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B paHHoi paboTe GbINo UcCnefoBaHo BNUsIHWE BO3AENCTBUSI KOMMPECCUOHHBIX Ma3MeHHbIX NOTOKOB Ha CTPYKTYpHO-hasoBoe
COCTOSIHME aHOAHOIO OKCWAA arntoMUHWS, BbIPALLEHHOMO SNEKTPOXMMUYECKUM CMOCOGOM Ha MOBEPXHOCTM artoMUHWEBOrO CraBsa.
PeHTreHOCTPYKTYPHbIN aHanu3a, pacTpoBasi 31IeKTPOHHasi MUKPOCKOMUSI U 3HEPTOANCTIEPCUOHHBIA MUKpPOaHanu3 Gbiny Mcnorb3oBa-
Hbl ANsi NPOBEAEHVS UCCMEeAOoBaHWi. YCTaHOBMNEHO, YTO NMasMeHHOe BO3AeWiCTBME NPUBOAWUT K PaCTPECKUBaHWIO CINOSi OKcuaa,
TOMNLWMHA KOTOPOro yMeHbluaeTcs ¢ 40 40 26 MKM NP yBeIMYeHUW SHEPrUM, NOTMOLLEHHON NOBEPXHOCTHLIM crioeM. B pesynbTaTte
NnaBrieHns U NocneaytoLleil KpucTanmsaumm B NOBEPXHOCTHOM CIIOE TOMWMHOW 3-9 MKM NPOUCXOAWT MEPEXOA W3 PEHTIEHO-
aMOpP(HOro COCTOSIHUSA B KpucTannuyeckoe. HavbGonee ycTOMYMBOM B TakuMxX YCNOBUSIX SBMSIETCA HU3KOTEMMepaTypHas ¢asa y-
Al,O3. B aHann3mpyemom crioe BO3MOXHO MPUCYTCTBUE APYrUX NONMMOPEHBLIX MOAUGUKALIMIA OKCUAA arntoMUHNS.

Knrodeeble cnoea: aHOAHbLIN OKCUL antOMWHWS; MONMMOPHbIE MPEBPALLEHNs; PEHTFeHOCTPYKTPHbIA aHanus; pacTtpoBasi
3NEKTPOHHAs MUKPOCKONMSI; KOMNPECCUOHHbIE MNa3MeHHbIe NOTOKW.
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Structure and phase composition changes of the anodic alumina layer on the aluminum alloy under the action of compression
plasma flows were investigated in this work. The thickness of the amorphous alumina layer was 40 um. X-ray diffraction analysis,
scanning electron microscopy and energy dispersion microanalysis were used for surface layer characterization. Compression
plasma flows were generated in nitrogen atmosphere by magneto-plasma compressor of compact geometry. The findings showed
that plasma impact resulted in formation of developed surface roughness and formation of micro-cracks. Micro-cracks initiated by
thermoelastic stress resulted in diminishing of anodic alumina layer thickness up to 26 ym. Plasma impact also led to the melting of
the surface alumina layer. y-Al,O3; was the main phase constituent of the crystallized layer. Presence of other alumina polymorphic
phases was revealed in this layer. The thickness of the crystallized layer diminished from 9 to 3 ym with the growth of the energy
absorbed by the surface layer.

Keywords: anodic alumina; polymorphic transformations; X-ray diffraction analysis; scanning electron microscopy; compression
plasma flows.

