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UCCAENOBAHUSI MO AMAJIb'AMHO-NIOJIAPOTPA®UYECKOMY
ONPEAEJIEHUIO MUKPOKOJIMYECTB CYPbMbI B OJIOBE
C OTAEJIEHHUEM CYPbMbl 3KCTPAKUHUEW JUU3ONMPONUJIOBDHIM
IPUPOM

JI. ®. 3AUKO, M. C. 3AXAPOB, JI, I. IIUIIKOBA
(TIpecTaBieHa HAYYHBIM CEMHHADOM XHMHKO-TEXHOJOFHUECKOTO (aKy/bTeTa)

Panee [1] namu Oblia npeasioxieHa MeTOJHKA OIpeesieHHsT MUKDPOKOH-
ileHTpaluil CypbMbl B OJIOBE METOJOM aMaJblraMHON mogasiporpaduu ¢ Ha-
KOIJIEHHeM Ha CTALMOHAPHON PTYTHOH KaIljie, COTJIaCHO KOTOPOil pacTBope-
HHe HaBecku osoBa nposoauaock B cMecu HCl - Bry, a oraenenue cypbMmbi
OT 0J10Ba U MeUIAIOUIHX ee aMaJblraMHO-T0JsporpapuueckoMy OnpeaeaeHHio
npumeceil Cu u Bi skcrpakuueil u3 6H sTunauneTaTom.

Mcxonst u3 aurepaTypHbIX JaHHBIX [2, 3], mpeacraBiasieT UHTepeC BBISC-
HHTb BO3MOKHOCTb aMaJ/blaMHO-TOJSIpOrpaduueckoro OmnpereseHuss MUKPO-
KOHIIEHTDAUHUil CypbMbl C OTJeJEHHEM ee OT 0JIOBa M MellalolluX 3JeMeH-
roB (Cu m Bi) skcrparupoBanueMm IHH3ONPONUJIOBBHIM 3(DUPOM H3 COJMSTHO-
kucaoii cpenpl. JlaHHast pa6oTa M NOCBsIIEHA 3TOMY BOTPOCY.

JkcnepuMeHTaJdbHAS YacTh

IMoasiporpaduueckue ¥3MepeHUs IPOBOJUIUCH HA CAMODETUCTPHPYIOLIEM
npubope tina OH-101 Orion KTS ¢ uyBCTBUTEJNBHOCTBIO TaJbBaHOMETpPa
1:10 ~° a/um. B pabore ucnosb30Bajcsl 3/J€KTPOJU3EP CO BCTABHBIMH CTa-
KdHYMKaMH [l], cTanuoHapHBIM 3J€KTPOJAOM CHAYKHJIAa Kamjas PTYyTH, IOJY-
UeHHAsl 3JIEKTPOJIHM30M M3 HACBHIIIEHHOTO a30THCTOKHC/JOTO pacTBopa PTYTH
Ha cepeOpsIHON NPOBOJIOUKE, BNASHHOI B CTEKASIHHYIO TPyOKY. B Kauecrse
aHoJa HCIIOJIb30BAJICl HACBLIEHHBIII KaJOMEeJbHBIH 3JeKTPOJ.

CranpapTHblil pactBop cypbMmbl (3-F) 500y (1y=10—6 2) roroBusics u3
METaJ/JIHYeCKOl CypbMbl DAacTBOPEHMEM ee B KOHLEHTPHPOBAHHOH CepHOI
xucgore. CranaapTHbiil pactBop Sb (5 ) TOTOBUJCSI paCTBOPEHHEM HABECKH
MeTaJjjla B KOHIEHTPUPOBAHHOH COJSHOH KHCJOTE B INPHUCYTCTBUH OKHCJH-
1eJ1 — neprujpossa. M3ObTOK nepruaposs yAaasijcs HarpeBaHHeM TpH
1 =60—70°.

PacrBopbl koHLeHTpauuii 50y, 5y, 1 y roTOBU/INCH TyTeM IOCA€I0BATEND-
HOTO pasbaBJeHusl.

B cBa3u ¢ TeMm, 4TO cypbMa 3KCTpParupyercsl B ISITHBAJEHTHOM COCTOSI-
HUH, a moJissporpadupoBaTh ee ynoOHee B 3-BajJeHTHOM, HaMHU IPOBEJEHH
MCCJIEIOBAHHS 110 BbISICHEHHIO TIOJHOTHI BOcCTaHOBJAeHUs1 Sb5T 1o Sh3+* cous-
HokucabiM ruapasusoM B 1 N HCI (don).

