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OIIPEJEJIEHUE OFBEMHOM JOJIA MUKPOIIOPUCTOCTH
B MOHOKPUCTAJIJIAX HUREJIEBBIX KAPOITPOYHBIX CII/JIABOB
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Hpunama k nybaurxayuu 20 cenmabps 2022 ¢,

MugponopucrocTs — omacHbIA fedekT, HabIoIAIIINACT B MOHOKPACTA/UINIECKAX Ta30Typ-
OUHHBIX JIONATKAX, OTIHBACMBIX U3 JKAPOIPOUHBIX HuKeleBLIX crnaBoB (KHC). O6memuasn
JIOJI5I HOPHCTOCTH B MOHOKPUCTAIIMIECKUX CIUIABAX He IIPEBHIIIAeT HECKOIBKUX JECATHIX J0IeH
[IPOLIEHTA, OJHAKO OHA MHOTOKPATHO COKPALAET AOITOBEUHOCTH MATEPHAIIA JOMATKHA Ta30BbIX
TypOUH B YCIOBUAX YCTAIOCTHOTO HATPY:KeHus. B paboTe mpecraBieHbl pesyIbTaTh Olpeaee-
HuA 00BEMHOH [oIu nopucTocT B MoHoKpucrannmiecknx JKHC. B kauectBe TecT-06beKTa He-
monbzosanu MoHOKpucramnsl JKHC CMSX-4, mosmyueHHble 0 TEXHOIOTUH, IPUMEHSIEMOH B
IIPOMBIIIIEHHOCTH JJIs U3TOTOBIEHU MOHOKPUCTAIUINYECKUX JIOIATOK. ¥ CTAHOBJIEHO, UTO TIPH-
MeHsIeMBbIe [T OLPEee/IeHNsI MeTOAbL, 38 UCKIIUEHHEM OITHIECKOU MUKPOCKOIINH, UMEIOT TOU-
HOCTbB, JOCTATOYHYIO Ui H3MepeHUs OOBeMHOM JOMH MUKPOIIOPUCTOCTH BEIWUUHON OKOJIO
0,2 % 06. Hau6onsliyo TOUHOCTH co craTHcTHueckoi ommbroi +0,01 % 06. mokasan mMeton
ApxuMena ¢ UCTIONB30BAHNEM B KAYeCTBE RKUAKOCTH JUCTIIINPOBAHHON BoAbL MeTo o3BoIs-
eT U3MepATh HeGoMbIme (0 HeCKOJIBKUX COTHIX JOJIeU IpOoleHTa 00beMa) YBeIMIeHus T0puc-
TOCTH B IIpOLlecce BBICOKOTEMIEpATypHOU monzyuectu. [lomyueHmnsie pe3yabTaThl MOTYT OBITH
HCTIOIb30BAHEI IIPH [IPEI[USHOHHOM OIPENe/IeHIN IOPUCTOCTH B MOHOKpucTanmyeckux sKHC
IO U mocie sKelwryaramuu. KpoMe Toro, mpoliece BBICOKOTEMIIEPATYPHOU ITOI3YUECTH MOKHO
MOZENIUPOBATH, [IPUMEHS KOPPEIAUOHHOE COOTHOLIEHHE MEJKY [OBBIIEHUEM I[IOPUCTOCTH
MOHOKPHCTA/IAYECKOTO MaTepHAaia U HAKOIUIEHHOU AedhopMariuell oIy IecTH.

KimoueBnble cioBa; HUKEIEBLIC FKAPOIIPOYHLIC CIVIABBI;, MOHOKPHUCTAJIBI, IIOPUCTOCTD; SJICKT-
POoHHaA MAKDPOCKOIIAA; DCHTTCHOBCKAA TOMOI‘pad)I/IH.

DETERMINATION OF THE VOLUME FRACTION OF THE MICROPOROSITY
IN NICKEL-BASED SUPERALLOY SINGLE CRYSTALS
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Microporosity is a dangerous defect of single crystal gas turbine blades cast from nickel-based superalloys
(NBS). The volume fraction of the porosity in single crystal alloys does not exceed a few tenths of a per-
cent, however, it can result in manyfold shortening of the lifetime of the blade material under fatigue load-
ing. We present the results of determining the volume fraction of the porosity in single crystal NBS. Single
crystals of NBS CMSX-4 obtained according to the industrial technology of manufacturing the single crys-
tal blades of gas turbines were used as a test object. It is found that the applied methods, with the excep-
tion of optical microscopy, have an accuracy sufficient for measuring the volume fraction of the micro-
porosity of about 0.2 %vol. The highest accuracy with a statistical error of about £0.01 %vol. was attained
using the Archimedes method using distilled water as a liquid. The method provides the determination of
small (up to a few hundredths of a percent by volume) increase of the porosity during high-temperature
creep. The results obtained can be used for precise determination of the porosity in NBS single crystals be-
fore and after service. Moreover, the process of high-temperature creep can be modeled using a correlation
relationship between an increase in the porosity of single crystal material and the accumulated creep
strain.

Keywords: nickel-based superalloys; single crystals; porosity; electron microscopy; X-ray tomography.
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Beenenne

Jlonarku Typ6GHHBI BEICOKOTO [ABJIEHUA — BaK-
HEUIINe KOMIIOHEHTHI TOPSYEr0o TPAKTA ABHAIUOH-
HbIX rasorypbunubix asurareneu (I'TJ[) — pabo-
TAIOT B THKEIBIX HKCIUIYATAIMOHHBIX YCIOBHUAX,
BEJIIOYAOIIMX PA3JMYHOIO pOJa TEePMOMEXAHU-
4YecKue HAarPy3KU U KOPPO3HOHHOE BO3EHUCTBHE IIPU
remmeparypax go 1150 °C. Ilostomy TtypOumHBIE
JIONATKA MOMKHO OTHECTH K Haubojiee KPUTHIHBIM
geranam ['TJI, paborocrioco6HOCTE KOTOPBIX OIpe-
pemnsier 5(PEeKTUBHOCTD ABUTATENEH, WX HAEHK-
HOCTHb W, B KOHEYHOM cueTe, 6e30I1aCHOCTD aBUALIH-
OHHBIX I[10JIETOB,

