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M3noxeHbl pe3ysbTaTbl MCCAENOBAHUIA IO pa3paboTKe (PU3MKO-XMMUYECKMX OCHOB CHMHTE3a U IIyOOKOM
OUMCTKM Auuoauaa onosa Snl, BeiIcokOTeMnepaTypHoii pektudukauuveir. O6pasusl Snl,, CUHTE3UPOBaHHbIE
I10 Pa3JIMYHBIM METOJIMKAM: B PACTBOPaX, U3 3JIEMEHTOB ITPpU aTMOC(hepHOM AaBJIEHUU U B BAKYyMe, 3aTEM IO/~
BEPraJiich OYMCTKE PeKTU(MUKALIMEH Ha TapeTbIaToil KOJIOHHE. DKCIIEPUMEHTAIBHO OIpeesieHbI Koadhduim-
€HTBI pa3eIeHMs B CUCTEME XKUIKOCTb—Iap Ha OCHOBE Snl, U1 TpyIHOOTIENIMMBIX IpumMeceit. [TomyyeHs! u
oxapakTepu30BaHbl 00pa3iibl 0cobo yucroro Snl, ¢ conepxxaHreMm MUKporipuMeceit 10~3 mac. %.
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BBEAEHUWE

Aduuoaun onoBa sIBASIETCS MEPCNEKTUBHBIM Ma-
TepUaJIOM ISl pa3IUYHbIX 00JIaCTel IJEKTPOHUKU
[1—6] 1 onrtukm [7—9]. B mocinenHee BpeMst TpeOyeT-
cs Snl, oco6oit YMCTOThI, ONHAKO TEXHOJIOTUYECKUE
METO/Ibl CUHTE3a U MTYOOKOM OYMCTKY MPAKTUYECKU
OTCYTCTBYIOT. Tak, B [9] ommcaH CHMHTE3 AUMOIUIA
ososa B3aumoneiicreueM Kl ¢ SnCl,. Ipoiiecc 3aHu-
MaeT JUIUTEJIbHOE BpeMsl, MaIoa(P(HeKTUBEH U UMEET
MAaJTBIN BBIXOJ, ITO KOHeUHOMY IpoaykTy. B [10] mpen-
MPUHSATA NONBITKA TToydyeHus Snl, U3 a5ieMeHTOB, Of1-
HaKO HeT JOCTOBEpHOI MH(MOPMAIIMU KaK MO COCTaBYy
MnoJjiydyeHHoi cmecu noauaos Snl, + Snl,, Tak 1 o ux
paznesneHuto U ourctke. Hanbomabimmii nHTepec npe-
cTapJisieT cuHTe3 Snl, B TpeXCEKIIMOHHOM aMIysie TIpy
temneparype 600°C B TeueHue 12 4 B CTaTUYECKOM Ba-
KyyMme [11]. BaxkHO MOm4epKHYTb, YTO LIATUPYEMBbIE pa-
0OOTBI OTHOCSITCSI K paHHEMY IeprOAy MCClIeNOBaHUI
pPa3IMUHBIX cIOCO00OB cMHTe3a Snl, u WIMOCTpUpPYIOT
MPUHLIMTIMAIBHBIA MOAXOMA K ITOJYYeHUIO BBICOKOUM-
ctoro Snl,. V310xeHHbIe pe3ybTaThl TPYAHO OLEHUTh
U COTIOCTaBUTh U3-3a OTCYTCTBUSI KOHKPETHOM MHGOP-
Malluu 10 Ka4yecTBy MosydyaeMoro Snl,, Tak Kak naH-
HbIE 10 MOJTy4eHuto Snl, orpaHUYEHBI.

Lenpio paboThl gBsieTcs pa3paboTka (PU3NKO-
XUMUUYECKUX OCHOB CHHTE3a U TJIyOOKOH OYMCTKU
Snl, oT npumeceit METOOOM BbICOKOTEMIIEPATYPHOI

pPEKTU(PUKALIMU C TIOJIyYEHUEM O0OpPA3LIOB YMCTOTOM
99.999 mac. % (mapku SN).

