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HccnenoBana BO3MOXKHOCTh CHHTE3a XaJIbKOTCHUIOB CBHHIIA, MBIIIbSIKA U BUCMYTa C HCIIOJIb30BAHHEM MeTona
JKAIKOCTHOTO KallCyJMpoBaHusl. [IpuBeneHsl peXuMBI, pe3yiasbTaTol chHTa3a PbSe, PbS, PbTe, BirTe;, As,Tes,
a Takke pactBopoB B cucreMax PbSe—CdSe, BiTes—Bi,Ses. Ilomyuyennsle marepuansl MCHOIb30BAIUCH IS
W3TOTOBJICHHSI TOHKOIJICHOYHBIX (POTONPUEMHHKOB U MHTePEPSHIMOHHBIX (PMIIBTPOB MH(PAKPACHOTO THAaNa30Ha.
JlaHbl PEKOMEHNAIMK TI0 BBIOOPY (DJIIOCOB /IS YKMAKOCTHOTO KAICYJMPOBaHHMsS M MO TEMIICPATYPHBIM PEKUMaM

CHUHTE3a.

1. BBepeHune

doTronpueMHUKA U (HOTOTIOMUHECIICHTHBIC HW3JTy4aTelTH
Ha OIIDKHIO W cpemHion obsactu uHppakpacHoro (UK)
CIIEKTPa YacTO M3rOTABJIMBAIOTCH Ha OCHOBE MOJIMKpPHCTAJI-
JIMYECKMX IUJIEHOK XaJIbKoreHunoB cBuHIA PbS, PbSe, PbTe
U UX TBEPHBIX pacTBOpoB [1-6]. Psin xampkorenunos (BiyTes
u TBepasie pactBopsl BiyTes—BiySes, BiyTes—Sb,Tes;) Ha-
XOIAT IIMPOKOE NPUMEHEHHE B KAYE€CTBE TEPMOIJICKTpHYC-
ckux MarepuainoB [7]. Xambkorenumsl PbTe u mpyrue wc-
HOJIB3YIOTCS UTA U3TOTOBJICHHS HHTePEePEHIMOHHBIX QHITb-
Tpos [8-10).

[Ipu sTOM MaTepuajaoM [UI HalbUICHHS IUICHOK CJIy-
JKaT TOJMKPHCTAIIMYCCKUE CIIUTKH, IMOJYYCHHBIC W3 JJIe-
MCHTOB, B3ATBIX B CTEXHOMETPHYCCKHX COOTHOLICHH-
sax. CHHTe3 OOBIYHO TPOBOOHUTCS B BaKyyMHPOBAHHBIX
(1075—10"°Topp) kBapuesbix ammynax [7,11-14]. Ilpu
9TOM IIOJIy4aeTcsl HEOOHOPOIOHEIA MO CTPYKType, YaCTUYHO
TIOPHUCTHIl MaTepral. DTOT METON OOMICHIPUHST, HO NMEET
n HemocTaTkd. OH TPYHOEMOK, HETEXHOJIOTHYCH M MaJlo-
TIPOM3BOMUTENICH. BBUTO OB MHTEPECHO CHHTE3MPOBATH ITH
Marepuassl o Oosiee MPOCTOH cxeMe — C JKUOKOCTHBIM
KaICyJIMpoBaHueM Ha Bosmyxe [15-18].

[IpumeHeHMI0 Takoro cmocoba cuUHTe3a M MOCBSLIEHA
OaHHas paboTa.

2. TexHMKa aKcnepumeHTa

CuHTe3 NPOBOMMJICS MyTeM CIUIABJICHHsS 3JIGMEHTOB, B
npoOMpKax MM CTaKaHaX M3 KBapLEBOro CTekyia. Mbl Hc-
TIOJIb30BAJIA 110 BO3MOXXHOCTH YHCTBHIE BEIIECTBA CJICHYIO-
X MapoK.
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C-O00 (I'OCT 3778-74).

2. Cenen snemenTapubiit: OCY 17-4 (I'OCT 5455-74) u
OCY 22-4 (TY 6-09-2521-77).

3. Kagpvmit mertammmdecknii 0ocoboif ducToTs, copt 1
(BKO 028 011 TV).

4. BuCMYT  MeTaJUTMYECKUI
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5. Temnyp  cnenuasbHOI
(TY 1769-096-00194429-2003).
6. Cepa amemenrapaas OCY 15-3 (TY 6-09-2546-77).

