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M3yyeHo BAnSHWE faBfieHUs NPeccoBaHWs NMpu NoayCyxoM MNpeccOoBaHuMM B CTaslbHON npecc-dopMe HaHONOPOLLKa Anokcuaa
LIMPKOHUS, HaCTUYHO CTabUNM3NPOBAHHOIO OKCUAOM UTTPUS, Ha Ha30BbIN COCTAB M MUKPOCTPYKTYPY MOJly4aeMbix MPECCOBOK, a
Takxe cneyeHHbix Npu Temnepatype 1400 °C B TeyeHue 2 4 06pasLoB. B kauecTBe BpeMEHHOM TEXHOJIOMMYECKOW CBA3KM BbiOpaH
BOAHbIM PAacCTBOP NOAMBUHUAOBOro cnupta. CoaepxaHne okCnaa UTTpus B CUHTE3MPOBAHHOM MO 30J1b-reflb-TEXHONOrnm (ocax-
[eHne BoAHO-aMMUaYyHbIM PacTBOPOM M3 BOOHO-3TaHOMbHbLIX PACTBOPOB COOTBETCTBYIOLLMX peareHToB ¢ ,00aBkoii arap-arapa)
NOpOLLKe, N0 AAHHBLIM PEHTreHOMIyOPECLEHTHOro aHanmaa, coctasuno 3,2 mon.%. MNMpepcraBneHbl pe3ynbratbl UCCNELOBAHUS
NPECCOBOK M CreYeHHbIXx 06pa3uoB MeTogamMu CMeKTPOCKONUM KOMOVHALWMOHHOIO PacCesiHUS CBETA, ONTUYECKON U aTOMHO-
CUI0BOM MUKPOCKOMNU. YCTAHOBNEHO, YTO POCT UX MIOTHOCTU HE ABASIETCH MOHOTOHHbIM NpoLeccoM. CyLLecTByeT KpUTUYECKUI
MHTEpBan paBneHunii npeccosanns P = 400+450 MlMa, B KOTOPOM NPOUCXOANT Pe3KOE N3MEHEHME NOPUCTOCTU, GOPMbI 1 pasmMe-
POB NOP, MUKPOCTPYKTYPLI 1 $a30BOro coctasa Mmarepuana. B npeccoBaHHbix 06pasLax Hapsay ¢ TeTparoHanbHbIM AVMOKCUAOM
LMPKOHMS 3adurKCnpoBaHa MOHOKIMHHasA dasa, cogepxaHme KOTOPO N3MEHSIETCS NPU BapbMPOBaHUW 3HavyeHui P. 3amenbyeHne
3epeH MmaTepuarsna CBs3aHo C NpoL,eccoM pa3pyLLeHNs arfloMepaToB M akTUBHO NPOUCXOANT B MHTepBane P = 350+550 MlMa. AHa-
JNIOrNYHbIN 3dDEKT NpU MCcneLoBaHMM NpoLecca NPeccoBaHUs HAHOMOPOLLKOB ANOKCUMAA LLUPKOHUS OTMeYanu u apyrue nccne-
[oBaTenn, BbiIckadasLUme NpeanosioXeHne, HTO OTKJIMK HAHOMOPOLLUKOBOW CUCTEMbI HA BO3AENCTBUE AaBNEHUS CBA3AH C BAUSHUEM
Ha BOJHYIO KOMMOHEHTY (B LAHHOM CJly4ae BPEMEHHYIO TEXHONOMMYECKYIO CBSA3KY) M 0OYyCNOBIIEH MEPEXOAOM OL4HON GOPMbI BOAbI
B Apyryto npu temnepatype 10-25 °C v gasnexHnn 400-700 MIMa.

KnoyeBble cioBa: oaBneHne NpeccoBaHNs, HAHOMOPOLLIOK, AMOKCUI, LMPKOHUS, MOPUCTOCTb, MUKPOCTPYKTYpa, $has30oBbii CO-
cTas.
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Porozova S.E., Sirotenko L.D., Shokov V.O.
Impact of high pressures during compaction of zirconia nanopowder on material structure formation

The study covers the effect of compaction pressure during semi-dry pressing of zirconia nanopowder partially stabilized with yttria
in a steel mold on the phase composition and microstructure of compacts and samples sintered at 1400 °C for 2 hours. An aqueous
solution of polyvinyl alcohol was used as a temporary process binder. According to X-ray fluorescence analysis, the content of
yttria in the powder synthesized by sol-gel technology (precipitation with agueous ammonia solution from water-ethanol solutions
of the corresponding reagents with the agar-agar additive) was 3.2 mol.%. The paper provides the results obtained when studying
compacts and sintered samples by Raman spectroscopy, optical and atomic force microscopy. It was found that the increase in their
density is not a monotonous process. There is a critical compaction pressure interval of P = 400+450 MPa where a sharp change
in the material porosity, pore shape and size, microstructure and phase composition occurs. A monoclinic phase was observed in
compacted samples along with tetragonal zirconia. Its content varies with a variation in P values. The grinding of material grains is
associated with the agglomerate destruction process and actively occurs in the interval of P = 350+550 MPa. A similar effect was
observed by other researchers during zirconia nanopowder compaction who suggested that the nanopowder system response to
the effect of pressure is related to the influence on the water component (in this case, the temporary process binder) and is due to
the transition of one water form to another at 10-25 °C and 400-700 MPa.

