUCH MPH MOMOIIHU LIUPPOBO-
ro ocumsuiorpada Tektronix TDS 2012.
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Puc. 1. [IpyHunnuanpHas cxema dKCIIepUMEHTAIbHON YCTaHOBKHU:
1 — yenmpanvhsiil s1eKkmpoo; 2 — memannuieckas 0bouma, 3 — COCMABHOU U30NAMOP YEHMPALLHO20 3NEeKMPoOd;
4 — antomunuesas 6Cmaska YeHMpPAaIbHO20 INEKMPOOd, 5 — GHEUHA UHOYKMUGHAS cucmema; 6 — niaeKas nepemviuka,
7 — anoMuHuesblil 31eKmpoo-Cmeol

Fig. 1. A sketch-map of the experimental setup:
1 — central electrode; 2 — metal holder; 3 — insulator of the central electrode,
4 — aluminum insert of the central electrode; 5 — external inductive system; 6 — fusible jumper;,
7 — aluminum barrel electrode

KoakcuanpHblii MarHUTOIIIA3MEHHBIN YCKO-
pUTENIb MPEJCTABISAET COOOH KJIaCCUUECKUH
Z-MHY yCKOpUTENb, PA3MELICHHBI BHYTPHU
MOIIIHOM WHAYKTUBHON CHCTEMBI, HEOOXOIu-
MOM NIl BBIPAaBHUBAHUS IEKTPO3PO3UOHHOTO
W3HOCA M0 JUIMHE 3JIEKTPOJa-CTBOJIA M JOMOJ-
HUTEJILHOTO YCKOpEeHMs IuIasmbl. MHuImMupo-
BaHUE TYyTrOBOIO pa3psiia OCYyIIECTBISAETCS IO-
CPEIICTBOM NEPEMBIYKH, BBITIOJHEHHON B BHJIE
ciost rpaduTa, HAHECEHHOTO Ha BHYTPEHHIONO
IIOBEPXHOCTh H30JISITOPA LIEHTPAJIBHOIO 2JIEK-
Tpoja. IIpu 3aMbplkaHUM KOHTypa 3JIEKTPOIU-
TaHHUsT OT €MKOCTHOI'O HAKOIIUTEJS HAYMHAET

IIPpOTEKaTh TPEIOIIUNA TOK paspsiia, KOTOPBIA
IPUBOJUT K ITPOOOI0 MEKIIEKTPOIHOTO IIPOMe-
KyTKa U (POPMHPOBAHMIO TUIA3MEHHOM CTpYK-
TYpbl CHJIBHOTOYHOIO JTyroBOIO pas3psiia TuIa
Z-IMHY C KPYTOBBIM IUIa3MEHHBIM IIOPILIHEM,
KOTOpasi B MOCJIEJICTBUE YCKOPSAETCS BAOJIb BHY-
TPEHHEN MOBEPXHOCTH IEKTPOIa-CTBOJA.

B mpouecce padorsr KMITY ocHoBHOM mipe-
Kypcop cuHTe3a (aJlOMUHUII) HapabaTbIBaeTCs
IEKTPO3PO3UOHHBIM IIYTEM C IOBEPXHOCTH
IEKTPOJA-CTBOJIA IIPU FOPEHUM U IepeMelle-
HUU B HEM CHJIBHOTOYHOI'O JAYTOBOTO pa3psna,
TEeMIEpaTypa IUIa3Mbl KOTOPOIO COCTAaBISET
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nopsiaka 10 K [22]. HemocpeacTBeHHO CHH-
T€3 HAHO- M YJIBTPAJUCIEPCHBIX MaTepUajoB
OCYUIECTBIIIETCA B paboueil kamepe-peakTope,
3aMOJHEHHOW YIMIEKHCIIBIM Ta30M NpH HOP-
MaJbHOM JIaBJICHUH U KOMHATHOM TeMIleparype,
MPU  PACHBUICHUH JKUIKO(PA3HOTO Marepuaja
B cBOOOMHOE mpocTpaHcTBO. [lepen 3akadxoit
YIJIEKHCIIOTO Ta3a KaMepa-peakTop BaKyyMUpy-
ercst (hOpBaKyyMHBIM HAaCOCOM Ye€pe3 Ta30BBIN
KOJIJIEKTOP, TIOCJIE YEro MPOU3BOAUTCS HAIyCK
yrmiekucnoro rasza (uuctora 99,8%). Jlasne-
HUE Tra3a B KaMepe-peakTope KOHTPOIUPYETCs
MOCpeCTBOM MaHoMmeTpa. B cucreme Ttakxe
MPelyCMOTPEHA PETUCTPAIIHsI COCTaBa ra30BOit
Cpelbl pH MmoMoIu razoananuzaropa (Tect-1,
bounep, Poccus). B xone uccrnenoBanus cocras
ra3oB OIICHUBAJICS HEMIOCPEICTBEHHO Mepes 3a-
IyCKOM CHCTEMBI, MTOCJIEe 3aKaYKU YIJIIEKHUCIIOTO
rasa M cpa3y nocjie OKOHYaHUs MPOTEKaHUs pa3-
PSAIHOTO TOKA, MMyTeM OTKPBITHS MEPEMYCKHOTO
KJIaaHa.