BeegeHune

B HacTosiee BpeMsi akTMUBHO MPOBOASTCS Mcche-
[0BaHMA MO CO3[aHMI0 KOMMO3MTOB HA OCHOBE OKcuaa
antMUHUA C BKIIOYEHUsIMM MeTannoB [1, 2], ¢ uenbto
cOo34aHus CrNoeB C 3aJaHHbIMU  3MEKTPUYECKUMU U
MarHUTHbIMM CBOWCTBaMu B KepaMW4eckon MaTpuue.
MHTepec B 3TOM OTHOLUEHWM MPEeACTaBnseT U co3aa-
HMEe KOMMO3UTOB B NMOBEPXHOCTHOM CIIOE OKcuAa, Ko-
TOpoe MOXeT ObiTb peanu3oBaHO Npu BO3OENCTBUM
BbICOKO3HEPreTUYECKMX MOTOKOB 4acTul, Ha CUCTEMY
MeTannuyeckoe MoKpbITUe/oKeua, B YacTHOCTM Mpwu
BO3ENCTBMM KOMMPECCUOHHbIX MIa3MEHHbIX MOTOKOB
(KMM), reHepvpyeMbix KBasuCTaUMOHAPHbIMK Mrias-
MEHHBbIMU YCKOPUTENSMU, C OTHOCUTENbHO GOnbLLIOWA
anutensHocTbio nMnynsca ~ 100 mkc [3]. OBpaboTka
KOMMPECCUMOHHBbIMU NNa3MeHHbIMU MOTOKAMWU CUCTEMbI
NOKPbLITUE-NOANOXKA B pPEXMME NNaBneHusl No3BonseT
nermpoBaTb MNOBEPXHOCTHbLIA CMOW Marepuana ane-

MEHTaMM MOKPbITUA 3a CYET KOHBEKTUBHOrO nepeme-
LUMBaHWNS pacnnasa, UHULUMPOBAHHOMO rMApOoAVHaMU-
YecKMMU HeycTonumBocTAMU. VisMeHeHe napameTpos
BO3[ENCTBUA — SHEPrun, NOrmnoLEeHHON NOBEPXHOCTLIO
M KonuyecTBa WMMNYNbCOB MO3BONSAET LeneHenpas-
TNIEHHO MEHSATb KOHLIEHTpaUUIO Nernpyrowero anemMeH-
Ta. Takon cnocob NoBepxXHOCTHOrO NernpoBaHusi 0co-
GeHHO akTyaneH Ans cnydad OGonbLIOW pasHWLbl B
TemnepaTtypax nnaBfeHus maTepuanoB MaTpuubl K
nerupylouiero anemMeHTta, T.e. AN CUCTEeM MeTans-
okcup anomvHusa. Bmecte ¢ TeM, nepBoHavanbHO
Heob6x0AMMO BbISIBUTbH BNNSHWE NNa3MEHHOro BO3fen-
CTBUA HEMOCPEACTBEHHO Ha OKCUA antOMWHUSA, B TOM
yucne, Ha pasnuyHble ero NonNMMopHble MoanduKa-
unmn. Lienbto gaHHou paboTbl ABMSANOCH UCCcnegoBaHne
N3MEHEHUIN CTPYKTYPHO-(Pa30BOro COCTOSIHUS MOBEpPX-
HOCTHOrO C€nosi aHogHoro okcupa anomuHua (AOA)
npu BO3OEWCTBMM KOMMPECCUOHHbIX MIa3MeHHbIX Mo-
TOKOB.
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MeToauka akcnepuMeHTa