SKCINEPUMEHTAJIbHAA YACTb

B kxauvecTBe UCXOOHBIX KOMIIOHEHTOB OBLIU HC-
noab3oBaHbl Sn (“oc. 4.”, Lanhit Ltd.), HI (“x. 4.”,
Lanhit Ltd.) u I, (“oc. u.”, Lanhit Ltd.). MU3yyeHbI
TpM MeTona cuHTe3a Snl,: B3aumMoaeiicTBue oioBa ¢
MOJIOBOJIOPOJTHOM KUCIOTOM ¢ OCaXXAEHUEM BOAON U
MOCJIeNyIoleil CyIIKOI; CUHTEe3 HIpU aTMOChepHOM
JIaBJIEHUU U3 3JIEMEHTOB

Sl’l + 212 = Sl’lI4,
Snl, + Sn = Snl,;

CUHTE3 B CTATMYECKOM BaKyyMe B TPEXCEKIIMOHHO
amnyne (puc. 1). [TonyyeHHble obpa3ubl Snl, 6bUIM
OUUIIIEHbI METOAOM BBICOKOTEMIEPATYPHOI PEKTH-
¢duKalMM Ha TapeabyaToil KOJIOHHE U3 “oc. 4.” KBap-
ma (puc. 2). PextudukanmoHHas KoJIOHHA LieIbHOIIA-
sSIHHAas1; CKOPOCTb OTOOpa peryjaupyercsi ¢ IMOMOIIbIO
UTOJIbYATOTO BeHTWIs1. OTOOD MpOoO MPOBOAMIICS B CY-
XoM Ookce B armocdepe N,, mpoObl MOABEPraIMCH
JajbHelIeMy aHaIu3y.

PentrenorpaMMel 00pa31ioB ObUIH MOJIYYECHBI TTPHU
KOMHATHO# TeMIlepaType C WCIIOJb30BaHUEM IU-
dpaxkromerpa Bruker D8 Advance (CukK, -uznyue-
Hue, Ni-¢uabrp u nerekrop LYNXEYE). /lanHrbie
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Puc. 1. TpexcekumoHHas amiyia 1jst cuHTesa Snl, u ee

TeMIlepaTypHbIi mpoduib: / — IeYb CONPOTUBICHUS, 2 —
o, 3 — oJIOBO, 4 — 30HA CyOIMMALIVIH, 5 — TETION3OJISIIINS.

Ioudpakiuy 06U cOOpaHbl B 1uamna3oHe 20 ot 12° no
72° ¢ mrarom 0.01°, Bpemst HakorieHust 0.3 ¢/miar.

IIpUMeCHBIA cOCTaB OMpPENEsIN aTOMHO-3MUC-
CHOHHBIM METOIOM Ha CIIEKTPOMETPE C MHIYKTUBHO
cBsazanHoi maasMoit iCAP 6300 Duo (Thermo).

3arpy3ky B Ky0 1 OoTOOp IpoO OCYIISCTBIISIIIN B
YCIOBUSAX, WCKIIOUYAIOIIUX KOHTAKT IIPOIYyKTa C
oKpyxXarouieii armocdepoii. TemmepaTtypa B Kybe
nonaepxupaiack 800°C, B konoHHe — 720—740°C.
Ckopocth 0TO60pa nmpod cocraBisia 1 mia/mMuH. OT-
oop kaxnoi ppakmyu ~100 T.

KoadduimeHTsl pazaeacHus I CUCTEMBI KU~
KocTb—nap Ha ocHoBe Snl, onpeaensiii MeToaoM
pPaBHOBECHOM IMEPErOHKHU B aMITyJe 10 MeTonuke [12].

