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A procedure for alloying nickel with sulfur and phosphorus by diffusion and homogenizing
annealing is described using the example of pure nickel (RRR at 600). A scheme of the installation
for alloying from the gas phase is described. The possibility of uniform alloying with sulfur
and phosphorus of samples and material in the form of plates or foils with a thickness of 0.2 mm or
thinner at a concentration ranging between 0.001 and 0.08) at. % is shown. Diffusion annealing is
carried out after heating and pumping out in a high vacuum and without contamination, in a quartz
volume containing sulfur or phosphorus vapors at a temperature of 1100 to 1200 °C. By choosing
the ratio of the masses of the alloyed material and the corresponding filling of sulfur or phosphorus,
it is possible to predict in advance the resulting concentration of impurities with a sufficient time
of annealing. The impurity concentration is uniform in volume within ten percent. Modeling and
control annealings with the measurement of the residual resistivity of the control samples allows
you to evaluate the results obtained.
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Onucana MeTOIWKa JITUPOBAHUS HHUKENS cepoil u dochopom myreM audy3HoHHBIX U
TOMOTCHHU3HMPYIONIMX OTKUIOB Ha mpumepe uucroro Hukens ¢ RRR (Residual Resistivity Ratio)
Ha ypoBHe 600. Onucana cxema yCTaHOBKH JUJIsl JIETUPOBaHUs U3 ra3oBoil (a3bl. [lokasana Bo3-
MOKHOCTh PaBHOMEPHOTO JICTUPOBaHUs cepoil u hochopom 00pa3ioB U MaTepuasa B BUJE IU1a-
CTMH WK (OJbI TOJIIMHOW Ha ypoBHe (0,2 MM WM TOHBIIE, B JMANa3oHE KOHICHTpANUH —
(0,001-0,08) ar. %.

Jubdy3noHHBIH OTKHUT TPOBOJUTCS MOCJIE MPOTPEeBa U OTKAYKH B BBHICOKOM BaKyyMe
W 3aKYIOPKH, B KBapLIEBOM 00beMe, CoJepiKalleM Hapbl cepbl uin Gocdopa nmpu Temmeparype
1100-1200 °C. 3a cyer BbIOOpa COOTHOIICHHS Macc JIETUPYEMOT0 MaTepraja i COOTBETCTBYIOIICH
3aKJIaJ KU cepbl Wi (ochopa MOKHO 3apaHee MPOTHO3UPOBATH MOJYyYaeMYI0 KOHIICHTPAIHIO TPHU-
MECH TIPU JJOCTATOYHOM BPEMEHH JICTHPYIOMIETO OTxHra. KOHIIEHTpaIus NpUMecH paBHOMEPHA 110
00beMy B peziesax JecsaTKa MpoIeHToB. [IpoBeeHne MOICIUPYIONIMX U KOHTPOJIBHBIX OTXKHUIOB C
U3MEPEHHEM OCTATOYHOTO DJICKTPOCONPOTHBIICHUS! KOHTPOJIBHBIX 00Pa3IoB MO3BOJSIET OI[CHUBATH
MOJTy4aeMble Pe3yIbTaThI.

KuiroueBblie ciioBa: neruposanue, cepa, pocdop, Hukenb, AMdpPy3us, roMoreHu3arws.

1. Beegenue

[Tpu nmpoBeneHNM UCCIEIOBaHUM, CBSI3aHHBIX C ONpPE/IeNIeHUEM POJIM IpUMECel B Mpolecce
Pa3IMYHBIX BHEIIHUX BO3/AeHcTBUI (00IydYeHue, nedopMaiius, TEpMUYECKUE MPOLEAYPHI U JIp.) ya-
CTO BO3HUKAET HEOOXOAMMOCTh MOJIy4yeHHsI Ha0OpOB 00Pa3IOB ¢ U3BECTHOM KOHIIEHTpAaLUeH Jeru-
pyIolIeil mpuMecH TpH ee BapbUpoBaHWUU. [Ipyu TakoMm JiermpoBaHWHM, HEOOXOAUMO H30€XKaTh HIIH
YMEHBIINTh 10 MHHUMyMa MPOHMKHOBEHHE B HCCIeIyeMble 00pasibpl Apyrux npumeced [1, 2].
B pabore ommcana metoauka npurotoBieHus ciuraBoB tuma Ni-S wiun Ni-P u3 gwcroro nukens
(RRR Ha ypoae 600) B BHAe (ONBI HIM TOHKHMX MOHOKPHCTAJUIMYECKUX IIACTHH TOJIIIUHOM
0,2 mm B muanazone konmenTpanwmii 0,001-0,08 at. % myrem mudy3nOHHBIX OTKHUTOB.