O6BbEKTOM uccrneaoBaHU ABNANCA aHOAHbIN OK-
cuA, anioMUHNS, 3NEKTPOXMMUYECKM BbIPALLEHHBIN Ha
nnacTuHe aniMWHUEBOrO CrraBa, cogepxailero 7 %
Mg, 0,5 % Si, 0.4 %Mn n 0.1 %Fe (at. %). XapakTep-
HOM OCODEHHOCTBIO aHOOHOro oKcuAaa antMUHUS AB-
NATCA NPOTSAXEHHbIE MOPbI, pacnpocTpaHstoLLmecs
Ha BCIO TOMLLMHY CMNOsi OKCMAa nepneHOuKynsapHo no-
BepxHocTu [4]. O6paboTky 06pa3uoB KOMMPECCUOH-
HbIMW NSIA3MEHHBIMW MOTOKAMW, reHepupyeMbiMK Mar-
HUTOMMa3MEHHbIM KOMMPECCOPOM KOMMAaKTHOW reo-
METpUW, OCYLUECTBASANU Tpems uMnynbcamu npu
HayarnbHOM HanpsbKeHWU Ha KoHAEeHcaTopHou baTapee
4 kB. PaccTtosiHue mexay obpasuomMm u cpe3oM kaToaa
3NeKTpopaspsaHoO CMCTEMbl BapbupoBanocb B Aua-
nasoHe 8—14 cm. YBenunyeHne aToro pacctosiHus oby-
CNaBnMBaeT YMEHbLUEHWE SHEepruu, Mnorrnowaemomn
NMOBEpPXHOCTbI0O obpas3ua npu nnasMeHHoOM BO3OeWn-
cteumn. lMpu obpaboTke cTanen U3MeHeHWe paccTos-
HMS B 9TOM AMana3oHe COOTBETCTBYET MNIIOTHOCTM MO-
IMOLLIEHHOW MOBEPXHOCTbIO aHeprun  35-13 [x/cm?.
OKCNepUMEHTbI NMPOBOAMIN B PEXUME “OCTaTOYHOro
rasa’, npu KOTOpPOM npeaBapuUTENnbHO OTKayYaHHyo
BaKyyMHYIO Kamepy 3anonHanu paboyumm rasom — a3o-
Tom Ao aaenenus 400 MNa. Mopdonorna noBepxHocTu
N MoMnepeyvyHoro ceyeHusi obpasuoB M3yyanacb C UC-
Nonb30BaHNEM PaCTPOBOrO 3NIEKTPOHHOIO MUKpOCKONa
LEO1455VP. ®as3oBbIi cocTaB mMccnegoBancsa MeTo-
[OM PEHTFEHOCTPYKTYPHOro aHanmu3a C NoMOLLbl0 Au-
dpakTomeTpa Rigaku Ultima IV B nanyyeHun CuKa B
chokycupoBke napannesnbHbIX My4YKOB.

Pe3ynbTaTthl n ux obcyxneHue

Ha pucyHke 1 npepctasneHa mopconorus no-
BepxHocTu Ao n nocne Bosaencteua K. Kak sugHo
u3 pucyHka 1 a Ha NOBEPXHOCTU MCXOOHOro obpasua
HabroganTca TpewuHbl, BO3HUKLIME B pesynbraTe
penakcauuym HanpspkeHun, (OopMUPYIOLLMXCA B MpPO-
Lilecce pocTta oKcuaa.

== a(a)

SET e e 6

Puc. 1. Mopdonorusi noBepxHoCcTn ncxogHoro obpasua AOA
(a) n obpasua, obpabotaHHoro KIIM Ha paccTosiHum 8 cm (6).
oT KaToga.

Fig. 1. Surface morphology of initial anodic alumina sample
(a) and sample treated by compression plasma flow at the
distance of 8 cm (b).

Bosagenctaune KIIM npuBoauT K NOSBREHUIO pa3Bu-
TOro penbeda MOBEPXHOCTW, OOYCMOBMEHHOrO Mnna.-
NEeHNEM U pPasBUTMEM TMOPOLAMHAMMUYECKUX HEYCTON-
YMBOCTEN Ha rpaHuue nnasma-pacnnas. [ocne nnas-
MEHHOro BO3[eNCcTBUsi HabnogaeTcst NosiBNeHne Oo-
NOMHUTENbHBIX MUKPOTPELLMHBI, @ TakkKe BO3HWKHOBE-
HMe MOBEPXHOCTHbIX Mop (kpaTepos) pa3mepom 0.5-2
MKM, XapakTepHbIX Ans kuneHus Bewlectea (puc. 1 6).
dopmMmrpoBaHMe MUKPOTPELLMH MOXET OblTb CBA3aHO C
NnosiBlIEHVEM TEPMOYMPYINX HanpsKeHWn Mpu nnas-
MEHHOM B034eNCTBMM [5]. MNOTHOCTE MUKPOTPELLMH U
nop yBenu4YMBaeTCs C YMEHbLUEHWEM PacCTOSHUSI OO
katoga. [locne Bosgenctena KIIM  npoucxoant
YMEHbLUEHNE TOMNLWMHbI MaKkpoTpeLLMH, CyLlecTBOBaB-
LIMX B ucxogHom obpasue.

