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ABSTRACT

The study is aimed to the production of thin films of triniobium strannide (Nb,Sn) on sapphire
substrates by layer-by-layer deposition using an arc evaporator with a niobium cathode
and a magnetron sputtering system with a tin target. To obtain the superconducting phase, high-
temperature annealing of the films was carried out in a vacuum furnace at a temperature of 800 °C
for 1 hour. The elemental composition was studied using a scanning electron microscope with an
attachment for energy-dispersive X-ray spectroscopy. An X-ray diffractometer was used to study
the phase composition. Before deposition, the samples were cleaned with argon ions using an ion
source. The elemental composition of the coatings was regulated by changing the power supplied to
the magnetron, the operating parameters of the arc evaporator were unchanged. The film deposited
at a magnetron power of 200 W meets the requirements for tin concentration. A slight increase in
power leads to a sharp increase in the tin concentration. Annealing leads to the formation of the
required Nb,Sn intermetallic compound, and the presence of a harmful Nb,Sn, compound was also
detected. The diffraction pattern of the coating with an increased Sn concentration after annealing is
characterized by a large number of intense Nb Sn, peaks and several Nb Sn peaks.

KEYWORDS
Niobium—tin; layer by layer deposition; magnetron sputtering; arc evaporation; high-temperature
annealing.
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AHHOTAIINA

Hccnenosanue MOCBALIEHO TOJTYyYEHHIO TOHKMX IUIEHOK CTpaHHuAa TpunuoOus (Nb,Sn) na camn-
(UPOBBIX MOUIOKKAX METOIOM MOCIOWHOTO OCAXIECHUS C UCIOJIBb30BAaHHEM JYyTOBOTO HCHApUTENs
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C HIOOMEBBIM KaTOJIOM U MAarHETPOHHOM PACTIBUIUTEIHFHON CUCTEMBI C OJIOBIHHOW MUIIICHBIO. J{7151 TI0-
JTy4YEHHS CBEpXIPOBOsIIEH (a3bl MPOBOAMUIICS BBICOKOTEMIIEPATYPHBINA OTKUT IUICHOK B BAKyyMHOM
nieun ripu tremreparype 800 °C B Teuenue 1 yaca. Jjig u3ydeHust 3IEMEHTHOTO COCTaBa UCIOIb30BaJI-
Cs CKAHUPYIOIIHI 3JIEKTPOHHBI MUKPOCKOTN C MPUCTABKOM JJIsl MPOBECHHS SHEPTOAUCIIEPCUOHHOM
PEHTTEHOBCKON CHEKTPOCKOTHH. PEHTreHOBCKHiA MU(PAKTOMETP MPUMEHSIICS ISl UCCIICTOBAHUS
(azoBoro cocraBa. OuncTka 00pa3OB Mepe]l HANbUIEHHEM OCYILECTBISIaCh HOHAMU aproHa ¢ Io-
MOIIIbI0 HOHHOTO UCTOYHMKA. [Ipy ocakieHnH MOKPBITUI 3JIEMEHTHBIN COCTAB PETYIUPOBAJICS U3ME-
HEHUEM MOIIHOCTH, MOIaBa€MOI Ha MarHETPOH, MapamMeTpbl padOThI AEKTPOAYTOBOTO UCTIAPUTEIS
ObUTH Hem3MeHHBI. [IneHka, ocaxkIeHHas Mpu MOIIHOCTH Ha MmarHeTpoHe 200 BT, ymoBierBopser
TpeOOBaHUAM IO CO/Iep)KaHUIo 010Ba. HesHaunTenpbHOE yBEIMUEHUE MOITHOCTH MPUBOIUT K PE3KO-
My TOBBIIICHUIO KOHIICHTPAIMH 0JI0Ba. [IpoBeieHre oTKUra MpUBOAUT K 00pa30BaHUIO TPeOyeMOro
unTepMeTammaa Nb,Sn, taxke ObUIO BBIABIEHO IPUCYTCTBHE BPEIOHOCHOTO coequHenus Nb Sn..
JudpakTorpamMma MOKpHITHS C MOBBIIIEHHONW KOHLIEHTpAIMEeH Sn mocie OTKUra XapaKTepu3yercs

OOJBIIMM KOJIMYECTBOM HHTEHCUBHBIX pediexcoB Nb Sn, n neckonbkumu nukamu Nb,Sn.

