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AnHortanust. Llenb paboThl 3aKiIr09aeTcs B TOM, 4TOOBI pa3padoTarh MPOCTOI U JIETKO BBIITOJIHSEMBIH
METOJ TIOJTyYEeHUS TPUCYIb(HIA MBIIIbsIKAa B3aMMOACHCTBUEM METa-MBIIIbSIKOBUCTOIO HATPHUsl C CyIb(u-
JIOM HaTpUs B STWICHIIMKOJIEBOH cpene. Peakuus mpu miesnoyHoi cpene He mpoucxoaut. A npu pH cpensl
1-3 peakius ujeT NPaKTHYECKU 0 KOHIA. XUMHYECKMM CIIOCOOOM OIpesieieH cocTap ocajika — As S..
[IpoBenens! TepMorpaguyeckuii U peHTreHorpagpuIecknii aHaIu3bl, U3y4eHa MOp(OIOT s 1 CIIEKTPHI OIl-
THUYECKOTO MOMIOLIEHHs 0CajiKa U ONpe/ielieHa TeMIIepaTypa IIaBIeHHUs.

Meronamu auddepeHInanbHO-TePMUIECKUM, PEHTTeHO()A30BbIM 1 MUKPOCTPYKTYPHBIM aHAIN3aMH
¥ METOJIAMHU OITHYECKOM MOIIOIEHUS CIIEKTPa U3y Y€HBI yCIOBUSA TIONTydeHus As,S, 1 ero cTpyKTyphl. Hc-
CJIE/IOBAHBI yCIIOBHSA 00NIEe KaYE€CTBEHHOTO TONYYEHHS HAHO- U MUKpoJacTuil As,S ., Biusaus pH cpenst u
TeMIepaTyphl.

KoueBble ciioBa: TpUCYIb(GH] MBIIIBIKA, XUMHUUECKHNA aHAIN3, MOP(OIIOTHS 0CaJIKa, ONTHYECKOES
MOTVIOIIEHUE, TEPMUUECKUIN aHaJIH3.

Abstract. The purpose of work is to develop a simple and easy to perform method of obtaining arsenic
trisulfide reacting sodium meta-arsenic with sodium sulfide in ethylene glycol medium. The reaction in
alkaline medium does not occur. It has been established that in pH medium 1-3 reaction of goes practically till
the end. The chemical method determined the composition of sediment - As S.. Carried out thermographic
and X-ray analysis, studied morphology and optical absorption spectra of sediment and determined melting

temperature.

Conditions of obtaining As,S, studied the differential thermal, X-ray phase and microstructure analysis
and optical of absorption spectrum method and its structure. Obtaining nano- and micro particles As_S,
investigated the conditions higher quality, the influence of pH medium and temperature.

Keywords: arsenic trisulphide, chemical analysis, morphology of sediment, optical absorption, ther-

mal analysis.

[locnenHee Bpems yaessiercsi 0co0oe BHUMaHHE
Ha IOJYYCHUH HAHO- U MUKPOYACTHLl HEOpraHude-
CKUX coeauHeHui. [IpakTnueckoe npuMeHeHne 3TuX
COCAMHEHHMH CO3JaeT HOBBIE MEPCHEKTUBBI I pa3-
BUTHS TOJYYEHHUS] MHOTOYHCICHHBIX HaHOMarepu-
asoB. B 3TOM HampaBieHMH M3BECTEH Psif UCCIIENO-
BaTeJIbCKUX paboT. VX oOcykaeHus moxasaiu, 4To
B OCHOBHOM HAaHO- M MHKPOYACTULBl COCIUHEHUI
MIOJTY4al0TCs B COJIBO- WJIM THAPOTEPMAIIbHOM cpefe.

