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BJIIEKTPOTEPMHUYECKOE ATOMHO-ABCOPBIITMOHHOE OITPEJAEJEHNE

30JIO0TA ITIOCJIE JNCITIEPCUOHHOI'O

MUKPOSKCTPAKIIMOHHOT'O KOHIHEHTPUPOBAHUA

© H. B. AnemacoBa, H. B. BaGenko, A. C. Anemacosa’

Cmamuws nocmynuna 25 oexabpsa 2015 .

JUTs CHIDKEHUS TIpefiefia OOHAPYKCHHS 30JI0Ta B JKENE30COICPIKAINX MaTepuanax METOIOM aTOMHO-
a0COPOLIMOHHOM CIIEKTPOMETPHH C dJIeKTpoTepmudeckoi aromusaiueit (ATAAC) npeioxkeHo aucrep-
CHOHHOE MHKPOAIKCTPAKIIMOHHOE M3BJICUCHHIE XI0pohopMoM HOHHOTO accormara AuCl, ¢ karnmoHOM
OpWUTMAHTOBOTO 3€JICHOTO. YCTAHOBJICHEI ONITHMAIIBHBIC YCIOBUSI MUKPOIKCTPAKIINH, KOTOPBIEC 0Oectie-
yuBaioT 96 %-Hoe u3BiIeueHue 3010t1a. Pa3padorana skcTpakinoHHO-OTAAC MeToanka onpeaeneHus
30J10Ta, KOTOpast ObLIa MPUMEHEeHa TSl aHaIIN3a MPOO 0CaT0IHON TOpHON MOPOIBI (KOIYSIaHHOTO CIIaH-
11a) ¥ OKUCJIEHHOW (BTOPUYHOI) ITOJMMETAJUIMUECKO Py/ibl, copepkaiux 7 u 37 % jxene3a COOTBETCT-
BerHo. [Ipenen obHapyxenus cocrasister 0,0002 mr/kr (mpu Haecke 500 1, 00bemMe MuHepaim3ara 1 i1,
JIOTIOTHUTENFHOM YIIApHBaHUU aJIMKBOTHI MUHEpaiH3ara B 4 paza H COOTHOIIEHHH 0ObeMOB BOJHOM 1
OpraHm4eckoi (a3 IpU MHKPOIKCTPAKIMOHHOM KOHIEHTpHpoBaHHH 5 Mir:0,12 MT); OTHOCHTENBHOE
CTaH/IapTHOE OTKJIOHEHUE He Tpesbiiaet 0,2.

KuroueBnble ciioBa: DJICKTPOTCPMHUICCKAA aTOMHO-a6COp6III/IOHHa$I CIICKTPOMETPH,; 30JI0TO; JUCIICPCHU-

OHHasi MUKPOSKCTPAKIUS; KEIC30COACPKAILIUEC MaTCPUAJIbL.

ATOMHO-20COPOIIMOHHYIO CLIEKTPOMETPHIO C AIEKTPOTEP-
muveckoit aromuzanueil (OTAAC) MUPOKO HCIONB3YIOT
JUTSL OTIPENICIICHHST MUKPOKOJIMYECTB 30JI10Ta B PA3IUYHBIX
o0bekrax [1]. Tlpu aHanm3e xene3ocoaepKamux o0beK-
TOB (PyA ¥ MPOAYKTOB MX HepepaboTKH, MarMaTHYEeCKHX,
METaMOP(PHUUYECKIX W OCATOYHBIX MOPOX, 30IBlI YIIEH,
JIOMa JIparMeTaiioB, TEXHOJIOTUIECKUX PACTBOPOB H JIp.)
MOJTyYeHHE TIPaBIIIBHBIX PE3YIIETaTOB OCIOKHSIETCS CIIeK-
TpaJIbHBIMU (HAJIOKCHHE JTMHHIA 30510Ta ¥ kene3a [1 — 3])
MIOMEXaMHU U BIMSIHUEM OCHOBBI IIPOOEI, KOTOPBIC HE ya-
eTCS YCTPaHHTh WCIIOJIB30BAHHEM KOHIICIIIIHH TEM-
NepaTypHO-CTAOMITN3NPOBAHHON TIeuu ¢ TuiaTdopmoit [4].
[Ipobnema pemaercst MO0 CyIIECTBEHHOH MOICPHU3AIIN-
el cepuiiHOM ammaparypsl [5], THO00 MpUMEHEHHEM ITpe/I-
BapUTEIHHOTO pa3/eleHust M KOHIICHTPUpOBaHUs. B mo-
CIIEJIHEM CIIy4ae WCIONB3YIOT COPOIMOHHBIE METOJBI
[6, 7], nonHb1it 0OMeH [8], anexkTpoocaxaenue [9] u ap..
OKCTpaKIMOHHOE pa3lelicHHe MO3BONSCT CHHU3HTH
npenen oOHapysxeHus: aeMeHToB MetoqoM DTAAC kak
3a CueT KOHIICHTPUPOBAHUS, TAaK U 3a cYeT cOpoca MaTpu-
1pl. B KauecTBe IKCTPAreHTOB 30J10Ta C MOCIIEAYHONIIM
aTOMHO-a0COPOLIMOHHBIM ~ OIpeJeNieHHeM OOBIYHO HC-
nosib3ytoT KeToHsl [1, 10 — 14]. C uensto nocneayromero
CHEKTPOGOTOMETPUUYCCKOTO OMPEICICHUS 30JI0TO H3BIIC-
KaloT B BUJIC HOHHOTO accornuara (C KaTHOHAMH KPacHTe-
Jel METHJICHOBOTO TOJy0OTO M OpM/IITHAHTOBOTO 3€JICHO-
ro) uim xenara — guTtu3oHara [15, 16]. [lepcriekTHBHBI-
MH SIBIISTIOTCSI CHCTEMBI MUKPOIKCTPAKIIIOHHOTO KOHIICH-
TPUPOBaHMS C IUCIIEPTHPOBAHHEM DJKCTpareHra. Taxk,

