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MocTtynuna B pefakunio 28.12.94 r.

MpennoxeH MeToA GECKOHTAKTHOrO (POTOAKYCTUYECKOro HepaspyLUaroLlero KOHTPONS KepamuvyecKux
neTasnei B NpoLecce Ux 06XKura npu BbICOKUX TeMnepaTypax. MeTog 0CHOBaH Ha AUCTaHLMOHHOM BO30YX-
NEHNN COBCTBEHHbIX KOnebaHu obpasua 1 nx 6eCKOHTAKTHOW perncTpaumm ¢ noMoLLbO N1a3epHOro U3ny-
YeHUs. DKCNepnuMeHTasIbHO MNOKa3aHo, YTO B NPOLIECCE 0BXUTra KepaMnyeckoro oopasua ero yactora cob-
CTBEHHbIX KONebaHMn N3MEHSETCS U NO3BOSET CIEANTL 3a COCTOSIHMEM 06pa3Lia U CTENEHbLIO ero 00XKUra,
MPUYEM 4YacToTa COOCTBEHHbLIX KO/ebaHMN 060XKEHHOro obpasla CyLIeCTBEHHO OT/INYAeTCHA OT 3TOW

4acTOTbl Nepesn 06XXNrom.

HepaspyLwalownin KOHTPOMbL MaTEPUANOB MOXET
UrpaThb BaXKHYIO PO/b B TEXHOMOMMUYECKUX NPOLEccax
1, B YaCTHOCTW, B MPOM3BO/CTBE KEPAMUKK. DTO NO3-
BONSIeT 06ecneYmnBaTh 3afaHHbIe XapaKTePUCTUKN Ha
Pa3NINYHbIX CTAANAX ee N3roToBneHns. C aTON TOUKY
3PEHNS BAXXHOE 3HAUYEHWE [O0/HKEH UMETb ANCTaHLM-
OHHbIA KOHTPO/b KaYeCcTBa KepaMUUYECKUX JeTanei.

Takon npouecc, Kak 06XXWUI KepamWnKu, CBA3aH-
HbIn c Temnepatypamu 1000°C v BblLWe, NpeacTaBns-
eT 3HauuTeNbHYK TPYAHOCTb AN KOHTPONS, T.K.
OONbWNHCTBO TPAAMUMOHHBLIX METOA0B TPebyrT
MEXaHMYECKOro KOHTaKTa AaTtymka ¢ KepammnyecKnm
nsgenvem. ONTnUYeckne W, B YaCTHOCTW, NasepHble
(boTOaKyCcTNUYeCKne MeToAbl, NO3BONAKOLLNE ANCTAH-
LIMOHHO BO30Y>XXAaTb WU PErmcTpupoBaTb MexaHu4ec-
Kne KosiebaHMA, 0Ka3biBakOTCA NepcneKTUBHbIMU [1].

HekoTopble AMCTAHUWOHHbIE METOAbl UCCreno-
BaHNA KepaMuKu, UCNOMb3YyHoLLNe Na3epHY TeXHU-
Ky, B TOM 4YMC/le N ONTOAKYCTUYECKNIN MeToA, Oblnu
onucaHbl B pabote [2]. OaHaKO, 3TU MeTOoAbl [0-
BO/IbHO C/MIOXKHbI U .MOTYT BbITb MPUMEHEHbI TO/IbKO
ans yXKe 06paboTaHHbIX KepaMWU4YecKuX paeTtasewn.
3mepeHus [2] 6bian npoBeAeHbl B 1abopaToOpHbIX
YCNOBUAX, T.e. MNPU KOMHATHOW Temnepartype w
3PPEKTUBHOM WN30ASALUMN OT BHELIHUX BUbOpaLn.
B ycnoBusax peanbHOro npou3BoACcTBa MPUXOAUTCH
UMeTb A1e/10 C BbICOKMM YPOBHEM MeXaHWU4YeCKnx no-
MeX 1 60NbLWNMN TeMMepaTypamu.

