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(57) Pedepar:

N300peTeHre OTHOCUTCS K 00IaCTH aITATUBHBIX
TeXHOJIOTUH, B  YAaCTHOCTH K  TIOJIYUCHHIO
TEPMOILTACTUYHBIX MOJIMMEPHO-KEPAMHUYECKUX
(umameHTOB  UISL  TIONYYEHUST  TPEXMEPHBIX
KEpPaMUYECKUX CTPYKTYP C MOMOIIBIO TEXHOJIOTUU
TIOCIIOMHOT O HATIOJTHEHUS. [ OTOBST UCXOTHYIO CMECH,
COZIEpKAIIYI0 HAIMOJHUTENIb, TEPMOIIJIACTUUYHOE
CBSI3YIOLIEE U MOJIMMETUIICUIIOKCAHOBYIO cMOily. B
Ka4ecTBE HAITOTHUTEITS UCITONTB3YIOT HAHOPa3MEPHBIN
MOPOMOK oKcupga ANTIOMUHUSA
(Al,O3),mpenBapUTENbHO BBICYLLIEHHBI B BaKyyMe

B TeueHue 6-8 u npu remreparype ot 120 go 150°C.
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Hcxonnas cmech conepkuT, Mac.%: HaHOPa3MEPHBIH
MOPOIIOK OKcuma amomuHus  (Al,O3)  45-65,

TEPMOIUIACTUYHOE CBSI3YIOLIEE 15-40,
IMOJIMMETUIICHIIOKCaHOBas cMojia 15-20. CmeniuBaHue
OCYIIECTBIIIOT OJHOBPEMEHHO C 3KCTPYy3Uel B
KaMmepe JIBYIITHEKOBOTO IKCTpyaepa npu
temriepatype ot 115 go 140°C u mpu BpemeHH
NepeMelMBaHus 10 Hayaia aKkcTpy3uu ot 40 no 60
MUHYT. ObecIieyrBaeTCss CBOOOTHOE MTPOXO0KICHUE
COCTaBa 4depe3 COIUIO MpH 3aJaHHBIX MapameTpax
nevaTty. 1 wi., 2 Tabm., 3 mp.
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(54) METHOD FOR PRODUCING A THERMOPLASTIC POLYMER CERAMIC FILAMENT FOR 3-D

PRINTING BY MEANS OF FUSED DEPOSITION

(57) Abstract:

FIELD: additive technology.

SUBSTANCE: invention relates to the field of
additive technologies, in particular, to production of
thermoplastic polymer ceramic filaments for producing
three-dimensional ceramic structures using the fused
filling technology. An initial mixture is prepared,
containing a filler, a thermoplastic binder and a
polymethylsiloxane resin. Nanoscale aluminium oxide
(Al,03) powder, pre-dried in vacuum for 6 to 8 hours

at a temperature from 120 to 150°C, is used as a filler.
The initial mixture comprises, wt.%: nanoscale

Crp.: 3

aluminium oxide (Al,O3) powder 45 to 65,

thermoplastic binder 15 to 40, polymethylsiloxane resin
15 to 20. Mixing is executed simultaneously with
extrusion in the chamber of a twin-screw extruder at a
temperature from 115 to 140°C and with the time of
mixing prior to the beginning of extrusion from 40 to
60 minutes.

EFFECT: free passage of the composition through
the nozzle with specified printing parameters is ensured.
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[Tpennaraemoe n300peTeHre OTHOCUTCS K CIIOCO0AM MOJTYyYEHHs TEPMOIIIIACTUUHBIX
MOJIMMEPHO-KEPAMUIECKMX (DUITAMEHTOB (HUTEH) [UTSI TIOTTYYSHUST TPEXMEPHBIX KEPAaMUYECKUX
CBIPLIOB IIPY ITOMOIIM TEXHOJIOTUM ITOCTIOMHOT0 HariaBieHus (aHril. Fusing Deposition
Modeling, FDM) ¢ nmocieayommumM OTKUTOM TEPMOIITIACTUYHOTO CBA3YIOIIETO U CIIEKAHUEM
TEXHUUYECKOU KEPAMHUKH CO CIIOKHON (POPMOW U1 OMOHUYECKUM TU3ANHOM.

IToaxoap! K CO3aHNUIO KEPAMUKHU C UCIIOIB30BAHUEM NIPEKEPAMUUECKUX ITOJIMMEPOB
(comeprKaIux MPeKypcopsl st POPMUPOBAHMS KEPAMUKH) UMEET MTPEUMYIIIECTBO TIEPeT
KJIACCUYECKMMU TEXHOJIOTUSIMU (DOPMOBAHMUS - ITOJIYCYyXO€ TPECCOBAHMS, IKCTPY3Hsl, XOJIOTHOE
U ropsiyee MUIMKEPHOE JINTHE U T.[., TAK KaK JA€T BO3MOXXHOCTh UCII0JIb30BATh METOAbI
TEPMOIUIACTUYECKOTO (POPMOBaHUS MMyTEM aJIMTUBHOI'O BBIPAILMBAHUS (A IUTUBHBIX
TEXHOJIOTUM), U, TAKUM 00pPa30M, MOTYT OBbITh U3TOTOBJIEHBI U3/IEJIHS CII0KHON (OPMBI, O€3
JTOTIOJTHUTEIIBHBIX ONEpAlU MEXaHOOOPaOOTKH KEPAMUUECKOTO MaTepraa Iocje ClieKaHUs
JUI IIPUIAHUS UM 3aJaHHOM F'€OMETPUU U PA3MEPOB.