KIJIFOYEBBIE CJIOBA

CTaHHI/II[ TpI/IHI/IO6I/I}I; IMOCJIOMHOE OCaXKJACHUC, MAHCTPOHHOC PACHBUJICHUC, NYTOBOC HCIIApPCHUC,

BBICOKOTEMIIEPATYPHBIN OTKUL.

BBenenune

BpICOKOUACTOTHBI PE30HATOp  SABIIAOTCS
OZIHUM U3 YCTPOMCTB, IPUMEHSIEMBIX IS YCKO-
perus dvactuil. lcnonb3oBaHHE CBEPXIIPOBO-
JTHUKOB B MOJOOHOM TEXHUKE MO3BOJISET MONY-
quTh O0Jiee BEICOKUE paboune XapaKTepUCTUKY,
Takue Kak J0OPOTHOCTh, OBICTPOJCHCTBUE U JIP.
[1-3]. B HacTosiiee BpeMsl B KauyeCTBE CBEPX-
MIPOBOISILIETO CJIOSI UCHONB3YIOTCs cutaB NbTi
win oObeMHbI yucThiii Nb [4]. B kadectBe
3aMEeHbl JJaHHBIM MarepuajaM BBICTYNAeT HH-
Tepmerana Nb,Sn ¢ KyOuueckod CTpyKTy-
poit Al5, oGnmamaromuii Oonee BBICOKOH KpH-
TUYECKON TEMIIEpaTypOil CBEPXIIPOBOAUMOCTH
~18 K, nmouytu BIBOE MpeBbIIAOMNN NTOKa3a-
e NbTi u Nb [5-8]. [1aBHBIM HETOCTAaTKOM
JTAHHOTO COEIMHEHHUs SBISIETCS €r0 XPYHMKOCTh
Y HU3Kas TEIIonpoBOAHOCTh [9]. Ha nmanubIit
MOMEHT HM3BECTHBI TAKHE METObl MOIYyYEHUS
CTaHHUJA TPUHHOOMSA, KaK MexaHu4yeckas ($op-
MOBKa, OCaXJIECHUE U3 Ta3000pazHOi (a3bl U
anekTpoxumudeckuit cunre3 [10, 11]. Yame
MIPUMEHSIOTCSI XMMUYECKHE METOJIbl, HO B IPO-
Lecce MONyYEHHs] HCHOIb3YIOTCS TOKCHYHBIE
BEIIeCTBA M OOpPa3yrOTCs BPEJOHOCHBIE (ha3bl
Nb,Sn, u NbSn,.
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Taxk:ke Ha JaHHBI MOMEHT W3BECTHBI Ba-
KYYMHBIC METOJbI TIOJYYEHUS CTaHHUIA TPH-
HUOOUSI, TaKWe KaK MOCIOWHOE MarHETPOHHOE
pacnbiieHre Nb 1 Sn ¥ MarHETPOHHOE PACIIbI-
JICHHE C MCIIOJIb30BAHUEM KOMITO3UTHOW MHIIIE-
Hu Nb,Sn crexnomerpuckoro cocrasa [12-14].
O6a meTofa UMEIOT HEIOCTATKH: KOMITO3UTHAS
MUIICHh WMEET BBICOKYI0 CTOMMOCTh, a IIO-
CJIOHOE OCaXK/ICHUE OTPAaHUIUBACTCS BHICOKHM
ko3 urmenToM pacrbuieHus ooBa. Permenwne
POOJIEMBI TIOCITIOMHOTO OCAXKICHUS 3aKITI0YaeT-
Csl B YBEJIMUEHUE CKOPOCTU OCAXKICHUS HUOOUS
WIH CHIDKEHUU CKOPOCTH OCXKIEHUS OJIOBa.
JloOUThCS yBEIMYEHHUST CKOPOCTH OCAKICHUS
Nb MOXHO C MOMOIIBIO JTYTOBOTO UCTAPEHUSI.
[Tocne ocaxaeHus MOKpHITHE OyleT MpeacTaB-
n9Th co00# oTnenbHble cnou. Jljis TOro 4To-
OBl TIONMY4YUTH TpPeOyeMblii COCTaB, HEOOXOIH-
MO TIPOBOJUTH BBICOKOTEMIIEPATYPHBIN OTIKUT
TUICHOK. VI3BECTHBI pa3UYHbBIC WCCIICTOBAHUS
M0 BIUSHUIO TTApaMETPOB OT)KHUTA HA CBOMCTBA
noKpbITHiL [15, 16].