Keywords: compaction pressure, nanopowder, zirconia, porosity, microstructure, phase composition.
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BeepeHue

B HacTosImee BpemMs pa3paboTaHO 3HAYUTEIBHOE
KOJIMYECTBO METONOB MOJIYYeHMs] KaK MeTajljinde-
CKUX, TaK M KepaMMYeCKMX HaHOMOPOIIKOB [I—3].
OmHaKo B IOIABJISIOIIEM OOJBITMHCTBE CIIyJdaeB MH-
Tepec TpPeACTaBJsIeT He caM HaHOMOPOIIOK, a 00b-
€MHOE€ ITOPUCTOE WM KOMIIAaKTHOE HM3JACIve Ha €ro
OCHOBE, MPU CO3IaHUM KOTOPOTO, 10 BO3MOXHOCTH,
COXpaHEeHBI MPEeMYIEeCTBa HAHOCTPYKTYPUPOBAHHO-
ro cocTosiHUSI Matepuaja. @opMoBaHUe U3NEIUI U3
HaHOIIOPOIIIKOB SIBJISICTCS TOCTATOUHO CJIIOKHOM 3a1a-
Yell, MOCKOJIbKY KOMITaKTHAas U ITOPUCTAast 3aTOTOB-
Ka Bceraa HacjeayeT OCOOEHHOCTU CTPYKTYPBI UCXOI-
Horo Topoika [4, 5]. JIns 1ocTUKeHU S ONTUMaIbHBIX
XapaKTEPUCTUK MaTepuajioB HAHOIMOPOIIKH, IONY-
YEeHHBIC Pa3HBIMU METOAAMU, TPEOYIOT pa3JMUHBIX
YCI0BUI KOMITAKTUPOBAHUS.

B pa6orax [4—7] uccienoBaHo cyxoe MpeccoBaHUe
HAHOIIOPOIIIKOB ¢ TMPUMEHEHHUEM YJIBTPa3BYKOBOI'O
Bo3zaeiicTBus. Pa3paboTaHHAsT TEXHOJIOTHUS ITO3BOJISCT
TOJTy4YaTh U3AETNS CJIOXKHON (GOPMBI C BHICOKUMU (DU~
3UKO-MEXaHMUYEeCKMMU XapakTepuctTukamu. I[Ipu aTom
HAHOIIOPOIIKH, MCIIOJb3yeMble IJISI IPEeCCOBaHMS,
JIOJIXKHBI 00J1afiaTh XOPOLIeH TEeKYy4YeCThlo, CBOMCTBEH-
HOI1, HaTIpuMep, MJIa3MOXMMUYECKUM MopoIiKaM [8].

[MonydyeHHBIE XUMHWYECKUMHA METOOAMM ITOPOII-
KM WMEIOT HU3KYI0 TEeKY4YeCThb, CKJIOHHBI K IIJIOXO
KOHTPOJIMPYEMOMY arperupoBaHMIO, a BHICOKOE MEX-
JaCTUIHOE TPeHME 3HAYNTEIIBHO 3aTPYIHSICT NX KOM-
naktupoBaHue [9]. TeM He MeHee CUHTE3, HaIlpu-
Mep C UCIIOJIb30BaHUEM Pa3IMYHBIX BapUAHTOB 30JIb-
IeIb-TEXHOJOTUH, WCIOIb3yeTCI IOCTaTOYHO da-
CTO, MOCKOJIBbKY ITO3BOJISIET CYIIECTBEHHO BapbUpPO-
BaTh CBOWMCTBA IOpPOIIKOB. Tak, pa3paboTaHHBII B
HayyHoM meHTpe ITOPOIIKOBOTO MaTepualoBeae-
Hus (ITHUITY, r. Ilepmb) criocod moayyeHUs HaHO-
MOPOILIKOB OOpaTHBIM OCaXXJIeHWEeM aMMUaKOM W3
BOJIHO-CITMPTOBBIX pACTBOPOB COJICH C J0OOaBKaMU IO~
numepoB [10] mo3BoJISIET HE TOJBKO TMOJydyaTh NOPOLI-
KU ¢ Y3KUM paclpeaeeHreM 1o pa3MepaM YacTHIl, HO
W, U3MEH SIS TIOJIMMEPHYIO 100aBKY, BApbUPOBATh pa3-

Mepsl 9acTull. KoMmakTUpoBaHWE TaKMX ITOPOIIKOB
MOXET ObITh OCYIIECTBJIIEHO METOJOM TIOJIYCYXOT'O Ofl-
HOOCHOI'O TIPECCOBAHUS C UCIOJb30BaHUEM BPEMEH-
HOI TeXHOJOTHMYECKOU CBS3KM U IIPEABAPUTEIHHOTO
ariomepupoBaHus [11].