YcnemHoe TepMoriacTiieckoe hOpMOBaHKE C BBICOKUM COJIEP)KaHUEM MTOPOIIIKA
HAIOJIHUTENIS IpeAcTaBiieHo B padorte [J. Heiber, F Clemens, T. Graule, D. Hulsenberg,
Fabrication of SiO, glass fibres by thermoplastic extrusion, Glas. Sci. Technol. 77 (2004) 211-

2016]. Kax u 0)xuaanock, BA3KOCTh paciljlaBa MaTepuaia 3HAUUTEIIbHO YBEIIMUMBAETCSA 110
CPaBHEHHUIO C TEM, KOT/1a UCIIOJIb3YIOT OTACIbHBIE HAHO- U MUKPOYACTHUIBI. ITO MOXKET UMETh
peliaroliee 3HaueHue 151 UCIIOIb30BaHUSI HATIOJTHEHHBIX TEPMOILIACTOB B TEXHOJIOTUU
MOCIIOWHOTO HAIUIABIIEHUS - OMHOM U3 PA3HOBUIHOCTEN AAIUTUBHBIX TEXHOJIOTHUA, TAKKE
Ha3bIBAEMOM U3rOTOBJIEHUE U3 paciiaBa punamenTa (aHri. Fused Filament Fabrication, FFF),
TaK KaK CUJIbHO OTPaHUYMBAET BEJIMUMHY BI3KOCTH IOTOKA MaTepUalia Ha BBIXOJIE U3 COILIA.
CrienoBaTesnbHO, CYIIECTBYET HEOOXOAUMOCTD ITOA00PA THUIIA U Pa3MEPOB YACTHIL HATTOTHUTES
TP CO3JaHUM BBICOKOHATIOJIHEHHBIX (PUITAMEHTOB (HUTEH) JJIS1 UCTIONIb30BAHMSI B TEXHOJIOTHU
MOCJIOMHOTO HAIUIABIIEHUS, KOTOPasi M3HAYaJIbHO OCHOBAaHA Ha TEPMOILIACTUUECKOM
hopMOBaHUY U3ICTTU.

[TpuHMn paboThl TEXHOJIOTUU IMOCIOMHOTO HATUIABJICHUS CJIETYIOIIMIA: TBEPABIN
TEPMOIUTACTUYHBINA MAaTepUaJl B BUJI€ HUTH MMPOTAJIKMBAETCS POJIMKAMHU Yepe3 HeOOJIbIIoe
HarpeToe COIUIO, I/Ie OH IUIABUTCS, 4 3aTeéM HAHOCUTCSI B BUJIE€ TOHKOTO CJIOSl HA MOJIOXKKE.
Coruto nepeMeIaeTcs B COOTBETCTBUM C 3alIPOrpaMMUPOBAHHBIM MyTeM U TBepjas popma
ME/JIEHHO U3rOTABIMBAETCS CJIOM 3a CII0eM. BbhICOKast BA3KOCTh MOKET IMPUBECTH K 3ACOPEHUIO
coruia uim kopooJsienuto HUTH [J. Gonzalez-Gutierrez, S. Cano, S. Schuschnigg, C. Kukla, J.
Sapkota, C. Holzer, Additive manufacturing of metallic and ceramic components by the material
extrusion of highly-filled polymers: a review and future perspectives, Materials (Basel) 11 (2018),
https://doi.org/10.3390/mal1050840.; L. Gorjan, L. Reiff, A. Liersch, F. Clemens, Ethylene vinyl
acetate as a binder for additive manufacturing of tricalcium phosphate bio-ceramics, Ceram. Int.
(2018), https://doi.org/10.1016/j.ceramint.2018.05.260.]. ITocne 3aBepienus co3ganus Gopmbl
TEPMOIUIACTUYHBIN NOJIUMED (CBA3YIOLIEE) YAAISIOT, U ChIPEL] CIIEKAIOT ITPU BBICOKOMN
TeMIreparype s 00pa30BaHUS MOPUCTOTO WU IJIOTHOTO KOHEYHOTO KEPAMUYECKOTO
U3JIETIS.

ITpexepamuueckue MoJIMMEPHI C HATTOJTHUTEIISIMU UJTM O€3 HUX YKE UCTIOJIb3YETCS KaK ChIPhE
MPAKTUYECKU BO BCEX PA3HOBUIHOCTSAX aJAUTUBHBIX TexHojorul [Z.C. Eckel, C. Zhou, J.H.
Martin, A.J. Jacobsen, W.B. Carter, T.A. Schaedler, Additive manufacturing of polymer-derived
ceramics, Science 80 (351) (2016) 58-62, https://doi.org/10.1126/science.aad2688.], B TOM uncie
nevatu cBsasyronmmM [A. Zocca, C.M. Gomes, A. Staude, E. Bernardo, J. Giinster, P Colombo,
SiO Ceramics with ordered porosity by 3D-printing of a preceramic polymer, J. Mater. Res. 28
(2013) 2243-2252, https://doi.org/10.1557/jmr.2013.129.], B TOM 4YKciI€ IEYaTH CBSA3YIOMINM [A.
Zocca, C.M. Gomes, A. Staude, E. Bernardo, J. Guinster, P Colombo, SiO Cceramics with ordered
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porosity by 3D-printing of a preceramic polymer, J. Mater. Res. 28 (2013) 2243-2252], crpyiiHoM
neuat [M. Mott, J.R.G. Evans, Solid free forming of Silicon Carbide by inkjet printing using a
polymeric precursor, J. Am. Ceram. Soc. 84 (2001) 307-313], npsiMoii neyaTtu yepHuiamu [G.
Pierin, C.Grotta, P. Colombo, C. Mattevi, Direct Ink writing of micrometric SiO Ceramic structures
using a preceramic polymer, J. Eur. Ceram. Soc. 36 (2016) 1589-1594. A. Zocca, G. Franchin,
H. Elsayed, E. Gioffredi, E. Bernardo, P Colombo, A. Bandyopadhyay, Direct ink writing of a
preceramic polymer and fillers to produce hardystonite (Ca2ZnSi207) bioceramic scaffolds, J.
Am. Ceram. Soc. 99 (2016) 1960-1967. G. Franchin, H.S. Maden, L. Wahl, A. Baliello, M. Pasetto,
P. Colombo, Optimization and characterization of preceramic inks for Direct Ink writing of Ceramic
Matrix Composite structures, Materials (Basel) 11 (2018) 1-14] crepeonuTtorpacduu [Franchin,
H.S. Maden, L. Wahl, A. Baliello, M. Pasetto, P. Colombo, Optimization and characterization of
preceramic inks for Direct Ink writing of Ceramic Matrix Composite structures, Materials (Basel)
11 (2018) 1-14] B ToM uucsie B cyomMukpoHHoM Maciutabe [Brigo, J. Eva, M. Schmidt, A. Gandin,
N. Michieli, P. Colombo, G. Brusatin, 3D Nanofabrication of SiOC Ceramic Structures, 1800937,
(2018)] ¥ pu U3rOTOBJICHNH JJAMMHUPOBAHHBIX u3aeauit [H. Windsheimer, N. Travitzky, A.
Hofenauer, P. Greil, Laminated object manufacturing of preceramic-paper-derived Si-SiC
composites, Adv. Mater. 19 (2007) 4515-4519].

