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Synthesis of Sulfides of p-Metals III and IV Groups

of the Periodic System in Liquid n-Alkanes

CHHTE3UPOBAHbI CYAb(UIBI ATFOMHHUS, TAJUTUS, HH-
Jlusl, TEpMaHusl, 0JI0BA M CBUHLA ITyTEM B3aUMOIECHCTBHS
COEIMHEHUI METaJIOB C CEPOBOJIOPOIOM B CPEJIE XKUIKUX
H-ankaHoB. CocTaB COEAMHEHUN YCTaHOBJIEH METOAAMHU
XHMHYECKOTO, PEHTTeHO(a30BOr0 U PEHTTeHO]IyO-
PECLEHTHOrO aHaJIM30B. BbIXoJ nMpoayKTa Npu CHUHTE3€
B CpeJie )KMJIKMX H-aJIkaHOB cocTaBisieT 58—95%.

Knroueeswvie cnosa: CHHTC3, Cyﬂb(i)I/IZ[I)I MCETAJJIOB, KUIKUC

H-aJIKaHbI, BBIXOI.

TexHu4eckuil nporpecc HEBO3MOKEH 0e3 CO3MaHHs
HOBBIX MaTEepHAJIOB. DTU MaTepHabl JOJDKHBI YIOBICT-
BOPATH Pa3HOOOPA3HBIM TPEOOBAHHIM COBPEMEHHOM
TEXHUKH, o0Jasiast TMO0 OTICIBHBIMU CIICHU(PHICCKUMU
CBOHCTBaMU, OO KOMIUICKCOM (DPU3MKO-XUMHUYECKHX
cBoifcTB. Cpeii TaKUX MaTepUaIoB OHUMH U3 TIePCIIeK-
THBHBIX SIBISIFOTCS CYIb(UIBI MeTaIOB. Cynb()uabl OT-
JMYAI0TCs OONBIINM Pa3HOOOpa3HeM KPUCTAILTHYSCKUX
CTPYKTYP, XapaKTepOM U THUIIOM CBSI3H, CKIIOHHOCTBIO K
00pa30BaHMIO LIETIOYCYHBIX CTPYKTYP, HECTEXHOMETPUY-
HOCTBIO COCTaBOB TBEpIbIX (a3 ¢ 00IaCTIMH TOMOTCH-
HOCTH, W3MCHSIOIIMMUCS B CPAaBHUTEIBHO LIMPOKHX
nperenax.

BonpIIMHCTBO TPaJIULMOHHBIX TEXHOJIOTHI TOTy4e-
HUS CYNTb(OHUIOB METAIIOB CBSI3aHBI C MCIOJIB30BAHUEM
TOKCHUYHBIX COCIMHCHUIl Cepbl, B YACTHOCTH CEPOBO-
nmopoxa [1]. Ograko Tpu MOTYYCHAN CYNb(QUIOB TyTeM
UX OCaXICHHs CEPOBOIAOPOAOM M3 BOIHBIX PAaCTBOPOB
Hapsy ¢ KPUCTAJUNIMYECKHMHU 00pas3yroTcst aMopdHbIe
0CaJIKU HJIM CMECH aMOP(GHON M KpUCTAIUINYECKOU (a3.
Il'unporepManbHbIe METOIBI CHHTE3a [2] TpeOyIOT crieny-
QJIBHBIX Mep JUIs IPESAOTBPAILCHUS THAPOIIHN3a, HO B He-
KOTOPBIX CIIy4asiX YCTPAHHUTh €ro He YAaeTCsi, HalpuMep
Ip¥ cUHTE3e Cynbpuaa amroMunus. [Ipu ucmoap30BaHIN
METOJIOB MONyYEeHHS CYIb(UI0B B IBYX(azHBIX CMECIX
BOJIHBII PacTBOP — OPraHUYECKUI pacTBOPHUTEND [3 ], Kak
NPaBUJIO, BO3HUKAIOT CIIOXKHOCTH M3-3a MaJIOH pacTBOpH-
MOCTH COCIMHCHHMIA, HE yNAeTCs TaKXKe B OOJNBIINHCTBE
clly4aeB U30eKaTh IPUMEHEHHUS a3000pa3HOro cepoBo-
nopoxa. Hamnbosee 3KOJIOTHYHBIM U NPHEMIIEMBIM JUTS
MOJIyYECHUS YHCTBIX OIHO(A3HBIX MPOILYKTOB SIBIISCTCS
METOJl CHHTe3a U3 3eMeHTOB. OHaKo MeTol TpedyeT
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The sulfides of aluminum, gallium, indium, germanium,
tin and lead are synthesized through the interaction of
metal compounds and H2S in liquid n-alkanes. The
composition of compounds is determined by the X-ray,
chemical and X-ray fluorescent analysis. A yield of the
product which is formed in liquid n-alkanes is 58—95%.

Key words: synthesis, sulfides of metals, liquid n-alkanes,

yield.