C arofi menbl0 H3BECTHOE KOJHUECTBO CTAHAAPTHOTO paciznpa Sbe T
(0,1y) BoccTaHaBAHBAJNOCH B NPHCYTCTBHH H30BITKa Snt+*  ~ 50° mc co-
JITHOKHCJIOTO THAPA3nHa NPU HarpeBaHUM Ha BoJsiHOW GaHe (~90°) B Teue-
nue 15 mun. Ilpu 310ii onepanun Hapsigy ¢ BocctaHoBJaeHHeM Sb5-- mo Sh3+

* UeTplpexBaJIeHTHOE OJIOBO OCTAE€TCsi < CYPbMOH TPH OTJAEJNEHHH €e OT 0JI0Ba 3KCTpa-
THPOBaHHEM.
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IPOUCXOAUT # BoccraHoBJenue Sn*+ go Sn®* . Ilocite BoccraHoBJIeHHS
pPacTBOP OXJIaXKJaeTcsl, IPOBOAUTCS 3JEKTPOJHTHUECKOE HAKOMJIEHHE CYPbMbI
¥ CHHMaeTCsl aHOJHAsl MoJsporpaMMa B HHTepBaJe Hanpsikenust — 0,6—0 6.
[Tpn nocrmxenun nuka Sn2*+ (—O0,48 8) mpoBogMsIach OCTAHOBKA IOTEH-
nuomeTpuyeckoro 6apabana Ha BpeMsi, JOCTATOYHOe AJSI dHOJTHOTO PaCTBO-
penus osoa- Ilocie sToro 6apaGaH cHOBa BKJ/IOUAJICS H MOJNYYAJICST aHOIHBIIT
sy0el cypbMbl. [Tomyuennbiii 3y6en npuHajaiexan 3-BajJeHTHOH cypbMe, Tax
KaK b-BasienTHass — Ha ¢oHe 1 N HCl— He BoccranaBauBaercsi. Pesysnbrathl
ODBITOB NpHBeAeHbl B TabJ1. 1.
Ta6auna 1

Hayuenue nosiHoThl BOCCTaHOBJeHHA Sb5+ o Sp3+ CONAHOKMCIABIM THAPA3HHOM

Fny6una 3y6una (as) Sb [Tpupoct raybunst 3yodua 4
nocjie BOCCTAHOBAEHHH Sb (ua) or moGaBku B ’ BOCCTaHOBJCHUA
SbS+ (0,1y) mo Sb3+ snextpoausep Sb3+ (0,1))
25 i 93
25 25 100
26 27 96
25 2¢ ; 93
26 26 100

Kak BuaHo u3 Tadaulib, BoccTaHoBjgenune Sbitnmo Sb®*+ mnpoucxomur
KOJIMYeCTBEHHO. .

Buavaje ObliM TpOBefeHbl HCCJAEIOBAHUSI 110 BBIICHEHUIO TOJHOTE
3KCTPAKIHMOHHOTO H3BJeueHuss Sb™" auusonponuaoBbIM 3pHPOM Ha CHHTE-
THYECKHX pacTBOPax B OTCYTCTBUM oJsioBa. Jlas storo OpaJjoch HM3BEeCTHOE
KOJIMyecTBO Sb®" ¥ NIpPOBOAU/IOCH 3KCTPAKIHOHHOe H3BJeUEHHE ee JHU30-
nponuaoBbiM 3¢upom u3 7N HCI [3]. [ToasiporpacdupoBanue BBIIOJIHSAJIOCH
na ¢one 6 NHC] (BoccranoBnenue Sb® * mgo Sh3* B sTOoM c/aydae He mpo-
BOIHUJIOCH).

Pesy/bTaThl 3THX HCC/Ie10BaHKIl TPUBEEHBI B TA0J. 2.

Tabauna 2

PeaynbTaTel MCCJAEJOBAHHIA MO IKCTPAKUMOHHOMY H3BJedeHHI0 Sh5+ nuU30NPONUIOBHIM
atupom u3 7N HCIl Ha cuHTeTHUeCKMX pacTBopax

no(COJ,llex)m;zc,Tgf;;jpsot?safm Sbgf‘zgﬁf“j Z;Teéopésﬁr;;p % H3BJIEUEHHUS
28 : 30 92
27 30 90
- 30 87
27 30 90
25 29 86
e 28 89

Jlasiee u3yuaJsiach MOJHOTA OTJAe/JeHUH MHKPOKOHLEHTPALHU CypbMBbI OT
onoBa. B aTux uccaenoBaHusix OpaJgach HaBecka oJgoBa 0,5 ¢ u K Hell no-
OaBassioch u3BectHoe KosmuectBo Sb3 ™ (0,ly). HaBecka osoBa pactBops-
nacb B cMmecu HCI - Hy0O,. IlpencraBnasier uHTepec H3YUUTh 3KCTPAKIUOH-
HOE OTJeJeHHe CYpPbMbl U3 CPebl, MONydatoulelics nocsae pacTBOPEeHHsT HaBecC-
KH OJIOBA W Pa3pylleHUs MEepPrupoJisi IPU HAaTPeBaHHH. DTO COKPATHT BpeMs
aHanusa (47151 ynapuBaHus ITOJY4YeHHOTO pacTBopa npu f ~ 80° mocyxa Tpe-
6yercd ~ 3 uyaca) M YMEHBIUHUT HOTepU CypbMbl. KHCJIOTHOCTH pacTBOpOB
nocae pasioxenus HoOp ~ 3,5 N nmo HCI.
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Pe3yabpTaThl 3TUX HCCAEJOBAHHUIl NpeAcTaBJdeHbl B Tadad. 3.