OnHako 3D-neyaTh € UCMIOJIB30BAHUEM ITPEKEPAMUYECKUX ITOJIMMEPOB METOIOM
MOCIIOMHOTO HAIUJIABJIEHUS pacCMaTPUBAETCS B HEOOIbIIOM yKcie padoT [Gorjan L. et al.
Fused deposition modeling of mullite structures from a preceramic polymer and y-alumina //
Journal of the European Ceramic Society. - 2019. - T. 39. - Ne.7. - C. 2463-2471]. [1puunnHom
3TOr0 MOXET ObITh TOT (hAKT, YTO MPEKYPCOPHI C BLICOKUM BBIXOJOM KEPAMUKHU, TAKUE KAK
CWJIOKCAHbI UMEIOT TEMIIEPATYPhl CTEKJIOBAHMS 3HAUMUTEIBHO BbIIlIE KOMHATHOH (0K0JI0 50-
60°C) [P. Colombo, G. Mera, R. Riedel, G.D. Soraru, Polymer-derived ceramics: 40 years of
research and innovation in advanced ceramics, J. Am. Ceram. Soc. 93 (2010)], mo3TomMy U3 HUX
MOJIY4aroTCs )KECTKUE U OUEHb XPYIIKHUE HUTH, YTO AETAET UX HEMOAXOAIIMMHU JUTsl TEXHOJIOTHU
nocioiiHoro HamasieHnus [P Colombo, J. Schmidt, G. Franchin, A. Zocca, J. Giinster, Additive
manufacturing techniques for fabricating complex ceramic components from preceramic polymers,
Am. Ceram. Soc. Bull. 96 (2017) 16-23].

B ocHoBe nmpennaraeMoro croco6a moJiy4eHus: TEpMOIUIACTUYHOTO (pritaMeHTa (HUTH)
JUIS1 CO3JITAHMSI TPEXMEPHBIX KEPAMUUYECKUX CTPYKTYP METOAOM MOCIOMHOTO HATUIABIICHHUS,
JIEKUT CIIOCO0 MOTYyUEHUsT KEpAaMUYECKUX CTPYKTYp cocTaBa 3Al,03%2S10,, yka3aHHbIN B

pabote [Gorjan L. et al. Fused deposition modeling of mullite structures from a preceramic
polymer and y-alumina //Journal of the European Ceramic Society. - 2019. - T. 39. - Ne.7. - C.
2463-2471, KOTOPBIA COCTOUT U3 2-X CTAJUM:

- CMEILLIEHME MUKPOIIOPOILIKOB HAIIOJIHUTES, TEPMOIUIACTUYHOTO CBA3YIOLLErO U
MOJIMMETUIICUIIOKCAHA B TAOOPATOPHOM CMECUTEINE C POJIMKOBBIMU POTOPAMU;

- TOJTy4YeHUs (PUIIAMEHTOB (HUTH) ITyTEM 9KCTPY3UU MTOIYYEHHBIX CMECEH.

Cy11eCcTBEHHBIM TAPAMETPOM ISl IO00PA TEMITEPATY PHO-BPEMEHHBIX PEXKMMOB CMELLIEHHUS
COCTaBOB U TEMIIEPATYPHO-BPEMEHHBIX PEKUMOB IKCTPY3UM SIBIISIETCS BA3KOCTD IIOJIy4aeMBbIX
CMECEM.

[Tonyyennble pumamMeHThbI ObLTM UCIIONB30BAHBI JISI CO3IaHUSI TPEXMEPHBIX CTPYKTYP
METOOM ITOCIIOMHOTO HAIUIABIIEHUS C ITOCIIEAYIONUM YAAJIEHUEM CBS3YIOLIEro U
MPEABAPUTEIIBHOTO CIIEKAHUS U TOTIOJIHUTEIbHBIM O0KUIOM IIPU BBICOKUX TEMIIepaTypax.

Kpurnuecku BakHbIM MapaMeTpOM, BIMSIIOIIMM Ha BBIOOP coCTaBa (PUIIaMEHTOB, SIBIISIETCS
CBOOOIHOE ITPOXOKIEHUE COCTABA YEPE3 COIUIO MPU 3aJaHHBIX TapaAMETPaX MevaTH s
(bopMUPOBaHUS KEPAMUYECKOTO ChIpLA CII0KHOM (POPMBI U OMOHUYECKUM JU3AHHOM.
Cy1iecTBEeHHBIMY TApAMETPAMHU /1T BBIOOPA TEMIIEPATYPHO-BPEMEHHBIX PEXKUMOB yIAJICHUS
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CBSI3YIOIIETO U ITPEIBAPUTEIILHOTO OTKUIA SIBJISIETCS TEMIIEpaTypa pas3iioKeHUs CBA3YIOLIETO,
ompesensieMasi TepMOT paBUMETPUIECKUM U T (HEPeHIMATBHBIM TEPMUIECKUM AHAIU30M.
Cy11ecTBEHHBIMU ITapaMeTpaMu 171 BBIOOpa TEMIIEPATYPHO-BPEMEHHBIX PEKUMOB
OKOHYATEJIbHOT'O 00XKUra siBisieTcs (pa30BbId COCTAB, INIOTHOCTh U OTKPBITASI IOPUCTOCTD,
a TAK)KE€ MUKPOCTPYKTYpa MOJIy4YaeMbIX KEPAMUUECKUX WU3/ICTTUIA.