3HAUUTEJIEHBIX SHEPro3arpar Ha HarpeBaHHE cMecel 10
800—-1000 °C u mIHATENEHYI0 TOMOTCHU3AIIIO TPOAYKTa
B TEUCHHE COTEH YacoB [4].

B nanHol pa®ore mpuBeneHBI pe3yNbTaThl HA3KO-
TEMITEPaTypHOTO CHHTE3a KPUCTAITMYECKUX CYIb(PHUI0B
p-anementoB I, IV rpynn Ilepuoauyeckoil cucrembl
B CpeJie KUIKUX MPENeIIbHBIX YIIICBOIOPOIOB.

W3BecTeH MeTOA MOIy4EHHs YHCTOrO0 CEPOBOIOPO/IA
ITyTeM B3auMOZEHCTBHS napadrHa ¢ IIEMEHTAPHOH cepoit
mpu Temreparypax Boire 200 °C. OcoOeHHOCTEIO pas3-
pabOTaHHOTO aBTOpPaMH METOJIa SIBIISIETCS] COBMEIICHHE
peaKknny NOoTyYeHHUs CEPOBOJ0PO/a C CHHTE30M CYIb(pH-
JIOB B TOH 7K€ HEBOJIHOII cpefie, TpUieM BMECTO TBEPIOTO
napadrHa UCTIONB3YIOTCS WHANBUIYaIbHBIEC yIIIEBOIO-
pombl pana C H, . [5-7]. O6pasyrommiicsi cepoBOIOpPON
cpa3y ’Ke CBSI3bIBACTCSI B HEPACTBOPUMBIN CYIb(HI, UTO
CIIOCOOCTBYET YBEINYEHHIO BBIXOJa MPOXyKTa. [laHHBII
METOJI OTBEYaeT TPEeOOBaHMUSIM SKOJIOTHIECKOH Oe301acHo-
cru (coneprxkanue H,S B peakTope Bo Bpems POBEIEHUSA
nporiecca cocrasisier Mernee 0,8 Mr/mM®) U 103BOISIET 110-
Jy4aTh IPOITYKTHI BBICOKOTO Ka4eCTBA IIPU CPABHUTEILHO
HU3KUX 3HEPro3arparax.

B kauecTBe NCXOHBIX BEIIECTB B PAOOTE HCIIOIB30BaA-
JIM alleTaThl ¥ OKCOAIETAThl METAIIJIOB, IIPU 3TOM CHHTE3
MIPOTEKAET B TOMOTEHHOM CPEZIe M pABHOBECHUE MTOJIHOCTHIO
CMEIICHO B CTOPOHY PEaKkIHu 00pa3oBaHUs HEPACTBO-
pumoro cynbhuna metaa. B tabmune 1 nmpeacrasinens
pEe3yNIbTaThl IO CHHTE3Y KPUCTAIMYECKUX CYIb(QHIOB
amromunus (II1), rammmsa (I11), wagms (111), repmanus
(IV), onosa (II) u cBunna (II). Cynbdunsr cuaTE3UpPO-
BaJI B TPEXTOPJION K0JI0€ ¢ 0OPATHBIM XOJOAMIEHIKOM
1 TEPMOMETPOM TIPH TEMITepaType KUIeHNs H-aJikaHa. Bo



XHUMHA

BCEX OIBITAX METAJLI K CEPy Opasi B CTEXHOMETPHYCCKOM
COOTHOLIEHUU. J{JIs1 IPAKTUYECKU IIOJTHOTO OCYILECTBIIE-
HUSI CUHTE3a JI0CTAaTO4HO 8 4. BeiaenuBmuiics npoaykT
OT(GHUIBTPOBBIBAIN U BbICyIIHBaiK 1ipH 150 °C.
DopMyJIBHBIN COCTAB CUHTE3UPOBAHHBIX COSTUHEHU I
MOATBEPKICH METOJJAMU XUMHUYCCKOTO, PCHTIeHO(a30B0-
r'0 ¥ PCHTIeHO(ITYOPECIICHTHOTO aHATN30B. X IMUYCCKHUI

aHaJM3 Ha Cepy M METaJUIbl MPOBEJICH IPaBUMETpHYE-
CKHM METOJZIOM. PesynbraTsl mpenctaBieHbl B TaOu-
e 2. Cocra cyib(hH/I0B, TIOIyUSHHBIH B Cpelie H-aJIKaHOB,
COOTBETCTBYET cTexuomerpuueckomy. Perrrenoduyopec-
LIEHTHBIM aHalin3, BBIIOJIHEHHBIH Ha SHEProAUCIIepCHU-
oHHOM crekTpoMeTpe Monenu ED 2000, moxreepann
YHUCTOTY CYNb(MHIOB.

