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MOJYYEHUE COEIUHEHUS AG,SNS, B CPEJIE OTUWJIEHITIUKOJISA
I'yceiinos I.M.

Haxuvisanckoe Omoenenue Hayuonanvroui Axkademuu Hayx Aszepbatioxcana Uncmumym Ipupoomnsix
Pecypcos, Haxuvigan, e-mail: qorxmazhuseynli@rambler.ru

Metonamu perrtrenodasoporo (PDA), nuddepenunansHo-repmudeckoro (JTA) i 21eIKTPOHHO-MHKPOCKO-
MMYECKUX aHATU30B MCCIIE/IOBAHBI YCIIOBUS MOMyYeH s coeunenus Ag,SnS, B cpene sTunenrmkons. Paspadoran
METOJ] HOJTy4eHHUsI THOCTAHHAT cepeOpo B3aHMOIeHCTBIEM HUTpAT cepedpo ¢ cynbdunom onosa(lV). Yeranosneno,
uto B pH = 4 cpenie noyyaercs coenunenus Ag,SnS, B MonbHbIX cooTHOmEeHusX AgNO,/SnS, = 4:3 cooTBeTCTBEH-
HO. B 3aBHCHMOCTH KOHIIEHTPAI[MN KOMIOHEHTOB, TEMIIEPATyPhl H BPEMEHH TePMUYECKOT0 00paOOTKH OTydaeTcst

YaCTHUIIBI PA3HBIX Pa3MePOB H (GOpM.
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THE RESULTING COMPOUND AG,SNS, IN ETHYLENE GLYCOL MEDIUM
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The conditions for producing Ag,SnS, compound in ethylene glycol medium are investigated by X-ray
diffraction (XRD), differential thermal (DTA) and electron microscopic analysis methods. A method for producing
silver thiostannate by interaction of silver nitrate and tin(IV) sulfide is developed. It is ascertained that in a medium
with pH = 4 is produced the compound of Ag,SnS,, in molar ratios of AgNO,/SnS, = 4:3, respectively. Depending
on the concentration of components, temperature and thermal treatment time are obtained particles of different sizes

and shapes.
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HenpepbIBHBII MOUCK U MCCIIEJOBAHUE
HOBBIX (YHKIIMOHAJbHBIX MaTepPHAajOB SBIISI-
eTcsl BaXXHEWIIMM (DakTOpOM pa3BUTHS CO-
BpPEMEHHOM Hayku M TexHuku. llomyuenus
HAHO- U MHUKPOYACTHLl MaTepHAJIOB CIOKHOIO
cocTaBa M CO3JaHMs HAyYHBIX OCHOB WX CHH-
Te3a, MEPBYI0 OuYepesib TpeOyeT UCCIeI0BaHNA
YCIIOBUH MOTYYEHHsSI KX B CPEC OPraHUnIECKUX
pacTBOpHUTETEH.

TrocranHate! cepedpa OTHOCSITCS K UHCITY
HEPCIECKTUBHBIX (PYHKIMOHAJBHBIX MarTepu-
ayoB, O00JaJaroIIUX IOTYIMPOBOJIHUKOBBIMH,
(hOTOINEKTPUIECKIMU U TEPMOIICKPUUECKHU-
MU cBoiicTBamu. B cucteme Ag—Sn—S usBect-
HbI COCJIMHEHHs coCcTaBoB Ag,SnS,, Ag Sn,S,,
Ag,Sn S u Ag.SnS,. DTH COENMHEHUH ABJIS-
€TCSl YHUKQJIBHBIMH HOJIYHIPOBOIHUKOBBIMH
cBolicTBaMu. B nocnenHee Bpemsi NoiayyeHue
9THX COCJUHEHUH B BHUJIE HAHOYACTHIl Tpe-
CTaBisieT OOMNBILONW MHTEpEC. DTO MOKa3bIBACT
aKTyaJbHOCTh (PyHIaMEHTABHBIX HCCIIeI0Ba-
HUM B TOJYYCHUH HAHOYACTHUI] COCTUHEHUS
Ag,SnS, B cucreme AgNO,—-SnS ~C H,(OH),.