COop CUHTE3MPOBAHHBIX MPOIYKTOB OCY-
IIECTBIISJICS TIOCTIE UX €CTECTBEHHOTO OCaXKe-
HUA B aTMOC(epe KaMephI-peakTopa B TEUCHHE
1 yaca mocne 3amycka cuctembl. Macca auc-
MEPCHBIX MaTepHaJIOB OIEHUBANIACH C HCIOJb-
30BaHHEM AHAJIUTHYECKUX BECOB C TOUYHOCTHIO
J10 2 3HaKa MOCJIe 3arsTOu.

@Da30BBIi  COCTaB M  KpHUCTANIMYECKas
CTPYKTypa TMPOIYyKTOB TUIa3MOJUHAMUYECKO-
IO CHHTE3a U KepPaMUKHU HCCIEIOBATUCH METO-
JaMU PEHTIeHOCTPYKTypHOTro aHamm3a (XRD)
¢ ucrnonb3oBanuem audpakromerpa Shimadzu

XRD 7000S (CuKoa-uzmyuenue), mporpaMMbl
Crystallographica Search-Match 2.1.1.0. 1 6a3sr
CTPYKTYPHBIX JaHHBIX «PDF4+y.

Mopdosorusi 00bEKTOB B COCTaBE MPOAYK-
TOB CHHTE€3a M CTPYKTypa KEpPaMHUKH HCCIEI0-
BaJIUCh METOAAMH CKaHUPYIOLIEH 3JIEKTPOHHOU
MHUKPOCKOITUHM C MCIIOJIB30BAHUEM MHKPOCKOIA
Hitachi TM-3000. Ctpykrtypa u (a3oBas mpu-
HAJIJISKHOCTh HAHOJMCIIEPCHBIX YacTHI[ IPO-
JTYKTOB CHHTE3a HCCJIEJOBAaHBl METOJAMH IIPO-
CBEUMBAIOIEH  3JIEKTPOHHOW  MHUKPOCKOIIUHU
C ucHojib3oBaHHeM Mukpockona Jeol JEM
2100F npu yckopsitomieM Hanpsbxkenuu 200 xB.

2. Pe3yabTarsl 1 00CyKaeHHE

[Tony4yeHne oxcupa amOMHHHMSA B paccMa-
TPUBAaEMON CHCTEME IJIa3MOJMHAMHUYECKOTO
cHHTE3a B ciyvae ucnonb3oBanusa CO, B Kaye-
CTBE paboyYero raza BO3MOXHO TOJBKO B CIIydae,
KOI7Ia SHEPruu nporecca OyeT 10CTaTOuHO IS
paciierenus Mosexya CO, u BEICBOOOXKIEHHS
kuciaopoza. Torna npu pacnbuleHMH METalICO-
JiepKalei mia3Mbel OyaeT MPOUCXOJUTh OKHC-
JeHue (QOpPMHUPYIOIIMXCA YacTHIl ¢ 0Opa3oBa-
HUEM OKCHJOB MeTa/uloB. JlJi1 IeMOHCTpanuu
BO3MOYKHOCTEN TIa3MOIMHAMUYECKOTO CUHTE3a
[0 MOJyYEHHIO MOPOIIKOOOPA3HBIX MPOJYKTOB
B CpeJie YIVIEKHCIIOTO ra3a MpoBeICHbI dKCIIepU-
MEHTBI C OJJHOKPATHBIM U TOCIIE10BAaTEIbHBIMU
YeThIPEXKPAaTHBIMU UMITYJIbCAMH JIEKTPOIUTA-
HUSl YCKOpPUTEINs, OCHOBHBIE JAaHHbBIE KOTOPOI
npuBesieHbl B Ta0n. 1. XapakrepHble oclMILIO-
rpaMMBbl Ipoliecca NPUBEAEHBI Ha puc. 2.