J 7151 MOBBIIEHUS KOHCTPYKIIMOHHON IPOYHOCTH
TypOUHHBIE JIONATKYA HAIIPABIEHHO KPUCTAJLIN3Y-
0T U3 JKapONpoYHbIX HuKeaeBbix ciuiaso (KHC)
B BUJE «TEXHUYECKUX MOHOKpHUCTALIOB» [1 - 3], B
KOTOPBIX OTCYTCTBYIOT OONBIIEYTJIIOBBIE TI'PAHMILI
3€PeH, 10 KOTOPBIM IIPOKCXOJUT OKUCIEHUE U MEJK-
KPUCTAIUINTHOE paspylueHue. B IpoMbIILIEHHBIX
YCIOBUAX KPUCTAIIU3ANNAA MOHOKPUCTAILIHIECKUX
JIOIATOK IIPOMCXONUT IIyTeM IEeHAPUTHOTO POCTa,
[IpY KOTOPOM B MEIKOCHBIX IIPOCTPAHCTBAX 06pasy-
orca  Kpucramnmsanmonusre S-mopsr  (solidifica-
tion-pores) pa3zmMepoM 10 HECKOILKUX JECATKOB MUK-
pou. Ofpemuas noua 1 pasMep S-II0p OLPEeAeIHIT-
Cf XUMHUYECKUM COCTABOM CILIABA WM YCJIOBUAMHY HA-
npaBieHHOH Kpucrannusanuu [4 —6]. Ilpm nocne-
IYIOIed BBICOKOTEMIIEPATYPHOU T'OMOTEHU3AIUN U
PACTBOpPEHUN HEPABHOBECHBIX HBTEKTUYECKUX BBI-
neneHul y'-(paspl BOSHURAOT 6osiee MEIKHe ToMOore-
mmzanmonnsie  H-moper  (homogenization-pores)
pasmepom 5— 10 mxm [7,8]. B ycrnoBusix BBICOKO-
TEMIIEPATYPHOIO HATPYKEHHS Lpoucxogur nedop-
mvarua monzydecru JKHC, Benexcrsue wero B HuX
obpasyrorca eme Gonee mesnkue nedOpMANMOHHEBIE
D-tioper  (deformation-pores) rpucramiorpaduude-
cKOu (QOpMBI Pa3MEpPOM B HECKOILEKO MUKDPOH
[9-11].

Ormerum, 9To 06BEMHAS OIS ITIOPUCTOCTH B MO-
noxpucramnnieckux JKHC He npessiiiaeT HECKOIL-
KHX AecAThIX posed npouerta. OqHAKO IIOPHUCTOCTD
MHOTOKPATHO COKPAIIAET JOJTOBEYHOCTH MOHOKDH-
crammaeckux JAHC B ycnoBusax ycramocrHoro na-
rpy:xenusi B mHTepBaie rtemueparyp 20— 750 °C
[12, 13].

Opue U3 OCHOBHBIX [APAMETPOB, XapaKTepu-
3YIOLUX MUKPOIIOPUCTOCTh MOHOKDPUCTAIIIMIECKUX
KHC, — ee obbemnas pons f, = V,/V - 100 % (V, —
ofbem mop B 06pasie marepuana oobemom V). OHa
oupenenaer aePeKTHOCTL CTPYKTYPhI MOHOKPHCTAI-
JIMIECKOTO MATEPUANIA U CTEIIeHb €T0 IIOBPEKICHUS
B Iporecce DKCIULyaranuu., Bmecre ¢ TeM TOYHOE
usMepeHue OOBLEMHOU MO MHKPOIOD B MOHO-
kpucraumaeckux JKHC — wmerogmyecku omHa us
Hauboiiee CIOMKHBIX 33439 KOJIMYeCTBEHHOTO AHAIIK-
3a CTPYKTYpPbl MATEPUAJIOB, [IOCKOJIbKY BeJH4uHA f,

Masia (He IMPEeBBINIAeT HECKOJbKHX IECATBIX A0JeH
MPOIEHTA), 4 MHKPOIIOPhI 3HAYWUTENIHHO PA3HATCA
o pasmepy (0T HECKOJBKAX MAUKPOH A0 HECKOJBKHUX
JECATKOB MUKDOH).

Ocobenno npobiieMaTHIHO onpeneieHne 06beM-
HOM monu D-1op MUKPOHHOTO pasmepa Iocie Je-
(bOpMaHI/II/I II0JI3y4eCTu B YCIOBHAX AJIUTEIBHOIO
BBICOKOTEMIIEPATYPHOTO  HArpy:xeHwus. [lommmo
MMPAKTHIECKOTO 3HAYeHUA (OI[EHKA CTEITeHH ITOBPEK-
JeHWs), KUHETHKA HAKOIUIeHusa D-mop — WHAWKA-
TOP [eUCTBYIOIIEro MexaHusma mnoisydecru [10, 14,
15]. Poct niopucrocty B poLecce JUCIORAIMOHHOMN
IIOJI3y49eCTH CBHUAETEJILCTBYET 0 IIeperroJisaHnumn
KPaeBbIX JAUCIOKAIINE, II03TOMY 10 KOPPEeJISIUY Ha-
KOILIEHUSA I[e(bopMaHI/II/I IIOJISy9eCTH U IIOPHUCTOCTH
MOKHO CYIUTDH O JUCIOKAIMOHHBIX IPOIIECcCax, mpo-
Texaronux npu aegopmamnuun [10].

ITens paborer — onpeneneHue 06bEMHON HOIH
nopucrocru B MoHOKpucramiax JKHC.

Martepuananl, METOIHKA, 000PYIOBAHHAE

Hccnegosanu monorpucrammer JKHC CMSX-4
(CIITA), mupoKo HCIOMB3yEMOTO [JId JIUThS MOHO-
KpUCTAJIMYeCKUX Jonarok asuaruoHHbix ['TJ[ u
sHepreTrdecKkux rasospix Typbun [20]. Cruias co-
gepssutr 1 % Macc. peHUA W II09TOMY OTHOCHTCH KO
BTOPOMY ITOKOJIeHUI0 MoHOKpucramudeckux JRHC.