Coenunenne Ag SnS  miaBUTCS KOHTPY-
suTHO Tipu 1125K [81]. %"eMHepaTypa IOJIN-
MopdHOro mnpespamieHusi paBHa 444K [2].
O6e monudukaimu Ag,SnS, U30CTPYKTYpHBI
C COOTBETCTBYIOIUIMMH KPHCTAIIIMYECKUMHU
monupukamusavn  Ag.GeS, u umeroT cie-
IyIOIIHE TapaMmeTpbl pemeTku: a = 1,5298,
b=10,7548, ¢ = 1,0699 um [3-5]. Ag,SnS, nna-

BUTCS KOHTpY3HTO Tipu 936 K u kpucrammmsy-
10TCsl B MOHOKJIMHHOM cunronunu (Ilp.r.: Pna?2 ;
n.p.. a=0,627 b=0,5796, ¢=1,3179 nm,
B =93,27°). Coenunenns Ag SnS. XapakTe-
pU3YIOTCA WHKOHTPYIHTHBIM  TIJIABICHUSMHU
npu 955 K. Ag,Sn,S, miaButcs MFHKOHIPY3HTO
mpu 927 Ku numeer KyOMUECKyI0 CTPYKTYpY:
(IIp.r.: P4,32)np.:a=1,0799 umu Z =4 [1].

OCHOBHO# 11eNBI0 PaboTHI SBISIETCS CO3-
naHue (QU3NKO-XUMHUYECKHX OCHOB TIONY-
YEHUs HAHOYACTHIl CcoequHeHus Ag SnS,
METOJIOM XHMHYECKOTO OCaXJCHHS B Cpere
STUJICHIIIUKOJIA.

B kadecTBe HCXOJHBIX KOMIIOHEHTOB IS
CUHTE3a COCIUHCHUS AgZSnS3 OBLIIM MCIIOJb-
soBanbl AgNO, u SnS,. Jlna cuHTe3a SnS,
B3SUTH COCAMHCHHE Sn 1%'2H20 U PacTBOPH-
T B KOHLIEHTPUPOBAHHOW COJSTHOW KHCIIOTE,
a 3aTeM OKHMCIIMJIM MEePOKCHIOM BOAOPOAA JI0
SnCl,. B nonyyennpii SnCl, npunumu pac-
TBOP THOALIETAMHU/IA M MOJIyYHIIH OCA/IOK SnS,.
3arem ocaioKk SnS, NPOMBUIH JUCTUIMPOBaH-
HOM BOJIOWM U BBICYIIMJIM B BaKyyMe€ IPU TE€M-
neparype 353 K.

CornacHo ypaBHEHUIO PEaKlly Ha aHAJH-
THYECKHX Becax Oblau B3Bemansl 0,118 © SnS
n 0,1465r AgNO,, nmepeMemansl U K 3TOU
cMecHu npuiiad 20 M1 STHUIICHTIIHKOISA. YpaB-
HEHHE PeaKIui NUMEeeT CIeAYIONIHA BU;

4 AgNO, +35nS, —> 2Ag,SnS, + Sn(NO,), .
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Puc. 1. Muxpoghomozpapuu nanovacmuy coeounenus Ag,SnS, npu memnepamypax
a) 353 K; 6) 403 K; 6) 453 K

PactBop nepemernuBanu B Teuenuu 30 Mu-
HYT, 3aTeM KaXIblid 13 00pa3loB MepeMecTu-
U B 3 aBTOKJIaBa, U B TeueHue 48 yacoB Ha-
rpeBasiy npu Temneparypax 353, 405 u 453 K.
ITocne cuaTe3a ocamokx (uimsTpoBamu. Jlms
M3BJICUCHUS] M3JIMIIKK OJ0Ba CIiepBa MPOMBI-
mu 0,1 M pacTBOpoM a30THOW KHCIIOTHI, 3aTe€M
JUCTUJUTMPOBAHHOW BOJIOM M 3TaHONOM. O4H-
IICHHBII 0CaJI0K B TeYeHHe | yaca BBICYIIHMBa-
au B Bakyyme 1ipu 353 K.