Taﬁ.ﬂuua 1. OcHOBHBIC napaMeTpbl SKCICPUMCHTOB IO CUHTE3Yy OKCHJIa aJIIOMUHUA B CPEAC YITICKHUCIIOIO Ira3a

Table 1. Main parameters of experiments on aluminum oxide synthesis in carbon dioxide environment

K()J'[-BQ Uch Cch Uarc Imax max VVs ZLpul Pav Ame m
UMITYJIBCOB | ky mF kv kA [ MW | kI pus | MW g g
1 14,4 1,00 | 117,0 | 116,7 | 26,4 | 480 | 55,0 | 7,52 | 5,56
0,86 | 86,4 | 74,2 | 12,6 | 308 | 40,8
2,5 0,84 | 88,2 | 73,7 | 12,9 | 328 | 39,3
4 4x7.2 20,41 | 15,64
086 | 82,8 | 71,1 | 12,7 | 326 | 388
0,86 | 82,8 | 71,1 | 12,9 | 324 | 39,9
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Puc. 2. XapakrepHbie ocruuiorpaMmmbl Hanpspxerust U(t), Toka 1(f), MorHOCTH paspsna P(t)

Y TIO/IBEZICHHOM HEpTuu W(f) B ONHO- M YETHIPEXUMITYIIECHOM pEKUMaX pabOoTHI
CHCTEMbI TUIa3MOIMHAMHYECKOTO CHHTE3a

Fig. 2. Typical oscillograms of voltage U(?), current /(z), discharge power P(t)
and supplied energy W(?) in one- and four-pulse operation modes
of the plasma dynamic synthesis system

B xome OIHOMMITYJIBCHOTO 3JIEKTPOMHUTA-
HUs yCKOPUTEIIS UIATEIBHOCTBIO 7\, TIPOMC-
XoauT (OPMUPOBAHUE TYTOBOTO TUIA3MEHHOTO
paspsia, ero yCKOpEHHE M paClbLICHUE B ra-
3000pa3HOi cpee CO,. Kak BuIHO U3 JIaHHBIX
Tabn. 1, sHepreTuveckue napaMmeTpsl mporecca
(HampspKeHUe, aMIUTHTY/Ia TOKA, MaKCUMaJIbHas
U CPelHssl MOLIHOCTh pa3psiaa), MO-BUAUMOMY,
OTIPENENSAIOT  WHTEHCUBHOCTH  BBICOKOIHEP-
TCTUYCCKOIo IIJIa3MCHHOI'O B03,[[eI>'ICTBI/IH Ha

monekyisl CO,, pasnaras MX Ha yrapHeli ra3s
CO u xucnopon O,. Hanmuuune BrIcBOOOIMBIIE-
rocs Kuciopoga OydeT MPHUBOAMTH K OKHCIIe-
HUIO PaCHbUIEHHOTO 3POAUPOBAHHOIO METAILIA.
Taxum 0o0pa3oM, JJOTUYHO MPENNON0KUTh, YTO
conepkanre CO, MO UTOrYy TaKoro mporecca
JIOJKHO yMEHbIIAThes, a coaep:xkanue CO Bo3-
pacrars.