! lonenxuii HanuoHanbHbIH yHUBepcuTeT, T. JJoHenk, YkpauHa;
e-mail: alemasovaa@gmail.com

npennoxensl Metoqukn OTAAC ompeneneHus 3050Ta
MOCIIe TUCTIEPCHOHHOTO MUKPOIKCTPAKIITHOHHOTO KOHIICH-
TPUpPOBaHUs cucTeMaMu Buxrtopus romy6as R B xiop-
Oenzoi [17], nuuukiorekcniaMuaoM B xjopodopm [18].
OpHako He BCE H3BECTHBIE SKCTPAKIMOHHBIE CHCTEMBI
MO3BOJISIOT MPAKTUYESCKH TOJHOCTBIO BBIICIATH 30JI0TO
B MIPUCYTCTBUU OOJBIIUX KOJUYECTB XKeJesa yisd Mociie-
nytorero DTAAC omnpeneneHust 30J10Ta HEOCPEACTBEH-
HO B DKCTPAKTe.

Lenpto manHOW pabOTHI SIBISUICS BBIOOp HambOosee
3P PEKTUBHON MHUKPOIKCTPAKIIHOHHON CHCTEMBI M ONTHU-
MasbHBIX yciaoBuit DTAAC ompeneneHus CiIenoBbIX KO-
JIMYECTB 30JI0Ta B JKEJI€30COAepKALUX MaTepraax.

B pabore wucnonap3oBagud aroMHO-aOCOPOLMOHHBIN
cnekTpodporomeTp «CarypH-3» € IMEKTPOTSPMUYCCKHM
aromuzaropoM «Ipadut-2» u neiTeprueBbIM KOPPEKTOPOM
(oHa. Permcrparuro HHTETPAILHOTO 3HAYCHUS aHAIHTH-
YEeCKOTO CHUTHajJa 30JI0Ta TPOBOAMIM HA PE30HAHCHOM
JUTMHE BOJHBI 242.8 HM NpH MIUPHUHE IETH MOHOXPO-
maropa 1,0 aM. CTeneHb 3KCTPaKIMH COSAUHEHHUH 30710~
ta (III) u xene3a (I11) koHTpOTUPOBAM aTOMHO-a0COPO-
[IMOHHBIM METOJIOM C aTOMHU3allMedl B IJIAMEHHU alle-
tuneH — Bo3ayx. [lpu DTAAC ompeneneHun ainvKBOTHI
npo6 py4yHbM no3aropom P200 HaHocunu Ha rpaduTo-
Byl MuiargopMy ¢ muponokpeiTieM (T. CeBepoqoHeIK,
VYkpaunna). Harpe arommuzaropa mpoBOAMIN 10 TpeXcTa-
JIUAHON mporpamme: cymika npu Temmeparype 100 —
110 °C B Teuenue 25 — 35 ¢, nMpoIU3 IPU IJIABHOM IO/b-
eme Temneparypsl 10 700 °C B TeueHue 75 ¢ U aTommu3a-
uus npu 2600 °C B teuenue 7 c. Ha cranuu aromuszanuun



22 «3aBoackas nadoparopus. InarnocTuka marepuaioB» Ne 7. 2016. Tom 82

03r

=
o

A — Ay, OTH. el

L

O’01 2 3 4 5

—1g C[Fe (II1)]
Puc. 1. 3aBUCHMMOCTH aHATUTHYECKOTO CHTHAJIA 30JI0Ta OT KOHIICH-
tpaiuu Fe (II1) B pactBope (r/mi) B IPpUCYTCTBAN 100aBKU: | —
FeCl;; 2 — Fe(NO;);

OCTaHaBJIMBAIIM TIOTOK aproHa BO BHYTPEHHEW IMOJIOCTH
rpa¢uTOBOH MEUH.

