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INPEITAPATUBHBIE METO/IbI CUHTE3A CYJIb®NUJI10B METAJIVIOB
B CPEJE H-AJIKAHOB
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PaspaboraHsl mpernapaTiBHbIE METOIbI CHHTE3a CYJIb()UI0B METAJUIOB B CpeJie KUIKHUX H-alkaHoB. [Ipexcras-
JIEHBI PEe3yNIbTaThl «IPOOHOI0» U «CBEPHYTOI0» METOIOB CHHTE3a CyIb(pua0B MeTa/ioB. CocTaB COeAMHEHUH ycTa-
HOBJICH METOIaMH XUMHUECKOT0, PEHTTeHO()a30BOr0 H PEHTTeHO(IyOPECeHTHOTO aHATH30B.
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THE PREPARATIVE METHODS OF SYNTHESIS
OF METAL SULFIDES IN N-ALKANES

Harnutova E.P.,
Altai State University, Barnayl, e-mail: harnutova@chem.asu.ru

Methods of synthesis of metal sulfides in liquid n-alkanes have been worked out. Results of fractional and
curtail methods of the synthesis were presented. The compositions of compounds are determined by the chemical,

X-ray and X-ray fluorescent analysis.
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CymiecTByIoIre B HACTOAIIEE BpeMs TIpe-
MapaTUBHBIC METONbI MOJYUYCHUS CYIb(PUIOB
METAJNIOB MOXKHO pa3eiiuTh Ha HECKOJIBKO
rpynmn. HexoTtopele u3 HUX 3 (EKTUBHBI U
MIPOM3BOJINTENBHEI, HO TIONYYEHHE YHCTBIX
MMPOIYKTOB M3BECTHHIMU METONAMH SIBISICTCS
JIOCTATOYHO TpymHOU 3amaueit. Oxomno 50% ot
BCEX METOJIOB CHHTE3a COCTABJISIOT CHUHTE3bI
C MPUMEHEHHEM Ta3000pa3HOr0 CEpOBOIOPO-
J1a, 9T0 HeOe30MacHO C YKOJOTHYECKOW TOYKH
3penus, Tak kak [IJK H S B paboueii 30H€ co-
crapisier 10 mr/m®. BbicokoTemmeparypHbie
CUHTE3bI B PSXKUME CIIEKaHUsS TPEOYIOT 3HAYH-
TEJBHBIX PHEPro3aTpaT Ha HarpeBaHUE cMecei
10 800-1000°C u gAUTENbHYI0 TOMOIEHHU3a-
LIMIO MPOJIyKTa B TEUEHUE COTEH 4acos [1, 2].

Pa3paboTannplii aBTOpaMH METOI TIOJTY-
YeHUS CYITb(QUIOB METAIIIOB B CPEAC JKUIKHUX
H-aJIKaHOB [3-5] oTBeuaeT TpeOOBAHHUSIM KO-
JIOTUYECKOM O€30MaCHOCTH U TIO3BOJISIET TIOJTY-
4arh MPOAYKTHI BEICOKOTO KauecTBa MPH CPaB-
HUTEIIBHO HU3KUX dHepro3arparax. CyIHOCTh
METO/Ia 3aKITFOUAETCs B OCAKACHNHN CYTb(PHUIOB
METaJJIOB B HEBOJAHOW Cpele JKUIKHX YTIIe-
BOZIOpOIOB  mpezenbHoro psapa CH, |, tae
n <10, myTeM B3aUMOACUCTBUS COCTUHCHUI
METAJJIOB C OOpa3yrIIUMCS B XOJIe PEaKIuu
CEPOBOJIOPOIOM.