B HacTosulen paboTe ONUCbIBAeTCA NMPUMEHEHNE
ONCTaHLUMOHHOM (hOTOAKYCTUUYECKOWN BUOPOMETPUN C
Na3epHON WHTEP(EPOMETPUYECKOW perncrpalmen
MeXaHWYeCKMX KosebaHU AN KOHTPOA npolecca
00Xura Kepammku. IATOT MeTO[ WCMNOMb3yeT BO3-
Oy>XXAeHMe U N3MepeHne pe30HaHCHbIX 4YacToT Kepa-
MMYeCcKoro obpasua c NOMOLLbI Na3epHOro n3nyye-
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HUA N 9BNISETCA pa3BUTUEM METOAMKWU, NPeasiodXeH-
HoW B [3] ONns wccnefoBaHWA MpoLecca OKpacKw
n3aenMn U3 NoSIMMepHbIX MartepuanoB. MMOCKO/bKY
pe3oHaHCcHasa 4YacToTa 3aBUCUT OT MOAYNA YNPYrocTu
mMaTepuana U ero NI0THOCTWU, U3MEHEHNE 3TOMN Yac-
TOTbI B poLecce 06Xkura HeceT MHoOpPMaLnto 06 n3-
MEHEHWNM 3TUX NapamMeTPOB.

Cxema 3KCMnepnumMeHTanbHOW YyCTaHOBKU Nnpueefe-
Ha Ha puc. 1. YcTaHOBKa BK/KO4YaeT B ceba Henpe-
PbIBHbIW aproHOBbLIN Na3ep MOLWHOCTbIO NPUGIN3N-
TeNlbHO 2 BT Ha ANWHE BOJIHbI N31yyYeHnsa 514 Hwm (7).

Puc. 1. Cxema aKCNepMMeHTaNbHON yCTaHOBKN. 1 - Ar+-
nasep, 2 - akKyctoonTuMmuyeckasd avyeinka, 3 - nepecrpaumBa-
eMbli reHepaTop YyacToTbl,4 - obpaseuy, S5 - neyb, 6 - na-
3epHbln BU6pomeTp Polytec OFV 3000/OFV 302, 7- aHa-
nnsatop EG&G Princeton Applied Research Model 5204
Lock-in Analyzer, 8 - camonucely,.

3*
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JlazepHoe u3ny4vyeHne rapMoHMUYECKn MoaynmpyeTcs
C MOMOLbI aKycToonTnyeckom avenku (2), ynpas-
NAemMon npeum3noHHbIM NepecTpanBaemMmbiM reHepa-
TOPOM 4acToThl (3). 3Ta cxema No3Bonsan1a MoAyNuU-
pOBaTb /la3epHOE MU3NydYeHne ¢ Yactotamm oT 5 'y Ao
Heckonbknx MI'y. cnonb3osancd gnanasoH ot 50 'y
0o 6 KMy cwarom nepectponkn 0.5 -1 'y, MexaHnye-
CKue KonebaHusa reHepuposanucb B obpasue (4), us-
rOTOB/IEHHOM M3 0ObIYHOW KepaMUKN Ha OCHOBE OKMU-
CU KpeMHUA 6narogaps norfoLeHno B HEM Nna3epHo-
ro msnydyeHua. O6pasey nomeuwtanca B neds (5),
NO3BONIABLWYK co3paBaTb Temnepatypsbl 4o 1200°C.
B aBepue neyn MMenocb ONTUYECKOE OKHO, yepes
KOTOpOe BBOAMMOCHL M BbIBOAW/IOCH /la3epHOe M3My-
yeHue. Permucrtpaumsa mexaHU4YecKnx KonebaHuu,
BO30Yy)/aeMblX B 06pa3Le, ocyLlecTsngiacb C no-
MOLLIbIO Na3epHOro MHTEPHPEPOMETPNYECKOTO BUO-
pometpa Polytec OFV 3000/OFV 302 (6), paboTaB-
LLEro B peXxume N3MepeHns CMeleHnn noBepxHoc-
TM. CUrHan c BubpomeTpa nogasascs Ha aHanM3aTop
EG&G Princeton Applied Research Model 5204 Lock-
in Analyzer (7), Ha KOTOPbIV TaK)e nogasascs onop-
HblW curHan c reHepartopa (3). CurHanbl asbl U
aMnN/INTY1bl 3aPErMCTPUPOBAHHbIX KONebaHUin C aHa-

A, OTH. ef.

