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KAUECTBO CAOA METAAAM3AITMH KEPAMHMKHM MAPOK BK94, BK95
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CONTROL OF METALIZATION OF CORUNDUM CERAMICS

Annomayusn. IIpu IpOU3BOACTBE BaKyyMHBIX 3JIEKTPOH-
HBIX KOMIIOHEHTOB IIMPOKOE MPUMEHEHHUE HallIM U37e-
M U3 KOPYHIOBOM KEpaMHMKH C METaJUTM3UPOBAHHBIMU
MIOBEPXHOCTSIMH B KayeCTBE OCHOBHOT'O JJIEMEHTa Baky-
yMHOTO OJ0Ka U (WJIH) H30JATOpa, CIIaSHHBIMHU C METall-
nudyeckor apmarypoi. K crasm kepaMUyYecKuX W3IEIHid
1 METAUIMIECKOH apMaTyphl MPEIbSBISIFOTCS TTOBBIIICH-
Hble TPEOOBAHMS O ITPOYHOCTH U TepMeTHYHOCTH. Kave-
CTBO NAasHOTO IIBa KEPaMHUYECKOTO W3/ENHUS C METalIH-
YeCKOW apMaTypod 3aBHCHUT OT MHOTHX (PAaKTOPOB — 3TO
KOHCTPYKIIMS IIBa, KAYECTBO METAJUTMUECKON apMaTyphbl,
Ka4eCTBO METAIIM3AMH KEPAMUYECKUX U3/AENUi 1 Kaue-
CTBO CaMOH KOpPYHAOBOHN kepamuku. B naHHOM craThe
paccMaTpuBarOTCs MPUYUHBI HU3KON MPOYHOCTH U HApYy-
LIEHUs] TEPMETUYHOCTH HasHBIX IIBOB KOPYHJIOBOH Kepa-
MHKHM C METaJUIMYECKON apMaTypou, BBI3BAHHOM HeKaue-
CTBEHHBIM CJIOEM METAUIM3AIMM Ha ITOBEPXHOCTH
KepaMukH. [IpoBeseHb! HCCIeI0BaHNS 1O BIMSHUIO MIPO-
LIEHTHOTO COJIEPXKaHMS KUCIIOPOJa B CJIOE METAUIN3AUH
Ha yCHJIME OTPhIBA U BaKyyMHYIO IUIOTHOCTH IOCIIE TMaii-
k. OnpesneneH XMMUYECKHH COCTaB MOBEPXHOCTU CIIOS
HUKEJs,, HAHECEHHOTO Ha MOBEPXHOCTh METAITU3aLUH, B
3aBUCHMOCTH OT €0 TOJIIIMHBI ¥ BIUSHUS TOJIINHBI HU-
KEJIEBOTO TIOKPBITHSI HAa KAa4eCTBO MAsHBIX IIBOB. Bbsic-
HEHbl TPUYHMHBI HEYJIOBJIECTBOPUTEIHLHOIO HAHECEHMS
rajJbBaHUYECKOTO HUKEIS.

Knroueswte cnosa: xepamuka, BakyyMHasi INIOTHOCTb, Me-
TaJUIN3alMsl, DJIEKTPOHHASI PACTPOBAsi MUKPOCKOIIHUSI, XH-
MUYeCKHI aHalm3, ppakTorpapuuecKuii aHaIn3.

Abstract. In the manufacture of vacuum electronic com-
ponents, the products from corundum ceramics with met-
allized surfaces have been widely used as the main ele-
ment of the vacuum block and / or insulator, welded to
metal fittings. The seals of ceramic products and metal
fittings are subject to strict standards for strength and
vacuum tightness. The quality of the soldered seam of a
ceramic product with metal fittings depends on many fac-
tors: the design of the seam, the quality of the metal fit-
tings, the quality of the metallization of the ceramic prod-
ucts, and the quality of the corundum ceramics itself. This
article examines the reasons for the low strength and the
loss of tightness of the soldered seams of corundum ce-
ramics with metal fittings caused by a poor-quality layer
of metallization on the surface of the ceramic. Studies
have been carried out on the effect of the oxygen concen-
tration in the metallization layer on the tearing force and
the vacuum tightness after soldering. The chemical com-
position of the nickel layer surface, applied on the metal-
lization surface, is defined, depending on its thickness
and the influence of the thickness of the nickel coating on
the quality of the soldered seams. The reasons for the un-
satisfactory application of galvanic nickel are found out.