Tia 6/ LU ma 3"
H3yuenne noOJIHOTHI OMpPENEJNeHHs CYypbMbl NMPH 3KCTPArkpoBaHHU ee H3 ~ 3,5N
JAMHU3ONPONUIOBBIM 3(HPOM B MNPHCYTCTBMH PacTBOPEHHOTO 0J0Ba

h, #u, Sb ot n06aBKHK [Ipupocr h, amn, Sb ot [Tonnora
fepes pasfoxKeHHeM N0OABKH B 3JEKTPONU3ED orpeeeHus
11 22 50
T i 23 51
13 22 59
10 2075 50
10 21 48
12 . 22 55
11 20 55
10 20 50

Kak BuaHo u3 TaOJuIbl, NOJHOTA ONpejesneHuss cocraniasger 50—559,

W JJIs TIOJIyYeHHsT UCTHHHOTO Cofep:KaHus Sb B 0/I0Be MOJNYUYEHHBI pe3yJb-

TAaT HY2KHO YMHOXKATb Ha NOCTOSIHHBIN KO3 QuIueHT — 2.

Ha ocHoBanuu npoBeleHHBIX HCCJAeJOBAHHI Hpeaaaraercs c/aeaylouiast
METONUKa OmpeleseHUs] MHKPOKOHIIEHTPALHUil CypbMbl B 0J/IOBe-

0,5 2 U3MebUEHHOTO MEeTaJIJInUecKOoTO 0JiI0Ba pacTBopsietcd B 4,5 mm
KOHIEHTPUPOBAHHON COJISIHON KUCJAOTH B npucyrctBuu 30—35 kameab mep-
ruapods. Ileprugposnp mpubaBiasercss MO KamasiM M YallKH OXJaXKAal0TCs
BoponpoBojaHoii Bomoil. [locne pacTBopeHHsT HaBeCKH TepPruapoab paspy-
liaercss npu 60°—70° B Teuenue 30—40 muH. Ha Bo3myunoi Gaue. ITocne
OXJIaXKAeHHsI COJEepKHUMOe - yallieK INEepPeHOCHTCS B Je/JUTe/bHbie BOPOHKH.
amka crnonackusaercs 2 nopuusmu 3,5 N HC] u o6beM Kucjaoil ¢asbl 10BO-
auTcsi 1o ~7 ma. Ilocne 3TOoro NpoBOAUTCS TPEXKpaTHOE 3KCTpardpoBaHue
3- ma 3¢pypa SHePrHUHBIM BCTPSIXUBAHHEM BOPOHKH B TeueHHe 3-MUHYT KaiK-
Jiptit pa3. Cob6panHble KCTpakThl npoMbiBaiorcs ABax bl 4 N HCI B TeueHue

2 MuHyT. 3aTeM 3(HUp NepeHOCAT B KBapLeBblil CTAKAHUHK M yIapuBaloT LO-
cyxa, npu ~ °=70°. K cyxomy ocraTky no6aBjsiioT 2—3 KaI/Jad KOHIeH-
rpupoBanHoil HNO; nnsi paspyuienus ciefoB opraHHYecKUX BelecTB M yTma-

puBaloT jpocyxa. [lamee B crakaHuuk poGamasior 2 wma ¢ouma 1 N HCt
1 NIPOBOJAAT BOCCTAHOBJIEHHE COJISTHOKHCJBIM THAPA3WMHOM NPU HarpeBaHHUH.

Ilocne oxJsa)kieHua pacTBopa CTaKaHUHUK BCTABJASIOT B 3JEKTPOJH3Ep,
npoaysaioT B TedeHHe 10 MuH. oumineHHBbII Ny ¥ HPOBOIAT 3/JEKTPOJHU3 HA
CTalMOHapHON pTyTHOH kamje npu —0,66 (rac. k.3.), mocje yero CHUMamwT
noasiporpammy. Conepxanue Sb ompenensiior meronom mo6asok. Ilo aroit
METOAHKE NPOBeJleH aHa/A13 HeCKOJbKNX 00pasloB 0/10Ba.

Pesynbrarsl aHanu3a ofHOH MapTHU 0J0BA NpeACTaBaeHbl B Ta0J. 4.

Tabanuna 4
AHanuz oJioBa Ha coepiKaHne CypbMbl

Conepxanune Sb metonom . .
amanbraMHoil moasporpaduu 2.41107%% 1 993.10-9% 12,8 10°% 2,3.J0°%

XHUMHKO-CIIEKTPanbHbIE : 5
JlaHHbIE VIO TR 2,3-107°%

YyBCTBUTENBHOCTh METOMMKH TPH pa3paGoTaHHbIX ycaoBusax A p-pa

2 ma; =7 mun; s =8-10"° a/mm cocraBaser 1-107°%.
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