Puc. 2. XapakTepHas 3anucb camonucua, a - curHan ga-
3bl, 6- CUTHaN amnNanTyabl.

nnzatopa (7) HanpaBnAnMcb Ha ABYXKaHa/bHbl
NBYXKOOPAMHATHbLIN camonucel (8). B kauecTBe cuUr
Hafa ropm3oHTaNbHOW pa3BepTKW AN camonucy
TaKXXe WCMNOoJb30BasiCA OMOPHbIN CUIHaM C reHepa
Topa (3).

HecmoTps Ha BbICOKMI YPOBEHb MeXaHU4YecK
Bubpaunn (pagom c nabopatopuen, rae npoBoau
NINCb N3MEPEHMSA, pacrofioXeHa MexaHn4yeckas mae
Tepckas), He 6bI/10 CAeNaHO NOMbITOK M30/MPOBaT
OT HUX 3KCMEepPUMEHTa/IbHYH YCTaHOBKY C LEfb
NPOAEMOHCTPUPOBATb BO3MOXHOCTN METOAA.

B0O3MOXHOCTW, MpeAoCTaBNSiIEMble aHaNM3aTo
POM W Na3epHbIM BUOPOMETPOM, MO3BOMNIN YBENN
YNTb OTHOLIEHWE CUTHAN-LUYM U U3MepsTb Koseba
HUS NMOBEPXHOCTU 0b6pasLia amnanTyol HEeCKOMbK
HaHOMETPOB U PE30HAHCHYIO YacTOTY C TOYHOCTb™
[10 HECKONbKUX repL,

Bbifin ncnonb3oBaHbl 06pasubl B POPMe YallKu
cAenaHHble U3 00bIYHOWN KepaMWnKM Ha OCHOBE OKMUC
KpeMHus. J1a3epHbI Nyd, reHepmnpoBaBLLMA Koneba
HUS, HaNpaBfsaiCcA Ha Kpan obpasua Cc uenbi BO3
Oy>XaeHua KosebaHU POpMbl. J1a3epHbIN Nyy BU
POMeTpa, Kak npaBwn/o, HanpasAAnCca B TOUKY paao
C BO30yXxpgawuwum ny4vyom. [loBepxHOCTb o06pasy,

Puc. 3. 3aBUCMMOCTb NpPUBEeAEHHOro cABuUra pe3oHaHc-
HOM 4YaCTOTbl 06pa3ua OT TemnepaTypsbl.

AKYCTUYECKNI XYPHAN Ttom 42 Ne ! 199
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obecneymBana Kak A0CTaTOYHOE MOr/nolleHNe BO3-
Oy>K[AaloLLEero n1asepHoOro U3ny4vyeHns, Tak n oTpaxe-
HWe nasepHoro ny4ya snbpometpa. 1smeHaa yacToTty
MOAYNAUUM BO3BYXKAAtOLLEr0 Na3epHOro U3nyyeHus,
Mbl OMpPeaensann pPes3OHaHCHYH 4acToTy o6pasua.
[TepBble pe3oHaHChbl 419 HE060XKXKEeHHbIX 06pasLoB
Habnganmucb B MHTepBane ot 970 oo 1450 Ny npwu
KOMHaTHOW Temnepartype. Ha puc. 2a, 26 npuBeeHbl
XapaKTepHble pe30oHaHCHble KpuBble AN 0AHOro
n3 o6pasyoB (puc. 2a - M3MeHeHWe amnnuTydbl, a
puc. 26 - n3meHeHue asbl KosiebaHMN B 3aBUCUMOC-

TN OT 4YacTOThl).

O6pasubl Harpesaanch B rMeyn 40 TeMmnepaTyp He
HmKe 500°C, a B HeKoTopbix cnyyaax go 1000°C.
CKOpPOCTb Harpeea cocTaBffsna MNPUONU3NTENbHO
100°C B yac. ObpasLbl BblAep>XXMBaNMUChb NPU BbICOKOW
Temnepatype oT 0.5 oo 14, a 3aTeM NOCTENEHHO OX-
naxaanancb 40 KOMHATHOW TemnepaTypbl C TOW Xe
CKOPOCTbHO. B TeueHne BCero npouecca npoBoanInNCh
MOCTOAHHbIE N3MEPEHUA PE30HAHCHOW YacTOThI.

