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B.3. P3aes, T.!. CyaeiimanoBa

Haxuwvieanckoe omoenenue HAH Azepbatioscana,
Hncmumym npupoonsix pecypcog (2. Haxuviean, Azepbaiiodcan)

HccaenoBanue ycjaoBuii mosaydenus cejeHuaa mbimbsaka(Ill)
M3 MBIIIbSIKOBUCTOTO HATPHUS M THAPOCeSIEHUIa HATPHSI

B cmamve npusedenvl pesynomamel ucciedosanus peaxyuu, npomexaoujei
MENHCOY MBIUBAKOBUCHBIM HAMPUEM U SUOPOCeneHUdoM Hampus. Beiasneno, umo npu
pH cpeovr 6—8 u memnepamype 323—343 K cenenuo mwvuuvaxka(lll) npakmuuecku
nOHOCMbIO Ocaxcoaemcs u gvloensiemcs uz pacmeopa. Ilocie gunvmposanus u 8ui-
CYMUBAHUA NPOGEOeH XUMUYECKUl aHanu3 cocmasa ocaoka. CHamul depusamozpam-
Mbl, PEHM2EHOZPAMMbL U U3YYEeHA MOPhoNoeUst ocadka.

KioueBsble ciioBa: cenenud moiuvsara(lll); ocadok; ananuz cocmaga, penmeeno-
2pamma, 0epusamozpamma.

BBenenne

MBpImbsK ¢ celleHOM o0pa3yeT OJHO CToWKoe coemuHeHrne — As,Se;. Coenu-
HeHus Tuna AsSe U AsSeg g HecTolkne. As;Se; — CTeKII000pa3Hoe COeITMHEHNE,
KpUCTAJUTM3YETCSl B TeTparoHanbHOM pemierke. lllmpwHa 3ampemieHHON 30HBI
paBHa 1,5 3B. As,Se; obnamaer BHyTpeHHUM (hoTodpderToM. MakcuManbHas
CIIEKTpalIbHAsl YyBCTBUTEIHHOCTH NeXHT B mpenenax 0,6—0,75 mk [1]. Makcu-
MajbHasi Temreparypa cuHTe3a coctaBisier 750—800°C [2]. IlpoBemeno 00-
IIMPHOE WCCIIE0BAHNE TOHKUX TUIEHOK, MTOTYYEHHBIX Ha OHOBE As;Se; [3].

Marteprabl OTYIPOBOTHHKOBBIX TAIOTCHHJIOB ¢ HEOOBIYHOW MH(PaKpacHOH
MPO3PavHOCTBIO MIMPOKO MPUMEHSIOTCS. [Ipo3padHOCTh MaeT BO3MOXKHOCTH HC-
MOJb30BaTh UX B IMpOrpamMMax ONTHUYSCKUX Kabemeid. [l ymydmmeHwst onThde-
CKUX U MEXaHMYECKUX CBOMCTB As;Se; IPOBEIEHBI pa3IMyuHbIe HCCIIEI0BaHUS.

JKenepuMeHTATbHAS YaCTh

B pa6ore cenenua mermbsaka(lll) momydeH B BomHOW cpejie B3aUMOJICHCTBHU-
€M MEeTaapceHHuTa HaTpus ¢ ruapoceneHunoM Hatpusi. PactBop NaHSe mpuro-
TOBJICH PacTBOPEHUEM JIIEMEHTAapHOTO CEICHAa B TETparugpoOOopaTe HATpPHs.
Jlyisa ipoBeieHus OMBITOB Oepercs onpeneiacHHoe koimdectBo 0,1 M pactBopa
METaapCeHHUTa HATPHS M K HeMmy mpubaBisercs mo crexuomerpuu 0,1 M pac-
TBOpa cenena. [1pu stom pH pacrBopa Obu1 paBeH 10—11. B atoii cpene As,Se;
gacTHUHO pactBopsiercs. [loatomy pH pacTBopa cHmXKaeTcst mpu MpHOaBICHUH
cone#t anerata ammonuss CH3;COONH, nmn nutpata ammonrust CH;COONH4.
HccnenoBano BAHMSIHNE KOHIIEHTPAIIMHA BOJOPONHBIX HMOHOB W TEMIIEpaTyphl Ha
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b.3. P3aes, T.U. Cyneitmanosa

TeueHue peakiun. ONbITH TTpoBeneHs! mpu Temmneparype 323—343 K. Briusiaue
TEMIIepaTyphl MPUBEICHO B Ta0I. 1.