2. MaTepuaja u MeToAUKA

VYcranoBka ais 1M Py3MOHHOTO HACBHIIEHUS MPEACTaBiIsieT co00il KBapIEeBYIO 3alasiHHYIO
TpyOy 1 nmamerpom okono 35-37 MM, NPUCOEAMHEHHYIO K BBICOKOBAKYYMHOH Oe3macisHON
OTKa4YHOH cucTeme Dpa-250, ¢ MmarHuTOpa3psaHbM HacocoM Hopa-250 (pucyHOK).
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Cxema yctaHOBKH Ut AU (Hy3MOHHOTO JerupoBaHus (TIOSICHEHHS B TEKCTE)
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B cnyyae oTCYTCTBHSI CYIIECTBEHHOTO T'a30BBIICIICHUSI HACOC MOYKET CO3JaTh B TpyOe Baky-
YM Ha ypOBHE 10°® mm. pr. cr. Ha komue TpyObl IIpUBapeH KBapLEBbI CTakaH 2 ¢ BHYTPEHHUM
nuameTpoM okosio 15 mm. CTolka IJIacTHH U3 HAchIaeMoro cepoi wim (ochopom marepuana 3
pacrioyio’keHa B 3TOM cTakaHe. Mex 1y IUIacCTUHAMU uMeeTcs 3a30p okoJio 0,3 MM i1t CBOOOIHOTO
MPOXOXKJICHHS Ta3a. BHyTpu TpyObl MMeeTcs mepemMeniaeMblii IToK 4, U3roTOBICHHBIN U3 KBapIa.
[ITok mmeeT 3anasiHHYIO TPYOY, COEPIKAILYIO JKEJIE3HbII CBOOOIHO PACIIONOKEHHBIN LUIMHAD O.
HunuHap ciyKuT AJi MEepeMELEHUs] IITOKA BJI0JIb TyObl C IOMOILBIO PACHOJIOKEHHOTO CHAPYKU
marHuTa 6. LIITok nMeeT yToiieHne Ha KOHIIE, IPH)KMMAeMOM K OCHOBAaHHUIO CTakaHa. JTO yTOJ-
LIEHUE UMEET MPUTEPTYIO HIAPOBYIO NOBEPXHOCTD, SBIAIOLIYIOCS OTBETHOM K IMPUTEPTOM IIAPOBOM
BHYTPEHHEH IMOBEPXHOCTH y4yacTKa Iepexoja / C KBapleBOW TpyObl Ha KBaplLEBBbIA CTaKaH.
Ha koHIle mTOKa, OKa3bIBAIOIIEMCS] BHYTPH CTaKaHa MPUBApEH KBapIEBBINA BBHICTYN 8, M3rOTOBIICH-
HBIA U3 TOHKOW KBapleBOM TpyOKH, 3amassHHON M uMeroleil 60okoBoe oTBepcTue. B 3TOT BBICTYN
ToMeInIaeTcs Jerupyroiiee BeniecTBo (cepa unu Gocdop). CHapyk U cTakaHa U TPYOBI PaACIIOTIOXKeE-
Ha CHUMaemas meub 9, Mo3BoJIAoIas MOIepKUBATh TEMIIEPATypy, HEOOXOIUMYIO s TU(y3H-
OHHOTO HachlleHusl. OCTaTOuHOE 3JIEKTPOCONPOTUBICHHE KOHTPOJIBHBIX 00PA3I0B, HACKIIIAEMBIX
BMECTE C IJIaCTUHAMHM, U3MEPSUIM Ha aBTOMAaTU3MPOBAHHOM Komiuliekce npu 4,2 K ¢ To4HOCTBIO
0,05 % ¥ 9yBCTBUTEIBHOCTBIO 5-10 2 OM-CM.