AHanus mopdonornM MnonepeyHoro CeYeHuss uc-
xogHoro obpasua AOA nokasan, YTo TOSLMHA OKCUA-
Horo cnosi coctaensieT 40 MkMm (puc. 2 a, 6). OkcmaHbIn
CMOWN XOpOLUO BUAEH Ha MONepeyHoM cevyeHun (Gonee
TEMHbIN), N3-32 MEHbLUEN NIIOTHOCTU, KOTOpasi MPOsiB-
nsetcs B YMEHbLUeHWM  KonudecTBa  obpaTHo-
OTpaXKeHHbIX 3NIEKTPOHOB, PErMcTpupyembix Mpu aHa-
nunse. [Mocne BospenctBusa KIIM Ha noBepxHOCTU
Habntogaetcs dopmupoBaHue 6Gonee MMOTHOrO no-
BEPXHOCTHOrO Crosi (CBETMbIA CMNoW TOMWUHOW Ao 3
MKM Ha puc. 2 B). QNEeMEHTHbI aHanu3 He BbISABUN
M3MEHEHUI CcOCTaBa 3TOro CrosA MO CPaBHEHMIO C CO-
ctasom cnost AOA (puc. 2 r). Npwu aHannse mopdono-
MM NOMepeYHOro cevyeHnst Gbino Takke YCTaHOBMEHO,
yto Bo3gencTteme KII BeaeT K yMEHbLUEHUO TOMLLM-
Hbl okeugHoro cnos (puc. 3). C ysBennyeHnem nrnoTHoO-
CTW 3HEepruu, NormnoweHHON MOBEPXHOCTbI0 0bpasua,
TonwwmHa crnos AOA ymeHbluaeTcs ot 37 Mkm (14 cm)
0o 26 Mkm (8 cm). AHanormyHoe nosefeHve Habnio-
[aeTcs y NoBepxHOCTHoro (bonee NNoTHOro) OKCUAHO-
ro cnos, TOMWUHa KOTOPOro yMeHbLUaeTcsl 0T 9 MKM
(14 cm) po 3 mkm (8 cm). PacTpeckuBaHvue nosepx-
HocTHoro criosi AOA B pesynbTaTe OEWCTBUS TepMO-
YNpyrux HanpshkKeHWN Ha aTane OXnaxaeHus noBepx-
HOCTHOrO Criosi U ero yganeHve npv nocrnenyroLlem
UMMNYIbCE MOXET SABMATbCA MPUYMHON YMEHbLUEHUS
TonwmHel AOA. AHanorM4HbIi MEexaHusM yaaneHusi
CNnosi OKamnuHbl C MOBEPXHOCTW cTanu npu obpaboTke
KOMMPECCUMOHHBbIMM  NMa3MEHHbIMM  MOTOKaMK  pac-
cmartpuBarncs B [6].

