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ONPEAEJEHHIO MUKPOKOJIMYECTB CYPbMb! B OJIOBE
C OTAEJEHHUEM CYPbMbI 3KCTPAKUHUEH JUHU3ONPOIIHJAOBDBIM
3¢HPOM

JI. ®. 3AHYKO, M. C. 3AXAPOB, JI, I'. IHUITKOBA
(TpencTaBaeHa HAaYUHLIM CEMHAADOM XKMHKO-TEXHOJOFHUECKOro (aKyabTeTa)

Panee [1] namn Gei1a npepsiodkeHa MeTOJMKA ONpPeJeNieHUs MUKDPOKORi-
ileHTpanMil CypbMbl B OJI0BE MeTOAOM aMaJblaMHOH mosasiporpaduu ¢ Ha-
KOIJICHHEeM Ha CTAaUMOHAPHOH PTYTHOH KamJje, COTNJIACHO KOTOPOH pacTBope-
HHe HaBecku ojoBa nposoautochk B eMecu HCIl-- Bry, a ornesnenue cypbMsi
OT 0/10BAa H MEIIAIOIHX ee aMaJblraMHO-TIOJASIporpaduueckoMy OnpeneseHHI
npumecell Cu u Bi skcrpakuueit u3 60 3TunaneraToMm,

Ucxoxs u3 autepaTypHbIX AaHHBIX [2, 3], mpeacraBasieT HHTepec BbIsC-
HUTb BO3MOXKHOCTb aMaJbTraMHO-NOJAAPOrpadHIEcKOro Onpefe]eHnss MHUKPO-
KOHIEHTPaUHH CYPbMBI C OTJejleHHeM ee OT 0JI0Ba U MellawliuX 3JeMeH-
roB (Cu u Bi) 3kcTparupoBaHHeM AMH3ONPONHUAOBHIM 3(DUPOM H3 COJSHO-
KHCa0i cpeipl. [lanHas pafora W MOCBALIEHA 3TOMY BONIPOCY.

SKCHepHMeHTaJleaH 4acCThb

Ionsiporpaduueckue u3MepeHUs] IPOBOJHIUCE HA CAMODETHCTPHPYIOLIEM
npubope tena OH-101 Orion KTS ¢ 4yBCTBUTENBHOCTBIO TajbBaHOMeETpa
1:10 =% a/um. B pabore HCIOMAL30BAJCS 2JCKTPOJU3EP CO BCTABHBIMH CTa-
KaHuuKamy [l], craupoHapHBIM 3JA€KTPOAOM CJAYXKHJAa KAl PTYTH, MOJY-
UeHHAs 3JIEKTPOJM30M M3 HACHIILIEHHOTO a30THCTOKHCJOTO PacTBopa pPTYTH
Ha cepeOpsIHON NMPOBOJOUKE, BIASHHOI B CTEKASIHHYIO TPYOKY. B kauecTBe
aHoJa MCIOJb30BAJICH HACHILEHHBIH KaJOMEJbHBIH 3JeKTPOL.

CranzapThblil pacTBop cypbMbl (3-) 500y (ly =10~ 9 2) rotoBujcs u3
METaJJIH4ecKOl CypbMbl pACTBOpPeHHEM ee¢ B KOHIEHTPHPOBAHHOH CEPHOI
xucjore. CtanpapTHelit pactBop Sb (5 ) roroBuJCsS pacTBOPEHHEM HABECKH
MEeTaJ//Ma B KOHIUCHTPHPOBAHHOH COJIAHOH KHCJOTE B INPUCYTCTBHM OKHCJIH-
1e4id — neprujgposas. HM3ObITOXK Nepruapods ypadasics HarpeBaHueMm TIpH
£ =60—70°.

PactBopel KoHLeHTpauuii 50y, 5y, 1 y roToBU/IKCh NyTEM IOCJAE10BATEND-
HOTO pas3baBaeHus.

B cBsisn ¢ TeM, 4TO CyppMa 3IKCTPardpyercsi B HSATHBAJEHTHOM COCTOS-
IMH, a moJsiporpapupoBaTh ee yAOOHee B 3-BAJIEHTHOM, HaMM IIPOBEAEHH!
HCCJIGIOBAHUS TI0 BHISICHEHHIO MOJHOTHI BoccTaHoBgenusa Sbst go Sb3+ coasi-
HokucauM rugpasuiom B 1 N HCI (don).