Bce mnpumeHsiemble pPEaKTHBBI COOTBETCTBOBAJIN
KBaU(pUKAIMKM 4yjaa W Bbime. s mpurorosieHus pa-
0oduero pacTBopa 30JI0Ta HCIIONB30BAJHM CTAHIAPTHEIH
obpazenr coctaBa pactBopa Au (III) ¢ koHueHTpamuei
0,100 mr/mn, ¢pon — 1,5 mons/n HCl (mpousBoacTBo
®XU ¢ OIT HAH Vkpaunsl, . Onecca). DoHOBBIE pac-
TBOPHI XJ10puaa U HuTpara xenesa (I1I) ¢ konnenTpanuei
0,2 1 0,08 T/MJI TOTOBUITH PACTBOPEHUEM HABECOK LIECTHU-
BogHOTO XJopuaa xkenesa (11I) n kapOoHma xene3a B co-
JITHOM M a30THOM KHCIJIOTaX COOTBETCTBEHHO. B kauecTse
SKCTPAKIMOHHBIX PEareHTOB HCIIOIB30BAJIM BOJHBIE pac-
TBOpHI OpmumnanToBoro 3emeHoro (0,2 %) W MeTuieHo-
Boro romy6oro (0,1 %), a Taxxe pacTBOp AMUTHU30HA B ye-
ThIpexxjopucToM yraepoae (300 mxmons/n). s auc-
NEPCUOHHOM MHUKPOIKCTPAKLUMU NPUMEHSIIM OpraHuye-
CKHE PACTBOPHUTEIN — YETBIPEXXJIOPUCTHIA YIJIEpO H
XJIOpodopM, B KauecTBE AMCIIEPraropa HCIOIb30BAIN
alleTOH, dTWJIOBBIN CIHPT.

HccnenoBanu  BIMSHUE TMEPEMEHHBIX —KOJHYECTB
skenesa (I11) na 9TAAC omnpeneneHue 30510Ta Ha MOJIENb-
HBIX PAacTBOpax, MICHTHYHBIX II0 COCTaBy aHaJIU3Upye-
MBIM [TPOOAM MPH UX KUCIOTHOM BCKPBITUH. MaKcUMalb-
Has KoHreHtpanus skenesa (I11) cocrasmsa 0,04 r/mi,
yTO cooTBeTCTBYeT 50 %-HOMY COIepKaHHIO >Kene3a
B aHAIM3MpyeMoH mpobe NIpH HaBecke 2T M oObeMe
MUHepaiu3ara 25 MiL.

Anuksoty (20,00 £ 0,04) MK MOJIETBHOTO PacTBOpa,
cogepaxarero 3051010 (III) u xeneso (I1I) B Bune Hutpara
WK XJIOpHA, JO3UPOBAIN Ha TPadHUTOBYIO IIATHOPMY H
IIPOBOJMIIN HarpeB aTOMU3aTopa 10 TPEXCTaJUHHOM Ipo-
rpaMme, yKa3aHHOH BbIlI€. YYHUTHIBIM 3HAYEHHE KOH-
TPOIBHOTO OTBITA (A,).

Ha puc. 1 npencrasieHa 3aBUCHMOCTh aHAJIMTHYE-
CKOT'O CHTHaJjia 30J10Ta OT KOHLEHTpAIMK XJIOpHUIA U HUT-
para sxene3a (11I). BunHo, 9To mpu yBeIHUYSHNH coaepiKa-
HUS Kak xyopuaa, Tak u uurpara Fe (I1I) 3naueHue ananu-
THYECKOTO CHUTHAJIA 30JI0Ta CHIDKAETCA, a opMma yXy/ra-
eTCsl, IPUYEM JACHPECCUPYIOIIee BIUSHNUE XJIOPUIA JKeJle-
3a (III) BelpaxkeHo cuibHee. DTAAC onpeaeneHHIo
30510Ta Memaer yxe nobaska 0,0001 r/mn Fe (III) (a0
cootBerctByeT 0,125 % mpu HaBecke 2 T, 00beMe pacTBoO-

pa mpo6b1 25 min). [Ipu xornentpanuu Fe (111) 0,04 r/mn
AQHAJMTUIECKUI CUTHAI 30J10Ta HE MPOSIBIISETCS.