B kauecTBe kepaMHUYECKMX HATIOJTHUTENIEH B CIOCOOE MPOTOTHUIIE UCTIOJIB30BAJIM IBE MAPKU
MUKPOTIOpOoKoB y-Al,O3 26 N-0842UPGG (26 N), dupmsr Inframat Advanced Materials,

CHIA u PURALOX SCFa-140 UF5 (UFS), ¢pupmbr SASOL.

B kauecTBe TEPMOIIACTUYHONW MATPULBI UCTIOJIB30BAIM COMIOJIMMED ITUIIBUHUII alleTaTa
Mmapku Elvax 420, ¢pupmsr DuPont, CIIIA.

B xauecTBe MCTOUHMKA OKCHJIA KPEMHHUS UCTIOJIB30BaJIM ITOJIMMETUIICUIIOKCAHOBYIO CMOJTY
Mapku Silres MK, ¢pupmbr Wacker, ['epmanusi.

CyTb npolecca NoIy4eHHUs] KEPAMUUECKUX CTPYKTYp OTpakeHa Ha PUCYHKe 1.

Ha pucynke 1 cxematnuHO M300pakeH MPOLECC MOTYyUEHUs KEPAMUKH U3 MTOJIMMEPHOTO
IIpe-KePaAMHUYECKOT O MaTEpUaIIa, COCTOSIIETO U3 ITUIBUHWII AlleTaTa, KPEMHUAOPTraHUIECKON
cMmoubl (Silres MK) n okcuaa anmtomunus. Ilpu HarpeBaHUM U3EIUI U3 TTPe-KEPAMUUECKOT O
Marepuasa IIpPOUCXOIUT PA3JI0KEHUE ITUIIBMHUWII AlleTaTa HA YIJIEKUCIIBINA ra3 U BOLY, KOTOPbIE
yaastoTes B BUae napos. Silres MK mpu 3ToM pasznaraercs 10 oOKkcuia KpeMHUS U
opranuueckux napos. [locie HarpeBa 10 TemriepaTypbl CHEKAHUS TUOKCUI KPEMHHUS U OKCUT]
AJIFOMUHMS BCTYNAIOT B peakuuio ¢ oopazoBanueMm mysumra (3Al,053%*2Si0,).

[TpennouTuTenbHBIM SBIIIETCS IPEABAPUTEIIBHOE BHICYIIMBAHUE MUKPOIIOPOIIKOB Y-Al,O5

B TeueHMe 2 yacoB npu temnepartype 150°C ¢ npuHyIMTEIbHON KOHBEKIMEN.

JIJ1s1 cMellleHusl COCTaBOB U MOJIYYEHUSI OJTHOPOAHOMN MTOJIMMEPHO-KEPAMUYECKON MaCChl
YCIOJIb30BAJIM JIAOOPATOPHBIN CMECUTENb U CIIEAYIOLIUIA PEXXUM CMELIEHUS: CKOPOCTh
BpaleHust potopoB 10 06/MuH, Temiepatypa potopos - 120°C, BpeMs cMmetieHust 60 MUHYT.

CocTtaBbl cMecel 1Sl TOTy4eHUs! (PUITaMEHTOB (HUTEHN) MOI0UPAITUCh C YIETOM
YCCIIeI0BaHUS BA3KOCTH MOTYYeHHbIX cMecei. CocTaBbl IpesicTaBiieHbl B Tadiuie 1. CocraBbl
cMecel 1)1 TOJTy4eHUs! (PUITaMEHTOB.

Hawubomnee mpeanodaTuTeIbHBIM COCTABOM /TSI U3TOTOBIIEHUS (PHITAMEHTA C MTOCIIETYFOIIeH
M€YaThI0 KEPAMUUECKUX M3MIEIIUIA METOIOM MTOCIONHOT O HAIIJIABJIEHHUS SIBIISIETCS] COCTAB,
coaepxammi 40 (mace. %) Al,O3+Cunokcas.

JI71s u3roToBeHus (pruiIaMeHTOB (HUTH) B CIIOCOOE-TTPOTOTHUIIE OBLT UCTIOIH30BAH
MOPIITHEBOM IKCTPYyAEP. DKCTPYy3uto mpoBoauu rmpu 90°C uepe3 oTBepCcTHE (PUITHEPHI
quameTrpom 1,75 mm.

TpexMepHbIe U3AENNs OBUIM U3TOTOBJIEHBI METOIOM MOCIONHOI0 HATIaBIeHUs Ha 3-D
npuHTepe. JuameTp cormia, Temiepatypa coria U CKopocTb coctasiisiim 1,0 mm, 170°C u
110 MM/MUH COOTBETCTBEHHO. BhicoTa ciiost 6pu1a ycTaHoBJeHa B 0,5 MM.

VY nanenue cBA3YIOLIErO U MPEABAPUTEIBHOE CIIEKAHUE ITPOBOJAWINCH HA BO3IYXE B
MybeTbHOM TIeur UK B TOKe a3oTta (99,99%) B TpyOuatoii neun. O6pasipl HarpeBau co
ckopocThio 1 rpagyc/muH 10 140°C, 3atem 0,2 rpaayca/mus 10 230°C; mociie 4 4 BBIIEPKKU
nipu 230°C cHOBa HarpeBaim co ckopoctsio 0,3 rpagyca/mun no 600°C, a 3atem 3 rpaayca/
MuH 110 1000°C, ¢ nocneayroied BbIIEPKKOM 1 yac mpu 3Toi TemMmneparType.

CriekaHue MPOBOAWIIOCH B 3JIEKTPUUECKOM IIeUM B MHTEpBaJjie TeMiepatyp oT 1250-1550°C,
BpeMs BBIACPKKHU IIPU OIIPENEIICHHON TeEMIIEpATyPe COCTABIISIIO 2,5 4, CKOPOCTh Harpesa 5
rpaaycos/mMuH. Haunboiee npeamoyTUTeIbHOM TeMIIepaTypoil sl OTKUra Oblia BeIOpaHa
temriepatypa B 1550°C.