Oco0eHHOCTRIO MeTOna SBISIETCS COBMe-
MIEHUE pEeaKIUUd TONIYICHUS CEPOBOIOPOIA
IIpY  B3aMMOJECHCTBUM DJIEMEHTHON Cephl C
H-aJIKaHAMU C PEAKIIMEH OCaXIeHUs Cyab(uIa
MeTallla B OJJHOM peaKkIMOHHOH cpene, Onmaro-
Japsi 94eMy HCKITFOYaeTCsl KOHTAKT C TOKCHIHBIM
rasom. Conepxxanue H,S B peakrope mpu mpo-
BEJICHUU cuHTe3a He mpesbimaer 0,8 mr/m®. B
XOJIe Tpolecca 00pa3yrIIUICS CEePOBOIOPO

CBSI3bIBACTCS B HEPACTBOPUMBIN CYIb(QUJ, UTO
CIOCOOCTBYET YBEIMYECHHIO BBIXOA TPOIYKTA.
Merton npocT B 0OPMIICHUN — KPYIIIOAOHHAS
Kos10a, OOpaTHBIA XOJIOMMILHHK, HAarpeBaTEIlb-
HBIH Tipubop. Tak kak cWHTE3 BeAyT NPHU TEeM-
rieparypax KUIEHHUS HEBOAHOTO PAacTBOPUTEI,
JIOCTUTAETCAd TIOCTOSHCTBO  TEMIIEPaTypHOTO
peXrMa 1 Xopollee epeMelnBaHue pacTBopa.

CHHTE3UpOBaHbl KPUCTAIIINYECKHE MOJIHU-
¢ukanmu cynepuno meau (I1), cepedpa (1),
kammus (II), prytu (II), amomuans (I1), ran-
yust (110), maaus (111), repmanus (IV), omosa (1)
u ceuHIa (II). YciaoBus cunTe3a u BBIXOJ MPO-
JTYKTOB NIPUBEIEHBI B Ta0M. 1.

WHauBuayanbHOCTh  CHHTE3MPOBAHHBIX
COCTMHEHH TTOJTBEPKICHA METOIaMU XUMHU-
YeCKOTO, PEHTTeHO(A30BOTO M PEHTICHOMITY-
OpECILEHTHOTO aHain30B. PeHTreHodas3oBbrit
aHanu3 BeIMOJNIHEH Ha mnpubope JAPOH-3,0
(CoK -uznyuenue, CKOpOCTh BpaleHus oopas-
na | rpan/mun). CooTHeceHHE SKCIEpHUMEH-
TaJbHBIX U JUTEPATypPHBIX TaHHBIX TOATBEPK-
JTAeT TO, YTO MPOAYKTHI CHHTE3a HE COEpIKaT
MpUMecel HUCXOJHBIX BEHIECTB. XUMHUUYECKUN
aHaJIu3 Ha cepy, cepedpo, KaIMuii, alFOMUHUH,
rajuiui, UHIWM, T€PMaHUM, OJIOBO U CBUHEL
NPOBEJCH I'PaBUMETPUUYECKUM MeTomoM. s
OTIpe/IeTICHHs COMIePIKaHusl MEAW M PTYTH HC-
MOJIb30BAJIM  IOJOMETPUIECKOE THTPOBAHUE.
Pesynprartel XMMHYECKOTO aHamm3a Cyibhu-
JIOB, TIPEJICTAaBJICHHBIC B TaON. 2 CBUAETEIb-
CTBYIOT O TOM, YTO TOJYyY€HHBIC CYIb(QUIBI
UMEIOT TIPAKTUYECKH CTEXHOMETPUYECCKUI
cocraB. PeHTreHoduyopecleHTHBI aHam3,
BBITIOJIHEHHBIA HAa  DHEPTOANCIEPCHOHHOM
criektpomerpe moaenu ED 2000, moaTBepaun
YHUCTOTY MOMYYEHHBIX CYTb()UIOB.
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Taoaumna 1