7. MBIIBSIK METAUINYECKUI CHENUaIbHBIA BBICOKOM YH-
ctotH (99.9999%), fAnonus.

8. Bopa (III) okuce: OCY 12-3 (TY 6-09-3558-78).

9. Kaymuit xnopucteiit Mapku YA (IOCT 4234-77).

10. Jlutmit  xyopucThii  Oe3BomHBIT  Mapkm XY
(TY 6-09-3768-83).

Cuntes nposogwics B eun KO-14 (T'epmanust) ¢ cuu-
TOBBIMU CTEep)KHSIMU—HarpeBaTesiMu. TeMrepaTypHblii pe-
AKUM 3aJaBaJICSI U DPEryjupoBajici C IMOMOIIBbIO TepMope-
rynsitopa TI1403-30a mo mponopunoHaIbHO-MHTET PAJIbHO-
muddepenumansaomy (ITUJ]) 3akony. Penrtrenodasosrit
aHann3 (PPA) CHHTE3MPOBAHHBIX MaTEPUATIOB M IOJTyUCH-
HBIX M3 HUX BaKyyMHBIM HCIIApEeHHUEM CJIOCB IPOBOOMIIN
Ha mudparkromerpe [Ipon-2.0, cbeMKka B (HIBTPOBAHHOM
Cu K,-m3mygennm.

BaxxHo BBHIOMpaTh TeMIEpaTypHBII PEXHM CHHTE3a C
y4eToM TeMIepaTyp IUIaBJICHUS U TeMIePaTyPHBIX 3aBUCH-
MOCTEH TaBJICHASI TAPOB UCXOMHBIX 3JIEMEHTOB M KOHEYHOTO
IIPOMYKTA.

Heobxomumo mopo0paTh COOTBETCTBYIOIIME MaTepHalIbl
(¢mockr), cospatonme 3(QPEKT KUIKOCTHOTO KaICYSIHPO-
BaHWA. DTH MaTepHasbl JODKHB MMETh BO3MOXKHO Oosee
HHU3KYIO TeMIlepaTypy IUIaBJICHUs, HU3KOE JaBjIeHHE IapoB
IpU TeMIlepaTypax CHUHTE3a, BO3SMOXKHO MEHbIIE B3aMMO-
IEUCTBOBAaTb C PEaKTUBAMHM, HCIOJIBb3YEMBIMH [UI CHHTE-
3a. [losne3Ho, 4TOOBI (uIIOC MME IUIOTHOCTb HHXKE, 4eM
IJIOTHOCTh PACIJIABOB MCXOOHBIX 3JICMEHTOB M KOHEYHOTO
IPOAyKTa CHUHTE3a, U JIETKO OTAEJIICS OT IOJIy4eHHOIO
CIINTKA JUIM OTMBIBAJICS MOOXOASAIIMMH PacTBOPUTEIISIMA
(BOMOIA, CIIPTOM M [Ip.).

B Tabin. 1 mpuBeneHb HEKOTOPHIE CBOICTBA MEPCIIEKTUB-
HBIX JUIS JKUIKOCTHOTO KalCyJIMpoBaHWsl MarepranoB. Han-
Oosiee IpUBJICKATEJIBHEL 1J1s1 TpuMeHeHus BoOs U 9BTeKTH-
geckuii coctaB KCI (40moun %) + LiCl (60 mon %) [19,20],
XOTSl IOCJICOHUI COCTaB CONEPKUT TUTPOCKONMYHBIA XJI0-
PHCTHII JINTHIL, 9TO CO3MAaET HEKOTOpHIe MpodsieMsl. Kpome
TOT0, XJIOPHABI UMEIOT JOBOJIBHO BBICOKOE JAaBJICHUC MAPOB,
T.€. MEHEe XOpOUIU I CHHTE3a IPU BHICOKUX TeMIlepaTy-

uuctotel  Mapku  T-cT
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Ta6bnuua 1. Marepuaisl, IepCHeKTHBHbIC IS XKUIKOCTHOTO KaICyJIMPOBAHHUS
Temneparypa, PactBopumocTs
Marepnan Tenmepatypa IIpU KOTOPOH Tenmepatypa ITnotHOCTH, T/eM® | B Boxe mpu 100°C,
miasenus, °C T a2 kunenns, °C
p = 10"“Topp Ha 100 Bec.4. BombI
B,0s 450 1700 2000 1.844 15.7
LiCl 614 - 1360 2.07 1284
NaCl 801 670 1413 2.16 39.2
KCl1 772 635 1500 1.99 56.2
LiCl 60 Mo % + KCl1 40 mo1% [19] 352 - — — —