Tabmuma 1
VYcnoBus cuHTE3a CYTb(OUIOB P-METAIIIOB
Cynsdung Hcxonnslii pearent H-aJIKaH Temnepatypa cunresa, °C Bexon cyneduna, %
ALS, Al(OH)(CH,COO), H-YHJIEKaH 195 92
Ga,S, Ga(CH,CO0), H-YHJICKaH 195 93
InS, In(CH,COO0), H-YHJI€KaH 195 92
GeS, GeO(CH,CO00), H-JICKaH 174 95
GeS, GeO(CH,COO0), H-YHJI€KaH 195 95
SnS Sn(CH,CO0), H-7ZIeKaH 174 75
SnS Sn(CH,CO0), H-YH/I€KaH 195 80
PbS Pb(CH,COO0),-H,O H-JICKaH 174 82
PbS Pb(CH,COO0),-H,0 H-YHJIeKaH 195 85
Ta6muma 2
ConeprxaHue MeTajlIa U Cephl B IPOIYKTaX CUHTE3a
Coneprxanune, % Macc. (HalICHO/BBIYHCIICHO) MonbpHO€ OTHOLIEHHUE,
IIponyxr
MeTaul cepa M:S
Cynbdun amomuans (111) 35,94/35,94 62,81/64,06 2,00:2,98
Cynbdun rammms (111) 58,70/59,18 38,91/40,82 2,00:2,96
Cynbpun nagms (I11) 70,05/70,48 28,19/29,52 2,00 :2,96
Cynbun repmanus (IV) 53,07/53,10 46,42/46,90 1,00: 1,98
Cynbdun omona (II) 78,45/78,73 21,13/21,27 1,00 : 1,00
Cynbdun ceurma (1) 86,14/86,60 13,30/13,40 1,00 : 0,99
TlpuMeuanue: * — ycIIOBHUsI CHHTE3a: Cpeia — H-YHIEKaH, BpeMs — 8 d.
Ta6muna 3
Bnustnne Y®-u3imydeHns Ha BBIXOJ Cy/Ib(HI0B METAJIIOB
HcxonHslii pearest ZZB:II;ZEZ’T}O%& Bpewmst cunresa, u Bi}:?ggg’}?ﬁfla’ IIponyxr
Al(OH)(CH,COO), 195 5 98 /58 ALS,
Ga(CH,COO0), 195 5 91/58 Ga_S,
In(CH,COO), 195 5 84 /56 In S,
GeO(CH,CO0), 174 8 98 /95 GeS,
Sn(CH,COO0), 174 8 99 /75 SnS
Pb(CH,C00),-H,0 174 8 99 /82 PbS
Tpumeuanue: * — BbIXoJ cy/abduaa MeTaia npu cuarese 6e3 YO-u3aydeHus.

Pentrenoda3oBrelii aHamU3 BBHIIIOJNHEH Ha MPUOOpE
HAPOH-3,0 (CoK -u3mydenue, CKOPOCTb BpamleHHs
obpasmna | rpan/mun). PeHTreHorpaMMsel 00pa3moB
CBHJIETEIBCTBYIOT 00 00pa3oBaHUM KPHCTAJUTHYECKHUX
Monu(HUKaInil CyTb(QHUIO0B METAIIOB.

B pabote dKCIepUMEHTAIBHO YCTaHOBICHO, YTO KO-
POTKOBOJTHOBOE YJIBTPA(HOIETOBOE U3ITyYEHHUE YCKOPSET

peaknnio 00pa3oBaHUs CyIb(PHUIOB METAJUIOB B CpEAC
KUAKUAX H-aJKaHOB. KoaddunueHT nHTEHCUPUKAINN
mporecca cuHTe3a cyabpumoB usMeHsercs ot 1,03 mo
1,69. YO-uznydeHne cnocoOCTBYET 00pa30BaHUIO paIH-
KaJIOB, TPUBOISIIIX K TEHEPHPOBAHUIO CEPOCOICPIKAIINX
COEIMHEHUI, B3aUMOJEHCTBYIOLINX C COJISIMH METAJIOB
¢ obOpa3oBanueM cynbpunoB. CHHTE3 ¢ MPUMECHEHUEM
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YO-uznyyenus obnagaet 00jee BHICOKOU CEIEKTHBHO-
CTBIO, MTO3BOJISIET JIyYllle KOHTPOJIMPOBATh 0Opa30BaHUE
[IPOAYKTA, OTIMYAETCSI MEHBIIUMU YHEPIO- U PECypco3a-
TpaTram, a TaKKe BPEeMEHHBIMH HHTEPBaJIaMH.

C npumeHeHueM Y®-u31ydeHHs, HCTOUHUKOM KO-
TOPOTO Clly>KWJla PTyTHasl KBaplieBas JaMIla HU3KOTO

JABJICHHUS, MTOJYYEHbl KPUCTAJUIMYECKHE CYIb(UIbI
QIIOMHHUS, TAJJINS, UH]IUSL, TepMaHHs, OJI0BA U CBUHIA
(tabmn. 3). UcnonbzoBanue YD-uznydenust (HoToXumu-
YECKHI CUHTE3) MO3BOJIUIIO YIPOCTUTH 0a30BBIH METO/I,
3HAUUTENILHO COKPATHTh BPEMsI CHHTE3a C COXpaHEHHEM
BBICOKOTO BBIXOJIa IPOAYKTA.
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