[TonyyeHsl rieHKH AS,S, U3 pacTBOpa THOMBbI-
mbskoBHcTOr0 Hatpus. [Iponenypa cuHTe3a 3aKio-
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vanack B ciexyromem: 2 mit 0.01 M pactBop NaAsS,
BBUIMBAIOT B IUIOCKOE CTEKJIO M IOMEILAIT B pe-
aKTOp. 3aTeM C OAHOW CTOPOHBI B PEAKTOP MOJAIOT
cmeck Bo3ayxa ¢ HCL. [locne 3aBepmienus mporecca
Ha CTEKJIAHHOM IOIOKKE 00pasyercs IeHka As,S,
[1, c. 6-9].

Tpucynbdun Mbimbska (As,S.) ABIAETCS OYEHD
BaXXHBIM XaJbKOTeHUAOM. braromaps cBouM 3i1ek-
TPUYECKUM, ONTHYECKUM H TEPMHUYECKHUM CBOK-
CTBaM OH IIUPOKO MNPUMEHSIETCI B ONTHYECKUX
N300pakeHUsX, 3aUCH TOJIOTPaMM, a B IOCIIEIHEE
BpeMsl B Pa3JIMYHBIX IEKTPOHHBIX YCTPOMCTBax,
BKJIIOYAsl JIEKTPOONTHYECKHE YCTPOMCTBA XpaHe-
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HUSL MTHPOPMALIUHU, ONTHYECKOW mamstu [2, c. 15-

18].

JKCIIEPUMEHTAJIBHASA YACTb
Jnst cuHTe3a cyab(uaa MBIIIbsIKa B OpraHude-
CKOH cpefie (B cpefie STUIICHIVIMKOJIS) B KaUeCTBE HC-
TOYHHKA MOHOB MBIIIbSKA U CYIb(pHIa HCIOIH30Ba-
Hbl peakTuBbl NaAsO, u Na,S. YpaBHenue peakuuu
MOYKHO HaIMCaTh B CJIEAYIOLEM BUIE:
2NaAsO, +3Na,S + 8HCI = As,S,+ 8NaCl + 4H,0

MeTamblllIbSIKOBUCTBI HAaTPUl pacTBOpPSAETCS B
XMUMUYECKH YHCTOM JSTHIICHIIMKOJEC W J00aBIsETCS
Cynb(U HATPUS B CTEXHOMETPUIECCKOM KOJMUYECTBE
2:3. O0pazyronuiics cyabGuI MbIIIbSIKA B MIEIIOYHON
Cpe/ie YaCTUYHO pPAacTBOPSETCs, MOITOMY PacTBOP
MOAKHUCIISIETCST HECKOJIBKUMH KaIlUIIMH  KOHIIGHTPH-
poBaHHOM coistHOM KucioToit (1o pH - 4-5). [locyna
KPETKO 3aKpbhIBACTCSI M MOMEIIAeTcsl B TE(IOHOBBIH
KIOBET, a KIOBET B MUKPOBOJIHOBBIN 3IEKTPUUECKUI
Harpesarenb. [Iponecc nmposonutcs npu 443 K tem-
reparype B TedeHHe 2 4acoB. AHAIM3 MOKa3ajl, 4To
cynbdua Mblibsika B 00pa3lle HAXOAUTCS B BHJIC
HAHO- U MHUKPOYACTHII.

Uzyuena mopdororus obpasna Mpu ITOMOIIN
anekrponHoro mMukpockona (Hitachi TM3000, Smo-
HUS), TEPMOTPABUMETPUECKUN aHAIN3 MPOBOAUTCS
Ha mpubope npomsBojcTBa [epmanuu Fascinating
Flexibility in thermal Analysis STA 449F3, a penr-
TeHOCTPYKTYPHBII aHaJN3 — B TOPOLIKOBOM JH(paK-
tomerpe D8 ADVANCE, Temneparypa miaBieHus
usMmepsiercst Ha npudope Termoskan-2. OnTuyeckoe
TMONIOLIEHHE CIIEKTPa AS,S. H3MEPAETCs CPEKTPOPO-
TometpoM Spekol-1500.