IMunuugpuyeckue  MOHOKPHUCTAILILI  CIIABA
(muamerp — 18,5, mmuaa — 175 mm) 6buH HATpaB-
JIGHHO 3aKPUCTAIN30BAHBI 10 MeTOxy Bpumrmena
B Kpucrauorpaduaeckom manpasiesuu [001]. Ilo-
CJjie KPpUCTA/JIN3aK MOHORKPUCTAJLJIBI UMEJIU ACeH]I-
PUTHYIO CTPYKTYpY (paccrosHme Mepy AeHIPUT-
HBIMH OCAMH IIEePBOTO HOpsgKa A; =~ 360 MEwM, 1utO-
maab AeHAPUTHON sueiku — okodo 0,13 mm?). Tep-
Mugeckas 06paboTKa CIJIABOB BEJIOYAIA MHOTO-
crTyreH4aryo 16-4acoByH BBICOKOTEMIIEPATYPHYIO
romoreHusanu0 B mHTepBane 1276 — 1324 °C, 3a-
KAJIKy B CTPye APrOHA U JBYXCTYIIEHIATOE CTAPEHUE
(1140 u 871 °C, 6 u 20 4 COOTBETCTBEHHO).

Ilnsa BuIABICHHUSA Ie(PEKTOB KPUCTALIHIECKON
CTPYRTYPBI MOHOKPHCTAILINIECKHE 00pa3ibl TPABH-
JI B COJISHOHN KHCIoTe ¢ gobaBieHreM HeGoIbIIoro
KOJIMYeCTBA I[IePEeKUCH BOxOpoxaa. BusyanbHbi oc-
MOTP HPOTPABJIEHHON IMOBEPXHOCTH IIOKA3AJ HAJIH-
Yue 3HAYUTENHHO PA30PUEHTUPOBAHHBIX CyH3epeH
B HEKOTOPBIX 00pasmax, KOTOpble B AAILHENIIEeM
6I:IJII/I HUCEJIXYEHbI. MOHOKpI/ICTa.TI.TII:I HuccienosaiIn
KaK B HCXOQHOM Hene(pOpMHUPOBAHHOM COCTOSHUH,
TAK U II0CJI€ MCILITAHUK Ha IIOJI3y4€eCThb IIPpU TeMIIe-
parypax 1050 — 1100 °C.

B monorpucrammax JIWHC mopsr crormenTpupo-
BAHbI B MEHOCHBIX IIPOCTPAHCTBAX, OPUEHTHUPOBAH-
HBIX BJIOJIb HAIIpABIeHUs AeHApPUTHOTO pocra [001].
BenepcrBue Takoro mpocrpaHCTBEHHOrO PACIONO-
JHEeHUudA IIOPp Ha IIPOAOJBLHBIX CEYEHUAX MOHOKPH-
crayutoB Habmogawres aubo obmmupHble obiactu
ME¥OCHBIX IIPOCTPAHCTB, TIJAe II0OD 3HAYUTEJIBHO
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Puc. 1. COM-us3obpaskeHns IOPUCTOCTH B MoHOKpHucTamwiax ciwtasa CMSX-4: a, 6 — momepeanoe (001) u mpoxonsroe (100) ce-
YeHUa HeehOPMUPOBAHHOTO MOHOKPUCTANLIA; ¢ — IpogoabHoe (100) cederne MOHOKpHCTALIA OCTe monsysecty mpu 1100 °C

Fig. 1. SEM images of the porosity in single crystals of CMSX-4 alloy: a, b — transverse (001) and longitudinal (100) sections
of an undeformed single crystal; ¢ — longitudinal (100) section of a single crystal after creep at 1100°C

fosbile, 4eM B cpefHeM 110 00beMy, jubo BHITSHY-
ThIE CEYEHUA EeHIPUTHBIX OCEHU, I7e IIOPHI II0YTH
orcyrcrByror. Takoe HepaBHOMepHOe pacipeje-
JIEHHWEe II0OPp B IIPOAOJIBHOM CE€YCeHHH 3aTPyJHAeT
OIIpe/IeNIeHHe CPEHEro 3HaYeHus nopucrocru. [lo-
3TOMY IIOPHUCTOCTH CIEAYEeT HCCIAe[0BATH B IIOIe-
peurom ceuenuu (001), KoTOpoe MEPHOTUIECKH TIe-
peceKaeT MHOJKECTBO JEHIPHUTHBIX OCeH U MeK-
OCHBIX IIPOCTPAaHCTB.

O6beMHY0 KO0 MEKPOIIOPUCTOCTA B MOHOKPH-
cramax JKHC crmasa CMSX-4 onpegensinu mero-
JaM{ OITHYECKOM W CKAaHUDPYIOIIEH SJIeKTPOHHOH
mukpockonuu (COM), mamepeHHs WIIIOTHOCTH Ma-
TEPHAA B JKUAKOCTAX U WHEPTHOM Tase, a TAKKe
METOAOM BBICOKOPA3PEIIAKIIEH CHHXPOTPOHHOM
penrreHoBckou tomorpaduu [11, 16 — 19]. O6pas-
bl I KOJMYECTBEHHON MeTaLiorpadguu BhIpesa-
IU B BHUAe AUCKOB (mmamerp — 18, rommmHa —
4 MM) BIOJb IUIOCKOCTH, HEPICHIUKYIAPHOA OCH
vouokpucrasnna [001]. Tucku 3azenbiBaiu B ILIACT-
maccy, a 3areM HuUrH(OBAIU € HOMOIILI ILTudo-
BAJIBHBIX OyMar ¥ MOJMPOBAIN HA AJIMA3HBIX IIAC-
rax. [TocmegHu 5Tan NOJIUPOBKY OCYIIECTRIIANN HA
anMasHoUd macre ¢ abpasuBoM pasMepoM 1 MEM ¢
TeM, ‘{TOGLI H€ 3aKPBITH IIOPBI IIOJHUPYEMBbIM Ma-
TEPUATIOM,

Onrudeckyro Meramiorpaguo OpPOBONWIN HA
mukpockorne Neophot (Carl Zeiss). C rampmoro 06-
pasua samuceiBanu 28 wmsobpaskenun (pasperie-
Hue — 1295 X 1026 numrcesnei) o6Imen ILIOIIAILIO
25,52 mm?, uro npubmusurensuo B 200 pas Gonbime
pasMepa JEHAPUTHOM SYeHKM MOHOKPHCTAILIA,
W3zobpamenusn obpabarsiBany ¢ HIpUMEHEHHEM IIPO-
rpammHuoro obecnedenud (a4i, Olympus).