Taonuma 1

Baunsinne TemnepaTypsl Ha OJHOTY Oca:kaeHHus celeHuaa mpimbsika(lll)

PactBop PactBop Temmneparty- [onyuen. [ommora

Ne NaAsO,, ma celieHa, Ml a, K pH As;Ses, Mr CCARICHIA

> ? p ? 2 > ASZSe}, %
1 10 18 293 7,0 187,5 96,65
2 10 18 323 7,0 192,44 99,21
3 10 18 343 7,0 191,28 98,62

Pe3yabTarsl u ux o0cy:KaeHne

Kak BumHO U3 pe3ynbratoB Tadn. 1, As,Ses; mpu temmnepatype 323—343 K
MPaKTUIECKH MTOTHOCTHIO OCAKIACTCA.

W3 BEICYIIEHHOTO JT0 TTOCTOSTHHOM Macchl ocanka oepercs 0,5420 r u pasna-
raercs B pa3baBieHHOM 1 : 1 pacTBOpe a30THOM KHCIOTHI. MBIIIBSK W CEJICH
OIPENCISIFOTCS] N3BECTHBIMH I'PAaBUMETPHICCKUMHU METOIaMU (TaldI. 2).

Tabnuma 2
XUMHYeCKHH aHAJN3 COCTABA 0CAAKA

Iboba DJIeMEHTHI B COCTaBE, T
ocalzu(a r As Se
’ [Ipaxkr. Teoperuu. [Ipakr. Teoperuu.
0,3121 0,1201 0,1208 0,1900 0,1911

Ha ocHoBe qaHHBIX Tab. 2 BEIYKCIICHA (OopMYyIia coeIMHEHUS As,Ses.
YpaBHEHHS peaknnii MKy apceHUTOM HATPHUS U THAPOCENICHUIOM HATpPHUS
MOYXHO HAIIHCATh CICAYIOIINM 00pa3oM:

4Na[BH4] + 2Se + 7TH,O — 2NaHSe + Na,B,O; + 14H,
6NaHSe + 4NaAsO; + 2H,0 — 10NaOH + 2As;Se;

U3zyueno BnusiHue pH cpenpl Ha MOMHOTY OCaXICHHS CEICHHA MBbIIIbS-
ka(Ill) (Tabm. 3).

Tabnuna 3
Bausinne pH Ha nosHoTy BbiesieHus As;Se;

. ITonnora
No PacrBop PacrBop pH [Mony4yennsrit P
NaAsO,, mi cesieHa, Ml AsySe; T As,Ses,%
1 5 35 6 0,0638 98,52
) 5 35 7 0,0637 98,44
3 5 35 8 0,0553 85,30
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Hceneoosanue ycnosuit nonyuenus cenenuoa motutvaxa(lll)

W3 mannbIx tabn. 3 BugHO, 9yTo Tipu pH 6—7 ocaxmaeTcs okono 98% ceneHu-
Jla MBIIbsIKA. DTO 03HAYAET, YTO PEAKIUS XOPOIIO HICT B KUCIIOH cpee.

YuuThIBas, 4TO OONBIIOE MPAKTUIECKOE 3HAUCHUE UMEET BPEMS BBIJCIICHUS
ocajJika M3 pacTBopa, ompejelicHa CKOPOCTh OCaKICHHs ocanka As,Se; (Macca
ocanka 4,124 T).