XopoIio U3BECTHO, YTO KPUTHUYECKAS TEM-
neparypa (pasel Nb,Sn cunbHo 3aBucur ot co-
nepxkanust Sn B mieHke [6]. Takum oOpasowm,
KOHTPOJIb TAKOW CTEXUOMETPHUH SBISIETCSI 00s13a-



TEJIbHBIM JJIs1 HACTPOUKHU CBOMCTB IJIEHKH. JTO
CBA3aHO C TeM, 4TO0 HeoOxomumas dasa Nb,Sn
o0najaeT caMbIMHU JIYUYIITUMH CBEPXIPOBOS-
MMM CBOWCTBAaMU. B MCTOYHHMKAX TOBOPHUTCH,
yTOo oOpazoBaHMe HaHHOW (Da3bl MPOUCXOTUT
pU 0OBEMHOM COJIEPKaHUH OJI0BA B MOKPHITHH
oT 19 10 26%, 4T0 COOTBETCTBYET OTHOLICHUIO
aTOMOB HHOOMS K aToMaM O0JIOBA B COOTHOIIIC-
Hum 3:1 [17].

1. MeToauka uccjieaoBaHus

Hapuc. 1 npeacrasiena cxema sKCriepuMeH-
Ta 1ociioiiHoro ocaxxaeuust Nb u Sn. Ycranos-
Ka OCHAIeHa 3JIEKTPOAYTOBbIM HCIAPUTEIEM
¢ Nb karogoM, MarHeTpoOHOM ¢ Sn MUIICHBIO
YW WCTOYHHUKOM HMOHOB, TPEIHA3HAYCHHBIM IS
OYUCTKH TOJUIOKEK IMepes MpoLeccoM HaHece-
HUS HOKpI)ITI/ISI.