Ha puc. 3 npuBeaeHa KpuBas 3aBMCUMOCTU MPU-
BEIEHHOro caBura pesoHaHcHow 4acTtoTbl A///o oT
Temnepatypsbl (3aecb Af =/-/<>, rne/0- pe3oHaHCHas
yacToTa HEOOOX>XXeHHOro obpasua, a/ - pe3oHaHc-
Had 4yacToTa BO BpeMdA 06xura). 3T70T obpasel Ha-
rpesancs no 500°C B TeyeHne NpnbAN3NTENLHO S5 Y U
BblIepXXNBascsa npu aTon temnepatype luac, a no-
TOM OXNaXkaanca 0 KOMHaTHOW TeMnepaTypbl C TOU
XK€ CKOpOCTbl. HauvanbHas pe3oHaHCcHaa 4acToTa
3TOro obpasua oo obxxura cocrtasngana/0= 1235 I'u,

MO>HO BMAeTb, UTO pe3oHaHCHaa 4yacToTa YyBe-
nnymsaetca no Temnepatypbl 250°C, a noTom
YMeHbLLAaeTcsA, Noka He AO0CTUraeTca Temmnepartypa
450°C. YBennyeHme 4actoThbl NMpv NOBbILWEHNN TEM-
nepatypbl Ao 250°C MOXXHO 0O6BACHUTbL TEM, UTO B
3TO BPEMS MPOUCXOAUT BbliMapuBaHne MU30bITOUHON
BOAbl M3 MaTepunana obpasua, YTo AO/HKHO MPUBO-
OUTb K YBE/IMYEHUI0 MoAayna ynpyroctm v, COOTBET-
CTBEHHO, K YBE/IMYEHUID PE30HAHCHOW 4acToThl.
YMeHblUeHne yacTtoTbl Ha nHTepBane 250 - 450°C no-
KasblBaeT, YTO Npu 3TUX TemnepaTtypax B obpasue
NPOUCXOANUT KaKOW-TO Mmpouecc. ITa 4YacTb KPUBOW
0OCTaTOYHO XOPOLLO NOBTOPAETCA U NP N3MePEHNAX
C Apyrumm obpasuamu, YTO NOKasaHo Ha puc. 4a, rae
NaHbl KPUBbIE N3MEHEHWS PE30HAHCHOM YacTOThl AN
yeTblpeXx 06pa3uoB C pa3/IMYHbIMU HaYvyalbHbIMK pe-
30HaHCHbIMW YacToTaMMu.

[Tocne 450°C pe3oHaHCHaa YacToTa ONATb pacTeT
nToraa, Korga oépasel BbliaepXKnBaeTcsa nNpum NocTo-
AHHOM Temnepatype 500°C. OHa yBennymnBaeTcsa Ha
HEeCKO/IbKO repu, Aaxe Korga obpasel HauduHaer
oxnaxpaatbca U oxnaxkgaetca Ao 400°C. Mbl cuntaem
3TO C/efcTBMEM HEOAHOPOAHOro nporpesa obpasua,
KOTOPbIN BO BPEMSA 00)XKUTra ropsvee Ha NMOBEPXHOC-
T U NOCTENEHHO NPOrpeBaeTcs USHYTPW.

Nanee, B TeueHne oxnaxaeHmnsa oobpasua ot 400°C
N0 KOMHaTHOW TemnepaTypbl, pe30HAHCHasA YyacToTa
N1aBHO CHMXKaeTca A0 HOBOro 3HauyeHna. KoHe4yHas
Ne 1 1996
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Puc. 4. 3aBUCMMOCTN NPUBEAEHHONo cABUra pe3oHaHC-
HOW 4YacToTbl (a) U NPUBELEHHON NONYWMUPUHBLI pPe3o0-
HaHCHOW KpuBOW (6) OT TemnepaTypbl A4NA HECKONbKUX
o6bpas3yoB (TONbKO Harpes).