Key words: ceramics, vacuum density, metallization,
electron scanning micro-scope, chemical analysis, fracto-
graphic analysis.

BBeaenue

Bakyymuble kommyTupytonme yerporictea (BKY) mupoko ucnons3yoTes B pailuOTeXHUYECKOM ar-
naparype Juis KOMMYTaIllM{ BRICOKHX HANPSIKCHHI U OOJIBIIMX TOKOB B HAHOCEKYHTHOM Juana3one. Oomna-
cteio ipuMeHeHust BKY sBnstorcs cranmmonapHas U 00OpTOBasi anmaparypa CB3M, KOMILICKCH PagrHodIeK-
TPOHHOTO TPOTHBOICHCTBHS, aHTCHHO-(QUICpHBIE yCcTpoiicTBa U T.n. BKY coCTOMT M3 IBYX OCHOBHBIX
Y37I0B: BaKyyMHOTO OJOKa ¢ paboYrMH KOHTAKTaM{ M 3JIEKTPOMAarHUTHOTO NpuBona. BakyymHBIN 010K
MIPENICTaBISIET COO0M METAINIOKEPAMUYECKYI0 BaKyYyMHOIUIOTHYIO KaMepy U3 MOCIEeN0BATEeNLHO CHASHHBIX
KepaMHUYECKUX JeTalleil U COCTUHUTEIBHON apMaTyphl.

JKecTkue ycnoBust 3KCILTyaTallii ¥ TMOBBIICHHBIC TPEOOBAHMS K HAJCKHOCTH TPEOYIOT MPUMECHEHUS
0COOBIX METOJIOB MalKu COeqUHEHNH MeTayutnueckoil apmaTypsl BKY ¢ kepamudeckuM KOpIycoMm Baky-
yMHOM Kamepbl. HecMOTps Ha 10CTaTOYHOE OCBEIIEHHE B TEXHUYECKOM JINTEpaType TEXHOJIOTHH MaKu Ke-
pamuKu ¢ MetauioMm [1], BOmpock! moydeH s TPOYHBIX ¥ T€PMETHYHBIX IIBOB HE TEPSIOT CBOEH aKTyallb-
HocTH. llenp mpeniaraeMoil CTaTbU — UCCIEIOBAHUE CIIOS METAUM3alMU M3aenuil u3 kepamuku BK94,
BK95 u BesicHenue npu4nH Opaka 1o HaTekaHUIo mocie naiiku npurnoeM [1Cp72 B cpene Bomopona.
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Tak xak xopryc kamepsl BKY sBisiercss roTOBBIM (TIOKYITHBIM) H3IIEIHEM, TO BXOIHOW KOHTPOIb
CBOJIUTCS, KaK MPaBWJIO, K Tallke MUHUMYM JBYX JI€TaJleil OT MapTUU C MOCJIEAYIOIIEH MPOBEPKOM Ha rep-
METUYHOCTb U OMpPENEJICHUEM YCUIHS OTPbIBA C BU3YyaJbHBIM OCMOTPOM MECTa Pa3pyLICHUs] NasHOTO CO-
eauHeHus. OTPBIB, KaK MPaBUIIO, MPOBOIAT C IPUMEHEHHEM IOJAPYYHBIX CPEJCTB U C YUCTO CYOBEKTUBHOM
oneHkoil ycunus. [lepuoanuecku npoBepsieTcss BaKyyMHasi IDIOTHOCTb U IOCJIE MHOTOKPATHOTO TEPMOLUK-
suposanus nmpu 600°C B okucnuTenbHON atMocdepe [2].

BiausiHne XHMHYECKOI0 COCTABA U mapamMeTpoB METaALNIN3alIUA
Ha Ka4€CTBO NNasiHbIX IIIBOB

B pabote ObuM MpOBeAEHBI HCCIIEAOBAHMS METAJUIM3UPOBaHHOM kepamuku Tuna BK94 u BK95, mo-
Jy4eHHOH OT pa3HbIX mpou3BoauTeneid. Clom MeTaluIu3alid KEePaMHUKH HCCIEAOBAIH C MPUMEHEHHEM
AJIEKTPOHHOTO pacTpoBoro mukpockomna «Vega 3 SBH» dupmbr «Tescany», 0OCHAIIECHHOTO CUCTEMOMN PEHT-
TEHOBCKOT'O DHEPTOAMCIICPCHOHHOTO MUKpOaHan3a ¢ 6€3a30THBIM aeTekTopoM X-max 20 Standard. U3me-
PSUTH TOJIIMHY CJIOE€B METAJUIM3alMK HUKEIA, a TAKXKe MPOBOJIUIN PEHTICHOCTIEKTPAIbHBIN MUKPOAHAIU3
Ha (pakTorpammax [3].