Kak BugHO M3 mpencraBieHHbIX B Tabm. 1
JAHHBIX, OCHOBHBIM OTIMYMEM 4-X HMITYJIbC-
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HOTO pPEXHMMa SBISIETCS 3HAYUTEIBHOE CHHU-
JKEHUE AMIUIMTYIbl pa3psAHOTO TOKAa M JHEp-
TeTUKH €AUHMYHOIO uMIynbca 10 ~86+3 kA
n 12+1 xJD>k COOTBETCTBEHHO. JTO, B CBOIO
o4yepeb, CKa3bIBaeTCsl Ha 3JIEKTPOIPO3HOH-
HOHM HapaOoTke marepuana. [IpoBeaeHHbIE pa-
Hee HCCIEeN0BaHMs MOKa3aau, YTO peanu3arus
rporecca  IUIa3MOJMHAMMYECKOIO  CHHTE3a
CO CXOXKEH JHEpPreTMKON B paMKax €IUHUYHO-
0 UMIYJIbCa 3JEKTPONUTAHUS HE IO3BOJISET
OCYIECTBUTH APPEKTUBHYIO HapaOOTKy Mmare-
puana, a snekTpospo3ust He npesbimaer 0,1 r
[27, 28], mOCKOIBKY HE MpEBbINIAET MHHHU-
MaJbHO OOOCHOBaHHOW BEJIMYMHBI MOJBEICH-
Hou »Hepruu. [locnenoBarenbHOE yBEIMUYEHUE
YHUCJla UMITYJIbCOB MPUBOAUT K POCTY IIEKTPO-
9PO3HHU AIEKTPOJA-CTBOJIA U JOCTUTAET MAKCH-
MaJIbHBIX 3HAYEHUN NPHU YETHIPEXUMITYJIbCHOM
pesxxume pabotThl cucteMsbl. JlormyHo mpenmo-
JIOXKUTH, YTO 3TO OOYCJIOBIEHO BO3PACTAIOIINM
TEIUIOBBIM BO3AECMCTBHEM OT NPOTEKAHUS TOKA
JyTOBOIO paspsAjia MO 3JIEKTPOJHOM cHucTeMe

e(CO), Yo
18
| a)
15 - ~
] 4 pulses
121 H///
] /
!
9 4 II."
6 Q‘ || after exp.
1= » -- ' _‘ | >
3 4 before J//m
0 : :

0 200 400 600 800 1000 rs

YCKOpUTENS B paMKax MOCIIEI0BaTeIbHON IO-
Jla4ll UMITYJIbCOB. JTO K€, MO BCEW BUIUMO-
CTU, JOJIKHO NPHUBOIAUT K 6OHLH_I€I‘/‘I aKTUBallun
YIJIEKHCIIOTO Ta3a B 00beMe KaMephI-peakTopa B
X0[4¢C MCPBBIX UMITYJIBCOB SJICKTPONIUTAHUS, 10~
CTHUTrasi MAaKCUMaJIbHOTO 3HAUEHUS K YETBEPTOMY
HUMITYJIBCY.

Pe3ynbpraThl aHanuza coctaBa ra3oBoil cpe-
Abl 1O W TIOCJIC TPOBCACHUA SKCIICPHUMCHTOB
IUIa3MOAMHAMUYECKOTO CHHTE€3a B OAHO- H
YEeTBIPEXUMIYJIBCHOM pEeXHUMax paboThl MpH-
BEJCHBl Ha PHUC. 3 U MOATBEPXKIAIOT BHICKA-
3aHHOE mpeanojoxeHue. Kak BugHO U3 mpen-
CTaBJICHHBIX 3aBUCUMOCTEHN, Harboiee akTUBHO
npoucxoaut pasnoxenue CO, B pexume ¢ ve-
TBIPEMSI UMITyJIbcaMU. Pe3ynbTaThl m3MepeHui
IMOATBCPIKAAIOT CHHPABCIAJIMBOCTD BbHICKA3aHHBIX
CYXJIEHUM, 4TO 3aMETHO IO BEJTMYHMHE KOHBEp-
cuu CO, n mpupocty CO B Kamepe-peakTope.
Tak, Benmunna xonsepcun CO, B cirydae uc-
MMOJIb30BAHUSA MHOTOMMITYJIBCHOI'O PCKHUMaA CO-
crasuia 15%.

e CO), %o
| b)

|emrreny
95 1 before

exp.