TexHuueckuil pe3yIbTaT 3aKII0YAETCS B PEUENTYPE MOJIUMEPHO-KEPAMUUECKON TOMOT€HHOMN

Crp.: 6
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MAacChI ¥ crtoco0a MOoJTy4YeHHUs! TEPMOTUTACTUYHON HUTH J1J1sI IIOCTIeIY IOl TIeUaTH IOJTMMEPHO-
KEPAMUYECKHUX ChIPIOB, UX CYIIKU U TEXHOJIOTUU TEPMUYECKOM 00paboTKu (00KuKra) 10
MOJTYYEHHS] KePAMUYECKUX U3JIENUI CII0’KHON (POPMBbI M OMOHUYECKUM TU3AMHOM U TOCTUTAETCS
dhopMmyoit n300peTeHus:

Croco0 motyyeHus: TePMOIIIACTUYHOTO MTOJIMMEPHO-KepaMuieckoro gpunamMmenTa s 3-D
IeYaTy U3AEJIUA METOAOM ITOCIOMHOT O HAIUIABJICHUS, OTJIUYAIOLIUICSA TEM, UYTO HA CTa U1
MOATOTOBKH UCXOJHBIX CMECEH HAHOPA3MEPHBIN MPEKEPAMUYECKUI HATIOJHUTENb (OT 45 10
65 Mmacc. %), BHICYILIMBAIOT B BaKyyMe B TeueHue 6 - 8 u mpu Temnepatype ot 120 1o 150°C
C UCITOJIb30BAHUEM TEPMOILUIACTUYHOTO CBA3yromero (ot 15 mo 40 macc. %) u
MMOJIMCUIIOKCAHOBOM cMOJIBI (0T 15 110 20 Macc. %) ¢ mociieayoimmM OJHOBPEMEHHBIM
CMEIIIEHUEM U IKCTPY3UEN B KaMepe JIBYIIHEKOBOI'O J1a00OPaTOPHOTO 3KCTPyAepa, pu
temnepatype oT 115 no 140°C, Bpems mepeMenIMBaHus 10 Hayajia SKCTPY3UX COCTABIISIET OT
40 10 60 MUHYT, YAaJIEHUE CBSA3YIOIIETO U IPeABAPUTEIIFHOE CIICKaHUE ITPOXOIUT B aTMOochepe
BO3/yXa IpU cKopocTu Harpesa | rpanyc/muH 1o 140-160°C, 3atem 0,2°C/mun 10 230-270°C;
nocyie 4 4 Beiaepkku npu 230-270°C HarpeBaroT co ckopocthio 0,3°C/mun 1o 600-700°C, a
3ateM 3°C/mun go 1000-1100°C, c mocneayroiier BbIIEPKKOM 1 U Mpyu KOHEYHOM TeMnepaType,
OKOHYATEIBLHOE CIIEKaHUE MTPOBOIUTCS B 3JIEKTPUUECKOM Ieur B aTMOocdepe BO3ayxa Mpu
temnepatrypax ot 1250 no 1550°C, BpeMsi BBIAEPKKHU COCTABIISIET 2,5 4, CKOPOCTh HArpeBa
5°C /muH.

[Tpennaraemslii crioco0 MOIyUYeHUs] TPEXMEPHBIX KEPAMUUECKUX CTPYKTYP, CTPYKTYP
TaKXe€ OCYLIECTBIISAECTCS B IBE CTAIUU:

- CMEIIIEHNE MUKPOIIOPOILIKOB HAIIOJIHUTENS, TEPMOIUIACTUYHOTO CBSA3YIOLIErO U
MOJIMMETWICUJIOKCAHA B JIAOOPATOPHOM CMECUTEJIE C IByMS IITHEKAMM;

- TTOJTy4eHUst (PUIaMEHTOB (HUTH) ITyTEM 3KCTPY3UH IMOJTYYCHHBIX CMECeH;

[Tomyuennble pumaMeHThI (HUTH) OBLTH UCTIOJIB30BAHBI [IJIS1 CO3/IAHHUS TPEXMEPHBIX CTPYKTYP
METOJIOM ITOCIIOMHOTO HATUIABJICHUS C TTOCTIEAYIOIUM YAAIIEHUEM CBS3YIOIIETO U
MIPEIBAPUTEIIBHOE CIIEKAHKE C TTOCIEAYIOIIMM OTKUTOM IIPU BBICOKMX TEMIIEPATYpaX.
KpuTtnuecku BaXHBIM ITapaMeTPOM, BIIUSIOIIMM Ha BBIOOP cOCTaBa (PUIAMEHTOB, SIBJISICTCS
CBOOOHOE MTPOXOXKAEHUE COCTABA YePE3 COTIO MPH 3aJaHHBIX MTapaMeTpax rnevaTu.

B kauecTBe TEpMOILIACTUYHON MATPULBI UCTIOJIB30BAIM COTIOJIMMEDP ATUIIBUHUWIIAlIETATA
Mapku CasuiieH 12306-020 TV 2211-211-00203335-2013.

B xauecTBe HAINOJIHUTENEHN UCTIOIB30BAIM HAHOAUCIIEPCHBIE MOPOLIKU Al,O3, TOTy4eHHBIE

IJIa3MOXUMHUUYECKUM CUHTEe30M I1imazMeHHas ycTaHOBKA JIs [TOJIy4Y€HUs] HAHOAMCIIEPCHBIX
nopowkos rmateHT RU 2311225 C1, nuamerp vactun ot 50 10 250 HM ¢ y3KUM
MOIU(PPAKUUOHHBIM PACIPEIETIEHUEM YACTHUIL ITO Pa3MepaM.

B xauecTBe MICTOYHMKA OKCHUIA KPEMHHUS UCITOIB30BAJIM TOJIMMETHUIICUIIOKCAHOBYIO CMOJTY
Mapku KM9-K, npousBoactea OO0 «K3KM», mosydyaemyto ImyTeM COBMECTHOM KOH IEHCAIUU
METHUJIXJIOPCUJIAHOB PA3JIMUHOTO CTPOEHUS B Tabuie 2 XapaKTepUCTUKU
MOJIMMETUIICUIIOKCAHOBOM cM0oIbl Mapku KM9-K.

ITpearnoyTUTENbHBIM ABIISIETCS IIPEABAPUTEIIBHOE BBICYLLIMBAHKE IOPOLIKOB B BAKYYMHOM
mkady B TeueHue ot 6 10 8 yacos npu remnepartype ot 120 1o 150°C.