N3BecTHO, YTO MpH OMpPEIeICHUH MHKPOKOJINYECTB
30JI0Ta B MaTrepranax Ha OCHOBE JXeje3a HaOmIomaroTcs
CIIEKTpaJbHBIC U XUMHUYecKre moMexu. [IepBrie cBs3aHbI
C HaJIO)KCHUEM JIMHUH xkene3a u 30i0Ta (Fe — 248,3 HwMm;
Au — 242.8 HM), 9TO TOATBEPXKIAIOT JaHHBIE puc. |.
OpnHa U3 BO3MOXKHBIX IIPHYNH CHIDKEHHS CHTHAA 30JI0Ta
B IIPHCYTCTBHH COJICH XeJe3a — oOpa3oBaHUe XJopa Mo
peakuuu 2FeCl; — 2FeCl, + Cl, (500 °C) [19], xoTopsrii
MOJABIAET TEPMOJMCCOIMALMIO XJIOPUIOB 30JI0Ta H
YMEHbLIAeT CTelNeHb aTOMU3alWU aHajJuTa. Bo3MOXKHO,
aToMM3alMs 30JI0Ta TaKXKe 3aTpyAHEHa u3-3a o0pa3oBa-
HUSL CTPYKTYP <«30JI0TO —)KEJIe30», TaKUX KaK TBEpble
PacTBOpbI, MHTEPKAISIIUOHHBIE COCTUHEHHUS U T.J., a TaK-
K€ KapOM/I0B JKeNe3a C BKIIOUCHHEM 30JI0Ta.

s MUKposkcmpakyuoHHo2o — KOHYEeHMPUupo8aHus
cnedosuix Koauuwecms 3onoma (Ill) ¢ oucnepeuposanuem
oKcmpazenma ObUIN HCCIEAOBAHBI CHCTEMBI, N3BJIEKAIO-
mye 30J0TO B BHJAE HMOHHOIO accolara (¢ KaTHOHAMH
KpacuTeaed METHIEHOBOTO Toiy0oro U OpHIUIHAaHTOBOTO
3€JICHOTO) W Xejara — AWTH30Hara. B kauecTBe opranu-
YECKUX PACTBOPUTEJICH HMCIIONB30BAIM YETHIPEXXJIOPH-
et yraepon (p = 1,58 r/Mi1, pacTBOPUMOCTL B BOJE —
0,077 t/100 r Bompr), xmopopopm (p = 1,480 r/mi, pac-
TBOpUMOCTH B Bozie — 0,82 1/100 T BOapBI), KOTOPHIE HME-
IOT HA3KYIO PaCTBOPUMOCTB B BOJIC M OOJBIIYIO, TIO CPaB-
HEHHIO C BOJIOH, TNTIOTHOCTH [20 — 22].

B xoHHMUecKyI0 MpoOHpPKY OTOMpaly aluKBOTY aHa-
JTU3UPYyEeMOTO pacTBopa oObemMoM 5,00 mut, go0aBiIsIN
0,10 M 0,2 %-HOTO BOTHOTO pacTBOpa OPIIUIHAHTOBOTO
3€JICHOTO, TIEPEMEIINBAIIH, 3aTeM BIPBICKUBAIN C TIOMO-
nipfo mmpuna 1,00 M pactBopa xiopodopma B TUcCTep-
rarope. ATperupoBaHHe YaCTHIl YMYIbCHU B OTACIHHYIO
(a3y ocymiecTBISIIN HEeHTPU(YTHPOBAHHEM.

Crierupu9IHOCTh BHIOPAHHBIX CHUCTEM IIPH IKCTPaK-
muoHHOM otresieHuu 3oi0ta (I11I) oT GonbmMX KoNIUYecTB
skenesa (1) uccnenoBamu meromom AAC ¢ aromu3zanueit
B mamenu. Crenenp usBiedeHus (R, %) 3onora (III) u
xkenesa (111) pa3nmmIHBIMU SKCTPaKIMOHHBIME CHCTEMAMH
Ipe/ICTaBlICHa Ha PUC. 2.