YcnoBus cuHTE3a CyNb(pHUI0B METAIIOB

WcxonHblil peareHT H-Ankan | Temneparypa cuntesa, °C | Cyasduzn | Bwixox npoayxra, %
Cu(CH,CO0), H-JI0/ICKaH 216 CuS 91
AgCH,COO H-JIeKaH 174 Ag S 65
Cd(CH,C0O0),xH,O H-JIeKaH 174 CdS 95
Hg(CH,COO0), H-JICKaH 174 HgS 80
Al(OH)(CH,COO0), H-YHJICKaH 195 ALS, 92
Ga(CH,COO0) H-YHACKaH 195 Ga,S 93
In(CH,COO) H-YHJICKaH 195 In,S, 92
GeO(CH,CO0), H-JIeKaH 174 GeS, 95
Sn(CH,COO0), H-JIeKaH 174 SnS 75
Pb(CH,CO0),xH,0 H-JI0/ICKaH 216 PbS 99

Tabaununa 2
Copeprkanue MeTajia i Cephl B IPOAYKTaX CHHTE3a
Co,uepmgmne aNIeMEeHTa, YoMacc. MOJIBHOE OTHOLICHHE
IIpomykT (HaliICHO/BBIYHCIICHO)

MeTal cepa M:S
Cynsdun meau (11) 66,63 / 66,46 33,31/33,54 1:0,99
Cynsdun cepedpa (1) 87,09 / 87,09 12,85/12,91 2:1,00
Cynbdun xammus (I11) 76,69 /77,81 21,22 /22,19 1:0,98
Cynsdun prytu (1) 85,91/86,22 13,46 /13,78 1:0,98
Cynbdun amromuaus (111) 35,93 /35,94 64,01/ 64,06 2:3,00
Cynsdun ramums (111) 59,31/59,18 40,62 /40,82 2:2,99
Cynbdun naaus (111) 70,45 /70,48 29,46 /29,52 2:2,99
Cynbdun repmanus (V1) 53,06/ 53,10 46,26 / 46,90 1:1,98
Cynbdun omona (I1) 78,65 /78,73 21,20/21,27 1:1,00
Cynbdun ceunia (11) 86,22 / 86,60 13,13/13,40 1:0,99

C nenpio ynpoueHus: TEeXHOJIOTHYECKOH
cxeMbl 0a30BOr0 CHHTE3a, SKOHOMHUHU BpeMe-
HU ¥ DHEPreTHYECKUX 3aTrpaT Oblin paspado-
TaHBl «CBEPHYTHIN» M «IPOOHBII» METOIBI
CHHTE3a.

TexHomormyeckast cxema 6a30BOro MeToza
CHHTE3a CylTb()UIOB COCTOUT M3 JIByX CTaJUH.
[lepBas cragus — MOArOTOBKA MCXOJHBIX pea-
TeHTOB, BTOpasi (OCHOBHAs) CUHTE3 Cyab(uia
Metaimia. OCOOEHHOCTH CBEPHYTOTO MeTona
CHHTE3a 3aKJIIOYaeTCs B COCIMHEHUHM CHHTe-

32 MCXOJHBIX PEarcHTOB C OCHOBHBIM CHHTE-
30M Cy/Ib(HUI0B B OTHOM U TOM K€ PeakTope.
B pesynbrare 3TOro 00mIas MPOROIKHUTEIb-
HOCTh CHHTE3a Cyib(uaa MeTaajia COKpalia-
erca B 1,5-2,5 paza. CBepHYTbIM METOIOM
cuHTe3a nomydeHsl cynbhuast menu (I11), pry-
1 (II), repmanus (IV) u onosa (II) B cpene
H-JlekaHa npu temneparype 174 °C. Texnomno-
THUYECKUE XapaKTEePUCTUKN CUHTE3a, UCXOTHBIC
BEILIECTBA M BBIXOA Cyib(uaa mMerania mpen-
CTaBJICHBI B TA0OM. 3.