3aMeTuM, 4TO [MOPUCTOCTh UCCIENOBAIN B Cede-
HusAX 06pasnos, T.6. (PAKTUIECKH U3MEPHIH [I0BEPX-
HOCTHYI0 100 10p. IloCKONbKy ucciaenoBamu cede-
Hus GOJIBIION ILIONA/IH, [IEPECEKAIONINE MHOKECTBO
JEeHIPUTHBIX S9€eK, TO B JAHHOM Clydae H3MepeH-

Hasd IIOBEPXHOCTHAA AOJA IIOD COOTBETCTBOBAJIA HX
00beMHOU noJIe.

I COM ucnonbzopanu murpockon FEG-SEM
GEMINI 1530 VP (LEO). C xaxmoro o6pasma
sanuceiBaiu 162 wuzobpaxenus (paspeurenwe —
1024 x 768 nmkcesnein) (I1o ABA ¢ KAKLOI0 AHAIU3H-
pyemoro mons (OHO B pesRkuMe 00paTHO OTPAKEH-
HBIX 9J€KTPOHOB, Jpyroe B pPeXHMe BTOPUYHBIX
anerTponoB)). O6as momanb aHATU3UPYEMOH 10~
BepxHoCTH cocrasisia 11,3 mm?, 94To cooTBeTcrByer
npuMepHO cyMMapHod rromanu 90 meHapUTHBIX
sueek. OqHOBpeMEeHHAS BU3yAIU3alUs KaKI0H aHa-
JIM3UPyeMoii 061aCTH TOBEPXHOCTH 06pasia B pesku-
Max obpaTHO oTpaskeHHbIX 3iaeKTpouoB (00I) m
BTOPHUYHBIX BeKTpoHoB (BY) Heobxomuma s Toro,
9T06BI OTIUIHUTE IIOPBL OT APyrux 00bexToB. Oupe-
JIeJIeHHS IIPOBOMIIN C MCIIONb30BAHUEM (0jiee KOH-
tpacraoro OO09-msobpaxkenusa. Bo-msobpaenns
WCIIONb30BAIH [ BU3YATbHOH HWACHTUPUKAIUN
1op.

009-n306paskeHns aHATUZUPOBAIN € [IOMOIIBIO
nporpammbl Imaged. Mz-3a npucyrcrus apredax-
TOB — OG’beKTOB, OTJIMYHBIX OT IIOP, — IIOJHOCTBIO
aBromarudeckan obpaborra O03-uzobpamenuin
6nbuTa HEeBO3MOKHOM. [losToMy mocie GuHApH3aIUN
Kaaoe us3obpaikeHye BIOCIENCTBUH KOPPEKTHPO-
BAJIOCH BPYYHYIO [JIH UCKJIFOUEHHS apTed)aKToB,

COM-usobpasmeHusa IOp B MOHOKPHUCTALIAX
ciwiaa CMSX-4 norasamsr Ha puc. 1. O09-rou-
TpacT M300pAKEHHUU BBIABIAET INEHAPUTHLIE OCHU
(6omee cBeTIBIE) W MHEPOIOPHI, PACIIOIOMKEHHBIE B
MESKOCHBIX IIPOCTPAHCTBAX. BugHo, 4T0 nopsi, o6pa-
3oBaBInuecs B mporiecce rmossydectu mpu 1100 °C,
HMEIT SBHYK KDPUCTALIOrPA(PUIECKY) OTPAHKY.
H03TOMy TAaKHe IIOPbl HAas3bIBAKT <«HETATHBHBIMA
Kpucraymamu» [22].

WamepeHure MIOTHOCTH MATEPUATA P NO3BOJIAET
OIIpene/iuTh €ro InmopucrocTb, €CjaAu HM3BeCTHa ILIOT-
HOCTh STAJIOHA Py, B KOTOPOM IIOPBI OTCYTCTBYIOT.
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B srom ciayuae o6beMHYI0O 00 IIOP MOKHO BBIYHKC-
JIUTH 110 (hopMyIre

f» = (po— p)/po - 100 %. o8]

B kauecrBe srasoHa wCIIONB30BANKM MOHOKDH-
cramn cunasa CMSX-4, mopBeprHyThId Tropsdemy
HM30CTATHIECKOMY LIPECCOBAHUIO II0 PERUMY, LIPH-
MEHAEMOMY K MOHOKPHCTAJIMIECKUM JIOIIATKAM
W3 B5TOT0 cIuiaBa B npombinuiennoctu (1288 °C,
103 MIla, 4 14). Meramrorpadgudecknii aHaaus Mo-
Hokpucraimia merogom COM u mccnepoBanme MeTo-
ZOM BBICOKOPA3PEIIAOIIed CHHXPOTPOHHON PEHTTe-
HOBCKOHM TOMOrpa(uu [oKasauu IPAKTHIECKH [10JI-
HOE OTCYTCTBUE [IOPUCTOCTH.

Opun us GaxTopoB, BIUAIOIINEA HA TOYHOCTD U3~
MepeHud ILIOTHOCTH MeToxoM Apxumena, — OTHO-
mrenue A/V (A, V — mwiomans moBepXHOCTH U 06beM
obpasma). Yem MeHBIIle 5TO OTHOIIIEHUE, TEM MEHb-
1Ie IIOBEPXHOCTHBIE 5(hperTeI HA rpaHuIe pasmena
obpaszer — KUAKOCTD U, CIIEJOBATEIBHO, BEIIIE TOY-
HOCTH OLIPEEJICHUS [IJIOTHOCTH.

J A usMepeHUs IUIOTHOCTHA MeTonoM Apxumena
n3 HepeOPMHUPOBAHHBIX MOHOKPUCTAIIOB M MOHO-
KpucTamdeckux 06pasmnos, ned)OpMUPOBAHHBIX B
[pOIecce BHICOKOTEMIIEPATYPHOU II0JI3y9IECTH, H3T0-
TABJIUBAJIY LUIHHAPUIECKre 00pasusl (quamerp —
18 m 12, gnmua — 80 u 45 MM, macca — 177 w4l
cooTBeTCTBEHHO). UT06bI H36€KaTh BO BpeMA H3Me-
PEeHU B KUAKOCTU NPUIMIIAHKUSA Iy3bIPHLKOB BO3/Y-
Xa K [OBEPXHOCTH 06pasia, ero KPOMKH 3aKPyIJIAIN
(paguyc — 2 MM), a IIOBEPXHOCTDH TIIATEIbLHO II0JIH-
poBanu. OKOHYATENBHYIO IIOJHPOBKY IIPOBOHIIA
aIMAa3HOU IIACTOM ¢ a0pa3uBOM pPasMepoM 6 MEKM,