CocraBbl cMecel 15 TOyUYeHUs (GUIaMEHTOB (HUTH) TOAOUPATIUCH C yYETOM CBOOOTHOTO
IIPOXO’K/IEHHUS pACIUIaBa YEpe3 COIUIO MeYaTaIOIIe TOJIOBKU IIPUHTEPA MIPU 3aJaHHBIX
YCIIOBUSIX TIEYATH.

JI1s1 u3roToBiieHUs: GUIIAMEHTOB (HUTH) OBLIT UCIIOIB30BaH BBICOKOTEMIIEPATYPHbIN
71a060PaTOPHBIN IKCTPYIEP. DKCTPY3UIO TPOBOIMIM pH TemriepaType oT 115 mo 140°C uepes
oTBepcTHe (pribepsl tuaMeTpoM 2,85 mm. Bpems npornecca cMenieHus 10 Hayana 3KCTPy3uH
oT 40 10 60 MUHYT.
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Hawnbouee mpeamoYTUTEIbHBIM COCTABOM JJISI U3TOTOBJICHUS (PUIaMEHTA C TTOCIIEeTYOIICH
MEeYaThI0 KEPAMUYECKUX U3IETUNA METOAOM MOCITOMHOTO HATUIABJIEHHUS SIBJISIETCSI COCTAB OT
45 no 65 macc. % Al,O3 ot 15 1o 20 macc. % cunokcana v ot 15 1o 40 macc. % 3TUII BUHWIT

alerar.

TpexmepHble uzaenusi ObUIM U3TOTOBJIEHBI METOJIOM IMOCIIOMHOTO HATLIABJICHUS
(aaMTUBHOTO BhIpalIMBaHUs) Ha 1abopaTtopHoM 3-D npunrtepe (Ultimaker 3). [luametp
COILIA, TEMIIEpATypa COIJIa U CKOPOCTh cocTaBisiiu 2,85 MM, ot 150 go 180°C u ot 50 no
130 MM/MHH COOTBETCTBEHHO. BhicoTa ciiost 6pl1a ycraHoBjeHa 0,5 MM.

Vnanenue CBSI3YIOIIETO U MPEABAPUTENIHHOE CIIEKAHUE TPOBOIMIMCH B MY(DeTbHOM reuu
B aTMoc(epe Bo3ayxa rmpu ckopoct Harpesa 1°C /mun o 140°C, 3atem 0,2°C /mus 1o 230°C;
rocyie 4 4 Beiiepkku mpu 230°C cHOBa HarpeBaiv co ckopocTbio 0,3 rpagayca/mMuH 10 600°C,
a 3atem 3°C /mun go 1000°C, c mocnenyrolien BeIACPKKOM 1 U pu 3TOM TeMmneparType.

CriekaHue MPOBOJIUIIOCH B 3JICKTPUUECKOMN MeUr B MHTEpBaJjie Temmepatyp ot 1250 qo
1550°C, BpeMsi BBIJIEP>KKHU IIPY ONPEACIICHHON TEMIIEpaType COCTABIISIO 2,5 U, CKOPOCTh
Harpesa 5°C /muH. Hanbosnee npeanoutuTenbHON TEeMIEpaTypor AJIsl OT>KUra Oblia BbIOpaHa
temnepatypa B 1550°C. PaccMOTpeHHBbIE BBIILIE PeXUMBbI OCYIIIECTBIICHUS ITPOLiecca MOA00paHbl
SKCIEPUMEHTAJIBHO.

Cy11ecTBEHHBIM ITPEUMYIIIECTBOM (OTJIIMUKEM ) ITpeIaraeMoro crocoda nepes mpoTOTUIIOM
Y IPYTMMU aHAJIOTaAMU SIBJISIETCS:

- OAHOBPEMEHHOE CMELICHNE HAIIOJIHUTEIIEN C ITOCIIEAYIOIIEN OKCTPY3UEH;

- B KQUECTBE HAIIOJIHUTEIIEN UCTIOJIb30BAIMCh HAHOPA3MEPHBIE TOPOIIKHA OKCH/IA ATTFOMUHHUS
C Y3KMM pacrpeaeneHreM (pakiyu 1o pa3Mepam MO3BOJISIONIEE MPUTOTOBUTH COCTABBI C
BBICOKHM COJIEPKAHUEM ITPEKEPAMUYECKOTO HAIIOJIHUTEIS;

- ICMIOJIb30BAHUE HEAOPOTOTO CBI3YIOLIEr0, OTEYECTBEHHOI O TPOU3BO/CTBA, & UMEHHO
MTOJIUMETHIICUIIOKCAHOBOM cMOJIbI Mapk KM9-K, uTo mpumaeT noixydaeMbpiM (puaMeHTaM
JIOTIOJTHUTEIBbHYIO IPOYHOCTD U 3JIACTUYHOCTH 3a CYET 0OPA30BAHUS CETUATBIX CIIUTHIX
CTPYKTYyp. Huke uzobpeTeHue WTIoCTPUPYETCs CIIeIYIOIMMU TPUMEPAMU:

ITpumep 1

B naGopaTtopHoll MelIbHULE CTaKaHE CMEIIAIM 15 T mpeaBapuTEIbHO U3METIbUEHHON B
dhapdoposoii cryrnke cmosabl KM9-K 140 r Capunena. Cmech epeMecTHIIN B JIa00OpaTOPHBIN
CTaKaH IMOIXOsIIero oobemMa u Jo0aBuiIn 45 r HaHOpa3MepHOro mopoiika AI203,
MPeABaPUTEIIHHOTO BBICYIIICHHOTO BAKYYMHOM IIKady B TeYeHHE 6 4aCOB IIPU TEMITepaType
150°C. Ilepemenmaiy MOPOIIKA METATUIMYECKHM IITNATENIEM O OAHOPOJHON KOHCUCTEHIIUU.
[TonyueHHyI0 cMeCh HEOOJIBIITMMU TOPUUSMU IMPUCHITIATIN B OYHKEP BHICOKOTEMIIEPATYPHOTO
71a60paTOPHOTrO IKCTPYAEpa. IKCTPY3UIO TPOBOAUIIM Tpu TeMiiepaTtype 115°C uepes
oTBepcTre pumbepbl tuameTpom 2,85 mMm. Bpemst mpoiiecca cMenieHust 10 Hayajia IKCTPY3uu
- 40 MmuHyT. B pe3yabTaTe MoJiyuddid HUTh IUAMETPOM 2,85 MM CEpOToO LBETA.