Lenp HacTosIIel pabOThl — MU3yUyeHUE BIAUSHUS
IaBJICHUSI IIpeccoBaHUSI Ha (ha30BBIA COCTAaB U MHU-
KPOCTPYKTYpy 00Opa3loB M3 IMOKCUIA ITUPKOHWMSI,
CTaOMIU3UPOBAHHOTO OKCUIOM MTTpHUsA. B kKauecTBe
OCHOBHOTO 00BEKTa MCCICAOBAHMS MCITOJIb30BaH I0-
POIIIOK TMOKCUIA IIMPKOHMS, CTaOMJIM3UPOBAHHBIN
3,5 Mon.% Y,05; (pacueTHOE KOJIMYECTBO MPU CUH-
Te3e).

MeToauka uccnepoBaHum

ITopoiiiok noJryyanu B 1a00paTOPHBIX YCIOBUSIX TIO
30J1b-TeJIb-TeXHOJIOTUU. TIpUroTOBIEHUE 30715 U €ro
KOaryJISIIUI0 TPOBOAMIN IO pa3pabOTaHHOM paHee
METOJMKE U3 BOMHO-3TAaHOJBbHBIX PACTBOPOB COJIEH C
JI00aBKOI BOAOPACTBOPUMOIO IOJIMMepa — arap-ara-
pa [10]. Insg cuHTE3a MCIOAb30BaI PeaKTUBBI MapOK
XY n YIA: ZrOCl,-8H,0, Y(NOs);-6H,0, 25 %-Hblit
BOJHBIM pacTBOp aMMuakKa, MPUPOIHBIN TOJUMED
arap-arap, 96 %-uorit stunossrii cnupt (C,H;OH)
A ITUCTUJUIMPOBaHHYIO Bomy. IlonydyeHHBIH ocagok
nmpokanubanu npu 550 °C. YaenbHasi TOBEpXHOCTD MO~
poIlIKa, ompeaesieHHas 10 METOAY TETJIOBOI JaecopO-
LMK a30Ta, cocTaBuia 67 M2/r, a pacCUYMTaHHBIN Mo
yIEJIbHOM IMOBEPXHOCTU pa3Mep YacThll — 15 HM.

Jnst ynydiieHus: KomItakTupoBaHus [11] mpoBo-
IUJIM MEeXaHoOOpabOTKY IMOpOoIIKa Ha IJIaHETapHOU
MenbHuLle CAH/I B xanienoHoBbIx 6apabaHax Cc xaj-
LIEIOHOBBIMY MEJTIOIIUMHU TeJIaMU IIPU CKOPOCTHU Bpa-
meHus 160 06/MuH B TedeHue 30 MUH. AKTUBaIMIO
BBITIOJIHSIZIM B BOOHOM cpene ¢ mobaskoit 0,5 mac.%
arap-arapa (IIpd MaCCOBOM COOTHOIIICHUH IIIaPHI : 10~
poiok : Boga=2:1:1).

®dopMoBaHUE OCYIIECTBIISIJIM METOAOM XOJIOLHOTO
ITOJIYCYXOTO OZHOOCHOI'O IIPECCOBAaHMUSA B CTaJIbHOU
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npecc-¢opme nipu gapiaeHuu P = 200+800 MIla ¢ uH-
tepBaJioMm 50 MIla. Mcnnonb3oBaHue 6ojee y3KOro MH-
TepBajia M3-3a HeAOCTATOYHON TOUHOCTHU IIPECCOBOTO
000pyIOBaHM sl CHUXAET JOCTOBEPHOCTD PE3yJIbTaTOB.
B kauvecTBe BpEeMEHHON TEXHOJIOTHMUYECKON CBSI3KU
npuMeHsiin 4 %-Hblil BOOHBIIA paCTBOP IMOJUBUHUIIO-
BOTO CIMpTa. TeXHOJIOrnYeCKYIo CBI3KY yIalsUIu TIpU
HarpeBe oo6pa3suoB 10 800 °C 6e3 Beiaepxxku. Crieka-
HUE TIPOBOIMJIN B BO3AYIITHON cpele IIpU TeMIIepary-
pe 1400 °C ¢ BoIAepKKOi1 2 4.

ComepxxaHWe OKCHUAA WUTTPUS OIpeneasii Ha
penTtrenodayopeciieHTHOM criekTpomerpe EDX-800HS
(«Shimadzu», Anonusg). Kaxymyrocs IJIOTHOCTb
MIPECCOBOK OIIEHMBAJIM I10 COOTHOIIECHUIO MAacChl U
TeOMETPUUECKH OIIPeAeICHHOTO 0ObeMa 0Opas3lIioB.
OTKPBITYIO IOPUCTOCTD CITIEYCHHBIX 00pa3IoB UcCIIe-
noBaiu cormacHo [OCT 2409-2014.

AHanu3 rM300paxeHUull MpecCOBaHHBIX 00pa3LOB
MmocJie OTXKHWra BPEMEHHON TEXHOJIOTUYECKON CBSI3-
KU [12], moaydeHHBIX HA MHBEPTUPOBAHHOM MeTaJl-
JorpapIecKoM MHUKPOCKOIIE OTPaXeHHOTO CBeTa
Axiovert 40MAT («Carl Zeiss», 'epmaHust), mpoBoau-
JIM ¢ UCITOIb30BaHMeM ImporpaMMmbl «BuaeoTecT-Mac-
tep: Ctpykrypar». Omnpenensuii o6IIy0 ITOPUCTOCT,
U3y4vajy pacrpeneseHre Iop 1Mo pa3Mepam, CpeaHeMy
¥ 5KBUBAJICHTHOMY AHaMeTpaM, (pakTopy ¢GOpMBIL.