KoHTponbHBIN OTPBIB KEPAMUKH MOCTE TAaNKK IPUBOAUI K OTHOMY U3 TPEX BUAOB Pa3pyILICHUS:

— OTCJIOEHHE TI0 CIIOI0 METAIUTH3AINH C TIOJTYUYSHHOH II1aIKOi MOBEPXHOCTHIO MECTA Pa3pyIICHUS,

— peOpHUCTOE COCTOSIHUE MTOBEPXHOCTH Pa3PyIICHHOTO CIIOA,

— peOpucTast MOBEPXHOCTh C MECTHBIMHU CKOJIAMHU KEPaMUKH.

B neproM ciyyae OTpBIB MEIHBIX 3ariIyIICK MPOUCXOAMT 03 BUAMMBIX ycuini. Cioll Meramimsa-
MU PABHOMEPHO PACIIPENIEIICH KaK 110 MOBEPXHOCTH KEPAMHKH, TaK U HA OTBETHOI MEIHON MOBEPXHOCTH.
B nByx apyrux ciydasx ycuime OTphIBA 3HAUUTEIHHO BBINIE. Pa3pyrieHne mporucXoauT Mo TONIIHUHE CIIOS
METaIUTU3AIMH C OIyTHMBIM ITOTPECKHBAaHWEM (XPYIIKOE pa3pylIeHHe) U HEpaBHOMEPHBIM €r0 pacmhpere-
JIEHUEM 10 O0EUM TMAasHBIM MOBEPXHOCTSIM. Kak mokazan XMMHUYECKWH aHaliu3, COACpPKAHUE KHUCIOpoAa
B CJIO€ METAJUTU3AIlMN B MIEPBOM CiIydae cocTaBisieT OoT 35 mo 48 %, 4To oOBsCHIET HU3KYIO MPOYHOCTH
U OTCYTCTBHME BAKYYMHOU IUIOTHOCTH TOCJE Malku. B NByX Apyrux cilyyasix COIEpKaHUE KUCIopoAa —
ot 15 no 30 %. Ha conepskanue kuciopoaa B C10€ METAIUIM3ALUU BIUAET TOYKA POCHl BOAOPOAA MPHU BKHU-
raHUY METAJLTU3AIMOHHOM macThl. OOBIYHO TOUKA POCHI BOJIOPO/Ia HA IIEPBOM BBICOKOTEMIICPATYPHOM STa-
nie coctaBisier 30 °C, a 3aTeM At BOCCTaHOBIIEHHU MOHOAeHa Toaetcs cyxoi Bogopon (—40 °C) [4, 5].

Ha puc. 1 npeacraBieHa GppakrorpaMma KaueCTBEHHOTO CJI0s METaJIIM3alllK, KOTOPBINA 00ecieurnBa-
€T TIOJIOXKHUTEIbHBIE PE3YIIbTATHI 10 BAKYYMHOM IJIOTHOCTH HA BCEX 3TaNaX TEXHOJIOTUYECKOTO UK H3T0-
TOBJICHUS U3JCIIUIL.
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SEM HV: 20.0 kV WD: 14.77 mm

View field: 340 ym Det: BSE
| Enewa | Date(mdiy): 07/26/17 OAO HNUU3MI

Puc. 1. ®pakrorpaMmMa KaueCTBEHHOTO CJIOSI METAILTH3AIUN
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Croli MeTayuIM3allMd C PAaBHOMEPHO paclpeiciiCHHBIMU YacTHIIAMHU MOJIHMOJICHA U COJACpPIKaHUEM
kuciopona B npeaenax 27-32 %. TonuHa cliosi HUKENS U CJIOS METATU3aluud onTuMainbHbl. Komnue-
CTBEHHBII XMMHYECKAN COCTaB CIIOS METAUTU3allMH HE NPUBOAMWTCA B KOMMEPYECKHX COOOpaKeHUSX,
TaK KaK y pa3HBIX MPOU3BOAUTEIICH KEpaMUKH CBOU 0OeperacMble TEXHOJIOTHICCKHE HIOAHCHI.