A/llo X 10-2

Puc. 5. 3aBUCUMOCTb NPUBEAEHHOW NONYW MUPUHBLI pe3o-
HAaHCHOI KpWBO o6pa3ua oT TeMnepaTypbl.

pe3oHaHcHaa YacToTa A48 3TOro obpasua Npu Kom-
HaTHOMW TemnepaTtype TnoOc/e OTXWUra cocTaBua
1522 'y, aee cABUT OT HaYya/lbHOI 0 3HayeHns - 287 I'u.

Ha puc. 5 un3obpaxeHa Kpusasd, AEMOHCTPU-
pytouwaa 3aBUCUMOCTb MONYLINPUHBLI Pe30HaHCHOW

Kpmneown [1/Y/o o6pa3uia no yposHtio 3 46 OT Temnepa-
TYpbl B Meyn. 3Ta KpuBas XapaKTepusyeT TOT Xe
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Puc.6. 3aBUCUMOCTb NPUBEAEHHON Pe30HAHCHON YacTOTbl obpa3ua oT TemnepaTypbl NpU 4ONONHNUTENbHOM 06Xure go 930°C.

o6pasel 1 TOT Xe npouecc, 4To 1 puc. 3. N3 puc. 5
MOX>XHO BMAETb, YTO BO BpeMs Harpesa nosyLwmnpmHa
CHayana yMeHblUaeTcsd, T.e. pe3OHaHCHas KpuBad
CTaHOBUTCS 60s1ee ocTpol. Ha oTpe3ke KpMBOW OT
250 no 450°C nonywmnpuHa NpakTUYeckKn noCTOsAH-
Ha. TO XOPOLIO COOTBETCTBYET OTPE3KY Ha KPMBOU
Ha puc. 3, KOTOPbIN NMOKa3biBaeT, YTO B 3TOM TeMne-
paTypHOM MHTepBane pesoHaHCHasa YyacToTa HECKO/b-
KO CHMXKAeTcsa, HECMOTPA Ha POCT TemnepaTyps.l. Io-
C/ie 3TOro nonywunpmHa onaTb BO3pacTaeT, YTO MO-
XEeT CNYXWUTb NpU3HaKoM  “cnnmnaHug”  3epeH
mMaTepuana obpasua 1 ux “pasMaryeHuI0”, 4To onATb
yBenn4ymBaert 3atyxaHue. 1o mepe Toro, Kak obpasel
OXNaXaaeTcs 10 KOMHATHOW TemnepaTypbl, NOAYLLN-
PUHA NOCTeNeHHO YMeHbLUAeTCA U B KOHLE npoLlecca
nonyyaeTcs y3kKad pe3oHaHCHas KpuBas, 3HauUTe/b-
HO 60/1ee ocTpas, yem A0 06ura. Xopoluas BoCnpo-
N3BOAMMOCTb 3TUX OAHHbLIX MPOUINKCTPUPOBaHA Ha
puc. 46 Ha npumMmepe Apyrux o6pasu,os.

MbI nNbiTannUcb 4OMNONHUTENIBHO 006XeUb 06pasel,
yXKe 000X)>KeHHbIn npu Temnepatype 500°C. Ons
3TOro Mbl Harpeeanu 3ToT o6pasel B Ne4Yn OT KOM-
HaTHOW TemnepaTypbl Ao Temnepatypbl 930°C wu
BblIEPXXMNBaNM ero npu aTon temnepartype luyac. Ofa-
HaKo, AOMOMIHUTE/IbHbIA 00XXUT He MOBNUAN Ha 06pa-
3el. OTO MOXHO BUAETb U3 KPUBOW Ha puc. 6, 1306-
paxkatouwen 3aBnucumocTtb Af/f ot TemnepaTtypbl ans
3TOro obpasua. 3Ta KpuBasd NokKasbiBaeT, YTO Nnocse
OOMOMIHNTENbHOITO0 00)XKKUra pe3oHaHCHada 4acToTa
BO3BpawlaeTca TOYHO K TOMY XXe 3Ha4YeHUIo, KOTO-
poe 6bIN10 MONYYEHO Nocne 06XKura Npu Temnepary-
pe 500°C. Ha Haw B3rnag, 3To sBHOe CBUAETENLCTBO
TOro, 4To obpaseu, caenaHHbIN N3 TaKOro mMarepua-
na, byayum oaHaXabl 060XXXXEHHbIM NPV HEKOTOPOW