TaGﬂVIU.a 2. Pexxumbl cuHTE3a U PE3YIIbTAaThI peHTFeHO(l)aBOBOFO aHaJIM3a CUHTE3HMPOBAHHBIX XaJIbKOI'CHHUIOB U IUIEHOK N3 HUX

®moc, POA mieHok,
Cocras mxTH Homepa Pesymerar TIOJTyYCHHBIX M3 CHHTC- Pexxum cunTe3a
(B rpamm-aToMax) |cuHTe30B| P®A ciutka SMPOBAHHKIX MATEpHAIIOB
1Pb: 1Se 2008-C PbSe, mapocT: B,0O3 Cropoctpb Harpesa o 1120°C — 12.6 rpag/mus. Puc. 1.
PbSe + Se DOTOYYBCTBUTE/IbHBIC TUICHKH
1Pb:1.05Se 2008-35 PbSe, napocr: B,0; Cxopoctp Harpesa 0 500°C — 8.3 rpag/mun. Puc. 2.
PbSe + c1abo Se DOTOTYBCTBUTEIILHBIC [IJICHKA
1Pb:1.02Se 2008-36 PbSe B,03; mienka: PbSe, |Ckopocts Harpesa 1o 500°C — 8.3 rpan/mun
a=6.135A DOTOTYBCTBUTEIILHBIC TJICHKA
Tekctypa (100)
1Pb:1.02Se 2008-37 PbSe B,0s; wienka: PbSe, |Ckopocts Harpesa no 500°C — 4.2 rpag/MuH
a=6.127A Bricokast poTOTyBCTBUTEIILHOCTD IUICHOK
1Pb:1.05Se 2008-38 PbSe B,0s; wienka: PbSe, |Ckopocts Harpesa no 500°C — 4.2 rpag/mun. Puc. 3.
a=6.128A Bricokast poTOUyBCTBUTEIILHOCTD IUICHOK
Tekctypa (100)
0.96Pb:0.04Cd:1.04Se| 2008-48 | Ctpykrypa PbSe 40 mon% KCl1 + Cxopoctb Harpesa 10 500°C — 4.2 rpag/MuH
60 Mo % LiCl DOTOTYBCTBUTEIILHBIC TJICHKA
2Bi:3Te 2008-32 BiyTe; B,0; Cxopoctp Harpesa 10 300°C — 10 rpag/mun. Puc. 4.
2Bi:2.58Te:0.42Se 2008-34 | Crpykrypa Bi,Te; B,0s3, Bi;Tes Cxopoctp Harpesa 10 300°C — 10 rpag/mMuH
1Pb: 1Te 2008-A PbTe B,0O3 Cropoctpb Harpesa 10 970°C — 10.8 rpam/muH
1Pb:1Te 2009-44 PbTe B,0; Cxopoctp Harpesa g0 970°C — 8.1 rpan/muH
1Pb:1.0825Te 2009-45 |PbTe, suaun mupe, B,0; CkopocTtp Harpesa 10 980°C — 8.1 rpan/muH
4yem y 2009-44
1Pb:1Te 2009-46 PbTe 40 Mo % KCI + Crkopoctb Harpesa 10 100°C — 8.3 rpag/mun
60 mou1 % LiCl
1Pb: 1Te 2009-53 PbTe B,0O3 Cropoctpb Harpesa o 1000°C — 8.3 rpam/muH
1Pb+ 1.1S 2009-57 PbS B,0O3 Cxopoctp Harpesa 0 500°C — 4.2 rpan/MuH
DoTOUYBCTBUTEIIBHBIC TUICHKH

pax. B paboTe MBI rcceoBai CHHTE3 XaJlbKOreHUIOB PbS,
PbSe, PbSC—CdSC, PbTe, BizTe3, Bi2T63—BiQSe3 n ASzT€3.