1 pulse
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[
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Puc. 3. Kpusble n3meHneHns cojep>kaHus ra3oB B 00beMe KaMepbI-peakTopa
JIO ¥ TIOCJIE TIPOBE/ICHHS SKCIIEPIMEHTOB B O/THO- U YETHIPEXUMITYJILCHOM PEXUMAX PaOOThI
CHCTEMBI TUIa3MOIMHAMHYECKOTO CHHTE3a

Fig. 3. Curves of changes in gas content in the reactor chamber volume
before and after experiments in one- and four-pulse operation modes
of the plasma dynamic synthesis system

96 2023.T 5, Ne3(13)



HesnauutenbHble 00beMBbI MpeoOpa3oBaH-
noro CO, B paMKax SJIEKTPOIIUTAHUS YCKOPH-
TeJI €IMHUYHBIM UMITYJIBCOM, 10 BCEW BUAM-
MOCTH, OOYCJIOBJIEHBI TE€M, YTO 3HAYMTEIHHOE
KOJIMYECTBO HEPIMU TPATUTCS HA Pa3pbIB CBS-
seit CO, ¥ paciiaB NPUIIOBEPXHOCTHOTO CJIOs
JIEKTPOJA CTBOJA M AJIEKTPOIPO3HUOHHYIO Ha-
paboTky Matepuana. B Toxe Bpems ObicTpo-
Ta NPOTEKAIOUIMX pPEeAKIUHd (AJTUTETBHOCTh
nMmiyibsca MmeHee 500 MKC) He MO3BOJSET OCY-
mecTBUTh A(HEKTUBHOE B3aMMOJICUCTBUE HO-
HU3UPOBAHHOIO ra3a C yKe paclbUIEHHBIM Ma-
tepuanoM. Ho maxke HecMOTps Ha 3TOT (akT
oOHapy>KeHa MepPCHEeKTUBHOCTb MCIOIb30BAHUS
TaKOM ra3oBOM cpelbl AJIs MOJyYeHUs] OKCHJIA
anoMuHMs. JIOTMYHO MpeAnoNokuTh, 4TO MO-
BBIIIEHUE YHEPIETUKH B 3TOM cllydae He OyneT
MOJIOXKUTENIBHO CKa3blBaTbCsl HA pe3yibTaTax
konBepcuu CO,, MOCKOJBKY JUTUTETLHOCTD UM-
yJbca 3JIEKTPONUTAHUS CYIIECTBEHHO HE H3-
MeHHTcs. B ¢Bs3M ¢ 3TUM Hanbosee onTuMab-
HBbIM Ka)KeTCsl peasn3alysi MHOIOMMITYJILCHOTO
pexxuMa paboThl CHUCTEMBl IPU HOHUKEHHON
SHEpreTUKe OJMHOYHOIO MMITylbca. B Takom

MATED

pEeXKHME YHEPTHUS MEPBBIX UMITYIHCOB AIEKTPO-
MUTaHWUS 3aTPAaurBaCTCsS HA MOHHM3AIHMIO Ta3a |
pa3orpeB AEKTPOa-CTBOA, B TO BpeMsI KaK Ha-
paboTka OCHOBHOTO MaTepuaja B IOCTATOUHBIX
00bEeMax M €ro paclbUICHHE B MOHH3UPOBAHHOE
POCTPAHCTBO MPOUCXOIUT MPH MOCIEAYIONIUX
UMITYJTbCaX AIIEKTPOIUTAHUS.

HccnenoBanne (ha3oBoro cocraBa MeTo0M
PEHTreHOBCKOH nudpakromerpuu (puc. 4) Koc-
BEHHO MMOATBEPAUIIO PE3YIBTAThI UCCIICIOBAHUS
KOHBepcUHU Ta3oB. Kak BHIHO 1O audpakTo-
rpaMMaM MOPOIIKOB, MOTYYSHHBIX PU OTHO- U
YETHIPEXUMITYIIBCHOM pPEXHMax pabOThl CHUCTE-
MBI TUIA3MOJMHAMUYCCKOTO CHHTE3a, IMPaKTH-
YECKHU BECh IPOJAMPOBAHHBIN MaTrepual, 3a uc-
KITIOYCHUEM HEOOJBIIOr0 KOTUYECTBA YHCTOTO
MeTajlla, Nnepemen B okcuanbie dasel v-AlLO,
u 6-MgAL O, , KoTOpble MOTYT 00pa30BHIBATE-
Csl B YCIIOBHUSX HeJocTarka kuciopoma. Obpa-
30BaHHWE MArHUEBOHM IIMUHEIH O0YCIOBICHO
HAJIMYUEM YHCTOTO METAITTMYECKOTO MarHus B
COCTaBE MCXOIHOTO aTFOMHUHUEBOTO CILIaBa, UC-
MOJIb30BAaHHOTO TIPH M3TOTOBJIICHUU TPYO W ITO-
CITY’KMBIIUX OCHOBOM 11 AnekTpoioB KMITY.
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Puc. 4. Pezynsrarsr XRD ananm3za npoayKToB, MOTYYEHHBIX B OJHO- (@) M YETBIPEXUMITYIBCHOM (0) pesKUMax pabOThI
CHCTEMBI TUIa3MOIMHAMHYECKOTO CHHTE3a