[Ipo6a B Bece 0.5622 1 pa3naraercs B Kpenkoi
a30THOU KucaoTe. Ecinu BbIEIIEHHAs cepa MIOJIHO-
CTBIO HE PacTBOPSIETCS, TO TOCJE BbIMApPUBAHUS
npubasnsiercs eme kKuciaora. PacTBop BeImapu-
BaeTCsl M0 BJIAXXHOTO COCTOSIHUSI 00pa3yronimxcs
coneii. [Ipubasnsercs okono 50 MJI TUCTUILIHPO-
BaHHOW BOABI U MPOBOJUTCS aHAIIU3 3JIEMEHTOB.
MBIIBSIK  ONpenesieH KOJIOPUMETPUYECKUM Me-
TOAOM (CHHEE KOMIUIEKCHOE COCIUHEHHE MOJHUO-
neHa) [3, c. 315], a cepa BeCcOBBIM CyJIb(paTHBIM
meToaoM [4, c¢. 794]. Pe3ynpTarsl aHAIN30B MpPU-
BeleHbl B Tabinune 1.

Ta6numal
Xumuueckuil ananus mpucyibhuoa MovlubsKa
IIpoba, I DJEeMEHTBHI, T
As S
0.5622 TEOpET. | TPAKT. | TEOpeT. | TMPaKT.
0.4457 | 0.4423 | 0.2207 | 0.2198
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W3 pe3ynbraroB JaHHBIX TaOJIWIBI BUIHO, YTO
MPAKTUYECKH MTOJIYYEHHBIE IaHHBIE XOPOILIO COIMIacy-
FOTCSI C TECOPETUUECKU BBIYUCICHHBIMU. JTO €IIe pa3
MOJTBEPK/IaeT MPABUILHOCTh COCTaBa TPUCYIb(uIa
MBIIIIbSIKA.

OBCYXKIAEHUE PE3YJIbBTATOB

lanoreHuapl HE3aBUCHMMO OT CIOco0a IOIy-
YeHHUs NpPHU BBICOKOM TeMIlepaTrype B HPUCYTCTBUU
KHCJIOpOJia BO3/lyXa OKHCISIIOTCS, 00pasysl JieTyuue
W HeJeTyuyue KOMIIOHEHTHI 10 cTrexuoMeTpuu. IIpo-
BE€JICH TEPMOTPaBUMETPHUUECKHI aHAIN3 MTOJTy4YEeHHO-
IO B OPraHMYECKOH cpefie TPUCYIb(HIa MBIIIbsIKa Ha
npubope NETZSCH STA 449F3. PesynbraTsl dKCIIe-
PUMEHTOB ITOKa3aHbl HAa PUCYHKeE 1.

XanbKOreHU/ bl IIPU BBICOKOH TEMIIEPATyPE B IPU-
CYTCTBHH KUCJIOPOJIOM BO3/yXa OKHCIIAIOTCS M 00pa-
3yI0TCS B CTEXMOMETPUYECKOM KOJIMYECTBE JIETY4He
U HeneTyune okcuipl. [IpoBeneH TepmorpaBUMeTpH-
YeCcKUil aHanu3 Cyab(Qua MbIIbSIKA MOITYyYEHHOTO
B oprannueckoii cpene Ha npubope NETZSCH STA
449F3. Pe3ynbrarsl aHanu3a NpuBeIeHbI Ha puc. 1.