IlnorHOCTE M3MEpANHM C UCIIOAb30BAHMEM IIpe-
LU3UOHHBIX BecoB Sartorius (rounocrs — 0,1 mr).
Hunuuapudeckusi o6pasern IIOABEIINBAIN HA IIET-
JISX W3 TOHKOU mpoBoiiokH (mmamerp — 0,1 mm), 3a-
KPeIUIeHHBIX HA PAMKe, YCTAHOBJIEHHOW HA M3MEPH-
rTenbHOU mwiargopme Beco. Obpasern cHauana B3Be-
MIWBAIKA B BO3[QyXe, 4 3aTeM — B JKUAKOCTH, IJIf
9€ero ¢ MOMOIIBI0 II0EEMHOTO YCTPOMCTBA BAHHOYKY
C JKHUIKOCTBIO IIOJHUMAIK BBEPX [0 IIOJHOTO LIOTPY-
seHusa obpasia B EuAKOoCTh. CxeMa maMepeHusd mo-
pucrocTu MeTonoM ApxuMena NpuBeieHa Ha Puc. 2.

TIpoBenennnie npenBapUTEIbHBIE HCIILITAHUAS
[IOKA3aJIM, YTO BIEKTPOCTATHYECKUE CHJIBI BHOCHT
3HAYUTENBHYIO OIIUOKY B PesyibTarbl U3MEpPEeHHIA.
ITosTomy ucnonbsoBaiu 3azemieHue, a TAKKE LEepPes
KaEABIM W3MEPEHHEeM CHHMAIN CTATHIECKOe DIIEK-
TPUYECTBO C MOABEIIEHHOr0 06 pasna.

O6bem 06pasua pacCUUTLIBAIHA 110 (POPMYIIe
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rne My, M; — maccer 06pasna B BO3AyXe U B KUN-
rocru;, pr(T), pa(T) — ILUIOTHOCTH JKHIKOCTH W BO3-
IyXa [Ipu TeMieparype usmepenus 7.
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Puc. 2. Cxema usMepeHns IIOPUCTOCTH METOAOM ApxuMena

Fig. 2. The scheme of measuring the porosity by the Archi-
medes method

Temieparypsl BO3LyXa U KUAKOCTU (PUKCHPOBA-
JIM IATYMKOM, HAKJIEEHHBIM HA BAHHOYKY C SKHUIKO-
CTBIO.

Hns pacuera moTHOCTH 06pasna UCII0IL30BAIU

dopmyy
pa = Mu/V. (3)

TIpu onpenpeneHun IIOTHOCTH B KAYECTBE JKUI-
rocrern npumensiaum pomeran CiHos  (pp =
= 0,7489 r/em® mpu 20 °C) m AuUCTHITMPOBAHHYIO
Boay (pw = 0,9982 r/em® mpm 20 °C). Tomexan BbI-
OpaJiu, TaKk Kak I10 IUIOTHOCTH OH GJIM30K K BOAE, HO
uMeerT Gosiee HHU3KOe (B TpH pasa) MOBEPXHOCTHOE
Hararerne yp (yp = 24,69 - 103 npu 25 °C) [23 -
25]. 9ro obecnednBaer Jydinee CMAYMBAHUE IIO-
BEpPXHOCTH HccnenyemMoro obpasna. [us cHmmeHus
[IOBEPXHOCTHOTO HATSKEHUA B BOIY J00ABIIAIN Kall-
JIXO JKUIKOTO MbuUIa. Bo Bpems ucnbiTaHuil Temiepa-
TYPY BO3AYyXa W BOABI MOAEDKUBAIN B IIPEAEIAX
22 - 23 °C,

IIpu Beraucnenun no gopmyne (2) mwiorHOCTH
BO3/IyXa JIMHEWHO AMIIPOKCUMUPOBAIN B UHTEPBAJIe
19 - 25 °C, wumcnonpsyss YHUCIEHHBIE AAHHBIE A
pa(T) u3 TOCT P 8.682-2009:

oA(T) = 1,285 - 103 -4 - 10T, (4)

IInorHOCTE BOABI B TOM K€ MHTEpPBAJIE TEMIIe-
paTyp aAnmpoKCUMHPOBAIKA KBAJAPATHIHONM 3aBUCH-
MOCTEIO [26]:

ow(T) = 1,003 — 4,3700 - 10T — 5,0571 - 10°T2.  (5)

IInoraocrs momexama B muTepBane 20 — 40 °C
AIPOKCHMHUPOBAJIM JUHEHHO [23, 27]:

pp(T) = 0,76322 — 7,18297 - 10T, (6)

HJIOTHOCTI: MEeTOg0M I‘aBOBOfI HI/IKHOMeTpI/II/I OII-
pefenaiu 0 WCCAeHOBAHUA METOAOM OIITHIECKON
MI/IKpOCKOHI/II/I. B 06OI/IX HUCIIBITAHUAX HUCIIOJAb30BaAJIH
OIHH W Te 3Ke 00pasibl — aucky auamerpom ~ 18,5
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Puc. 3. Cxema msMepeHNs MOPHUCTOCTH METOIOM CHHXPOTPOHHOM PEHTTeHOBCKOM ToMorpadguu (o), TpexMepHOe H300pakeHme

mop B MoHOKpuctasie cirmasa CMSX-4 (6)

Fig. 3. The scheme of measuring the porosity by synchrotron X-ray tomography (a), three-dimensional image of pores in

CMSX-4 single crystal (b)

" touaoN ~4 MM, maccor 9 — 10 r. Touusiit 065-
em o6pasnos uamepsun B nukaoMmerpe AccuPycl330
V. 1.03 (Micromeritics) B armocepe resms 9ucro-
rorr 99,996 %. O6beM HU3MEPUTENIHHOTO MFIHHIPA
nukHoMeTpa cocrasast 11 em®. Onpepenenue obne-
Ma Kaxgoro obpasna mosropsaau 20 — 60 pas mo Tex
10D, [IOKA OTKJIOHEHUEe OT CPEJHEr0 3HAYCHWS IIpe-
JBIIyINUX uaMepeHul He npesbuuano 0,05 %.