Fig. 4. XRD analysis results for products obtained in one-pulse (a) and four-pulse (6) operation modes
of the plasma dynamic synthesis system
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Puc. 5. Pezynbrarel pacTpoBOM 3JIEKTPOHHON MUKPOCKOIIMHI
MIPOAYKTOB MJIa3MOANHAMUYECKOTO CHHTE3a, Oy YeHHBIX
B UETBIPEXUMITYJIbCHOM PEXHUME PaOOTHI

Fig. 5. Results of scanning electron microscopy
for plasma dynamic synthesis products
obtained in four-pulse operation mode

HccnenoBanue rpaHylOMETPUYECKOTO CO-
CTaBa TIOJIyYE€HHBIX JHCHEPCHBIX Marepua-
JIOB TO3BOJIMIIO OTMETUTH PsIi OCOOCHHOCTEH
(puc. 5). AHanm3 0030pHOTO CHUMKA CKOTUICHHUS
YacTHIl HE TO3BOJIMI BBIIBUTH KaKUX-THOO OT-
YEeTIMBBIX MOP(OIOTUIECKUX O0COOEHHOCTEH
y TPUCYTCTBYIOIUX 00BekToB. bomee Toro,
npu OmmKaimeM paccCMOTPeHHH OOHAPYKH-
JI0Ch, YTO TPUCYTCTBYIOUINE OOBEKTHI MpE-
CTaBJISIIOT COOOM arnomeparhl, COCTOSIIME W3
BBICOKOJIMCIIEPCHBIX YaCTHII, pa3MepamM MeHee
100-200 aM. DTO 3aTpyaHseT UX HACHTU(DUKA-
IIMIO HA UCTIOIb3YyEMOM pa3pelieHuN.

B a10ii cBsi3u 1151 G0s1ee TOPOOHOTO HCcIIe-
JIOBaHUS CTPYKTYPBI UACTHUI] CHHTE3UPOBAHHOTO
OKCHJIa aTIOMHHUS OBUTH TPOBEICHBI UCCIIEHO0-
BaHHUSl METOJAaMU MPOCBEYMBAIOIICH 3JIEKTPOH-
HOM Mmukpockonuu. Ha puc. 6, a mpuBeneH
0030pHBIN CBETIONOIBHBI MHUKPOCHUMOK Xa-
PaKTEpHOTO CKOIUICHHS] HAHO- U CYOMHKpOH-
HBIX YaCTHUI[ CHHTE3UPOBAHHOTO MPOayKTa. Mu-
KPOCHHMOK TIOKa3bIBACT, YTO MeJKas (ppaxius
MPOAYKTa, MPUHIUIHAIBHO YYUTHIBAEMas Mpu
aganmn3e MetogamMu TEM, BKiIIo4aeT HECKOIBKO
TUTIOB KPUCTATUYECKUX 00bekToB. Hambomee
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BBIJICTISIIOTCS. OTHOCHUTENBLHO KpyMHbIe (Ooree
400 HM) cyOMUKpPOHHBIC YACTHIIBI, UMEIOITUE
BBIPOKCHHYIO  KPHCTAJUTMUECKYI0  OTPaHKY,
a 3HAYUT, SBJISIONINCCS MOHOKPHCTAJIHYE-
CKUMHU. B HacToslieM CKOMJIEHWH OHU TMpe.-
CTaBJICHBI YaCTUIIAMH B BHJIE MPABWIBHOTO
MHOTOYTOJIbHUKA M KBaJpaTa B IUIAHE, MPUYEM
MOCJICAHUA OOBEKT CBETUTCS B TEMHOM TIIOJIC
IpU CIIBUTE anepTypHOI Anadparmel B 001aCTh
peduexcos y-Al O, (400) n 6-MgAl O, (400).
[ToMuMoO OATBEPKIACHHS TOCPEACTBOM TEMHO-
ro momnsi (a3oBas MPHHAIICKHOCTh OOBEKTOB
YKa3aHHOTO THIIA MOXET OBbITh YCTaHOBIIECHA
KPUCTALIOTPAPUIESCKUM aHAIM30M. MHOTO-
yToNibHAs B TUIaHE YacTUIIA COOTHOCUTCS C TIPO-
cToil (hopMoOii TEeKOKTadpa, a YacTHIa B BHJE
KBaJlpara B IJIaHe — C IPOCToi (hopMoii rekcas-
npa (ky6a). O6e mpoctbie GOpMBI COOTBETCTBY-
10T KyOM4eCKON CUHTOHUU U, B YaCTHOCTH, KpH-
crayuorpagudeckomMy kiaccy [29], KoTopsrii
YIAOBIETBOPSIET ~MPOCTPAHCTBEHHON  Trpymme
(no. 227) mns ramma-(a3sl OKCUAA aTFOMHHHUS
A1203. B cnyuae Gonee Menkux yacTuil HaOIO-
JaeTCsl CYIISCTBEHHOEC W3MCHCHHE TraduTyca
KpuctamioB. M3BectHo, 4To Mopdonorus Ha-