PE3VJIBTATBI 1 OBCYXIEHHWE

CpaBHeHME 9KCIEpUMEHTAIIbHBIX PE3YJIBTATOB 110
cnocobam cuHTte3a Snl, mokassiBaeT, 4To Haubosee
MPUTOAHBIM JUISI MOJYYEHUSI KOHEYHOIO NpPOAyKTa
SIBJISICTCSI CUHTE3 B TPEXCEKIIMOHHOM aMITyJie B CTa-
THIeckKoM Bakyyme. [lomygaemerit Snl, mmeetr Ham-
MEHBIIIee KOJIMYECTBO MpUMeceil. Y CTaHOBJIEHO, YTO
13 KOHCTPYKIIMOHHOTO MaTepuaja (“oc. 4.” KBaplia)
MPUMECH He MOCTYNAIOT B CUHTE3UPYEMbIii TPOIYKT.
Ha puc. 1 mpuBeneH TeMIitepaTypHbIiA IPOMOUITHL aM-
MyJIbI, TPOOOJKUTEIILHOCTD IIpoliecca 12 4. CuHTte3
MPOBOJIMJICS B “CTEPUIBbHBIX” YCIOBUSIX.

BPEXOBCKMUX u np.

7 AproH

Puc. 2. Cxema yctaHOBKY U151 peKTUdUKanuy Snly: 7 — Kyo0,
2 — HarpeBaTtelib, 3 — KOJIOHHA, 4 — KapMaH JJIsl TepMoI1ap,
5 — NpreMHUK, 6 — faedermMaTop, 7 — UrojibyaThbiii BSHTUIIb.

MoxHo OXMaaTb, 4TO BCE IIPpMMECHU MCTAJIJIOB
INPUCYTCTBYIOT B BUIAC MOAUOOB, CCICKTUBHOCTL B
NOIUPOBAHUN HpHMCCCﬁ MaJOBEPOATHA.

C penpio oeHKU 3P PEeKTUBHOCTU peKTHU(dUKA-
LIMOHHOW OYMCTKU OBUIM pacCUYUTAHBI UlcajbHbIC
KO2(MMUIMEHTH pa3aeieHus] O JII HEKOTOPBIX

Ta6mua 1. KoadduuneHTsl paBHOBECHOTO Pa3eNeHNs XXUIKOCTb—IIap pacTBOPOB Ha ocHOBe Snl,

IMpumecn All, Pbl, Cul Fel,
tons °C 188.3 412 605 592
Konuenrtpauwmsi, mac. % 0.15 0.20 0.15 0.10
Olyen 0.34 £+ 0.01 0.68 = 0.01 0.76 £ 0.01 0.2£0.01
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CUHTE3 U INTYBOKAA OYUCTKA JUNOINIA OJIOBA

Tabmauua 2. ConepxaHue npuMeceil B cMHTe3upoBaHHOM Snl, 1 mocie peKTuUKalMOHHONH OUMCTKHU
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C % 104, mac. %

I1pumecs
MCXOIHBIN rojioBHas ¢hpakuus OCHOBHasl (ppakiust KyOOBBIif OCTaTOK

Al 19.0 12.0 <1.0 6.0
B <3.0 <2.0 <1.0 <2.0
Ba <1.0 <0.4 <0.4 <0.4
Ca 4.0 8.0 <1.0 3.4
Cd 0.5 0.8 <0.2 <0.2
Co <0.4 2.1 <0.4 <0.4
Cr <0.5 2,1 <0.5 <0.5
Cu 18.0 3.0 <0.5 13.0
Fe 5.1 4.6 <1.0 <1.0
K <0.8 <0.8 <0.8 <0.8
Li 0.2 <0.1 <0.1 <0.1
Mg 3.8 1.5 <0.3 2.4
Mn <0.1 0.6 <0.1 <0.1
Na 4.6 1.1 <0.7 1.7
Ni 5.0 3.0 <0.5 2.0
Pb 13.0 <4.0 <2.0 9.0
Si <1.3 <1.3 <1.3 <1.3
Sr <0.1 <0.1 <0.1 <0.1
Ti 0.9 0.5 <0.3 <0.3
v <0.4 <0.4 <0.4 <0.4
Zn 1.5 <1.0 <0.3 0.6

TpyaHoynansieMblx npuMmeceii: Al, Pb, Cu, Fe. Hns
HUX OB DKCIEPUMEHTAIBHO OIlpeaesieH Koahpu-

LIUEHT pa3aejieHus o (tadi. 1).