3. Pesynbratbl 1 ux obcyxpeHune

temneparypax 189, 372 m 363°C coortBercTBeHHO. Jlist
WJUTIOCTPAIUK B)KHOCTH BHIOOPA peXMMa CHHTe3a B TaOuL. 2
IpUBeNieHbl pe3ysibTaThl POA CHHTE3MPOBAaHHBIX CIIUTKOB U
MOJTyYeHHBIX M3 HHUX CJIOEeB, a Ha puc. 1—4 ¢ororpaduu
CJINTKOB XaJIbKOTCHUIOB, M3TOTOBJICHHBIX MPH Pa3IMYHBIX
YCJIOBHSIX CHHTE3a IPH WCIIOJIb30BaHHU B KadecTBe (uroca

CuHTe3 MPOBOOMJICS, KaK MPaBHIIO, C HCIOJIB30BAHUEM
AJIEMECHTOB, NaBJICHHE IMApOB KOTOPHIX BBICOKO YK€ MpPHU
IOBOJIbHO HU3KHMX TemrepaTypax. [loaTomy OBUTO BaKHO
BBIOPATh TaKOi TEMIIEPATYPHBIA PEKIM, YTOOBI, IT0 BO3MOMK-
HOCTH, CHA3UTD IIOTEPIO 3TUX JIETKOJICTYYHX SJIEMECHTOB 3a
cueT oOpa3oBaHWS COCOMHCHUM, UMEIOMHUX Oojiee HU3KOE
JaBJICHUE TMapoB. DTO 0COOEHHO BaKHO IpH cuHTe3e PbS,
PbSe, PbSe—CdSe, As,Tes, Tak Kak JaBJIeHUE MMAPOB CEPHL,
MBIbSIKA W CEJICHA B | MM PT.CT. JOCTHTAeTCsl y¥e IpH
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B,0s3 (paccrosiHme Mexny JuMHASIMA Ha puc. 1—4 pas-
HO 1cMm). KoHeunast TemmepaTrypa CHHTe3a XaJIbKOI'GHUIOB
6puta Ha 50—100°C BbIme TEeMIepaTypsl JIUKBUIYCA COOT-
BETCTBYIOLIX COCTMHECHUI.

IIpu cpaBHEHUH CIIMTKOB MCXOOHOTO cocTaBa oT PbSe mo
PbSe; 05, cunTesnpoBannex mox B,O3; (puc. 1-3), BumHo,
9TO Mpu OBICTPOM HarpeBe B Hayasie cuHTe3a (puc. 1, cuHTe3
2008-C, crkopocts Harpesa 10 1120°C — 12.6 rpan/muH) Ha
canTKe obpasyeTcss HapoCT, BBI3BAaHHBI MHTCHCHUBHBIM HC-



1292

B.A. Tannepuuk, C.b. boviko, C.B. LLItenbmax

naperueM cesieHa. [Ipu POA matepuana Hapocra (Tabi. 2)
YCTaHOBJIEHO, 4TO OH cocTouT U3 PbSe u Se. B menbueit
CTelleHd HabiomaeTcsi oOpa3oBaHHME HAapocTa TaKOTo JKe
coCTaBa TP CHIDKCHUHM CKOPOCTH HarpeBa Ha HavaJbHOM
yuyactke 10 8.3 rpam/muH (pucC. 2) maxke IPH CBEPXCTEXUO-
METPUYECKOM COIEp)KaHHU cesieHa B ImuxTe. [Ipu ckopoctu

Puc. 1. Cimrok PbSe, cunres 2008-C mox B,0Os.

Puc. 2. Cimrok PbSe, cunres 2008-35 mox B,0s.

Puc. 3. Cimurox PbSe, cunres 2008-38 nox B,0s.

Puc. 4. Courok Bi;Tes, cunres 2008-32 nox B,Os.

HarpeBa OKoJI0 4 Ipaj/MUH Ha Ha4aJIbHOM Y4acTKe YBEPEHHO
HOJTy9aeM IUIOTHBIC CJIMTKU CEIeHUIa cBHHIA (pHC. 3).

[1neHKy, MONTydeHHBIE M3 TaKHX CJIMTKOB, OOJIajarormue
BBICOKOI (DOTOUYBCTBUTEIBHOCTBIO HA YPOBHE IUICHOK W3
MaTepHaJioB, CHHTE3NPOBAHHBIX B BAKYYMHPOBAaHHBIX aMITy-
J1aX, OTMEYEHBI B Ta0J1. 2.