Arc evaporator

lon sourse

Magnetron

Nb cathode

Sn target

Pumping out $—
-—

Substrate holder

Puc. 1. Cxema sxkcniepuMeHTa MOCI0HHOTO
ocaxnennst Nb u Sn

Fig. 1. Scheme of the experiment of layer-by-layer
deposition of Nb and Sn

Bricokmii Bakyym OBUT TOJyYeH C TOMO-
B0 TypOOMOJEKYISIPHOTO W KPHUOTEHHOTO
HacocoB. Tak Kak YHCTOTa IMOJIy4aeMoro IIO-
KpBITUSl HamNpsSIMYH BIHMSIET Ha CBEPXIPOBO-
JISIIITAE CBOMCTBA, MPOIECC MPOBOAMIICS TMOCIE
MOJIYYEHHUSI OCTATOYHOTO JABJIICHHS HE XYXKe
5-10* Ila. B kauecTBe Marepuana MOIIOKKH
CJIeIyeT WCIIOJIb30BaTh MeAb WM HUOOWH, Tak
KaK 9TH Marepuajga MOTYT MPUMEHSThCSA B pe-
3oHaropax [18, 19]. Ho nna uckiroueHus: Bo3-
MOXXHOCTH B3aUMOJCHCTBHUS TOKPBHITHSI C Ma-
TEepPUAIOM TOIJIOKKH TIPU MPOBEACHUHN OTXKUTA
B BaKyyMe, YTO MOXKET MPHUBECTH K 0Opa3oBa-
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HUIO HEXENaTeNbHBIX (ha3, OCaKIEeHUE MPOBO-
nuinock Ha candup [20]. [lepen ocaxnennem
o0Opasnpl 00pabaThIBaIUCh MOHAMH aproHa B
TeUeHue 15 MUHYT, NpU CIEAYIOIMHUX Napame-
Tpax padotsl noHHOro HctouHuka: U = 3000 B,
[=0,05A,P=150 BT, P=0,12 I1a. IIpu ocax-
JIEHUH TapaMeTpsl paboThl AYroBOTO HCHApH-
TeJsl ObUIM TIOCTOSIHHBIMU, TOK JIYTH COCTAaBIISII
140 A, marHeTpoH paboTal MpHU CICTYIOIINX
napamerpax: P = 200-300 Br, gacrora cneno-
BaHus uMiyabcoB 100 kI, xoadduruent 3a-
nonHeHus 70%. B Tedenue Bcero nporuecca pa-
0ouee masienue cocrasisuio 0,46 Ila.

Jns momydeHusi MaHHBIX 00 AIIEMEHTHOM
COCTaBe MOKPBITHI HCHOIB30BAJICA DJIEKTPOH-
Hblii Mukpockon Hitachi S-3400N. Dueproau-
CHEPCUOHHBIA aHaJIN3 MPOBOAMJIICS IPHU DHEp-
ruu 35ekTpoHoB 10 k3B.

I'maBHBEIM HEOCTATKOM MOCJIONMHOIO OCaXK-
JIEHUsSL SIBISIETCS. HEOOXOAMMOCTH TPOBEICHHS
BBICOKOTEMIIEPATypPHOTO OTKHTa MOTyUYEeHHOM
IUICHKH, TaK Kak 0Opa3oBaHHS CBEPXIIPOBO-
nsmiei ¢aszbl JOCTUraeTcsl 3a CYeT B3aUMHOMN
nuddy3ur HEoOus u ojoBa. C 3TOH 1eNIbI0 OBLT
HCIIOJIb30BaH aBTOMATH3WPOBAHHBIM KOMILIEKC
Gas Reaction Controller. [Tonnoxku Harpesa-
JUCh CO CKOPOCTBIO 3 TpaJi/MUH JI0 TeMIeparTy-
pr1 800 °C u BBIAEPKUBAIKUCH TP HEU3MEHHON
TeMmneparype B TeueHue 1 yaca. Bo Bpems oTxu-
ra B Kamepe MojIep>KUBajICs BAKyyM Ha ypOBHE
10°%-1,5-107 Ila. [lanbplie kamepa MeEAJICHHO
OXJIaXKJaJIach 10 KOMHAaTHOM TeMIIepaTyphl.

@®a30BbIi COCTAB MOKPHITUH O U MOCIIE OT-
JKUTa OCYILECTBIISIICS METOJOM PEHTT€HOBCKOM
nudpakaun qudpakromerpom Shimadzu-XRD
7000S.  HcnombzoBanock  Cuk -usiyveHue
(nmana Bonusl 1,5410 A), yckopsroniee Hanps-
xenue 40 kB, Tok 30 MA.