Ha puc. 2 npuBenieHa ¢pakrorpaMmma ciios METAJUIM3ALUN CEPUIHO TMOCTaBIIEMBIX H3lenuii. Bre-
JIEHHBIN KOHTPOJIb Ka4eCTBa CIIOSI METAIUIM3AINH 10 (paKTorpaMMamM MOKa3al, 9TO TOJIIHWHA CIOS MeTall-
muzand — oT 9 no 70 mxM. IIpu HE3HAUUTENbHBIX TOJIIMIMHAX CIOS METAJUIU3AlMU YCUIIME OTPHIBA, KaK
MIPaBUII0, MOKHO OTHECTH K MEPBOMY BHUIY pa3pyIICHUS.

SEM MAG: 2.26 kx WD: 14.99 mm VEGA3 TESCAN

Det: BSE Date(m/d/y): 12/25/17 20 pm
SEM MAG: 2.26 kx | SEM MAG: 2.26 kx OAO HUMaMN

Puc. 2. ®pakrorpamma cia04 MeTaIU3aLUU CEPURHO MOCTABIISIEMbIX M3AETUI

Pacrmipenenenne MonubOI€eHOBOTO TIOPOIIIKA 3a4acTyI0 KpailHe HEyHAOBIETBOPHUTENBHO. BUAHBI 60Ib-
ITUe BKITFOYCHHS CTEKIT0(a3bl (YUaCTKHA CEpOTo IBETA), YTO TOATBEPIKICHO KOTHMYCCTBEHHBIM XUMHUICCKAM
a"anmu3oM. Cioii Hukels — meHee 0,5 MKM.

Ha puc. 3, 4 npuBeneHb! JaHHBIE KOJTHYECTBEHHOTO XUMUYECKOTO aHAITN3a TIOBEPXHOCTH HUKEIEBOTO
CJI0S1 B 3aBUCHMOCTH OT €r0 TOJIIIHUHBI.

IIpu TommuHe cinos MeHee 1 MKM B €r0 COCTaBe OOHAPY>KEHBI BCE AJIEMEHTHI, BXOJAIINE B COCTaB
MeTaJTU3aIiy. BriIroueHus yepHoro 1BeTa (puc. 3, CHeKTp 2) ¢ OONBIIUM COJEpKaHUEM KUCIOPOaa — OK-
CHIBI METAJUIOB, KOTOPHIC HE MOKPHITH HUKeNIeM. Hanmare BEICOKOTO COMIepyKaHmsI KUCIIOPO/Ia TTOKa3hIBaeT,
YTO BCE ATH DJIEMEHTH HAXOASATCS B BUAC OKCHAOB. CMauMBaeMOCTh MPHUIOEM IMOAOOHON MOBEPXHOCTHU
BEChbMa 3aTpyIHUTENbHA, CYIIECTBEHHO BO3pacTacT Opak MO HATEKAaHWIO MOCHe Maliku. XapaKTepHO, YTO
MOCJe JOMOIHHUTEIBPHOTO HAHECEHHS CIIOST HUKES HAa KAUCCTBEHHBIN CIIOM METa/UIM3alMy Nalika odecreuu-
BaeT BaKyyMHYIO IIOTHOCTH m3nenuid. [10M00HYyIO omepariio MHOTOKPATHO HCITOJIB30BAIA B TPOU3BOJI-
cTBeHHOM mporiecce. OOBA3KY MEIHOW MPOBOJIOKOH Tepes TajbBaHMUYSCKOM oOIepanued MPOBOAUIM IO
BO3MOXXHOCTH IIJIOTHO U MUHUMYM B JIBYX IPOTHUBOTIOJOXHBIX MECTaX CIOS METAJLTU3aIllii C KOHTPOJIEM
AJIEKTPUYECKOTO KOHTAKTa MYJILTUMETPOM.
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|HasBaHHe crIeKTpa” O || Si || Cl || K || Ca || Cr || Ni || Mo ||CyMMa|
| Cumextp1  [28.36][2.03][0.72][0.76][0.36][0.66]|[51.26] [15.84] 100.00]
| Cnmextp2  [[51.02][1.84][1.29][1.46][0.45|  |[32.67][11.28] 100.00]
| Cmextp3  |37.63]0.86]0.30] || ]l0.28]47.74][13.19][100.00]

Puc. 3. Xumudeckuii cocTaB HOBEPXHOCTH CIIOSI HUKEJIS MIPH €ro TOJMIIMHE | MKM U MEeHee