ConepxaHue npuMeceit B ucxogHoMm Snl, u niocne
PeKTUDUKAITMOHHON OUYKWCTKY MPEACTABICHO B TaOIT. 2.

Kak u ciemoBano oxumaTh, B IIpoliecce peKTudu-
KallMM IIPOMCXOIUT JOCTAaTOYHO 3(P(DEeKTUBHAS OUMCT-

Ka OT OOJIBIIMHCTBA MpuMeceil. TpyaTHOOTAeIUMbIMU

h e (a)
100 - *, a *Snl,
80 - *
60
40 *
20 *
0
30 35 40 45 50 55
1, % 20, rpan
100 H  ©)
75 F *
SOF o N N
L1 Dl L !
ol | |.|||| b L ol
15 20 25 30 35 40 45 50 55
20, rpan

Puc. 3. PentreHorpamma nomayueHHoro obpasua Snl, mocne pextudukamym: a — 3KCIepUMeHT, 6 — pacyerT.
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TakmMm oOpa3oMm, 0oOpa3lbl OTBEUArOT KBaJdudHUKa-
uur 99.999 mac. %. Ilepexon mpumeceil U3 KOH-
CTPYKLIMOHHOTO MaTepualia OTCYyTCTBYeT. Pektudu-
KallMOHHAs KOJOHHA paboTaeT B aguabaTUueCKOM
pexume. IlpakTudeckast peanm3alnusl Mpolecca
pekTndUKaIny 0JiM3Ka B TeopeTnaeckoMy. Comep-
XKaHUE TIpUMeceil B OYMIIEHHOM IMPOAYKTE, MO CYy-
IIECTBY, HAXOOWUTCI HIXE Mpenesia oOHapyKeHUs
MaccC-CIHEeKTPOMETPUIECKOTO MeToaa. JdanmbHeilee
MOBBIIIIEHUE YMCTOTHI MOXET OBITh TOCTUTHYTO MO-
BTOpPHOI peKTnUKaIINCit.

ITonydyeHHBIEe 00pa3Lbl OBLIM M3YYEHBI METOIOM
P®A. PeHrreHorpaMma COOTBETCTBYET TU(PPaKIIMOH-
HOU kapTuHe Snl,. PaccunTaHHble mapaMeTpbl poM-
OUUecKOil stueiiku paBHbL: a = 14.15A, b=4.531A, c=
=10.85Au B =92.0° (puc. 3).

SAKJTIOYEHUE

Pa3paboTanbl GHU3NKO-XUMHUUYECKIE OCHOBBI CUH-
Te3a Snl, B TpEXCEKIIMOHHOI aMIlyJie U MpPOBeAeHa
ero TJIyooKasi O4MCTKa METOIOM BBICOKOTEMIIEpATyp-
HOI peKTU(UKAIINH C TIOJTyIYeHUEM 00pa3IioB MapKH
5N (99.999 mac. %). DKcriepMMeHTaJIbHO M3y4eHa
cUCTeMa XUIKOCTb—Iap Ha ocHoBe Snl, ny1s ynane-
HUS TPYTHOOTHEIsIeMbIX mnpumeceil. OmpeneseHbl
peXUMBI peKTU(MUKALIMM Ha TapeabuyaToil KOJIOHHE
13 0cob0 yrcTtoro kBapua. Ilo nanHeiM PDA, da3zo-
BBl cocTaB cOOTBETCTBYET Snl,.

BJIIATOOAPHOCTDb

Pabora BbIlToIHEHA B paMKaX roCyIapCTBEHHOTIO
zamannsg MOHX PAH B obiacti pyHmaMeHTaIbHBIX
Hay4HbIX UCCJIENOBAHUIA.

Hccnenosanusa npoBOIUINCH C UCIIOTIb30BAHUEM
ob6opynosanus LIKIT @MU MOHX PAH.
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