Puc. 1. Tepmorpaduueckuii ananus As,S,

Kax BugHo, Ha pucynke no temmneparypsl 350°C
MoTepu Macchl He TpoucxoauT. OgHaKo B TeMiepa-
TypHOM uHTepBane 350-520°C motepst cocTaBisieT
okono 97.39%. Oxwucnenne As,S. NPOMCXOAUT TI0
CIIEeIYyIOIEMY YPaBHEHUIO:

245,8, + 90, = 24s,0,+ 65O,

Bo Bpems oxucienus obpasyrores As,O, (pu >
457°C cyOonmumupyercs) U CEpHOKHCIBINA ra3, KOTO-
pbiii yneryunBaetcs. [lomydeHHBIE MPOMYKTHI peak-
UM (OKCH MBILIbSIKA U CEPHUCTBIN Ta3) IpU TeMIIle-
parype kunenus yieryunsarorcs-520°C.

Pentrenoda3oBeiii aHaIM3 COETUHEHUS TPOBEICH
Ha niopokoBoM nudpakromerpe D8 ADVANCE, us-
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ayqenure — CuK . Mcroununk usnyuenus —anon Cuk
pabotaroruii B pexxume 40 kV Hanpsokenus u 40 MA.
Ero mmuHa BomHbl A=1.5406A, u yron mMexay mona-
IOLIMX PEHTTeHOBCKUX Jiydei u mpoosl 0 < 26 < 80°

(puc. 2).

Puc. 2. Pentrenodasosblii ananus As,S,

Ha puc.2 npuBeneHHble CIIEKTPBI AS,S, TOKa3bI-
BAIOT, YTO HAHOYACTULBI CyNb(UAA MBIIIbSIKA SBIISI-
I0TCS1 aMOP(HBIM U TTUKOBBIE TOYKH HE OOHAPYKECHBI.

Temneparypa miaBieHus cyib(uaa MbILbSIKA
ycraHoBjeHa Ha ipudope Termoskan-2 (puc.3).

Puc.3. Temnieparypa muasnenus As,S,

Mopdosorust HaHO- 1 MUKPOUYACTHUL] TPUCYIb(H-
Jla MBIIIbSIKA, MOJTYYEHHBIX [IPU ONITUMAIILHBIX yCII0-
BUSIX, M3yueHa Ha MPUOOPE AEKTPOHHOTO MUKPOCKO-
na TM3000 Hitachi (puc. 4).

Puc.4. HaHo 1 MUKpOYaCTHULIbI Aszs3

Crnenyetr OTMETUTh, YTO TP U3MEHEHUU TEMIIC-
patypbl U BpeMEHU BHJI TIOJTYYCHHBIX HAHOCOCIUHE-
HUI HE U3MEHSIETCS.

Jns dopMupoBaHUS HAHO W MHUKPOYACTHIL
cyJib(uIa MBIIIbSIKA ONTUMAIbHBIC YCIOBUS MPO-
necca cienyromue: temneparypa 443 K, Bpems
2 yaca, a pH cepasi=3. OOpa3oBanue u Ghopmu-
poBaHHE HAHOYACTHIl AS,S, 3aBUCAT OT HPHUPO-
JIbI PACTBOPUTENSA, OT TEMIIEPATypPhbl, OT BPEMEHU
npoBeaeHud npouecca u or pH cpenst. Ilonyue-
Ha TOHKas MJEHKAa Ha CTEKISHHOU TOJJIOKKE U3
cylb(uia MbIIIbsKa, MOJYYESHHOTO MPU YKa3aH-
HBIX YCIIOBUSIX.

W3 monmyueHHBIX MPOO MPUTOTOBJICHBI TOHKUE
TUICHKH M CHSTBI CIIEKTPBI MOTIOIIEHUS B CIIEKTPO-
¢doromerpe I-5100 (Hitachi). Ha pucynke 5 nmokazan
CIIEKTP OMTHYECKOTO MOTTIOMICHHUS ASZS3.