Ha pucyHke 4 npegcraeneHsl pesynbTaTthl (ha3oBo-
ro aHanusa obpasuoB 00 W nocne Bo3gencteus. Ha
AndpakrTorpamme McxogHoro obpasua, NOMMMO MUKOB
antMUHUA 1 BTOpbIX a3 ¢ marHvem, B obnactu ma-
NbIX YrioB HAbNAAeTCs WMPOKOE rano OT PEHTreHo-
amopcHOro aHogHoro okcuga aniomuHus. Boapgen-
cteue KMl npmBoguT K NOSIBMIEHUIO AMAPAKLNOHHBIX
NUKOB NONUMOPGHON MogMduKauum okcuaa antomu-
HUs y-Al2Os. CaBUr HEeKOTOpbIX AUMPaKUMOHHbBIX NK-
HU y-Al203 B 06r1acTb MEHbLUMX YIIIOB MO CPaBHEHUIO
C 3TaroHOM MOXET ObITb CBSI3aH C UCKAXEHUSIMU KpU-
CTannMyecKkon peLleTkn, OOYCINOBEHHOW Kak Heyno-
PSOOYEHHOCTBIO CTPOEHUSA OKCMAa B pesyrbrate po-
CTa B YCMOBMSAX CBEPXObLICTPOrO OXNaXOeHus, Tak 1
BHEJPEHNEM B pELLETKY OKCMAaA NErMpyoLwmnx arnemMeH-
ToB cnnaesa. Kpome Toro, B aHanMaupyemMom croe
BO3MOXXHO NPUCYTCTBME APYrMx Moaudukauuii okemaa
- B-Al203, 6-Al203, a-Al203 1, Bo3amoxHo, MgO. Cneay-
€T OTMEeTUTb, YTO BO3AENCTBUE MOLUHBIMU WMOHHBLIMU
nyykamm (B pexvMe MraBreHns MOBEPXHOCTHOrO
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cnosi) Ha obpasubl a-AlzO3 He NpVBENO K U3MEHEHUIo
(a30BOro cocrtaBa MOBEPXHOCTHOrO crosi [7].
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Puc. 2 Mopdonorua nonepeyHoro ceyexns (a, B) u pacnpe-
JeneHne anemeHToB Mo nuHum (6, r) ucxopgHoro obpasua
AOA (a, 6) n obpasua, obpabotaHHoro KMl Ha paccTosHum
10 cm (B, ) OT KaTOAQ

Fig. 2. Cross-section morphology (a, ¢) and elements distribu-
tion along depth (b, d) in initial anodic alumina sample (a, b)
and sample treated by compression plasma flow at the dis-
tance of 8 cm (b, d)

. SRS : 2w l65(b)
Puc. 3 Mopdonorusi nonepeyHoro ceyeHusi obpasuos, obpa-
6oT1aHHbIx KM Ha paccTosiHum 14 cm (a) n 8 cm (6) oT kaTo-
na

Fig. 3. Cross-section morphology of samples treated by com-
pression plasma flow at the distance of 14 cm (a) and 8 cm

(b)
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Puc. 4. YuyacTtku gudpakrorpamm mcxopgHoro obpasua AOA u
0o6pasuoB, 06paboTaHHbix KIMIM Ha pasnM4yHOM paccTosHWUM
o katoaa

Fig. 4. X-ray diffraction patterns of initial anodic alumina sam-
ple and samples treated by compression plasma flows at a
different distance