ITonydenHslif 0caJiok criepBa UCCIEA0BAIN
MHUKPOCTPYKTYPHBIM aHAJIN30M (B MHUKPOCKO-
ne ¢upmbl HITACHI TM 3000). beio ycra-
HOBJIeHO, 4To npu 353 K nmomydeHsl HaHO4Ya-
cTulpl ¢ cuiibHOM anresueit. [1pu 403 u 453 K
HaOromaercst  (hOpMUpOBaHWE HAHOYACTHII.
ITomroe dopMmupoBaHWE HAHOYACTHIICH Ha-
omomaercs npu 453 K ¢ pazmepom 38-107 am.
[IpakTudeckn ObLIO yCTAHOBJICHO, YTO pa3Me-
Bl HAHOUACTHI] U3MEHSIETCS B 3aBUCUMOCTH OT
KOHIICHTPAIIUA KOMIIOHEHTOB U BPEMEHHU Tep-
MHYeCKOH 00pabOTKH.

AT 4
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Puc. 2. Kpusas JITA coedunenus Ag,SnS,

WHauBUIyanbHOCTh  CHHTE3WPOBAHHBIX
COETMHEHHUH KOHTPOJIMPOBAIH METOIaMH T (-
(hepennmanpaO-Tepmuueckoro (ATA) (mupo-
metp HTP-70, mpubop TepmockaH-2) u peHT-
rerogazosoro (POA) (2D PHASER «Brukery,
CuK , 20, 20-80 rpaz.) ananu3oB. Ha kpuBoii

HTA  coemunennss Ag,SnS, oOHapyKeHHbIA
sunorepmuueckuii apdexr mpu 935 K coor-
BETCTBYET TEMIIEPaType IJIaBJICHUSI COCIUHE-
Hust Ag,SnS. (puc. 2). TlomyueHHbIE PE3yIib-
TaTbl COOTBETCTBYIOT JINTEPATYPHBIM JAHHBIM,
MIPECTaBICHHBIM BBIIIE.

Ilo nanueiMu PDA ycraHoBieHO, YTO TpU
353-453 K monyuenHoe coenuHenue Ag,SnS,
B OCHOBHOM HaXOAWTCS B aMOP(HOM COCTOSIHUH
(puc. 3). [Tocne Tepmudeckoit 00pabOTKH HHTEH-
CUBHOCTb TH()PAKIIMOHHBIX JIMHUN COSIUMHEHUS
Ag,SnS, comiacyrorcs ¢ JMTEpaTypHBIMU JIaH-
HbIMHU (puc. 3). B pesynbrare ux pacum@poBKu
TMOJTyYEHBI CIeyIOINe apaMeTpbl OPTOPOMOH-
ueckoi pemerku (IIp.r.: Prna2 ;np.:a = 0,6272,
b=0,5795,c=1,3181 um, f =93,31°).

bouio u3yueno BiusHue pH cpenpl U Tem-
neparypbl Ha TIOJTHOE OCAKICHHE COEIMHEHUS
Ag,SnS,. Jljist 5TOTO MPH Pa3INYHbIX 3HAYCHUSIX
pH cpensl u B TemneparypHoM HHTepBane 343-
453 K Obu1 u3y4yeH BBIXOI HPOIYKTA. YCTaHOB-
JICHO, YTO MAaKCHMaJIbHBII BBIXOZ COCAMHEHUS
Ag,SnS, nabmonaercst npu pH = 3,5-4 n Temne-
parype 343K IIpu pH > 5 B cucreme momyvaet-
cs1 coenunenne Sn(NO,),. TIpozykrel ruaponmsa
9TOTO COE/IMHEHHUSI IEPEMEILIUBAIOTCS ¢ Ag,SnS,.
Jnst monmydeHust B pacTBOpe KHUCIOTHOW Cpefibl
UCIIONB3YIOT a30THYIO KHCIIOTY. YCTaHOBJIEHO,
uro npu pH <2 coemunenne Ag,SnS, pasnara-
ercs. Biusiaue pH cpenel u temneparypbl Ha
TOJIHOE OCAKIICHUE COEMHEHHs A SnS, Tpejt-
CTaBJICHO B HIDKECHeayromeH Tadmuie (Tadm. 1).