HOKPHCTAJIIIOB MOXKET MEHSTHCSI BMECTE C U3Me-
HEHUEM pa3Mepa, MOCKOIbKY MPU YMEHbILIEHUN
pazMepa 4acTHIl 0 HAHOMETPOBOTO MacITada
MMOBEPXHOCTHBIA 3(PPEKT CTAaHOBUTCS JTOMH-
HupytoummM. Tak, mpu mMamoMm pasmepe (MeHee
100 BM) QopMuUPYIOTCS YaCTHIIBI MPUOIHU3H-
TEJIbHO cepuueckoil popMel, pu pazmepe va-
crur] 0ostee 100 HM YacTUIBI C YETKOM MHOTO-
rPaHHOM MOHOKPHUCTAJUIMYECKOW CTPYKTYpPOH
Oomee crabunbHbl [30]. Yka3zaHHas TCHACHIIHS
OYCBUJHA TPU CPABHCHHHM YACTHI] CpPEIHEH
¢dpakaum (70-120 wm, mHanpumep, I u III),
IJe MPUCYTCTBYET HEKOTOpasi OrpaHKa, U Mell-
koit (meHee 70 M, Hanpumep, 1V), rne popma

MATED

cTaHoBHTCs cheprueckoit. Kpome Toro, menkue
YaCTHILIBI MPEUMYIIECTBEHHO CLEIUICHBI B IIJIOT-
HBIC arJioMepaThl W3-32 BBICOKON MOBEPXHOCT-
HOU »Hepruu. dazoBas WACHTU(DUKAIUSI YyKa-
3aHHBIX YACTHI] HECKOJIBKO 3aTpyJHEHA B CHITY
HAJIM4YUsl B CUCTEME MarHusi, o3TOMY MEJIKYIO
U 9acTh CpeAHEH (PpaKiuu TOMyCTUMO paccMa-
TpuBaTh Kak npuHamiexamyo y-AlLO, (400)
u 8-MgA126O40, YTO BUJHO U3 TEMHOMNOILHBIX
TEM-CHUMKOB COOTBETCTBYIOIIUX OOBEKTOB
(I, I, IV), cHATBIX Npu CABUIE anepTypHOU
nuadparmMel B 00J1aCTh CIBOEHHBIX PEGIIEKCOB
yKa3aHHBIX (a3.

(3-1\-‘1[_.9(_-3; 1-‘_».50-40 _.

.

(S-LIE_"_% ].‘: 6 0] 10

Puc. 6. Pesynbrarsl mpocBeynBalieil dJIeKTPOHHON MUKPOCKOIIMH ITOPOIIKOB OKCH/IA ATFOMUHHUS:
a — 063opnuitl céemaononvuviti TEM-cuumox, 6 — SAED, 6-dic — meMHONoIbHbLE UB00PAdICEHUS
ommeuennvix wacmuy (I, Il, II, IV) 6 ceeme yrazannvix
peguexcos 1 (8), 2 (2, 0, ), 3 (dic)