H s oupenenenus Maccel 06pa3I[0B HCIIOIL30BA-
JIK Te e IPenu3uOHHbIe BEChl, YTO U IIPpHU HM3Mepe-
uuu mMerogom Apxumena. [LmorHocTs 06pasia pac-
camuThIBaNU 110 hopmyite (3).

ITopucrocts monokpucramios criasa CMSX-4
uccienoBaiyu B EBpomeiickoM meHTpe CHHXPOTPOH-
Horo wanysenus (['penobian) Ha TOMOTrpaduueckroun
JIMHUY DPeHTreHoBcKoro manydenusa ID19. M3 wmo-
HOEKPUCTAJIJIOB BbIPE3AJIM HI0JIb4YaTbhbIe 06pa3u1:1 C
oceoui opuenrarumeri [001] (pasmep momepedxoro
ceuennsa — 0,5 — 1 mm). [LmorHocTs crrasa CMSX-4
cocraBisna okojo 8,7 r/cM®, H0o3TOMY IS JOCTHKE-
HHSL BBICOKOTO IIPOCTPAHCTBEHHOTO PA3PEIIeHUs
(~1 MEM) HCITOJIL30BAIMA TAKKE TOHKHE 00Pa3IIhL.

O6pasipl BePTUKAIBHO yCTAHABIUBAIY HA Bpa-
LIAIOMIEMCA BOKPYT BEPTHUKAILHOU OCH CTOJIE U IIPO-
CBE€YHBAJIN DPEHTTCHOBCEKUM H3JIyICHHUEM 3Hepl‘HefI
50 u 70 9B (puc. 3). O6pasIp! MOMIATOBO BPAIIAIH
Ha 360° ¢ KOPOTKUMH MHUKDPOCEKYHIHBIMH OCTaHOB-
KaMHy I PerucTpanyuy PeHTreHorpaMM CIIeHuaIb-
HOU Kamepon (paspernenue — 2048 X 2048 nuxce-
sgerr). C HOMOIIBI 3aIIMCAHHBIX PEHTTEHOTPAMM
(mpoexumi) PEKOHCTPYHPOBAIKA TOMOIPAMMBI II0-
pucroctu ¢ ofbemom Bokcena ~0,35 mrm®. Tomo-
IrpaMMbl AaHAaJIHWU3UPOBAJIK C IIOMOINBIO IIPOTPpaMM
MAVI, ITWM Fraunhofer u VGStudioMax, Volume
Graphics.

Metomom cHHXPOTPOHHOM PEHTIE€HOBCKOU TOMO-
rpaun KCCIeAOBAIN AHAIOTHYIHBIE MOHOKPHCTAI-
JIbI TOTO K€ CIiaBa, IIPOHU3BEJCHHLIC KOMIIAHWEeHn

DPC Bochum (®PTI"). B ornuame or MOHOKpHCTAI-
0B, mocrasnenubix Howmet Alcoa (CIITA), memerr-
KHe MOHOKPUCTAJLIbI uMein fojiee AUCIEPCHYO [(€H-
JIPUTHYIO CTPYKTYpPY (pPACCTOAHHE MEWAY ISHIPUT-
HBIMH OCHMH II€PBOTO IMOPAZKA A ~ 280 MEM).
Pasjuuue B BenmumHAX A; CBUIETEILCTBYET, 4TO
TEMIIEPATYPHBLIA I'PAJUEHT HA (PPOHTE KPUCTAJLIU-
3auuy ObLI BhIIIIE [IPY HAIIPABJICHHON KPUCTAJIU3a-
MM HEMEIKUX MOHOKDPHUCTAJUIOB II0 CPABHEHHUIO C
amepukaHckumu [6, 21].

O6cy:xaeHne pe3yasLTAaTOB

B xagecrBe Tecr-06bexroB wmcmonbsoBamu 14
CTAHAAPTHO TEPMOOGPAGOTAHHBIX MOHOKPHCTAILIOB
ciaBa CMSX-4.

Ha puc. 4 npuBeneHs! pesynabTaThl U3MEpPeHUS
ILUIOTHOCTH 06pasoB MerozaMu Apxumena U raso-
BOU HUKHOMETpPUH. BUJHO, 4TO UTOTOBBIE CpEJHUE
BEJIHWYWHBI IVIOTHOCTH, H3MEPEeHHbIe OGOI/IMI/I CIIOCO-
6amu, 6IM3KM, OMHAKO CKOPOCTH LPUOIMIKeHUA Te-
KYILIEro CPeAHero 3HAYEHUS K UTOTOBOMY CPeLHEMY
CYII[eCTBEHHO pasnum4amrcd. Tar, Haubonsuui Ha-
YaIbHBIM pPasbpoc pesysbTATOB HAOIIOmAETCT IS
ra30BOU IUKHOMETPUH, HO II0CIIE USMEPEHHS P CeMU
00pa3moB CTATHCTUYECKUN pasbpoc 3HAYUTEILHO
YMEHbIIAeTCA, W 3aTeM HMeeT MeCTO TeHACHIIUSA
pocra IIIOTHOCTH C YBEJHWYEHHEM YHCIa HCCIeno-
BAHHBIX 06pAasIoB.

Tlopo6HbIil xapakTep 3aBUCUMOCTH IPOCIEKU-
BAETCH JUIA IUIOTHOCTH, U3MEPEHHOU MeTonoM Apxu-
Mefia ¢ WCIOJb30BAHWEM [OJEKaHA. B oriu4dme OT
rasoBOU IMKHOMETPHUU P B 9TOM CJLy4ae IIOHUKASTCH
C yBeJIMYECHUEM J1.

Hawnmensmuii craructryeckuit pasépoc mabmro-
JAaJICA 1A MeToa Apxumena ¢ IPUMEeHEeHUeM BOJIbL
IIpu ero wmcronb3oBaHUU WTOrOBOE CpeiHEe 3HAYE-
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Puc. 4. IlnotHocTs p 06pasios MoHOKpucTannos cmnasa CMSX-4, onpenenennas meromamMu ApxumMena (I, 2 — B qofexkane u

BOJE) M ra3oBOH MUKHOMEeTpUY (3 — B rew)

Fig. 4. Density p of CMSX-4 single crystals measured by the Archimedes method (I, 2 — in dodecane and water) and gas

pycnometry (3 — in helium)

HHE IOCTUTAJIOCh IMPAKTHYECKH II0CIe HM3MEepPeHUU
IeBaTy 00pasnos.