TpexMepHble U3AENHS B BUJIE TYETUHBIX COT pa3MepoM 30 MM C UCIIOJIb30BAHUEM
MOJTy4YE€HHON HUTHU OBLIM U3rOTOBJIEHBI METOOM MTOCIIOMHOT O HATUIABJIEHHUS HA TAOOPATOPHOM
3-D npunrepe (Ultimaker 3). JluameTp coruia, TeMIepaTypa coria ¥ CKOpOCTb COCTaBIISIIU
2,85 MM, 150°C u 130 MM/MUH cOOTBETCTBEHHO. BhicoTa ciiost 6pu1a yctaHoBiieHa B 0,5 MM.

YV naneHue cBSI3yIOIIEro U MpeIBApUTEIbHOE CIIEKAHWE U3/IENTUH, TOJIyYEHHOT'O TPEXMEPHOTO
U3JIENHS TPOBOIWIA B My(eTbHOM TIeur Ha BO3yXe MpU cKopocT Harpesa 1°C /MUH 10
140°C, 3atem 0,2°C /mun 1o 230°C; nocie 4 4 Beraepxku rpu 230°C cHOBa HarpeBaju co
ckopoctbio 0,3°C /muH 10 600°C, a 3atem 3°C /muH 10 1000°C, ¢ mocneayroiien BeIAEPKKON
1 4 mpu 3TOM TemMIepaType.

OxoHYaTeNbHOE CIIEKaHUE TPOBOIUIOCH B 3JIEKTPUUECKOM Meun B aTMoc(epe Bo3ayxa
nipu Temiepatype 1300°C, Bpemsi BBIAEPKKHU COCTABIISLIIO 2,5 4, CKOPOCTh HarpeBa 5°C /MuH.
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[Tpumep 2

B naGopartopHoii MenbHULE cTakaHe cMeraiu 20 T mpeIBapuTeIbHO U3METIbUEHHON B
dbapdoposoti ctynke cmorbl KM9-Ku 15 r CaBusiena. CMech epeMecTUIU B 1a00paTOPHbIN
CTaKaH MOAXOJAIIero oobema u JooaBuiam 65 r HaHOpa3MepHoro nopouka AI203,
MPeIBAPUTEIIHHOTO BBICYIIIEHHOTO BAKYYMHOM IIIKa(y B TeUeHUE 7 4acoB MpU TEMIIEpAType
140°C. Ilepemerianay MOPOIIKH METAJIMUECKUM IIIIATEIEM 10 OJHOPOIHON KOHCUCTEHIIMH.
[TonyueHHyIO cMeCh HEOOJIBIITMMU TTOPUMSMU IMTPUCHITIATIN B OYHKEP BHICOKOTEMIIEPATYPHOTO
71a60paTOPHOTO IKCTPYAEpa. IKCTPY3UIO TpoBoauiIu mpu Temrepatype 130°C uepes
oTBepcTre QUITBEPHI AMamMeTpoM 2,85 MmMm. BpeMmst mporiecca cMerieHus, 10 Hauajia IKCTPY3Un
- 50 MuHYT. B pe3ynbTaTe noayuyusivi HUTh TUAMETPOM 2,85 MM CEpOTO LBETA.

TpexmepHble U31ers B BUAE MUYETUHBIX COT pa3MepoM 30 MM € UCIIOJIb30BAHUEM
MOJTyYE€HHOM HUTH OBLIM U3rOTOBJIEHBI METOOM ITOCIIOMHOT O HATUIABIIEHHUS HA TAOOPATOPHOM
3-D npunrepe (Ultimaker 3). JluaMeTp coruia, TeMiepaTypa corjia ¥ CKOpOCTh COCTABIISIIU
2,85 MM, 170°C u 100 MM/MUH COOTBETCTBEHHO. BhicoTa ciiost 6pu1a ycTaHoBjeHa B 0,5 MM.

V nanenue cBSI3YIOLIETO U ITPEABAPUTEIBLHOE CIIEKAHNUE U3EIINH, IIOJTyYEHHOT'O TPEXMEPHOTO
U3JIENHs TPOBOIWIA B My(eTbHOM TIeUr Ha BO3yXe MpH cKopocT HarpeBa 1°C /MuH 110
150°C, 3atem 0,2°C /mMuH 10 260°C; mocne 4 4 Beiaepxku rpu 260°C cHOBa HarpeBaju co
ckopocTtbio 0,3 rpaayca/mun 10 650°C, a 3atem 3°C/MuH 1o 1050°C, ¢ niocnenyroiiemn
BBIIEPKKOM 1 yac rpu 3To# Temrieparype.

OxoHYaTeNbHOE CIIEKaHUE MTPOBOIWIOCH B 3JIEKTPUUECKOM Meuu B aTMoc(epe Bo3ayxa
nipu Temnepatype 1400°C, BpeMs BbIIEP>KKM COCTABIISIIO 2,5 4, CKOPOCTh HATpeBa S rpaycos/
MUH.

[Tpumep 3

B naGopaTtopHoli MenbHUILE CTaKaHe cMellaiu 17 T mpeaBapuTeIbHO U3METbUEHHON B
dbapdoposoti ctynke cmorbl KM9-K 1 33 1 CaBusiena. CMech epeMeCcTUIU B 1a00paTOPHBIN
CTaKaH noaxoAsuero oobeMa u gobasuiu 50 r HaHopa3MepHoro nopoimka Al,Os,

MIPeIBAPUTEIIEHOTO BBICYIIIECHHOT'O BAKYYMHOM IKady B Teuenue 6 1 ripu remmepatype 150°C.
[Tepemeniany NopomIKY METAIIMYECKUM IINATENIEM 10 OJJHOPOAHONW KOHCUCTEHIUH.
[TonyueHHyI0 cMeCh HEOOJIBIIIMMU ITOPUUSIMU IMTPUCHITIATIN B OYHKEP BHICOKOTEMIIEPATYPHOTO
J1abOpPaTOPHOTO IKCTPYEpa. DKCTPY3UI0 MpoBOoAWIHU Ipu TemnepaTtype 140°C uepes
OoTBepcTHUe (PUIbepbl TMaMeTpoM 2,85 MM. BpeMs miporiecca cMeleHus, 10 Hadajia SKCTPY3Uuu
- 50 MmuHyT. B pe3yabTaTe MoJiyddsid HUTh IUAMETPOM 2,85 MM CEpOTO LIBETA.