Fig. 6. Results of transmission electron microscopy of aluminum oxide powders:
a — overview bright-field TEM image; 6 — SAED; s-o1c — dark-field images
of marked particles (I, I1, 11, IV) in the light
of the indicated reflexes 1 (8), 2 (2, 0, e), 3 (dc)
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Takum o0Opa3oM, B pe3yibTaTe peanu3aiun
npolecca a3MoAMHaAMUYECKOTO CUHTE3a B ra-
3000pa3Hoil cpesie yIIIEKUCIIoro ra3a ¢ UCob-
30BaAHUEM KOAKCHAJIBHOI'O MAarHHUTOIIJIa3MEHHO-
T'O YCKOPUTEJSI ¢ aJJFOMUHUEBBIMU AJIEKTPOJAMU
yIa10Ch CHHTE3UPOBATh BBICOKOIUCIIEPCHBIM
marepuan B cpezie CO,.

BriBoabI

B pamkax npoBeIEeHHBIX MCCIIEIOBAaHUU I10
CHHTE3y JUCIIEPCHOI0 OKCH/A AJIFOMUHHMSI B UM-
IyJbCHOM IJIa3M€e AYrOBOIO paspsja, paciblis-
eMOH B cpelly AMOKCHJA yIiIeposia, YCTaHOBIIe-
HO clIefyIouiee:

1. Meton mmra3sMoaIMHAMHYECKOTO CHHTE3a
MO3BOJISIET IMOJy4yaTh JUCIIEPCHBIE MaTepUalbl
OKCHJIa ATFOMHMHHS Npu ucnojb3oBanun CO,
B KauecTBEe Ia3000pa3HOro MpeKypcopa B X01e
enMHOro padoyero nporecca reHepanu 1 pac-
MBUICHUS UMIYJICHOM IJIa3Mbl JIyTOBOTO pas-
psna.

2. B MHOrouMmIyiabCHOM pexXHUMe paboThI
cucTeMbl (IOociiefioBaTelbHas TIeHepauus 0
4-X TUIa3MEHHBIX CTPYH BO BPEMEHHOM HMHTEp-
Bajie MeHee 3 Mmc) crenenb konsepcun CO, n
Macca CHUHTE3UPYEMOIO IPOAYKTa IOCTUTAKOT
MakcuMasbHbIX 3HaYeHui (14,5% u ~15 r coor-
BETCTBEHHO), DTO OOBACHIETCS YBEIMUEHHBIM
3HAYEHHUEM DJIEKTPOIPO3HH, BbI3BAHHBIM IOBbI-
LIEHHBIM Pa30rPEeBOM 3JIEKTPOAA-CTBOJIA O]
JEICTBUEM IOCJIEN0BATEIbHO IPOTEKAIOIINX
UMITYyJIbCOB TOKa M 0OOpa3oBaHHEM OOJIBIIETO
KOJIMYECTBA KUCIIOpOa 3a cueT OoJiee BHICOKOM
crenenu kouepcuu CO,, uT0 co3naer Omaro-
NPUATHBIC YCIIOBHSI AJISl CHHTE3a OKCHIA allio-
MUHUS.

3. B pesynaprare peanuzanuu mpoiecca
yAaeTcsl CUHTE3UPOBaTh OKCHJIHBIE MaTepHallbl
C MUHMMAJIHBIM COJIEP’KaHUEM METaITTNYECKO-
0 aJIOMHMHUS, XapaKTepU3YIOIUECs BHICOKOAU-
CHEPCHBIM COCTOSIHUEM M CPEIHHM pPa3MEpOM
yacTUll B quanasode 50 aM — 1 MKM.

Takum o00pa3oM, NOKa3aHa BO3MOXXHOCTb
MPUMEHEHUS JIMOKCHA YyIVepoJa B KadecTBE
ra3oo0pa3HoOro IMnpexKypcopa Hpu pacHbUIEHUU
METAJIIOCOAEPKAIEH IIa3Mbl  MMITYJIbCHOTO
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JyTOBOTO paspsna. JlaHHas TEXHOJIOTHUS MOXKET
OBITH MCIIOJIB30BaHA B JAJbHEHIIEM UL OIXHO-
CTaJANIHON TIepepaboTKU TUOKCHIA YyTIIepoaa
U TIOJIy4E€HUS IPOAYKTOB C 100aBIEHHOW CTOU-
MOCTBIO B BHJIC BHICOKOJMCIICPCHBIX MTOPOIITKOB
OKCH/JIa aJTFIOMUHUSIL.
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