Tlonyuunu: p = 8,7130 = 0,0004 u 8,7132 +
+ 0,0017 r/em® — nna merona ApxuMena ¢ BOJOH U
mopekanoM, p = 8,7136 + 0,0057 r/cm® — B ciayuae
I‘aBOBOfI IIMKHOMETPpUHU B TeJIUHU. BI/II[HO, qTo paas-
HOCTb CpeaHunux 3Ha‘{eHHﬁ IUIOTHOCTH II€ePeKpPbhIBACT-
¢ MHTEPBAJIAMHA CTATHCTHIECKHX OMIUGOK.

3amMeTuM, 4TO ILIOTHOCTH BOALI U AoAeKaHa (Me-
Tox Apxumena) He CTOIb 3HAYUTEILHO pPa3jInda-
orea (0,7489 u 0,9982 r/cm® npu 20 °C coorser-
creenHo). OmHAKO CYIIECTBEHHO PAa3IHIalOTCA HX
ro3(ppuments obbemuoro pacmupenus. Kosddu-
OUEeHT ITOHUKEeHUA ITNIOTHOCTH JOACKaHa C TeMIepa-
Typoi cocrasiser dpp/dt = — 7,2 - 10~ (r/em®)/°C npu
22 °C, a s sopst — dpy/dt = — 2,3 - 10 (r/em®)/°C,
T.e. B Tpu pasa mensbire [26, 27]. ITosromy me60H-
mpe omubKy B KOHTPOJIE TeMIIEPATYPLI A01eKAHA B
[IPOLIECCe U3MEPEHHM MOTYT [IPUBECTH K CyIIECTBEH-
HOMY pasbpocy pesyjbraroB. Bombimas crarucru-
yeckad OmMMOKA B Clydae rasoBOU MHMKHOMETPHH
MoOskeT ObITh BbhI3BaHa MeHbiien (9 — 10r) maccom
o6pasmos (s meroga Apxumena — 177 1) u criernu-
¢uroit farHOTO CIrrocoba.

Ha puc. 5 npusenena nopucrocrs 06pasmos Mo-
Hokpucramios cruiasa CMSX-4, onpenenennaa me-
rogamu ornrudeckod mMurpockonuu u COM. Orme-
THM, 4TO METOIOM OITUYECKOM MUKPOCKOIIMHU UCCIe-
JoBayw Te ke 14 MOHOKPHCTAJIOB, YTO U B ClIydae
usmepenus wioraoctu, Merogom COM amanmsupo-
BAJIK [Apyrue miects 06pasmoB, HO U3 TOH JKe map-
THHA.

Bupgno, 4ro onTudeckas MUKPOCKOIIHMS [aer
CHJIbHO 3aBBIIIEHHYK BEe€JIWYWHY IIOPDHUCTOCTH H

60JII)H.IyIO BeJINYWHY CTAaHAAPTHOIO OTKJIOHEHUA
f, =032 0,11 % nos.,, B caysae COM —
f, = 0,20 £ 0,02 % nos.). Tarkum obpasom, mpo-
CTPAHCTBEHHOTO PA3pPEeIIeHus ONTHIECKOU MUKPO-
CHOIINH HEeJOCTATOYHO AJIA TOYHOI'O H3MEPEeHUS 06’])-
eMHOM [0sin MUEPOIIOp B MoHOKpucTamiax JHC.

B rabnune upuseneHs! pesynbraThl H3MepeHUN

IMOPUCTOCTH TEPMOOGPA6OTAHHBIX MOHOKPHCTAILIOB
cimasa CMSX-4.

Bunmo, 9ro HauMeHBIIYI CTATHCTHYECKYIO
ommbry (+0,01 % 06.) gaer meron Apxumena. Kpo-
M€ TOT0, BeJMIHMHA ITOPUCTOCTH, W3MEPEHHAT MEeTO-
zom rovorpaduu B monokpucraiiax DPC Bochum,
HECKOJIbKO HIKe, 4eM B MOHOKpucraiax Howmet
Alcoa (0,17 u 0,20 % 06. coorBercrBeHHO). XOTS
PASHHIA STHX 3HAYEHWH W EPEKPBLIBAETCA MHTEP-
BAJAMH CTATHUCTHIECKHUX OINUOOK M3MEPEHHU, 5TO
pasaudure MOJIyIEHHBIX PE3YJIbTATOB MOKET UMETh U
dusmaeckyro npuanny [6, 21]. C nospiienneM Tem-
nepaTtypHoro rpaguenta (G mpu HANPABIEHHON KPU-
CTAJLIM3AIAN  MOHOKPHCTAILIOB (POPMHUPYIOIIASCA
JEeHIPUTHAS CTPYKTYypa CTAHOBUTCA Gosiee mucrepc-
HOM, 4 HOPHUCTOCTh YMEHBINAETCA. JTO CBA3AHO C
TeM, 4TO IPU BBICOKOM (G MeHee PasBHUTHI JACHIPUT-
HbIE OCH BTOPOTO HOPSAKA, KOTOPBIE IIPEISTCTBYOT
MOCTYIUIEHHO PACIUIaBA B MEKOCHBIE ITPOCTPAHCT-
B4, 4TO BBI3bIBAET 00pasoBaHue S-1op.

ITocronpky mawmbomee MOCTOBEPHBIA PE3YJIBTAT
ompejfeeHus IIOPHUCTOCTH  HeAe(opMUPOBAHHBIX
MOHOKPHCTAILIOB ITOJIYIHIA MEeTOAOM Apxmmena c
B3BEIIUBAHWEM B IUCTH/IMPOBAHHOW BOJIE, STOT
METOJ WCIIOJIb30BAIN [JIS WCCIAEIOBAHUSA ITOPHUCTO-
CTH MOHOKPHUCTAIIIOB, 1e()OPMHUPOBAHHBIX B IIPO-
Iecce WCIIbITAHWN HA II0JI3y4eCTh HPH TEeMIEepaTy-
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Fig. 5. Porosity of CMSX-4 single crystals measured by optical microscopy (1) and SEM (2)
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Puc. 6. 3asucmmocTs npupocTa mopucerocTy Af, B MOHOKPH-
crannax cinasa CMSX-4 ot gedopmariuu IoIs3ydecT €,

Fig. 6. Dependence of the porosity increment Af, in
CMSX-4 single crystals on creep deformation ¢,

pax 1050 — 1100 °C. [na usMepeHus [IOPUCTOCTH U3
pabodeil YacTy KamIOr0 HCILITYeMOro ofpasma ma-
TrOTABIWBAIN LWIUHAD AuaMeTpoM 12 u uimHON
45 mm. ITopucrocTs paccuursiBanu o gopmyse (1)
[yTeM CPABHEHUA BEJIUYUH ILIOTHOCTH B gedopmu-
POBAHHOM U HEIE(POPMHUPOBAHHOM COCTOSHUAX.