C aroff HeJbl0 H3BECTHOE KOJHYECTBO CTAaHAAPTHOTO pacizapa Sho+
(0,1y) BoccTaHaBAMBaNOCh B IPHCYTCTBHH H30BITKA Sn*+* ~ 50 mc co-
JISSHOKHCJIOTO THAPAa3WHa NPH HarpeBaHUU Ha BoisHo#l OaHe (~90°) B Teue-
nue 15 muH. ITpu sT0# onepanun Hapsny ¢ BoccranoBienueM Shs-1- no Sh3+

* qETblpeXBaJIEHTHOG 0JIOBO OCTAaEeTCs < CyprOl:I IIpH OTAEJEHHH €€ OT 0JioBa 3KCTpa-
THPDOBAHHEM.
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IIPOHCXOAUT # BoOccTaHoBJdeHHe Sn*+ go Sn?* . Ilocste BoccraHoBJieHus
PacTBOP OXJ1aXK,/A€TCS, IPCBOAUTCS IEKTPONUTHUECKOe HAKOIJIEHHE CYPbMHI
¥ CHUMaeTCs aHOJAHAs IOJgporpaMMa B MHTepBaJe Hanpsikenus — 0,6—0 6.
ITpn pocrmxenun nuka Sn?t (—0,48 8) mpoBogusiach OCTaHOBKA IOTEH-
nvoMeTpHyeckoro 6apabaHa Ha BpeMs, JOCTaTOYHOe O/ AHOMHOTO PacTBO-
penust onoBa. Ilocse sToro 6apaGan cHOBa BKJIIOYAJCS H NOJYUAJCS AHOLHbBIIT
syOen cypbMmul. [Tomydennniii 3y0en npuHaanexana 3-BaJeHTHOH cypbMe, Tax
KaK b-pajentHas — Ha ¢oHe 1 N HCl — He BoCcraHaB/imBaercsi. Pesyabrats
ONBITOB NIpHBEJEHH B Ta0JI. |.
Ta6auna 1

H3ayyenne noJHOTHLE BoccTaHOBIeHHA Sh5t go Sh31 CONAHOKHUCABIM THAPAZHHOM
A

Iaybuna sy6na (wmm) Sh [Tpupoct raydunst 3youa .
nocfe BOCCTAHOBAEHUS Sb (4e4) 0T moGanKu B % BOCCTAHOBJAECHNA
Sbé+ (0,1¢) no Shé+ anexTpoansep Sb3t (0,1))
25 27 93
25 25 100
26 27 96
25 27 . 93
2% % 100

Kak Buano u3 rtadauunl, BoccranoBjeHue Sbh™mo Sb®+ npoucxopur
KOJIM4YeCTBelHO.

Biavane Obid TpOBefeHbl HCCASJOBAHUS 110 BBIICHEHHIO THOJHOTLI
3KCTPAKIIMOHHOrO HM3BJeueHuss Sb™"  nguusonponugaoBbiM 3GUPOM Ha CHHTE-
THUYECKHX pAcTBOPax B OTCYTCTBHM oJioBa. Jlas sroro OGpaJjoch H3BeCcTHOE
KOJIH4YecTBO Sb°" 4 NpOBOXMJIOCH SKCTPAKUHOHHOe H3BJeUeHHe ee JHUH30-
nmponuaoseiM 3dupom uz 7N HCI [3]. Tlonsiporpadupoeanue BHIIOJHSJIOCH
ina ¢one 6 NHC] (Boccranossmenne Sb®+ 1o Sbh3+ B 3TOM cjayvae He MpO-
BOJHJOCDH).

PesyabTatel 3THX Hccae 0Bankil NpHBeJeHH B Ta0J1. 2,

Tabauuna 2

Peayabtatel Hecief0BaHHE HO IKCTPAKUHOHHOMY H3BJedeHHMIo Sb5 - JMM3ONPONHIAOBHIM
adpupom u3 7N HCI Ha cuHTeTHHUECKHX pacTBOpax

oge g |yt onaotnen T o
28 30 92
27 30 90
26 30 87
27 30 90
25 29 86
n 28 89

Hanee u3yuanach MOJHOTA OTAeJEHHII MHKPOKOHUEHTPAUH{l CYPbMBI OT
oaoBa. B atHx uceaenoBaHufAX OpaJjach HaBecka oJoa 0,5 ¢ U K Hell 1o-
Gapasoch M3BecTHoe KoJanuectBo Sb?+  (0,1y). HaBecka osnoBa pactBops-
aace B cMmecn HCl-+ HqO,. Tlpencrasiasier MHTepec H3YUHTh 3KCTPAKUHOH-
HOE OTHAeJAeHHe CYPbMbl U3 Cpefbl, MOAyUalolieiics nocsie pacTBOPEHHsT HaBeC-
KH OJIOBA W pa3pyHIeHHs NepPTUApOJst NIPH HATPEBAHHH. ITO COKPATHT BpeM:
aHaJu3a (A/s1 ynapuBaHusi NOJYYeHHOTO pacTBopa npu ¢t ~ 80° jocyxa Tpe-
Oyercsi ~ 3 yaca) ¥ YMEHbIIHT MOTepH CYpbMbl. KHCJIOTHOCTB pacTBOpOB
nocie pasiaoxkenust HoOy ~ 3,5 N no HCL
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Pe3yabTaThl 9THX HCCAEJOBaHHH INpeAcTaB/iedbl B TabJa. 3.