2. Pe3ysbTaThl 3KCIIEPUMEHTOB
1 HX 00CyKaeHHe

Tak Kak KOHIICHTpAIUsi OJOBa B IOKPBI-
TUE SIBJIIETCS OCHOBHBIM IapaMeTpOM, IEpBO-
CTENEHHOM 3a/a4eil ObUIO OMpEeNeIuTh PEKu-
MBI OCXKICHHS, MPU KOTOPHIX €€ 3HAYCHHE
Oyner nexarb B TpeOyeMoM auamna3zoHe ot 19
10 26 at.%. N3BecTHO, YTO CKOPOCTH paciblie-
HUSl MaTepuaia MOXHO PEeryaupoBaTh U3MEHe-
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HHUEM MOUIHOCTH, MOJaBa€MOl Ha MarHeTpOH.
Ha puc. 2 noka3zaHa 3aBUCUMOCTb KOHIIEHTpa-
MM OJIOBA B MOKPBITHH OT MOIIHOCTH MarHe-
TpoHa. BeaencTBue Toro, 4To 0JI0BO UMEET BbI-
COKMH KOA(DOUIIMEHT pacTblICHUS, MOIIHOCTh
BapbHpoBasiack B quana3zone ot 200 go 300 Bt
" u3MeHsuIach ¢ marom 50 Br.

50

Concentration Sn, at.%

T T
280 300

Magnetron power, W

.
200
Puc. 2. 3aBUcHMOCTB KOHIIGHTpAaLUU Sn

OT MOIITHOCTU MarH€TpoHa

Fig. 2. Dependence of Sn concentration
on magnetron power

W3 puc. 2 BUJHO, YTO YCIIOBUIO IO KOH-
LIEHTPALUU OJI0BA B IIOKPBITHE YAOBIETBOPSET
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90

pexum npu mouiHoctu 200 BT. YBenuuenune
MoIlHOCTH 10 250 BT npuBOAMT K pe3KOMy
YBEIIMYEHUIO cofepkaHus Sn Oojee ueM Ha
10 ar.%, uro HampsAMyro BIMsSET Ha (a30BbIHA
COCTaB IUIEHKM IOocie oTxura. JlanHHoe Biu-
SIHUE NPOCIEKUBACTCA IO PEHTTEHOIpaMMaM
OTOXKEHHBIX IIOKPBITUH, THPEACTABICHHBIM
Ha puc. 3 u 4. Kpome HnoOus u onosa Ob110 00-
Hapy’>KEHO HE3HAYUTEJIbHOE COJEp)KaHUE KHUC-
J0poja U yriiepoaa.

ITockonbKy BO BpeMsl IpoIiecca OCaKIeHUs
HE MPOUCXOJUT CHJIBHOTO HarpeBa IUIEHKH, HE
npousonaeT u obpazosanus (asel Nb,Sn. Ilo-
TOMY BO3HHMKAET HEOOXOIMMOCTbH MPOBEICHUS
BBICOKOTEMIIEPATYpPHOTO OTXKHUIa B BaKyyMe,
YTO IIO3BOJINT HE TOJIBKO IIOJYYUTh IKellae-
MO€ COEMHEHHUE 3a CUeT B3aMMHOU MudQy3uu
CJIOEB MOKPBITHUS, HO TaKKe M30eKaTh OKHCIIe-
HUS IUIEHKH, YTO IOJIOKUTEJIBHO CKa3bIBAETCS
Ha KOHEUYHBIX CBOMCTBax. M3BeCTHO, YTO OII-
TUMAJIbHOM TEMIIEPATypON OTXKUra SBIIAECTCS
800 °C. Ilpu OGonee HU3KHX 3HAYCHUAX OOpa-
30BaHME (ha3bl IPOUCXOIUT MEAJICHHO U MOTYT
0CTaThCs 00JaCTH YUCTOTO MeTasuia, Oosee BbI-
COKHE 3HAYEHUs TeMIIeparypsl, HAOOOPOT, IpH-
BOJSIT K MHTEHCUBHOMY MCIIAPEHUIO OJOBa U3
IOKPBITHS, BCJIEICTBUE YETO HAPYILIAETCS MOy~
YEHHAsI CTEXMOMETPUS.
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3000 4 675
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£ 1500
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= 10001
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Puc. 3. PenTrenorpamma mokpeITHs, OTYy4eHHOTO Tipu MOImHOCTH 200 BT:
a— 0o omaicuea,; 6 — nocie omaicued