Ha puc. 6 npusenera s3aBuCHMOCTH IIpHPOCTA
IMOPUCTOCTH B MOHOKpHcTauiax cmasa CMSX-4
(meron Apxmmena B Boje) or AedopmManuu monsy-
gecru (1050 — 1150 °C).

Bupjno, 4o npupocr mopucTocTd MOHOKPHUCTAI-
nmaeckux 06pasoB man (coTple OAM IIPOIEHTA),
[MOSTOMY H3MepeHWe CTATUCTUYECKH 3HAYUMBIX Be-
uauH Af, BO3MOMKHO JIMIIL C UCIIOIb30BAHUEM Me-
toma Apxumena (Boma), CraTHCTHIECKAS OIMUOKa KO-
toporo cocrasiusger =0,01 % 06. IIpocremxuBaercs
ABHASA KOPPEISIUMOHHAA 3aBUCUMOCTD MEMKIY BE/IU-
YHMHOU [PUPOCTA IIOPUCTOCTH M HAKOILUIEHHOU Jie-
dopmarnmert mossygecru. CoriacHo MOIEIH BBICOKO-
TeMneparypHou nonsydecru [001] MoHOKpHCTAIIOB
JHKHC manwyme Taxoll 3aBHCHMOCTH O0YCIOBJIEHO
[IepeIoI3aHUeM [UCIOKANNEA 1o Mex(asHbIM Tpa-

PesymbraTel naMepeHusa IOPUCTOCTH B TepMo0oOpaboTaHHBIX MOHOKpHCTaNLIax crrasa CMSX-4

The results of measuring the porosity in heat treated CMSX-4 single crystals

HpOI/IBBOI[I/ITeJIB MOHOEPHUCTAILIOB MeTOI[ U3MepeHus

CpeﬂHee 3HaYeHue CTaHI[apTHOe OTKEJOHEHUES

Howmet Alcoa Meron Apxumena, Boga 0,20 % 06. +0,01 % 06.
OnTryeckas MUKPOCKOIINA 0,32 % nos. +0,11 % mos.

C3M 0,20 % mos. +0,02 % mos.

Tomorpadusa 0,20 % 06. +0,03 % 06.

DPC Bochum Tomorpadyua 0,17 % 06. +0,03 % 06.
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aunam [10]. B uporecce mon3yyectr MOHOKpPUCTAT-
o8 JKHC mop gefictBreM pacTATHBAOIIEH HATPYS3-
Ky, npuwioxkeHHou B HampasinedHuu [001], B Hux
dopmupyerca miactuHuaTas y/y'-crpykrypa (padr-
CTPYKTypa), OPUEHTHUPOBAHHAS IIEPUEHIUKYISPHO
ocu Harpy:kenwmsa. [lpu medopmarum wmarepmana
IUCTIOKAITNY TIPHRUMAOTCA K Meskd)asHoM TpaHurie
Y/Y', a 3aTem mepemMeranTca BAoab Hee. [Ipu Taxom
JBHKEHHH SKCTPAILUIOCKOCTH KPAEBBIX IUCIOKAIUN
YIUINMHAKTCA 34 CHeT «BbLIPBIBAHHI» dTOMOB H3 CO-
CEIHUX Y3J0B KPHUCTAIMIECKON PEIIeTKA W mepe-
MeIlle U UX K KPar SKCTparmockocty. Ilpu sTom B
y3aax o6pasyoTcs BAKAHCUH, TUQPPYHIUPYIOIIHE K
MAaJIOYTJIOBBIM TpaHHUIAM Cy03epeH W CHKAIUIHUBA-
oIpecs TaM B mopsl. [loiyuyeHHOE 3HAYEHUE KOP-
penanuonnoro ¢axropa (Af,/e, = 0,15) moxHO HC-
IIOJIB30BATH JId IIOCTPOCHHUA KOJUIECTBEHHOMW MO-
JeIY JAHHOTO MIPOoIecca.

3arIoYeHne

HpOBeI[eHHI:Ie ucciIeqOBaHUA IIPUMEHUMOCTH
PA3IMYHBIX METONOB [JIA OIPENeeHUuA OO0beMHOU
[0 MUKDPOIIOPUCTOCTH B MOHOKDPHUCTAIUYECKUX
JKRHC morasanu, 9T0 MHKPOIOPUCTOCTDL BEJIMIHHON
okono 0,2 % 06. Moker 6BITh C HOCTATOYHOM TOYHO-
cThi0 u3Mepena merogamu Apxuvena, COM u Bbico-
KOpa3pelamineldl CHHXPOTPOHHOM PEHTIeHOBCKOU
romorpadguu. TouHOCTD ONTHYECKON MUKDPOCKOIIHH,
HAIIpoTuB, HEAOCTATOYHA I JaHHBIX I/IBMepeHI/Iﬁ.
Kpome toro, B srom ciyuae BenuuuHa 06HEMHOU
JI0JIM 110p OKasbiBaercd 3asblmennon. Haubosbiyro
TOYHOCTh CO CTATHCTHYECKOM OIMHOKOU OKOJIO
+0,01 % 06. maer merox Apxumena ¢ HCIIOIb30BAHU-
€M B Ka4eCTBe JKUAKOCTH AUCTILIMPOBAHHOU BOMABL
C ero moOMOIIBIO MOKHO OLPEAeNSTh He6oblne Be-
JIMYMHBI IIPUPOCTA IIOPUCTOCTH B IIPOIIECCE BHICOKO-
TEMIIEPATYPHOM 110J3y4ecTy (0K0JI0 HECKOJbKUX CO-
TBIX AOJIEH DPOIleHTa 06bemMa).

duHaHCHPOBAHHUE

Pa6ora Beimonuena 3a cuer rpanrta Poceniickoro
HayuHoro (orzna (mpoexr Ne 22-19-00126).
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