3. Pe3yabTaThl H 00Cy:KIeHHE

[Ipu mpoBeAeHHU HACBIIIEHUs BHAaYaje LITOK OTOJBUIAJICS BHEIIHHMM MarHUTOM Ha
paccTosiHue, 10CTaTOYHOE JJIsl TOTO, YTOOBI OH MMeJ KOMHATHYIO0 TeMiepaTtypy. B Takom mo-
JOXKEHUH TPOBOJUIICA 00€3TraKUBAIOIINI OTXKUT JETHPYEMOr0 MaTepuana U KBapleBOro Cra-
KaHa npu temneparype okosio 900 °C B teuenue 4aca. Ilociie CHATUS TeUYW U OXJIAXKICHUSA
TpyOBI CO CTAaKaHOM JI0 KOMHATHOH TeMIepaTyphl MITOK C MOMOIIBI0O MarHUTa BABUTAJICS U 3a-
MUpaJl IPUTEPTHIM YTOJIIIEHUEM CTaKaH C HachlllaeMbIM MarepuajoM. [Ipu 3Tom KBapleBbIi
BBICTYN 8, copepKaluii Jerupyoliee BemecTBO 0Ka3bIBajcs BHYTpH oObeMa crakaHa. [locie
ATOTO TeYh BHOBb HaJeBaiach W mpou3Bouics aupdy3monusrii omxur mpu 1150-1200 °C.
IIpu 3TOM NerupyroIIee BEMIECTBO MUCHAPSIIOCh U MIPOUCXOAUIIO 3a0JIHEHUE CTaKaHa Mapamu
sToro BemiecTBa. [loBEpXHOCTh MJIACTUH JETUPyeMOro mMarepuana abcopOupoBana NpuMech U
cTaHoBuiach AU(OPYy3MOHHBIM HCTOYHUKOM ISl MPOHUKHOBEHUS MPUMECH BTIIyOb IUIACTHH.
Pemenue nud@y3nonHoi 3a7auyn MO0 MPOHUKHOBEHUIO NMPUMECH € 00€HX CTOPOH B IIOCKYIO
nnactTuHy [2—6] mo3Bommio oueHUTh Bpems (30—40 u), HeoOxoamMmoe Jisi PaBHOMEPHOTO
HACHIIEHUs 00beMa C HEOJHOPOAHOCTHIO TIO TojimuHe Ha ypoBHE 10 %. IIpu stux Temmepa-
Typax pacTBOpUMOCTb puMeceil B Hukelse Boimie 1000 ppm. Macca npuMecu U HachlIaeMoTo
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MaTepualga IpeaABapUTeIbHO ONpeessiach B3BEIIMBAHNEM. DTO MO3BOJIMIIO IIPOBECTH pacyeT
MOJIy4aeMOH KOHIICHTPAIlMU B MPEANOJIO0KEHHH, YTO NMPUMECh HE MOKHIAaeT 00BhEeM CTakaHa
U TOJHOCTBIO aJCcOpOUpYyeTCsl MOBEPXHOCThIO IiacTuH. [Ipu mposeneHun aud@y3moHHBIX
OT)KUTOB KOJIMYECTBO 3aJI0KEHHOH B BBICTYN IPUMECH HE JOJKHO IPH OIEHKAaX KOHIIEHTp a-
LM B HAChIIlAEMOM MaTepHalle PeBbIIIaTh YPOBEHb PACTBOPUMOCTU IPUMECH IIPHU TEMIIEpa-
Type audpdy3nonnoro orxura. [locine okonyanus audHy3MOHHOTO OTKHUTA NI€Yb CHUMANACh U
IPOBOAMIIACH 3aKajJKa JOCTUTHYTOI'O COCTOSHMS IyTEM OXJIAXKJEHUs CTakaHa B cOCyle C BO-
70 KOMHATHOW TEMIEpaTyphl C IEIbI0 COXPAaHUTh MPHUMECH B TBEPJIOM pacTBOpE U HE JaTh
IPOM30MTU pacnajgy TBEpIOro pacTBopa. Bo3Mo)kHOe NPOHMKHOBEHHME NMPUMECU U3 CTaKaHa
B TpyOy MOXHO OOHAPY>KUTh IO POCTY TOKa Hacoca. IToro B AU () y3MOHHBIX HACBHIIICHUSAX HE
Ob110 oOHapyxkeHo. KoHneHnTpanuio cepsl U pocdopa B HUKEE IOCIIE€ HACHIIEHUS ONpenemns-
JU U3 U3MEPEHUM 3JIEKTPOCONPOTUBIIEHUS C UCIIOJIb30BaHNEM 3HAUEHUS BKJaZa Cephbl B OCTa-
TOYHOE DJIEKTPOCONpPOTUBICHUE HUKens ps = 0,68 HOm cm/at. ppm [2] u Bkiaga ¢ocdopa
opueHTHpoBOYHO (1o ouenkam) 0,5 HOMm cwm/at. ppm. B mpoBeaeHHBIX 3KCIEpUMEHTaxX IO
HACHIIICHUIO MPOBOUIIOCH CPABHEHHE PACCUYUTAHHON KOHIIEHTpAIMU cepbl U pocdopa ucxoas
U3 COOTHOULICHUSI MAacC C KOHLEHTpaluMueil, N3MEepeHHOM C MOMOIIBI0 OCTATOYHOI'O 3JEKTPOCO-
npotunenusd. CopnajgeHue B npeaenax 6—8 % MOXHO CUMTATh JOMNOJHUTEIbHBIM 00OCHOBA-
HUEM YHUCTOTHI SKCIIEpUMEHTA.