®a30BHIl cOCTaB MOTYYCHHBIX 00pa3IoB OICHU-
BaJli METOAOM CIEKTPOCKOIUU KOMOWHAIIMOHHOTO
paccessHUsI cBeTa (paMaHOBCKOM CIIEKTPOCKOITHUM)
Ha MHOTroQyHKIIMOHAJBHOM CIIEKTpOMeTpe Senterra
(«Bruker», I'epmMaHus) mpu IJIMHE BOJHBI M3JIydaro-
mero jgasepa 532 um [13]. CogepkaHre MOHOKJIMHHOI
MOIM(MUKALINY OIPEIeISUIA KOCBEHHBIM METOIOM 10
COOTHOIIIEHWI0 WHTEHCUBHOCTEW MHUKOB MOHOKJIMH-
HOI ¥ TeTparoHajabHOI Moaudukauuii [14, 15] mo cie-
aymwoltei dopmye:

fm — [[’1'181 + [rlrtgz]/[k(ltl48 + 4264) + Irlngl + Irln92]’

Ilie BEepXHUE MHICKCHI OTHOCSTCS K KOMOMHAIITMOHHO-
MY CMEIIEHUIO XapaKTepUCTUUECKUX MTUKOB, a HUX-
HUE, COOTBETCTBEHHO, IOKA3bIBAIOT IPUHAIJIEKHOCTh
MMKa K MOHOKJIMHHOU () WKW TeTparoHaJbHOU (7)
daze; koappuuueHt k = 0,97.

Jsi BBISIBJIEHUSI MUKPOCTPYKTYPBl ITOBEPXHOCTHU
MUKPOLIK(BI CTIEYeHHBIX 00pa310B ITOABEPraau Bbl-
coKoTeMIlepaTypHoMy TpaiaeHuto npu 1250 °C B Te-
yenue 30 MUH B BO3AYIIHOM atMocdepe [16].

MuxpocTpyKTypy IOBEPXHOCTH MUKPOLLIU(OB
CIIEYEHHBIX 00Pa3IOB U3yYaau METOIOM aTOMHO-CH-
JIOBOMi MUKPOCKOIMU Ha CKaHMPYIOIIEM 30HI0BOM
mukpockore Solver Next (HT-MIT, Poccus). O6-

paboTKy MOJYyYEHHBIX JAHHBIX OCYIIECTBJISJIN C UC-
MOoJIb30BaHMEM ITporpaMmMHoro obecrneueHus Gwyd-
dion. MUKpPOCTPYKTYpy TMOBEPXHOCTU HUCCIENOBa-
JIM Ha CKaAHUPYWIIEeM 3JeKTPOHHOM MUKPOCKOIE
VEGA3 («TESCAN», Yexus).

HUcneiTaHnsg 00pa3lioB Ha TPEIIMHOCTONKOCTH
MPOBOAMIN METOAOM WHAEHTUPOBAHUS TOJIUPO-
BaHHOM ITOBEPXHOCTU MUKPOLLIUMOB MUpaMUIKOMN
Bukxkepca Ha TBepmomepe TV-2137 mpu Harpyske
98,1 H. NnuHy guaroHajeil oTredyaTka W TpeLIUH,
GOpMUPYIOIINXCS B €r0 yIJIax, U3MepsIid Ha Iudpo-
BOM MHBEPTUPOBAHHOM MUKpocKore Axiovert 40MAT
(«Carl Zeiss», [epmaHus) C cUCTEMOI BU3yaJu3alluy U
doTomokyMeHTHpoBaHUs. KoadduimeHT TpemmHo-
croiikocTtu (Kj,) onpenensiau no ¢popmyne Humxapst
[17, 18].

Pe3ynbrathl u X 06CyXaeHune

Ha puc. 1 npeacraBiaeHa 3aBUCMMOCTb KaxKyIleh-
Csl IJIOTHOCTH IIPECCOBAHHBIX 00pa3LIOB OT AaBJIECHUS
npeccoBaHud. JloBeprUTeTbHEIC MHTEPBAIBI U3MEPEH-
HbIX BenuuuH +0,03+0,04. O6pairaet Ha ceOs1 BHUMA-
HUE TO, YTO PE3yJIbTAaThl XOPOLIO allIIPOKCUMUPYIOTCS
IBYMS TIPSIMBIMU JTUHUSMM, 3HAYUTEIbHOE M3MEHe-
HUE MJIOTHOCTH 3a()MKCUPOBAHO B MHTEPBAJIC NaBJe-
Huii npeccoBanus P=400+450 MI1a.