BunHo, uyro Haunbomnee crierUpUUHON SBISETCS KC-
TPaKIHUOHHAS CHCTeMa OPHIUTHAHTOBEINA 3€JICHBIA — XJIO-
podopM: MHKPOIKCTPAKIIHOHHOMY KOHIICHTPUPOBAHUIO
3omora He Memaer kene3o (III) ¢ xoHmenrpanumei
10 mr/mit (100-KpaTHBIA U30BITOK).

B kauecTBe AMCHEPrUPYIOLIUX AreHTOB MPUMEHSIIN
STUJIOBBIA CHHMPT M ALETOH, XOPOIIO CMENIMBAIOLINECS
C BOIOH M OpraHHMYECKHUMHU pacTBopureasiMu [20].
Haubonburyto 3¢h(heKTUBHOCTE B KaueCTBE AUCIIEPraropa
MIPOSIBUJI AllETOH, KOTOPBIN HUCIIOJIB30BAJIM B JIAJIbHEHIIINX
uccrnenoBanusix. ONTUMaNbHBI 00BEM JUCTIEpraTopa
cocTaBui 1 miL

Kputepuem BbiOOpa OonTUMaNbHOTO 00beMa JKCTpa-
TCHTa CIYKIWJI MHUHHMAJbHBIH OOBEM, KOTOPBIII MOXHO
oroOpare mocie pasmencHus ¢a3 s MOCICTYHOIIETo
OTAAC ananu3za. JJis 3TOro UCCIIeI0BAIN BIUSHUE 00be-
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Au (TIT)

Fe (I11) ._

1 2 3 4
DKCTpaKIHOHHAS CHCTEMa

Puc. 2. Crenens m3Bneuennst coexmnennit Au (III) u Fe (III)
Pa3IUIHBIMH HKCTPAKIMOHHBIMH CHCTEMaMH MPH OJHOKPAaTHOH
9KCTpaKIuu: /| — OpPUIUTHAHTOBBIN 3€JeHBIH — XJopodopm; 2 —
OpmummanToBeblii 3enensiit — CCly; 3 — autuzon — CCly; 4 — metn-
neHoBsIi romyboit — CCly

Ma XJ0podopMa, BBOAUMOTO BMECTE C TUCTIEPraTopoM, Ha
00bEeM OPraHUYECKOTO IKCTpaKTa (puc. 3).

BunHo, 4To 00beM 3KCTpaKTa HE BCETJja COOTBETCTBY-
eT 00beMy BBOIMMOTO XJIOpPO(pOopMa BMECTE C AHCIEpra-
topoM. IIpu o6bemax CHCl; menee 50 Mk 00beM dKc-
TpaKTa MEHBIIE, YTO, MMO-BUIUMOMY, MOXXHO OOBSICHUTH
YaCTUYHBIM PacTBOPEHHEM XJI0podopMa B BOIHOM (ase B
MPUCYTCTBUU alleTOHA. YBEJIMYEHHE oO0beMa OpraHuye-
CKOTO JKCTpaKTa MpH 00BbeMax BBOAMMOIO XJopohopma
Oomee 60 MKII MO)KHO OOBSICHATh YACTHYHBIM IEPEXOIOM
B OpTaHWYECKHH OKCTPAKT AHCHepraropa (areToHa).
B panpHeilmux uccnenoBaHusx BBoawin 60 MKJI XJoOpo-
(hopma, ipu 3TOM 00bEM OPraHUUECKOTO IKCTPAKTA TAKKE
cocTaBisul 60 MKII

Jns momHoTO pasnencHus (a3 OPraHUYCCKOrO IKC-
TpakTa MEHTpU(YTHpPOBAaHUEM JTOCTATOYHO 2 MHH IPH
ckopocth Bpamerns 1500 mun .

Crenenp u3BneueHus: coeaunenunit 3omora (III) mpu
OIHOKPAaTHOHW JKCTPAKIUH C HCIIOIB30BAHIUEM CHCTEMBI
OpWJUTHAHTOBBIN 3elIeHBIH — XJIOPO(hOpPM HEIOCTATOYHA
(80 %), moATOMY OCYIIECTBISUIH ABYKPATHOE 3KCTPAKIH-
OHHOE KOHLIEHTPUPOBaHUE, MPU KOTOPOM CTETIeHb H3BIIE-
YyeHus cocTasisieT 96 %.