Taoauma 3
CBepHYTHIH CUHTE3 CYIb(UI0B METAILJIOB
Pearentsl Hpononmmtenf /I;OC:,I,Z CHHTE33, |, Cynbdun Beixox mponykra, %
cB 6a3
CuO, CH,COOH, cepa 8/12 CuS 96
HgO, CH,COOH, cepa 12/20 HgS 87
Ge(OH),, CH,COOH, cepa 12/20 GeS, 98
SnO, CH,COOH, cepa 12/15 SnS 99

[Tpumeuanue: ¢ *— BpeMs CBEPHYTOrO CUHTE3a; T, ** — BpeMs 6a30BOTO CHHTE3A.

W3BecTHO, YTO MHOTHE aleTaThl, OCHOB-
HBIC COJIM U JIPYTHUE COCAUHCHHUS Pa3NiararoTcs
pu temrreparypax 100-300 °C. O6pazyromu-

ecsl IpU PA3JIOKEHUU MPOIYKThI, HAXOISATCS,
KaK TpaBWJIO, B aKTHBHPOBAHHOM JECTPYK-
TypuUpOBaHHOM cocTosHuW. llpm cuHTE3e

B ADVANCES IN CURRENT NATURAL SCIENCES  Ne9,2011 MW



B XMMUYECKUE HAYKK W

109

cynb(uI0B, TAE CyMMapHBIA MPOIECC JINMU-
TUpyeTcsl HanboJee MeUIEHHOH cTanueil o0-
pa3oBaHMs CEPOBOAOPOAA, TH HHTEPMEINATHI
ObICTpO TmMaccuBUpyloTCs. BBeneHue cmecu
peareHToB OTAEIHHBIMH TOPIHSIMH TTO3BOJISIET
COKpAaTHUTh BpeMs TaCCHBAIMN M 3HAYUTEIHHO
YBEJIMYUTH BBIXOA Tpoxykra. ms npoGHOTO
cuHTe3a cynbduaa cepedpa (I) B kauecTBe nc-
XOJHOTO0 peareHTa HMCIIOJIb30BaJICsl KapOoHAT
cepedpa (1), pasnararomuiicsi mpu Temrepary-
pe 100°C. 3a yerbipe yaca JpoOHOTO CHHTE3a
ITOJTy4YeH YIOBIETBOPUTENbHBIN BBIXO (99 %)
LIEJIEBOTO MPOIYKTA.

YcnoBust mony4eHust cynb(OUa0B METAIUIOB
0 pa3padOTaHHBIM METOAM CYIIECTBEHHO
OTJIMYAIOTCS OT YCIIOBUH CHHTE3a CYIb(HUIOB B
BOAHOM cpene. 13 0OCHOBHBIX OTJIMYUI MOKHO
BBIJICTIUTH CIIEAYIOIINE: B3aWMOJICHCTBHE pe-
areHToB ¢ OoOpa3oBaHUEM CyIb(umIa MeTaaia
MPOTEKAeT B CPEe HEMOJSIPHBIX PACTBOPUTE-
Jel; MEXaHWM3M B3aUMOJICUCTBUS — MOJICKY-
JSIPHBINA U paguKaIbHO-LEMHOMN, a HE HOHHBIH;

BO3MO)KHO 00pa30BaHMe «BBICOKOTEMIIEPATYP-
HBIX» MOAUGUKANUN CYyIb(QHUIOB METAIIOB.
CpaBHHUTENBHOE HCCIeI0BaHHE (PU3UKO-XHMU-
YEeCKHX CBOMCTB METOaMH peHTTeHorpadu-
YeCKOT0, PEHTTCHO(IIIOOPECIIEHTHOTO U Tep-
MOTPAaBUMETPUYECKOTO aHAIN30B CYIb(UIOB
METAJJIOB, TTOJTY4YEHHBIX H3BECTHBIMU METO/A-
MU H B Cpe/ie H-aJIKaHOB, IMOKA3all0 WX WJCH-
TUYHOCTb.
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