JlaBneHue HacChIICHHBIX [TapOB CEPbl IIPU KOMHATHOW TEMIIEpaType 2,8:10°° Mm. pT. CT,
JIaBJICHHE HACHIEHHBIX MapoB docdopa mo Teoperndyecknm orenkam 1,9 1078 mm. pr. cr. Takum
00pa3oM, MOMEIIEHHNE JIETHUPYIOUIETO BEIIECTBA B BHICTYII HA IITOKE HE MPHUBOAMT K YXYALICHHIO
BaKkyyMa Ipu oOe3rakuparonieM oTxure. IIoBbllIeHre TeMIiepaTypsl Ieuu, POU3BEICHHOE 10CIe
BIIBUTAHUS IITOKA, MpH AU()()Y3HOHHOM OTXKHIEe MPUBOAMIO K OBICTPOMY MEPEXOY JIETHPYIOIIETO
BEIIECTBA B ra3000pa3HOE COCTOSHUE.

Jjist MpOBEPKH YHUCTOTHI SKCIIEPUMEHTA MPOBOAMINCH XOJIOCTHIE OT)KUTH, BKIIFOYAIOIINE BCE
IpOLelyphl, KPOME 3aKJIAaJKU IPUMECH B KBAPLEBbIH BBHICTYI. OTXKUI UUCTOrO HHUKEIs C OTHOIIE-
HueM comnpotuBieHnii RRR na yposue 1000 mnan Benmnuuny RRR okono 600, yto roBoput 06 oTt-
CYTCTBMH 3arpsi3HeHuil Ha ypoBHel0 ppm.

4. 3akaoueHue

Ornucana cxeMa yCTaHOBKH JJIsl JIETUPOBAHUS M3 Ta30BOM (pa3bl U METOAMKA JIETUPOBAHUS
cepoii u dochopoM nyreM TUPEGY3UOHHBIX U TOMOTEHUZUPYIONIUX OTKUTOB Ha MIPUMEPE YHUCTOTO
Hukens ¢ RRR Ha ypoBre 600. [Tokazana BO3MOXHOCTh PaBHOMEPHOTO JIETHPOBaHUS cepoii u doc-
dbopom 00pa3ioB U Marepuaia B BUJAE IUIACTUH WM (OJIBI TOJNIIMHON Ha ypoBHE 0,2 MM WiIH
TOHBIIIE, B Arana3oHe koHmenTpanuii — (0,001-0,08) ar. %.
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