OTAAC onpedenenue 3010ma nocie MUKpOIKCMpAaK-
YUOHHO2O KOHYEHMPUpOo8aHus TIPOBOAWIN HEIOCPEACT-
BEHHO B OpPraHMYECKOM DKCTPaKTe METOJOM Ipaayupo-
BOyHOro rpaduka. B KoHHUYECKyr0 NPOOHPKY BMECTH-
MocThIo 10 MJT BHOCHIIM aJTMKBOTHI pacTtBopa 3omota (1I1),
nobaristmi 0,5 Mt 12 M consitHOW KUCITOTHI (711 ypaBHU-
BaHUS KHUCIIOTHOCTH B TPaJydPOBOYHBIX PACTBOpax H
npo6e), pazdaBisIM 10 3 MII JUCTUILUTUPOBAHHON BOAOH,
nobasisamn 0,10 mu pactBopa Fe (III) ¢ xoHueHTpanueit
0,7 r/mu (ponoBsIH pactop), 0,20 mit 0,2 %-HOTO BOAHO-
T'O pacTBOpa OPWILTHAHTOBOTO 3€JICHOTO, pPa30aBIsLIIH AHC-
THJUTUPOBAHHOM BOAOH 10 00beMa 5 M M TiepeMellBa-
au. C oMOIBIO LIMpHULa BIPBICKUBAIM 1 Ml pacTBOpa
xjopodopMa B anetoHe ¢ konuenrtpamued 0,06 mu/mi,
HEHTPUPYTHUPOBATIU B T€UCHHE 2 MUH CO CKOPOCTBIO Bpa-
mennst 1500 mun—!. 3aTeM BrpbIcKMBajM emie 1 Mi pac-
TBOpa xyopodopma B aleToHe (IBYXKpaTHas SKCTpak-
IUsI), BCTPSAXHMBANA W IIEHTPU(PYTHPOBATH B TEUCHHE
2 mMuH. Yepe3 Bce craguu IPOBOJWIM KOHTPOJIBHBIN

200

Puc. 3. 3aBucumocts 00Be-
Ma JKCTPaKTa OT 00beMa XJIo- 0 . . )
podopma, BBOXHUMOIO B 3KCT- 40 80 120 160
PAKIMOHHYIO CUCTEMY M(CHCLy), M

V(3KcTpakTa), MKJ
—_
o
S

400 800 1200

T; Hp» °C
Puc. 4. 3aBuCHMOCTD QaHATUTHIECKOTO CHTHAJIA 30JI0Ta OT TEMIIe-
parypsr Ha craauu nuponusa npu O TAAC onpenenennu: [ — Xio-

podopMHBIH SKCTpakT HOHHOTO accormara AuCl; ¢ KaTHOHOM
OpHITHAHTOBOTO 3€JIEeHOT0; 2 — BOAHBIH pacTBop AuCly

onbIT. BopHyro ¢a3y HaJl opraHu4ecKHM SKCTPAKTOM OT-
JEJIIM C IMOMOILBIO IUIACTUKOBOM IMUIETKH, OCTaBJIssA
okosto 1 M1 BomHOW (ha3bl HAJ SKCTPAKTOM JJISl MPEOT-
BpalLleHHs €ro UCTIapeHHUsI.

Amuksoty (10,00 + 0,02) MK OpraHMYECKOTO SKC-
TpaKTa PYYHBIM [[03aTOPOM HAHOCWJIM Ha TIpadUTOBYIO
wiaTGopMy ¢ THPOIUTHICCKUM TOKpbITHEM. [l yMeHb-
IICHUs MTOTePh NMPOOBI NIPU JTO3MPOBAHUHU BCIEICTBHE €€
BBITEKaHUSl HAKOHEUHHUK J103aTopa MpeABapUTENIbHO IMIPO-
MBIBJIM ALE€TOHOM. DKCTPAaKT aHAJIU3UPOBAIH IIPHU OINTH-
MaJIbHBIX YCJIOBHUSAX HArpeBa aTOMH3aTopa, Kak ObLIO OIH-
caHo Bblle. ONTUMANBHYIO TEMIEparypy Ha CTaJuH IH-
poiu3a yCTaHaBIMBAJIM U3 KPUBOM NMHPOIM3a IKCTPAKTa
(puc. 4). BunHo, To 3Ta TeMmneparypa He3HaUUTEIbHO OT-
JIMYaeTcs OT TEeMIIEpaTypbl U1t BogHoro pactsopa Au (111)
u cocrasiser 700 °C.