Temrnepartype, y>Xe He MOXeT BbITb 060X>XeH A0 60-
Nee BbICOKOW CTEMeHW AaXke npu Temneparypax, Ha-
MHOro 60/bLUNX, YEM B MepBbln pa3. VIHTepecHo
TaK)XXe OTMEeTUTb, YTO B 3TOM C/lyyae B UHTepBane oT
250 po 450°C pe3oHaHCHada yacTtoTa He YMeHbLUaeT-
CSl, U XapaKTep KPUBOW AOCTATOUYHO rNagKnuim Kak rnpu
Harpese, Tak N Npu oxnaxaeHnu. Bo3moXHo, 3TO 03-
HayaeT, YTO COCTOSAHME 3TOro obpasua y>xe 6b1/10 3a-
hMKCnpoBaHO BO BpeMs o6xura npu 500°C.

[MpoBeIEHHOE HaMX UCCNefoBaHMe MOKa3blBaeT,
YTO N3MEPEHME PE30HAHCHOW 4YacTOTbl U3AENNN U3
KepaMUKN faeT HeEOOXOAUMYIO MHMOopMaLMIO 06 nX
COCTOSIHUN BO BPeEMS 06XuUra v ABNASETCA Nepcrnek-
TUBHbIM C TOYKM 3pPEHNA HEpa3pyLlaroLWero KOHTPO-
NA KayecTBa, NMOCKO/bKY NOObIe HEOXUAAHHbIE U3-
MEHEHUSA B PEXMME 00XKNTra Ninm BO3HUKHOBEHUE [ie-
(beKTOB B 006pasue (Hanpumep, TpPeLNH) pPe3Ko
MOBNUSAKT Ha POPMY Pe30HAHCHOW KPUBOW N pe3o-
HaHCHY0 YacToTy. Kpome TOro, nHgopmaums, nosny-
YeHHas BO BPEMSA TaKUX U3MEPEHUI, MOXKET CNOCOo6-
CTBOBAaTb /Iy4yllEMY NMOHUMAHWUIKO NPOLLECCOB, NPOTe-
KaloLlKnx B KepaMuKe BO BpeMs ee 06xXura. B uenom,
Mbl CYMTAEM, YTO 3TN IKCNEPUMEHTbI IEMOHCTPUPY-
10T 60/1bLIOA NOTeHUMaNn GOTOaKYCTUUYECKUX METO-
N0B N5 KOHTPONA 06paboTKM maTepunanos B arpec-
CUBHbIX Cpeaax.

B 3akntouyeHne aBTOpPbl XOTenn 6bl nobnaroaa-
puTh a-pa Tamme (DLR) 3a nto6e3Hoe paspelleHune
MCMONb30BaTh €ro nedb A8 06XKWUra Kepamuku, a
Tak)xe [1. ["anicce, KOTOPbIA BbINOSHUA MEPBUYHbIE
N3MepeHnNss COOCTBEHHbIX KO/iebaHNN NCNONb30BaH-
HbIX 06pa3uoB A0 06XKUra c NOMOLLbI TPaaULNOH-
HbIX aKyCTUYECKNUX METO/0B.
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Remote Photoacoustic Testing of Ceramics in the Course of Sintering
G. Busse, M. L. Lyamshev, and J. Stanullo

A method Is proposed for the photoacoustic remote testing of ceramics in the course of sintering at elevated
temperatures. The method consists in using laser radiation to excite natural vibrations in a sample from a dis-
tance and then to record them from a distance. As has been demonstrated experimentally, the frequency of nat-
ural vibrations in a sample varies in the course of sintering in a certain pattern that offers a way to characterize
the state of the sample and the extent to which it is sintered. The frequency of natural vibrations in a sintered
sample significantly differs from the one in its unsintered counterpart.
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