Tabnuma 4
CxopocTth ocaxaeHust As;Se;

293 K 323 K
V, mn {, MUH V, mn {, MUH
200—180 0,35 200—180 0,16
180—160 0,32 180—160 0,16
160—140 0,37 160—140 0,17
140-120 0,45 140-120 0,17
120-100 1,00 120-100 0,24
100—80 1,50 100—80 0,25
80—60 3,50 80—60 0,45
60—40 20,0 60—40 1,00
40-20 35,0 40-20 3,30

Kak BugHO 13 101 4, ocanok As,Se; nipu 323 K MONHOCTBIO BBIIEIATCS U3
pactBopa 10 20 M1 oobema 3a 3,30 MuH.

Ha mpubope NETZSCH STA 449F3 mpoBeneH TepMorpaguuecKuii aHaIn3
CHUHTE3UPOBAHHOM MPH BOJHOM Cpejie MPOObI CeNICHHUIa MBIIIbIKA. Pe3ynbTaThl
OTIBITOB TIOKAa3aHKI Ha pHC. 1.

Kax Buano u3 puc. 1, no remmnepatypsr 250°C moTepu B Macce HE MPOUCXO-
mut. OmHako B Temneparypaom uaTepBaie 300-550°C moTepst B Macce cocTaB-
nseT 100%. DTo poMCXOAUT COTJIaCHO CIEAYIOIIEMY YPaBHEHHUIO:

2As,Se; + 90, — 2As5,05 + 6Se0,

Bo Bpemst okHCIIeHHsI TIONMYYICHHBIE TIPOIYKTHI peakiuu okcua Mbliibska(IIl)
W YETBIPEXOKHUCH celieHa cyomumupyrorces (As,Oz — 457°C; SeO, — 337°C). [pu
550°C oba coemuHEeHHs MOJHOCTHIO CYOIMMUPYIOTCS. DTO TaKKe IMOATBEPIK/Ia-
€T, UTO TOITyd€HHOE coenHeHne aBiseTcs As,Se; Oxucienne As,Se; Tpoucxo-
JIUT TIO CIIEIYIOIICH PeaKkilnu:

2As,Se; + 90, — 2As5,05 + 6Se0,

Jnst m3ydeHnss MOpQOIOTuH TONyYSHHBIX B BOAHOW Cpeie HaHO- U MHKPO-
YaCTHIl CEJICHUJA MBIIIbIKAa WCIONB30BaH AJIEKTPOHHBIM MHUKpockon Hitachi
TM-3000 (SEM). YcraHOBJIEHO, YTO OCAQJOK NMPH KPHCTAUIM3alluU 00pasyeT
OIpeneTIeHHYI0 (OpMY HaHO- M MUKPOYACTHUI]. Pa3Meprl 4acTUI] H3MEHSIIOTCS B
naTepBaie 600-900 uM (puc. 2).

CHsTa TeMmIepaTypa IUIaBJICHUS CEJICHHIA MBIIbsika Ha nmpruoope HTP-71, u
kpusbie J[TA mpuBogsrcs Ha puc. 3.
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TG /% Flow /(ml/min)
[1] as2se3 T.ngb-ss3
— TG
Flow (purge1: N2/02)
10000 ————— - Flow (purge2: N2
e Gate 250.0
80.00
200.0
60.00
150.0
y{)hame‘ -102.77 %
40.00 -
100.0
20.00 A
50.0
1
0.00 L
_____________ ———Hi[pp
100.0 200.0 300.0 400.0 500.0 600.0 700.0
Temperature /°C
Main  2015-05-05 22:30 User: PC2
Instrument : NETZSCH 514 44573 STAA45r SA LTSI _File : CUsers\PC JDEskiopT Gas0s=s Tngbsed
Project:  fest Sample : T.21mg Sample car/TC:  1GPINS/S TG corr./m. range : _ 000/25000 mg
Identity:  as2sed Material : Modeitype of meas. : TG/ Sample DSC comr./m. range : 000/
Dateltime :  5/5/2015 9:49:13 PM Correction file : Segments : W Pre Mment Cycles :  (xvac
Laboratory : miic Temp.Cal./Sens. Files : TCALZERO.TGX Crucible : DTAITG trucible AI203
erator: _asa Range : 20/20.D{K/min}/ 300 Atmosphere : N2O2/—(—