Ta6auuna 3°
H3yuenne NOJHOTH ONpeje/ieHHst CYpPbMbl IIPH 3KCTPATHPOBAHHM ee M3 ~ 3,0N
AHK3ONPONHAOBHIM 3(pHPOM B NPHCYTCTBMH PACTBOPEHHOTO 0J10Ba

h, ma, Sb o1 n06aBKH [pupoct A, s, Sb ot [Toauora
nepes pasfoxeHHeM JI0OBABKH B 3AEKTPONH3ED olnpee’deHu
11 22 50
14 23 51
13 22 59
10 20 50
10 21 48
12 ' 22 55
11 20 55
10 20 50

Kak BujiHO M3 TaOJuIbl, NOJHOTA ONpeneneHus coctabiger H0—559%,
™ JAJIS MOJNY4YeHUs UCTHHHOTO COAep:KaHHusi Sb B 0JioBe HOJYYeHHBIHl pe3yJb-
T4T HYXKHO YMHOXKATb Ha MOCTOSIHHBI KO3 @uitnenT — 2.

Ha ocHoBanuy mpoBeieHHBIX HCCAENOBAHUN INpeaaaraercs CAeAVIOmasn
MeTOJHKA OflpelesleHUs] MHKDOKOHICHTpALHU{I CYPbMBI B OJIOBE:

0,5 2 U3MeJbUYCHHOTO METaJJIHYEeCKOTO O0J0Ba pacTBopsieTcss B 4,5 mm
KOHIICHTPHPOBAHHON COJISTHON KHCJOTBHI B NMpUCYTcTBHHM 30—35 Kameapb Iep-
rujipoasi. [leprugponey npubassaserca 0 KamJgM W YallkKu OXJaXKAAIOTCA
BOJONPOBOJHON Bomoil. Ilocsie pacTBOpeHHS HaBeCKU MNepPrujpoib paspy-
waercst npu 60°—70° B Teuenue 30—40 mun. Ha Bo3nywunoi Gane. Ilocae
OXJaKACHHSA COAEPKHUMOE yallieKk IePeHOCHTCS B Ae/UTEe/AbHBEIE BOPOHKH.
"lamxka cmonackuBaercsa 2 nopuusamu 3,5 N HCl u o6beM kucaofi ¢hasel JOBO-
auTes go ~7 ma. [loce 3TOro npoBoJUTCS TPEXKpPaTHOE SKCTPardpoBaHHe
3- ma 3(hupa 3HepPrHUYHBIM BCTPSIXHBAHHEM BOPOHKH B TeueHHe 3-MHHYT Kax-
Jbiit pas. Cobpanabie 9KCTpakTHl npomeisaiorcsa aBaxast 4 N HCI B TeueHue
2 MHUHYT, 3aTeM 5QUp NePEHOCAT B KBapPLEBHll CTAKAHUMK M yIapHBAIOT LO-
cyxa, npu ~ t°==70° K cyxomy ocTaTtky n06aBisioT 2—3 KallJu KOHLeH-
TpupoBannoit HNO; nsist paspyiuenns c/aefoB OPraHUUECKUX BelleCcTB H yla-
puBawT jgocyxa. lanee B crakanyuk goGamasior 2 wma ¢ona 1 N HCY
1l POBOJSIT BOCCTAHOBJIEHHE COJSHOKHMCJABIM T'HAPA3UHOM NP HarpeBaHHil.

Ilocne oxmaxneHus pacTBOpa CTaKaHUMK BCTABJASIOT B 3JeKTPOJH3Ep,
nponyraior B Teuenue 10 mMuH. oumiieHusii Ng ¥ HPOBOAAT 3JAEKTPOJAU3 Ha
CTalMOHAPHON pTyTHOIN Kanne npu —0,66 (rac. k.3.), noc/ae yero CHUMAamT
noasiporpammy. CojepkaHde Sb onpenensior Merogom aodasok. Ilo astoi
MeTOJMKe NPOBe/eH aHaJIN3 HeCcKOJbKHX 00pasIlloB oJ0Ba.

PesynpraThl aHAAH3a OZHOH MapTHU 0JI0BA NpPEACTaBJAcHL B Tada. 4.

Tatbauna 4
Auxanus oaoea Ha coepiKaHne CypbMbl

Conepwaunue Sb meronom

aMaabramHoi nonaporpaduu 2,4-107°% | 2,3-107°% [ 2,5.1075% | 2,3.10°°%
XHMHKO-CHBKTPaJEbe{e o 5
Janibie 2.107%% 2,3-107°%

UyBCTBUTENbHOCTD METOMMKH IIpH paspaborTaHHblx yegaosuax A p-pa
Q ma; v=7 mun; s =8-10"Y a/mm cocraBaser 1-107°9%.
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