TpexMepHble U3AENHS B BUJIE TUEIUHBIX COT pa3MepoM 30 MM C UCIIOJIb30BAHUEM
TTOJTYYEHHON HUTH OBITA M3TOTOBJIEHBI METOJIOM ITOCIIOMHOTO HATIJIABJICHHUS HA JTA00PaTOPHOM
3-D npunrepe (Ultimaker 3). JIluameTp coruia, TeMiepaTypa coria U CKOpOCTb COCTaBIISIIN
2,85 mMm, 180°C u 130 MM/MHUH COOTBETCTBEHHO. BricoTa ci1os Obl1a ycraHoBjieHa B 0,5 MM.

YV nanenue CBS3YIOMIETO U MPEIBAPUTEIIBHOE CIIEKAHUE UBEIIHINA, ITOJTYYEHHOTO TPEXMEPHOTO
U3JIEJINS TTPOBOIWIIU B MIPSIMOYTOJIBHOM TeuM B aTMoc(depe Bo3ayxa IMpu CKOPOCTH HarpeBa
1 rpagyc/mun no 160°C, 3atem 0,2 rpagyca/mun 10 270°C; iocne 4 4 Bbiaepkku npu 270°C
CHOBa Harpesaju co ckopocthio 0,3°C /muH 10 700°C, a 3atem 3°C /mun 10 1100°C, ¢
MOCJIEAYIOLIEN BBIAEPKKON 1 4 IIpr 3TOM TeMmeparType.

OxoHuaTenbHOE CIIEKaHUEe TPOBOIUIIOCH B 3JIEKTPUUYECKOM Meun B aTMochepe Bo3ayxa
nipu reMrnepatype 1550°C, Bpemsi BbIIEPKKHU COCTABIISIIO 2,5 4, CKOPOCTb HArpeBa 5 rpa1ycos/
MUH.
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Tabnuua 1.
AL O;+Cuinokcan Al,;O;26 N Cujiokcan 9BA
(macc.%) (macc. %) (macc. %) (macc. %)
40 27 13 60
47 32 15 58
50 34 16 50
52 35 17 48
54 37 17 46
56 38 18 44
58 40 18 42
AL O3;+Cuaokcan AL, O3 UFS Cunokcau 9BA
(Macc. %) (macc. %) (macc. %) (macec. %)
40 27 13 60
45 31 14 55
47 50 24 26
50 34 16 50
Tabnuua 2.
IMoxa3zaTenn 3HayeHHne/oNHCaHHE

BHemuuii BUg

OecLIBETHBIE KyCKHU
HeolpeeIeHHOH (pOpMEI

MaccoBas 10Js HeJeTy4HuX BemecTB, %, He
MeHee

95,0

PaCTBOpI/IMOCTB B 3TUJIOBOM CIIUPTE

MoJjiHas (BO3MOXHO
IIOMYTHEHHE, a TaKXKe
0o0pa3oBaHHE 0CaAKa)

KoHueHTpanus BOAOPOAHBIX HOHOB, HE MEHEE

3

BpewMs xenaTuHM3anuK, MUH. B ipenemax

80

(57) ®opmyna uzoopeTeHus
Croco6 nmosry4eHust TEpMOTUIACTUIHOT O MTOJTMMEPHO-KEPAMUIECKOT0 (pritaMenTa ijist 3-D
MeYaTH U31EIMIA METOIOM ITOCIOMHOTO HAIIJIABJIEHUS, BKJIIOUAIOIIMN CMELIMBAHUE UCXOHOM
CMECH, COZIEPrKALIEN HATIOJHUTEIb, TEPMOILTACTUYHOE CBA3YIOLIEE U IIOJIMMETUICHIOKCAHOBYIO
CMOJLY, U 3KCTPY3HUIO [TOJIYYEHHOM CMECH € IIOJIyYEHUEM ITOJIMMEPHO-KEPAMUUYECKOTO
bunaMeHTa, OTIMYAIOLIUNCS TE€M, YTO JUIsl IPUTOTOBJIEHUS] UCXOIHON CMECU B KAUECTBE
HATIOJIHUTEIIS UCIIOJIB3YIOT HAHOPA3MEPHBIN ITOPOILIOK OKcuaa amoMunus (Al,O3),

MIPEABAPUTEIBHO BBICYLLIEHHBIN B BaKyyMe B TeueHHe 6-8 u ipu Temriepatype ot 120 no 150°C,
IIPU CJIEYIOIIEM COOTHOIIEHUM KOMIIOHEHTOB CMeCH, Mac.%:
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HAHOPAa3MEpPHBIH IOPOLIOK OKchaa amoMunus (Al,O3) 45-65
TEPMOIUTACTUUHOE CBSI3YIOILIee 15-40
MOJIMMETHIICHIIOKCAHOBASI CMOJIa 15-20,

a CMEIIMBAHUE U SKCTPY3UIO OCYLIECTBIISIOT OJJTHOBPEMEHHO B KaMeEPE JABYIIHEKOBOTO
sKcTpyaepa npu remneparype ot 115 1o 140°C v mpu BpeMeHM IepeMelIMBaHms 10 Havana
3KcTpy3uu oT 40 10 60 MUHYT.
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drunsunun anerar  — CO, + H,O 4

CH;
Sii_eo > SiOzqauope) > Si02 (pre)
| X

n

CH;j \ )
Silres MK !
/ 3A1203 * ZSIOZ (MYJ'IJII/IT)
'Y-A1203 > U.-A1203
Pucynok 1
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