Fig. 3. XRD pattern of the coating obtained at 200 W:
a — before annealing; 6 — after annealing
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Puc. 4. PeatrenorpaMmma moKpBITHS, MOTYYEHHOTO TpH MomHocTH 250 BT:
a — 0o omarcuza, O — nocie omorcuea
Fig. 4. XRD pattern of the coating obtained at 250 W:
a — before annealing; 6 — after annealing
[IpencraBieHHble  PEHTICHOBCKUE  JUQ- CTaB COOTBETCTBYET ILICHKE, IIOJYyYEHHOU IIPH

paKTOrpamMMbl TIOKa3bIBAIOT, YTO JIO OTXKUTa
HabmroaroTesa TONbKO peduiekcsl Nb u Sn, mo-
clie TIPOBEACHUSI BAKYYMHOTO OTKUTA TPOU30-
o oopazoBanue Tpedyemoit (a3pl, a UMEHHO
Nb_Sn, Takxe NPUCYTCTBYET HECKOJILKO TMKOB
Nb,Sn, mano# unrencusnocTn. Iluku ¢ camoi
OOJIBIIION  WHTEHCHBHOCTBIO  COOTBETCTBYIOT
opuenrtauusm 200, 210, 211, 321.

Jis TMIeHKW, TOJXy4YeHHOW Tpu OoJblueit
MOIITHOCTH, HA00OPOT, XapaKTEPHO MHOXECTBO
NIUKOB BPEIOHOCHOM (ha3el Nb Sn, n He3Haum-
TenbHbIe peduiekchl Nb,Sn, uTo moarsepxaaeT
MHPOPMALIMIO O TOM, YTO ONTHUMAaJIbHAsl KOH-
uenTpanus Sn s obpasosanus Nb.Sn — or 19
10 26 ar.%. Beixon u3 3T0ro AuanasoHa Mpu-
BOJUT K 00pa30BaHHIO B OOJIBIIIOM KOJHMYECTBE
BPEIOHOCHBIX (ha3.

BriBoabI

ITnenkn Nb3Sn OBLIM YCHEIIHO TOTY4YEeHBI
MOCJIONHBIM OcaxkaeHrueM Nb u Sn MeTooM J1y-
TOBOI'0 UCHApPEHUs1 U MarHETPOHHOTO pacIibLie-
HHUS COOTBEeTCTBEHHO. MccnemoBan 3neMeHTHBIN
1 $a3oBBIid COCTAB IJIEHOK, MMPOBEIEH BBHICOKO-
TEMIIEPATYPHbIA BAKYYMHBIM OTKUI C LEJBIO
(hopMUpOBaHUs CBEPXIPOBOIAIIETO WUHTEpME-
TamIuga Nb3Sn. Haunyumuii 3meMeHTHBIN CcO-

nonade 200 BT Ha MarHeTpoH, 4To MoATBepKIa-
€TCsl PEHTTEHOIPaMMON ¢ MHTEHCUBHBIMU ped-
nekcamu Nb.Sn. Tlpu yBenuueHun MOIIHOCTH
IIPOUCXOJUT 3HAYUTEIBHOE YBEIUUYEHNUE CKOPO-
CTH OCaXKIECHMSI 0JIOBA, UTO NMPUBOJUT K €TO BbI-
COKOM KOHIIEHTpPAllMd B OCAKJICHHOM IUICHKE.
[Ipu oTxure Takux IUIEHOK oOpa3yeTcst OOb-
II0€ KOJIMYECTBO BPEIOHOCHOM (a3l Nb Sn..
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