Mertponorudeckue XapaKTepUCTUKU (4yBCTBUTEINb-
HOCTb M CXOAMMOCTb U3MEPEHUS aHAJTUTUYECKOTO CUTHa-
na) OTAAC ompeneneHus 30710Ta B CPAaBHEHHUHU C aHAJO-
TUYHBIMU XapaKTePUCTUKAMH I BOAHOTO pacTBopa
npeacTaBieHbl B Tadm. 1. YUyBCTBHTENBHOCTH OIperelie-
Hust MeTooM DTAAC nmpuHATO OLIEHUBATh MO 3HAUCHUIO
XapaKTEPUCTUYECKOH MACChI My,, (B r). ITO Macca die-
MEHTA, BhI3BIBaroNas aHaautuueckuii curuai 0,0044, xo-
TOPYIO BBIYHCILIOT 1O (opmyre: m,,, =0,0044C V/Ox s
rne C — KOHIEHTpaIysl aHamuTa; } — o0beM BBOAMMOI
B aTOMH3aTop MpoObl; J, — UHTErpajJbHOE 3HaUCHUE IO~
[JIOUIATEIbHOM CIOCOOHOCTH (aHAJIMTUYECKUNA CUTHA).

BuHO, 9TO 4yBCTBUTENBLHOCTh B DKCTPAKTE CHIDKA-
eTcsl B 3 pasa, uTo Comiacyercs C JaHHbIMH PalboThI [24].
CXonuMOCTh U3MEPEHHsI aHAJIUTUYECKOIO CUTHaja B JKC-
TPaKTE TAaK)XKe HECKOJBKO Xy>K€ MO CPAaBHEHHIO C aHAJHU-
30M BOJIHBIX PacTBOPOB.

Memoouxa sxcmpaxyuonno-OTAAC  onpedenenus
MUKPOKOUYUECME 30710Md 8 0OCAOOYHOU 20PHOL nopode U
nonumemannuieckoll pyoe. IlpoBeeHHbIE UCCIEIOBaHUSA
CTaJIn OCHOBOM pa3zpaboTaHHOM KCcTpakOHHO-DTAAC
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Tabauua 1. XapakTepuCTUKH YyBCTBUTEIBHOCTH (/My,,) U CXOIH-
moctH pesyisratoB OTAAC onpeneneHus 3010Ta

AHanu3upyeMblil pacTBOp Myqp, T S,
Bonwnsrii pactsop AuCly 6,9% 0,09
X1opoOpMHEIH SKCTPAKT HOHHOTO acCOIMaTa

AuClj ¢ KaTHOHOM OPUIIIMAHTOBOTO 3€JIEHOTO 20 0,15

* TeopeTH4YeCKH PACCUNTAHHAS /M, COCTaBIseT 6,7 nr [23].

METOIMKH OIpPEJeNIeHUs] CJIEJOBBIX KOJIUYECTB 30JI0Ta
(IIT) B ocagouyHOM TOpHOI MOPOAE (KOIYESTAaHHOM CIIAHIIE)
U OKUCJICHHOW (BTOPHYHOM) MOJUMETAIUTMYECKON pYIIE,
cogepxauux 7 u 37 % xeneza COOTBETCTBEHHO.

M3BecTHO, YTO OCHOBHO# MpoOieMol npu pa3pabor-
K€ METOIUKH OIPENCIICHHsI CIIENOB 30JI0Ta B MOTOOHBIX
00beKTax sBisieTcsl obOecreueHne NpPeACTaBUTEIbHOCTH
HaBeckH [5, 25].

[Ipu aHaNH3€e MOMUMETAITHYCCKOH Py M KOTYEIaH-
HOTO CllaHIa HaBecKy mpoOkl Maccoit (500 £+ 0,01) 1, pac-
TBOpsUTH B 5 11 cMecH koHIeHTpupoBaHHeIXx HCl u HNO;
(3:1), ynapuBanu u KOJMYECTBEHHO MEPEHOCHIH B Mep-
HYIO KOJIOy BMECTHUMOCTBIO 1 JI, pa30aBisiii KOHIEHTPH-
poBanHoii HC] u nepemermBanu. 3ateM oTOMpalin auK-
BoTy 100 M1, ymapuBanu 1 KOJMYECTBEHHO IEPEHOCHIIH B
MEpHYIO KOJIOY BMECTHMOCTBIO 25 MII, pa30aBisiiin AUC-
THJUIMPOBAHHOW BOAOM O METKH W nepememmnBanu. Jla-
Jiee OTOMpaH ATMKBOTY TIOJIYYEHHOTO pacTBOpa 00beMOM
5 MJI ¥ IPOBOAMIIM MUKPOIKCTPAKIIHOHHOE OTAETICHHUE 30-
nota (II1) B ycnoBusiX, ONMCAaHHBIX BBIMIE.