JnekTpoHHoe n3obpaxenue 1

Hassanune
CIIeKTpa

| Criexrp 1][100.00][100.00]
| Cuiexrp 2[100.00}[100.00]

Ni ([Cymma

500um

Puc. 4. Xumuueckuii coctaB MOBEPXHOCTH CJIOSI HUKEIIS TIPH €ro TONHIMHE 3 MKM U OoJiee

L ———
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Hunuaapuyeckue KepaMuyecKue IeTaad METAUTM3HPYIOTCS MO TOPLEBBIM MOBEPXHOCTAM, HO, Kak
mokasai QpakTorpaduuecKiii aHaIU3, TOJIIMHA CJI0s1 HUKEJSl B HEKOTOPBIX CIydasX CYIIECTBEHHO OTIHYa-
ercst: oT 0,3 MKM Ha OJTHOI OBEPXHOCTH U 10 4 MKM — Ha IPOTUBOMNONOXKHOU. [IpuunHa pasHOH TONILKUHBL
HUKEJI — HEYJOBJIECTBOPUTEIbHBIM KOHTAKT MEIHON IIPOBOJIOKU, MPUMEHSIOLIEHCS NP TalbBaHUYECKOM
HaHECEHUH HUKEJIs, C TOBEPXHOCTHIO OKHCIEHHOTO CJIOS METALTU3aIlMH.

[locne HaHeceHMs CIIOSI HUKEINS AETalli MMOABEPraloT TepMooOpadoTKe, PEKUMBI KOTOPOH Yy pa3HBIX
MIPOW3BOANTENEH CYIMECTBEHHO OTIMYAIOTCI. DTO M MpocTo cymka m3aenuit npu 300 °C B CymIMIBHBIX
mkadax 0e3 3ammrHON atMocdepsl u B cpene Bogopoaa npu 8§00 °C. Ha puc. 5 nmpuBelieH KOJINYECTBEH-
HBIH aHaJM3 TIOBEPXHOCTHU CJIOSI HUKEJSI ¢ TOMIIMHON 1,5—2 MKM HOCie BHICOKOTEMIIEPaTypHOH 00pabOTKH.
B cnoe Hukens oOHapy>KEHO CYIIECTBEHHOE KOJIMYECTBO MOJUOICHA MIPU MOJTHOM OTCYTCTBHUH KHCIOPOZA.
XapakTepHO, YTO NP TOJIIIMHE ciog Oojiee 3 MKM Iocje Takoi TepMooOpabOTKH MOJIHOAEH MONTHOCTHIO
orcyTcTByeT. CleyeT OTMETHTh, YTO €AMHCTBEHHBIM CIIOCOOOM KOHTPOJISL TOJIIMHBI CJIOSI HUKEJSI B TIPO-
Lecce ero HaHECEeHHUs SIBISIETCS] KalelbHbI MeTOoJ, KOTOPBIM JaeT 0oJblIyio morpemHocts. Kpome toro,
3TOT METOJ] MOKHO HCIIOJIb30BaTh TOJIBKO Ha 00pa3Lax-CBUIACTENIX, yTo He obecnieunBaeT 100 % xoHTpONb
BCEI MOKPHIBAEMOM MapTUU J€TajeH.

INeKTpOHHOe n3obpaxenue 1

Ha3sanue
CIIeKTpa

[Crexcrp 1][75.12][24.88][100.00]
[Crextp 2167.03132.97/[100.00|

Ni |Mo |[Cymmal

f 500um 1

Puc. 5. Xumudeckuit cocTaB IOBEPXHOCTH CIIOSI HUKEIIS TIPH €ro ToJIHHE 1,52 MKM

3akjarouyeHue

Takum obpaszom, 11t obecrieueHHs BaKyyMHOIUIOTHOTO CIasi KEPaMUKH C METAIUIMYECKOH apMary-
poit BKY coxepxanne kucioposa B €10€ METaIIU3alUN HE JOJDKHO npeBsimars 30 %, MeTaIu3upoBaH-
HbBIU ciioif B mipedenax 20—35 MKM, a TOJIIIMHA HUKEJIEBOTO cJosi — He MeHee 3 MkM. [Ipu HaHeceHuu clios
HUKEJIS ClIeAyeT YAeIsITh 0c000e BHUMaHNE KOHTAKTY MEAHOM MPOBOJOKU CO CJI0EM METaJUIU3aIIH.
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