AHaJIOTMYHEIE pPe3yJIbTaThl TOJyYeHbI Ha HECKOJIb-
KMX Cepusix 00paslioB C copep:KaHUEeM CTa0UIN3UPY-
fo1elt T00aBKU AUOKCU A HUPKOHUS 3—4 Moi1.%. OT-
KJIOHEHUS OT MPSIMON JTWHUM IIOTHOCTHU TIPECCOBOK
npu P=300u 550 MIla He yuuThIBaIu, MOCKOJbKY UX
JOBEPUTEIbHBIE MHTEPBAJIbl IEPEKPHIBAIOTCS C TAKO-
BBIMU COCEIHUX TOYEK.

Ha npeccoBannbix o6pasuax I (P = 350 MIla) u
Il (P = 550 MIla), kak Ha TUIIAYIHBIX IPEACTABUTE-

p r/em’

321 .
[ ]
3,14
3,0
[ ]
2,91
[ ]

2,8 T T T T

200 300 400 500 600 P, MIla

Puc. 1. 3aBUcuMOCTb KaxXyIeics INIOTHOCTHU
MPEeCCOBaHHBIX 0OPa3I0OB OT JaBJIEHU S TPECCOBAHMSI
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Tabnuua 1. PeaynbTaThl aHann3a n3o6paxeHuii NOBEPXHOCTU NPECCOBAHHBIX 06pa3uoB’

Conepxanue mop, %

Ne o6p. | P, MIla 16, %
dop = 0,3+3,0 MKM dys = 0,7+2,3 MKM ®akTop dopmer 0,91+1,00, oTH.e.
1 350 18 58 53 72
1 550 16 72 64 81

* o o
Tlocne otxura BPEMEHHOMU TEXHOJIOTMYECKOU CBA3KHU.

JIIX CBOUX TPYIII, MCCIENOBaJu MOPUCTOCTb U (ha-
30BHI cocTaB. IIpenBapuTeIbHO MPOBOOMIN OTXKHT
BpeMEHHOI TexHojoruueckoin cpsizku npu 800 °C.
PesynbraTsl aHanu3a n3o0pakeHU i, MOJYyUYeHHBIX Ha
WHBEPTUPOBAHHOM METAJLIOTPAUUIESCKOM MUKPO-
cKore oTpaxeHHoro cetra Axiovert 40MAT, mnpen-
cTaBJIeHBI B Ta0/1. 1. AHaIKU3 BBIMIOJIHEH C UCMOJIh30Ba-
HueM nporpamMMbl «BungeoTecT-Mactep: CTpyKTypar.
HecMmoTpst Ha He3HAUUTEJIbHOE yMEHbIIEHWE OOIIei
nopuctocT (Il,g,,) € yBEIUYEHUEM JaBIECHUS TPEC-
COBaHHUS, MOXHO OTMETUTDH ITOBBIIIICHUE CONCPKAHMUS
MesnKUX 0P (d;, = 0,7+3,0MKM) € 58 1072 % OT X 0011IE-
ro KOJMYECTBA, YMEHbIIIEHUE 3KBUBAJICHTHOIO AUa-
MeTpa nop (d,y,), @ TaKXe YBEeJMUEeHUE KOJMUUYECTBA
nop, dopma KOTopbIX OJ13Ka K ChepruuecKo.

DKCNEepUMEHTHI MTPOBOAMIN Ha HECIIEYEHHBIX 00-
pasmax. CymecTBeHHasI pa3HUIIA B pe3yJbTaTax M3-
MepeHU s Kaxyllehcs NaIoTHOCTH (puc. 1) 1, cooTBeT-
CTBEHHO, KaXyIIeWcsl MOPHUCTOCTU FeOMETPUIYECKUM
meTomoM! 1 mopucroctu (mpocsera) (cM. Tab. 1) yka-
3BIBAET Ha TO, YTO MOPHI TPECCOBOK B OCHOBHOM OY€Hb
meakue (<0,3 MKM) U He ONpeAcsiloTcsa Ha MeTaJlJlo-
rpaduIecKoM MHUKPOCKOIIE.

Da30BBI COCTAB OLIGHUBAJIM METOMOM CITEKTPO-
CKOIIMM KOMOHMHAIMOHHOTO paccesHusi cBera (KP-
CIeKTpocKomun). ITocKoIbKy OCHOBHBIMU (ha3aMU B
MaTepuajiax Ha OCHOBE TUOKCUIA IIUPKOHUS SBIISTIOT-
csl MOHOKJIMHHAasl, TeTparoHajbHasl MpeBpallaemasi,
TeTparoHaJbHasI HeIlpeBpalllaeMasi M KyOwmdeckas
[19], xoHTponb coaepXkaHWsS MOHOKJWHHON a3kl
Oo4YeHb BaxeH. BO3MOXHOCTb €e coXpaHeHUs U/UiIu
00pa30BaHUSI B U3ICINIX OOYCIOBIMBAECT KaK CHU-
JKEHUE TIPOYHOCTH BIJIOTH IO pa3pyIIeHu s, TaK 1 -
¢exT TpaHCc(hHOPMALIMOHHOTO YIIPOYHEHU S, KOTOPHIA,
COTJIaCHO OOIIEeNpUHITOMY MHeHuIo [20], aBiusieTcd
NPUYMHON TTOBBIIIEHHOW TPEIIMHOCTOMKOCTHA MaTe-
pUaJIOB U3 TMOKCHUIA IIMPKOHM .