[Ipobsiembl ¢ UCIapeHNUeM UCXOOHBIX 3JIEMEHTOB HE BO3-
HUKaOT mpu cuaTe3e BiyTe; (MakcuMainbHasi Temiepartypa
curresa 700°C, ckopoctb Harpepa o 300°C —10 rpag/muH,
nasienne mapoB Bi m Te — Hesbicokoe) (puc. 4) mu
npu cuatese AspTes (MakcuMasbHasi TeMIlepaTypa CHHTe3a
500°C, a ckopoctp HarpeBa mo 500°C — 5.6 rpap/muH).
Cunre3 PbTe mon B,O3; (MakcumasbHast TeMIiepaTypa CuH-
te3a 970°C, ckopocth HarpeBa — 8.1 rpam/mMuH, TaBJICHHC
napoB Te mpu T ~ 400°C Ha 2 mopsiika HUXKE OAaBJICHUSA
mapoB Se) IPOXONUT JIETKO.

BruT0 mpOBeieHO CpaBHEHHE XaIbKOTCHHUIOB (CEICHUIOB
U Cyl1b(HUIOB) CBHHIIA M MBINIbSIKA, CHHTE3UPOBAHHBIX II0
OOBIMHON TEXHOJIOTUH B OTKAYaHHBIX aMITyJIaX M IO TEXHO-
JIOTHH C KUIKOCTHBIM KarcysipoBaHueM. udpakrorpamMmer
XaJIbKOT€HHJIOB, TIOJTYUEHHBIX IByMsI METO/IaMH, UICHTUYHBL

4. 3akniouyeHue

IIpu cuntese PbSe mox cimoem B,O3; Ha Bosmyxe mosmy-
YEHBl CJINTKU, U3 KOTOPBIX M3TOTOBJICHHI TOHKOIJICHOYHBIC
9JIEMEHTHI 711 (POTOPE3NCTUBHBIX MPUEMHUKOB C BBICOKON
YyBCTBHUTEJIbHOCTBIO, HE YCTYHAIOIHE 110 XapaKTePUCTUKaM
[IPUEMHHKAM, TIOJTyYeHHBIM U3 CJIUTKOB, CHHTE3HMPOBAHHBIX
B BakyymupoBaHHbIX ammyiax. Ilom ¢mocom KCI-LiCl
HOJTy4aloTcs Takke ofHodasHble cauTku PbSe.

Crmtkn PbTe, cumTesmpoBanHbie mom cioeM B,Os,
YCIEIIHO HCHOJIB3YIOTCS JUIA TOJy4eHUsl HHTepdepeH-
LMOHHBIX JJIMHHOBOJHOBBIX (uibTpoB. Cunres BiyTes,
BiyTe;—BiySes, As;Te; mpoBommiicst 11t TOTo, 9TOOBI HC-
CJIEIOBATDH ONTHYECKHUE CBOMCTBA TOHKHUX ILJICHOK, ITOJTy9ICH-
HBIX BaKyyMHBIM HCIIAPCHHEM STHX MaTepHajioB Ha pas-
JINYHBIE TIOIUIOXKKHU. Takue cjIom MOTyT OBITh UCIIOIb30BaHbI
B Pa3JIMYHBIX MHTEPQEpPeHIIMOHHBIX (QUIpTpax. JTa paboTa
IIPOIOJIKAETCSL.
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Astopsl 0arogapsat C.II. TecieHko 3a moMomlb Ipu Ipo-
BEICHUM pPEeHTreHorpaduyeckux uccienonanuii, a B.A. Kpy-
MICHHUKOBA 32 IIOMOLIb B 3KCIIEPUMEHTAJIbHBIX CHHTE3aX.
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Synthesis of lead, arsenic and bismuth
chalcogenides with liquid encapsulation

B.A. Tallerchik, S.B. Boiko, S.V. Shtelmah

Scientific research institute ,Giricond”,
194223 St. Petersburg, Russia

Abstract The possibility of synthesis of lead, arsenic and
bismuth chalcogenides with liquid encapsulation have been investi-
gated. The regimes and results of PbSe, PbS, PbTe, Bi,Tes, As,Tes
and solid solutions PbSe—CdSe, Bi,Te;—Bi,Se; are given. The
received materials were used for manufacturing thin-film photocells
and interference filters infrared radiation. Recommendations for
choice of liquid encapsulators and temperature regimes of syntesis
are given.