B uenom, Hanuune obHapyXeHHbIX NONMMOPEHbBIX
Moaudukaumn CooTBETCTBYeT MocnefoBaTenbHOCTU
ha3oBbIX NpeBpalleHnit, Habnogaemon npu omkure
amopdHoro okcuga y—O0—0—a [8]. OgHako Mmanas
WHTEHCUBHOCTb 3TUX AUPAKLMOHHBIX NIUHUIA, @ TaKkKe
BO3MOXHbIE WCKaXEHWS1 KPUCTaNnM4YeCKon peLLeTKu
3TUX ha3s n3-3a OTKIIOHEHUS] B CTEXMOMETPUM U BMUS-
HWUst nerupytowmx anemenToB (Mg, Si u op.) He no3Bo-
NAT OAHO3HAYHO roBOpUTb 06 KX hOPMUPOBaHMK
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nocre Bo3gencTeus. C yMeHbLUEHNEM PacCTOSHUS OO0
KaToa OTHOCUTENbHAA MHTEHCUBHOCTb OKCUAHbIX ha3
YMEHbLLIAEeTCs, YTO roBOpUT 06 yMEHbLUEHUN OOBLEM-
HOW [ONMN 3TUX KpUCTannmnyeckmx gas B aHanuaupye-
MOM crioe. Takoe NoBeAeHNe KOPPENUpPYeT C N3MeHe-
Hue TonwmHbl 6onee NOTHOrO NOBEPXHOCTHOIO OKCU-
[OHOro Criosi 1 No3BONseT NPEANONOXUTb, YTO OH Gop-
MUpyeTCA M3 pacnnaBa B YCMOBUSAX CBEPXObICTPOro
oxraxgeHusa. Ha aTtane oxnaxgeHus B 3TOM CIoe
npoucxoauT psg  NONMMOPMOHBIX  MpeBpalleHun 1
Hambonee cTabunbHOW OKa3blBAeTCA HWU3KOTEMMepa-
TypHas ¢asa y-Al20s. Ctpyktypa cnoss AOA, nony-
YeHHas B pesynbTate Bo3gevncteus KM, moxeTt 6biTh
npeacTtaBneHa B BuAe crneaylowen nocnegoBaTtenb-
HOCTW CNOEB:

- MOBEPXHOCTHbIN CMON, COCTOALLMIA NPEUMYLLECTBEH-
HO 13 y-Al203, a Takke cogepXalluin BbICOKOTEMMNEpa-
TypHble dasbl OKCuaa antoMUHKS;

- pacTpeckaBLUMACA B pes3ynbTate OeNCTBUS TepMo-
ynpyrux HanpsbxkeHui cnot AOA;

- crnonn AOA ¢ ncxogHOW MUKPO- M MakpOCTPYKTYpPOW,
He NoaBepPXXEeHHOW TepMUYECKOMY BO3OENCTBUIO.

3aknrueHue

Takum o6pa3om, BO3OEWNCTBME KOMMPECCUOHHbIX
NnnasMeHHbIX NMOTOKOB Ha Crlo aHOAHOro oKcuaa anto-
MUWHUS, SMNEKTPOXMMUYECKN BbIPALLEHHbIA HA MOBEPX-
HOCTM artMMHUEBOrO CMnaea, conpoBoxaaetcsa ¢op-
MUPOBAHWEM Pa3BUTOro pernbeda NOBEPXHOCTU U Mo-
SIBNIEHNEM MUKPOTPELUH. PacTpeckMBaHue noBepx-
HOCTHOro cnosi okcuaa, obycrnoBrneHHoe AencTBUEM
TEPMOYNPYrMX HanpsbkeHWn, BeAET, B KOHEYHOM cue-
Te, K ymeHbLlueHuo TonwuHel cnos AOA. Kpome Toro,
npu Bo3aencTenn obHapyxeHo dopmunpoBaHune 6onee
NAOTHOro, No cpaBHeHuto ¢ nnoTHocTeto AOA, no-
BEPXHOCTHOrO CIosi, TOJSLMHA KOTOPOro 3aBWUCUT OT
3HEepruu, MornoLEeHHON MNOBEPXHOCTbI0. CTPYKTYpHO-
(ba30BOEe COCTOsSIHME [aHHOro Ccrosi onpegensieTcs
KpucTannu3auven u3 pacnnasBa B YCMOBUSAX CBEpX-
ObiCcTporo oxnaxaeHus. AHanu3 ¢as3oBOro cocraea
nokasan, 4Yto B pesynbTaTe NnaefeHust U nocrneayto-
Lien KpucTannusaumm B 3TOM Croe NpoucxXoauT nepe-
X0 N3 PEHTreHOaMOpP(PHOro COCTOSIHUSA B KpPUCTanmu-
yeckoe, Haubonee yCTOMYMBOM B TakMX YCIOBUSAX SIB-
nseTcsa HM3KoTeMnepaTtypHas dasa y-Al20s.
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