! Meton TUAPOCTATUYECKOI0O B3BCHIMBAHUA JIJId ITPECCO-
BaHHbIX 06p33L[0B HCIIPUTOACH.

ConmepxxaHue MOHOKJIMHHOM a3bl B HCXOIHOM
rmopoike, mo gaHHBIM KP-crexkTpockonuu, cocra-
Buio 23 %. Ha KP-crekTpax 060ux mpeccoBaHHBIX
o6pasuoB / u Il npeHTUPUUIUPYIOTCS MUKW TETParo-
HaJIbHOW M MOHOKJMHHOW Momudukauuit, npuiyem
rocjeaHue HanboJjiee MHTeHCHBHBIE. [1py 3TOM ciBUT
Ha 3—4 cM~! BoHOBBIX uwmcen (V) [14], xapakTepu3sy-
FOIINX HAaWOOJBIITYI0 MHTEHCUBHOCTD ITMKOB, MOXET
OBITH OOYCJIOBJIEH Pa3IMYMSIMU B TIONTOTOBKE U ChEM-
Ke 00pa3ioB.

Ha puc. 2 ipeacrasieHbl (hparMeHTHI TTOTYICHHBIX
KP-cnekTpoB npeccoBaHHbIX 00pa3iioB. Ha puc. 2, a
MIPUBEIEHBI MMKK B 06actu v = 1204350 cm~!, co-
OTHOIIICHNE a0CONIOTHBIX MHTCHCUBHOCTEH KOTOPHIX
WCTIONIB3YETCSI TIPU OTIpeNesIeHUM CONepKaHUsT MO-
HOKJIMHHOI Moaudukauuu [14]. B obp. I xonuue-
CTBO MOHOKJIMHHOM MoauduKauuu coctaBuio 22 %
(TpaKTMYECKHU CTOJIBKO Xe, KaK M B UCXOTHOM TTOPOIII-
Ke), a B 00p. 11 — 16 %.

Hanmmume kyOumdyeckoil mMommduKamuu, KoTopas
Ha KP-crekTpax mpencTtaBieHa omHoW auHuen [13],
MOXET OBITh 3a()MKCUPOBAHO TOJbKO KOCBEHHO IpHU
pa3JoXeHU! 1o aaropuTmy JleBenoepra—MapkBap-
Ta. Ha puc. 2, 6 u 6 moka3zaHO pa3jioXeHUE CIEKTPOB
006pasioB B MHTepBate v = 580+680 cm~! mo anro-
putmy JleBeHOepra—MapKBapaTa ¢ UCIIOJIb30BaHUEM
dynxuuu l'aycca. PaznoxeHue MpoBOAUIIOCH B MOJTY-
aBTOMaTHMUYECKOM peXMMe, Koriaa KOJIWYeCTBO IMKOB
OOBIYHO MaJjIo 3aBHUCHUT OT OIlepaTopa, OCHOBHYIO POJIb
UTpaeT NporpaMMHoe obecreyeHue mpuoopa.

B niepBom ciyyae B pe3yJibTaTe pa3aoXeHMs Toy-
YeHBI 2 TTMKA ¢ BOJHOBBIMHU YHcIaMu 614 u 639 cm™,
BO BTOPOM — 3 iKa ¢ v = 604, 630 1 640 cM™'. MHTe-
rpajbHasi MYHTEHCMBHOCTb MUKOB cocTaBuJIa 35 1 65 %
st o6p. [u 9,49 u 42 % nis o6p. 11

TeTparonanbHyo (GoOpMy MOJTUKPUCTAIINIECKO-
ro TMOKCUIA LIUPKOHUS XapaKTepU3yloT MUKU C V =
= 641, 473, 260 u 146 cm~! [13], Ky6uueckyio — ¢ 620+
+630 cM™!. Bamxke kK 600 cM™!, O JaHHBIM pPa3IMYHBIX
uccienoBareaei, GUKCUPYETCs MUK MOHOKJIMHHOMU
momudukanuu [13].

a2
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Puc. 2. ®parmenTsl KP-criekTpoB nnpeccoBaHHBIX
o6pasuoB / u Il mociie ynajaeHWsl BpeMEHHOM CBSI3KU

a — UKW, UCTTOJIb30BaHHBIE TIPY TTOICYETE COMEPKAHMS
MOHOKJIMHHOM MOau®UKALIMK; 6 U 6 — PA3JIOKEHUE CIIEKTPOB
006pa31oB / 1 I/ COOTBETCTBEHHO

TTyHKTUPHBIMU JIMHUSMU OTMEYEHBI TTMKH, TTOJTyYeHHbBIE

TIPY PA3JIOKEHUH CIIEKTpa, CIUIOIIHON — CyMMapHasi KpuBasi

Takum obGpa3om, (pa3oBbiii cocTaB 00pa3uoB I u
1l mpu uccienyeMblX JaBJACHUSIX MPECCOBAHUS OTJIM-
yaercs. CopepkaHue MOHOKJIMHHOM MogudUKauuu,
nmo gaHHBIM KP-CIleKTpocKOIuM, TP ITOBBIIICHUN
BEJIUYMHBI P cCHUXXaeTcs, TO-BUAUMOMY, 3a CYET I0-
SIBJICHUSI KyOMUYecKOil MU TeTparoHajJlbHON HeIpe-

Bpamaemoit (¢’) a3, KOHCTAaHTBHI KPUCTAJTMUECKOMN
pelIeTKH KOTOPBIX MTOYTH UACHTUYHBEI [19, 21, 22].