Treated wilh NETZEGH Fraieus sofware

Puc. 1. Tepmorpadudeckuii aHanu3 coequHeHust As,Ses
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Puc. 2. Bug As,Se;, nonyuennoro npu 323 K, B 31eKTpOHHOM MUKPOCKOIIE

PeHTreHOCTPYKTYPHBIN aHAJW3 MPOBEICH Ha IOPOIIKOBOM audpakromerpe
J12 PHASER o¢wupmsr Bruker (I'epmanus). Pesynpratel peHTTeHO]A30BOrO aHa-
JM3a MOKa3alld, YTO pa3Mepbl MHKOB XOPOIIO COMNIACYIOTCS CO CTaHAapTOM
(ITAF 01-075-0739 As,Se; Laphamite. syn). A 3To emie pa3 MOATBEPKAAET CO-
CTaB MOJYIECHHOTO ocanka As,Ses (puc. 4).
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Hceneoosanue ycnosuit nonyuenus cenenuoa motutvaxa(lll)

T T T T T T T
260 280 300 320 340 360 3g0 T.°C
Puc. 3. Kpusas JITA As,Se;

Commander Sample 1D

240 | As2Se3_13042015.raw (Strip ka2)
| PDF 01-075-0739 As2 Se3 Laphamite, syn

Counts

R T o e e R T s e Bt IR T e T

2Theta (Coupled TwoTheta/Theta) WL=1.54060

Puc. 4. Peutrenoramma As,Ses
3akaoueHue

W3yueHbl ycinoBHs MPOTEKAHHS PEAKI[HA MEXKIY MBIIIBIKOBHCTHIM HATPUEM
u rugpoceneHunoM Hatpus. [lokaszano BnusiHue pH pactBopa Ha CKOpOCTh H
MOJIHOTY TPOTEKAHHS PEaKIMH, & TAKXKE YCTAHOBJICHA 3aBHCHMOCTH BIIHSIHESI
TEeMIIepaTyphbl Ha IOJHOTY 0Opa30BaHUs CENCHHA MBIIIbsIKA U CKOPOCTh Oca-
xeHus. [lokazaHa yncrota oOpa3oBanus ceneHuaa Mimbska(I1l).
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B.Z. Rzayev, T.I. Suleymanova

Nakhchivan Branch of Azerbaijan NAS, the Institute of Natural Resources
(Nakhchivan, Azerbaijan)

Study of production conditions of arsenic selenide(I1I)
from arsenious sodium and sodium hydroselenide

The paper presents results of a study of the reaction occurring between the arse-
nious sodium and sodium hydroselenide. It is revealed that when medium pH is 6-8
and a temperature is 323—343 K arsenic selenide(lll) precipitates almost completely
out of solution. A chemical analysis of the sediment composition is carried out after
filtration and drying. Arsenic and selenium are determined by known gravimetric
methods. Thermographic analysis of arsenic selenide sample synthesized in water
medium is carried out by the device of NETZSCH STA 449F3. It is ascertained that up
to the temperature of 250°C weight loss doesn't occur. However, in the temperature
range of 300-550°C weight loss is 100%. This is due to the complete oxidation of ar-
senic sulfide and volatilization of corresponding resulting oxides. The morphology of
nano- and microparticles of arsenic selenide obtained in water medium is studied by
Hitachi electron microscope TM-3000 (SEM). It is ascertained that on crystallization
the precipitate forms certain form of nano- and microparticles. Particle sizes vary in
the range of 600-900 nm. The melting temperature of arsenic selenide is taken by the
device of NTR (362°C). X-ray diffraction analysis is carried out on the powder dif-
fractometer D2 PHASER of the Bruker company (Germany). The results of X-ray
analysis showed that the size of peaks comply enough with the standard (PDF 01-075-
0739 As;Se; Laphamite. syn). This once again confirms the composition of the precip-
itate As2Se3.

Key words: arsenic selenide(Ill); sediment; composition analysis; X-ray; differ-
ential-thermal-analysis (DTA).
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