Taonauma 1
Bnusinue pH-cpenpl u TemnepaTypsl
Ha BBIXOJI coetMHeHus Ag,SnS,

Temmnepa- | pH | Macca coequne- | Bexon coemyte-

Typa, K st Ag,SnS,, mr | Hu1 Ag SnS,, %
323 3 2534 93,2
343 3,5 263,02 96,52
353 3.8 266,07 97,64
373 4 259,88 95,37

MEXTYHAPOJIHBIN KYPHAJI TIPUKJIA THBIX
1 ®YHIAMEHTAJIBHBIX NCCJIEJOBAHUI Ne 8, 2016



518

B CHEMICAL SCIENCES W

1104

1005

] lab21_Ag2SnS3.raw (Strip ka2)

T T T ¥

40 50 60 70
2Theta (Coupled TwoTheta/Theta) WL=1.54080

Puc. 3. Jughpaxmozpamma nanowacmuy coedunenus Ag,SnS,

Taoauna 2
Pesysnbrarhl 21EeMEHTHOTO aHaIM3a CoeMHEHns Ag, SnS,
CoenuHeHUS KomuaecTso amemenTos, Bec. %
Ag Sn S
TEOP. npax. TCOP. pax. TEOP. pax.
Ag,SnS, 50,12 50,11 27,61 27,59 22,27 22,30

XUMHUUECKMM M TepMOIpaBUMETpHUUE-
ckuM (NETZSCH STA 449F3) metomamu
aHaju3a OB YCTAaHOBJIEH XUMUYECKHH CO-
craB coeauHenuss Ag,SnS,. CormacHo pe-
3yJlbTaTaM aHajau3a, IepBas IOTeps Macchbl
HaOmonaercs npu 395 K. JlanpHelmee mo-
Tepsl Macchl HAOIIONAETCA B TEMIIEPATyPHOM
nutepBasie  500-950 K. CormacHo mnotepu
MacChl 1 XUMUYECKOMY aHAJIU3y MPOIYKTOB
OKHUCJICHMsI, ObUI YCTAHOBJIEH 3JIEMEHTHBIN
cocTaB coequHeHHs (TabI. 2).

U3 pe3ynbraToB aHam3a YCTAHOBICHO, YTO
B COCTaBe COeNMHEHMA AZ,SnS, IPUCYTCTBYET
m3nuiiHee komudectBo cepbl (0,01-0,03 %).
OTO KOJIMYECTBO HE BIMSET Ha TEMIIEPaTypy
IUIaBJICHUS COCTUHEHUSL.

BeiBox: ObL10 IOTY4€HO MHANBUAYAIBHOE
coenuHennst Ag,SnS,, B pe3yibTaTe peaKiuu
oOMeHa B cpexe sTuieHruKomns. Mccnenosa-
HBI HEKOTOpbIEe (PU3UKO-XUMHUYECKHE CBOMCTBA
(Temmneparypa miaBJeHHS, TapaMeTpbl Kpu-

CTAJNTMYECKOM pEeIIeTKH) 3TOro COEeNNHEHUs
1 ObUTM CpPaBHEHBI C JIUTEPATYPHBIMU AaHHbBI-
mu. IlomyuyeHHbIe pe3ynbTaThl JOKA3bIBAIOT,
YTO JpyTHe e THOCTAHHAThl cepedpa MOXKHO
HOJIY4UTh 3TUM METOIOM.
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