ConepxaHue OKCHIA UTTPUS B 00X 3aTOTOBKAX,
10 JaHHBIM PEHTTeHOMIIYOPeCIIeHTHOTO aHaIun3a, Co-
crasuio 3,2—3,3 Moi1.%.

JanpHeWIIe WCCAeAOBAaHMS MPOBOOMIN Ha CIie-
yeHHbIX oOpa3uax. [lo nanHeiM KP-cniekTpockonuu,
B HUX OTCYTCTBYET MOHOKJMHHas (pa3a BHE 3aBUCH-
MOCTH OT JaBJICHUS IIPECCOBAHMS 3aTOTOBOK.

B T1abn. 2 mpeacTtaBieHbl pe3yJbTaThl aHaJM3a
M300paxXeHUil MUKPOUIIU(GOB CIIEYEHHBIX 00pa3-
IIOB, IIPOBEICHHOTO C UCITOJIb30BaAHMUEM MPOTpaMMBI
«BuneoTecT-Mactep:CtpykTypa». U3MeHeHue oo1Ieit
MMOPUCTOCTU HEMOHOTOHHO, U €€ MUHUMYM IIpH JaB-
nenuu npeccoBanus 500 MITa cooTBeTCTBYeT Takxke
MaKCUMaJIbHOMY COIEPKaHMUIO 1MOp € d;, < 4,0 MKM 1
nop ¢ ¢popmoii, 6J113KOI K ChepruuecKoid.

Ha puc. 3 mpuBeneHa 3aBUICUMOCTh OTKPHBITOM IT0-
pucTOoCTH criedeHHbIX 06pa3noB (mo 'OCT 2409-2014)
OT JaBJieHUs TipeccoBaHMs. B oboumx cayyasx (cm.
Tadi. 2, puc. 3) B unrepsaie P = 400+450 MIla orme-
YeHO CHUXKEHME TTOPUCTOCTU TTPaKTUUECKH BIBOE, XO-
TS peub UIET O €€ pa3HbIX BUIAX, ONPeneIEHHBIX pa3-
JIMYHBIMY METOIAMHU. B 3TOM Xe nnama3oHe qaBjaecHU
3a(puKCUPOBaHBI CYIIECTBEHHBIC U3MEHEHU ST BETUU M-
HBI ¥ ¢opMmbl TTOp. [To JTaHHBIM aHaTKU3a N300paXKeHU
MUKpouanudoB, o6pa3nml, cripeccoBaHHbIe pu 350 1
500 MIla, Tak>ke momaaaroT B 30HY HECTAOUJIbHOCTH.

Ha puc. 4 npuBenenbsl COM-u3zobpaxkeHus1 Io-
BEPXHOCTH MUKPOIIIN(MOB CTIICICHHBIX 00pa31oB (P =
= 350 u 700 MIIa), monyyeHHbIe HA CKaHUPYIOUIEM
anekTpoHHOM Mukpockone VEGA3 TESCAN mpu
yeesmuenuu 50000%. CbeMKa NpPOBOAMIIACH TIOCTE
BBICOKOTEMIIEPATYPHOTO TPaBJICHUS TIPU TeMIIepaTy-
pe 1250 °C B reuenue 30 MyuH. 3apMKCUPOBAHO YMEHb-
IIeHWE pa3MEpOB 3epHA IIPU YBEIAMUYCHUM IaBIICHUS
npeccoBaHus. OueBuaHO Takke, yTo P =700 MIla He

I, ., %

OTKp?

°

500

6 T T T
200 300 400 600 P, MIla

Puc. 3. 3aBUCHMOCTH OTKPHBITOI ITOPUCTOCTH
CTeYeHHBIX 00Pa31oB OT JaBJIeHUS TPEeCCOBaHU S
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Tabnuua 2. PeaynbraTtbl aHanu3a usobpaxeHmnit MuKpownngoe cnevyeHHbIX 00pa3LoB

Conepxanue mop, %
P, MIla I, %
dep = 0,3+4,0 MKM dys = 0,3+4,0 MKkM ®axTop Gopmel 0,91+1,00, oTH.ex.
250 24 66 70 72
300 28 63 64 70
350 16 74 79 79
400 26 62 65 70
450 12 74 75 84
500 9 76 79 86
550 16 69 71 81
600 16 70 71 83
a 6

Puc. 4. ®parmMenTsl COM-u306paxxeHnii MUKPOLLINGHOB JMOKCHIA LIUPKOHUS

a— P=350 MIla; 6 — 700 MIla
Veeanuenue 50000%

obecreynBaeT ITOJTHOTO pa3pyIIeHH s arloMepaToB B
JVOKCHUIE IINPKOHMS.