KosddunmeHnt ontuyeckor mpoBOAUMOCTH II0-
JIynpoOBOJIHUKA AS,S, ONPENENSETCS METOAOM Ofl-
HOJIYYEBOW CIIEKTPOCKOIIMUA B HMHTEPBAJiC JTUHOU
190-1100 um Bomubl. U3mepeHus ObUIM TpoOBeme-
Hel B crekrpodoromerpe Spekol-1500 paborato-
IIMM B OAHONY4YeBOM pexkume. CrekTpodoTomerp
Spekol-1500 B ocHOBHOM IpeHa3HAuCH AJISI U3Me-
peHHUSI B TBEPAOH M KHUIKOH cpene KOdPPHUIUEHTOB
ONTUYECKON TUIOTHOCTH, ONTHYECKOTO UCIAPCHUS U
MOTJIOIICHHS.

Puc. 5. Cnextp mornomieHus AsZS3 Mexay 450 u
1200 am

Hano ormeruts, uro B Mojenu Tayc B CTEKJISH-
HBIX XaJroeHuAHbIX mnonynpoBogaukax (CITI) B
00acTH TIOTIIOIIEHUSI 3JIEKTPOHOB CBSI3aHHBIX C
MIEPEXO/IOM B HE JIOKAIbHOE COCTOSIHHE 3JIEKTPOHOB
BasieHTHOM 30HbI (E<E ) Ha nepexon B 30y (E>E)
3HaUCHHE KOePHIMEHTa TTOTIIOMICHUSI COCTABISET
o>10%cm.
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C gapyroii CTOpPOHBI, 3aBUCHMOCTH COCTOSIHUSI
IUIOTHOCTH OT MapaboMuecKoll SHEPTUH, B Clydae
eciu 3HaYeHue 3Hepruu (hotoHa Ooisee 2.2 eV, MOK-
HO K03()(UIMEHT TOMIOIEHHs CIIEKTPAIBHOTO pac-
npenenenus o(hv)Beipasuts cienyromieit popmysoii:

a(hv)=A(E, - hv)" [(hv)" n(hv) (1)

B obGmactu BepxHeii 3aBucuMocTH (korma E>2.2 eV)
B 00pasiax ¢ pa3IuuHbIMU CBOWCTBAMH 3aBUCUMOCTb
rkoepummenTta morsomeHus (o) OT YHEpruHu HOTOHA
(hv) moka3zana B puc.6.

Puc. 6. 3aBucUMOCTh ONITUYECKOTO K03 puimeH-
Ta noromeHus B As,S, or sHeprun Gporona B obna-

. 12
CTH BEpXHEW 3aBUCUMOCTH (a-hv)

Haiimennast B 3TO¥H SKCTpamoisiuu rpadu-
YECKOW 3aBHCHMOCTH IIHMPWUHA 3alpelleHHOW 30HbI
MEHSIETCS PUOIM3UTEIEHO BOKPYT E~ 2.4 eV.

OCHOBHBIE  pE3yAbTaThl CIEMyIOIINAe: METO
O4YeHb TPOCTOH, B pe3yJbTaTe PEeaKkIHuHd HE BBIIEI-
IOTCS COGIAMHEHHUS, OTPABIAIONIME OKPYKAIOIIYIO
cpeny, momyvaercs As,S, 03 npumecei, or usme-

Haxuvieanckoe Omoenenue HAH Aszepbaiiooca-
Ha, Uncmumym npupoousbix pecypcos

Psaeg b. 3., 0-p xum. nayx
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HEHUsI TEMIIEpaTypbl U BPEMEHH BHJ| MOJYYEHHBIX
HaHO- U MUKPOYACTHIl HE U3MEHSCTCS.

WuanBuayanbHOCTh  COSNWHEHUSI  KOHTPOJIH-
poBamu Ha mnpubopax Thermoscan-2, NETZSCH
STA 449F3, nopomkoBbiM audpakromerpom DS
ADVANCE, cpekrpodoromerpom  Spekol-1500,
anekTpoHHBIM MuKpockorioM (Hitachi TM3000, Sno-
HUST), TIOJTyYEeHBI JOCTOBEPHBIC PE3YJIBTATHI.
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