Pasmep 3epHa paccuuThIBaJAM 1O MpoduiIorpaM-
MaM ACM-n300paxeHuil ¢ HCIIOJb30BAaHUEM IIPO-
rpammHoro obecrieueHusi Gwyddion. CpenHuit pas-
Mep 3epHa 00pas1ioB, cipeccoBaHHbIX Mpu 400 MIla,
coctaBu 307 = 22 am, ipu 500 MIla — 204 £ 47 um.
M3menbueHure 3epeH MaTepualia CBSI3aHO C MPOLIECCOM
pa3pyllIeHMs] arjioMepaToOB U aKTUBHO IPOMUCXOAUT B
nHTepBane P = 350+550 MIla. I1pu gaBiieHun 1pec-
coBaHug 650 MIla MUHMMAaJIBHBIA pa3Mep 3epHa yXe
MpPaKTUYECKU COOTBETCTBYET pa3Mepy 4acTUIl UCXOI-
HOTO ITOPOIIIKa.

OTMeTUBLIME aHAJOTUYHBINA 3¢hdeKkT aBTOpbl [9]
CUMTAIOT, YTO OTKJIMK HAHOMOPOIIIKOBOI CUCTEMbI Ha
BO3ICHCTBUE JABJICHUS CBSI3aH C BIWSHUEM Ha BOI-

HYI0 KOMIIOHEHTY (B JaHHOM cCJIydaec — BPEMEHHYIO
TEXHOJIOTUYECKYIO CBSI3KY) U OOYCJIOBJIEH MEpPEeX0a0M
onHoii ¢hopMBbI BoAHI B Ipyrylo [23, 24]. OToT nepexon B
TeMItepaTypHoM nHTepBaje 10—25 °C 3adpukcupoBaH
npu gaBiaeHuu 400—700 MIla u npuBOAUT K Cylle-
CTBEHHOMY U3MEHEHUIO TTIOBEICHM I BOMOPOIHBIX CBSI-
3¢, CIIOCOOHBIX OKa3bIiBaTh aKTHMBHOE BO3OCHCTBHE
Ha HaHomopouku [9]. Mukpopa3MepHble MOPOILIKU
HE CTOJIb YYBCTBUTEIbHBI K TAKMM BO3ICHCTBUSIM.

B xauecTBe OmMHOI M3 OCHOBHBIX 3KCILTyaTallMOH-
HBIX XapaKTePUCTUK KepaMUKM Ha OCHOBE TMOKCHIA
LIUPKOHUS paccMaTpUBaIOT KOAPPULIMEHT TPEIIMHO-
croiikoctu (Kj.). Ha puc. 5 npuseneH rpadux ero 3a-
BUCUMOCTH OT JJaBJICHUSI IPECCOBAaHM I HAHOTIOPOIIIKa
IUOKCHIa HUPKOHUS. OTMEYeHO yBeJUUYeHre 3Haue-
HUI K|, IpU BO3PAaCTaHUU JABJIEHUS MPECCOBAHUSL.

o4
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Puc. 5. 3aBUCMMOCTD TPELUIMHOCTOMKOCTHU
CMeYeHHBIX 00pa31oB OT JaBJICHUS IPECCOBAHUS

Haubonbimuii ux pazdpoc 3a¢pMKCUpoOBaH B UHTEPBa-
e P=400+450 MI1a.

3aknyeHue

HccrenoBaHo BIUSTHUE OAaBJICHUS TIPH MTOJTYCYXOM
IIPeCCOBaHMK B CTaJbHOM Iipecc-¢opMe HAHOMO-
pOIIKa OWOKCHIA LIMPKOHUS, CTAOMIM3UPOBAHHOTO
3,2 M0o1.% okcuma UTTPUS, Ha Pl XapaKTEPUCTUK
IIPECCOBOK M CIICUEHHBIX MaTEPHUAJIOB. YCTaHOBIICHO,
YTO POCT IJIOTHOCTH IIPECCOBOK M CIIEYEHHbBIX 0Opa3-
LIOB HE SIBJISIETCS MOHOTOHHBIM IpoiieccoMm. Cyie-
CTBYeT KpuTnueckuii uHtepsaia P = 400+450 MIla, B
KOTOPOM MPOUCXOAUT 3HAYUTEIbHOE U3MEHEHUE MO-
pucTocTH, GOPMBI U pa3MepoB ITOp MaTepuaa.

BoisiBieHO, 4TO (ha30BbIN COCTAB 3aBUCUT OT JaB-
JIEHUsI TIPECCOBAHUS TOJIBKO Y IIpeccoBoK. Ilocie cre-
KaHUSI Bce 00pasmbl, IO JaHHBIM CIIEKTPOCKOITUH
KOMOMHAILIMOHHOTO pacCesiHMs CBETa, COmepXaT MC-
KJIIOUUTEJIbHO TeTparoHauabHyio da3sy. Ilpu yBennye-
HUW JABJICHUS IPECCOBAHUS TTPOUCXOAUT YMEHbIIIE-
HUE pa3MepPOB 3¢pHA 3a CYET pa3pyIICHUS aTJIOMEPAaTOB
IIPU IIPECCOBAHUU, A TAKXKEe HAOJII0IaeTCs yBeInYeH1e
K03 PUIMEeHTa TPEIIMHOCTOMKOCTY KEPAMUKM.
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