[IpoBepKy NMpaBHIIBHOCTH PE3yNBTATOB MPOBOAWIN C
WCTIONIB30BaHUEM CTaHAAPTHOTO o0pa3na W METOJO0M
«BBENIEHO — HaiiieHo». {1 3TOro HaBecKy cTaHIapTHO-
ro obpasna cocraBa KapOOHATHO-CHITMKATHBIX PBIXIIBIX
omnoxkennit CI'’XM-3 (I'CO 3485-86), conepxariero
7,4 % xenesa, maccoii (1 = 0,0001) r pactBopsumm B 20 M
cmecu koHnenTpupoBanusix HCl m HNO; (3:1), Beimapu-
BaJIM 0 BJIQXHBIX COJIEH, 100aBisn 2,5 M1 KOHUEHTPH-
poBanHoi HCI, koJIMuecTBEHHO MEPEHOCHIH B MEPHYIO
K0JI0y BMECTUMOCTBIO 25 MJI, pa30aBisiii JUCTUILIUPO-
BAaHHOW BOJOW 10 METKM U mepememmBain. OtOupaiu
AJMKBOTY pPacTBOpa MpoObl 00BEMOM 5 MJI, MPOBOIWIIH
MHUKPOIKCTPAKIIMOHHOE KOHLIEHTPUPOBAHHUE IO METOTUKE,
OTMHCaHHOM BbIMIE. 3010T0 onpenaensu metogoM DTAAC
HETIOCPEJICTBEHHO B OKCTPAKTE B ONTUMAIILHBIX YCIOBHUSIX
(tabm. 2).

IIpenen obHapyxkeHus: pazpabOTaHHON HKCTPAKLUOH-
HO-OTAAC MeTOIuKH ONpE/EICHHs 30JI0Ta COCTAaBIISIET

0,0002 mr/kr wmu 2 - 108 % (npu macce naBecku 500 T,
o0beMe MHUHepain3ata 1 JI, JOMOJHUTEIHFHOM YyHapuBa-
HUM aJIMKBOTHI pacTBOpa MUHepaiu3ara oobemom 100 Mt
JI0 25 MIT ¥ COOTHOIIIEHNH 00BEMOB BOJHOW U OpraHHye-
ckoi (pa3 mpuU MHUKPOIKCTPAKIIMOHHOM KOHLIEHTPUPOBA-
aud 5 v 0,12 min) B po6Gax, comepxkariux 10°-KkparTHbIii
n30bIToK xkenesa (III) mo oTHomenuto k 3omoty. JocTur-
HYTBIH Ipenen oOHapyxenus B 40 pa3 HIKe, 9eM B METO-
JIMKEe C JBYXCTAaJMWHOM 30HIOBOM aromm3amueit [5],
TOMY ke He TpeOyeTcss MOACPHHU3AIMH CYIIECTBYIOIIETO
000py/IOBaHHS.

Takum o00pa3oM, sl TIOBBIIICHHUS] CEICKTHBHOCTH
OTAAC omnpezaeneHus 30J0Ta B JKEJIE30COASPKAIIUX
npobax TPEIOKEHO MHKPOIKCTPAKIIMOHHOE KOHIICH-
TpupoBanue 3omnora (III) B BuAe HMOHHOrO accoruara
AuCl; c xaTuoHOM OpPHUJIMAHTOBOIO 3E]IEHOT0 B XJO-

podopm. Pa3paboraHHas MeTOJMKa ITO3BOJSET OMpeie-
JATh CIENOBBIE KOJMYECTBA 30J0Ta B MPUCYTCTBUHU
Gonbimx KommuyecTB skenme3a (10°-kparHoro u30bBITKa
w10 10 mr/mi); mpemen OOHAPYKEHHS COCTABJISET
0,0002 Mr/Kr. DKCTPaKIMOHHOE KOHIEHTPUPOBAHUE HE
MpeaycMaTpuBaeT HUCIONb30BaHUS OONBIINX O00BEMOB
OpPTaHMYECKUX PaCTBOPHUTEICH.
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Ta6auna 2. Pesynbrarsl skcTpakunoHHO-OTAAC onpexnenenus 3omnota (n = 4; P =0,95)

Baejeno Haiineno 3omora, %
Ipoba o —
HABECKH, T 3011014, % C+5,% s,

Ocano4nast TopHas Hopoa (KoTdeJaHHBIN CIIaHeIT) — “4,8+1,1)- 10 0,15
ITonumerannuueckas pyaa — (3,4+£09)- 107 0,17

2,00-107° 6,0+1,0)-10°° 0,14
CranmapTHBIH 00paser cocTaBa KapOOHATHO-CHITMKATHBIX
poixibix ominoxennit CI'XM-3 (I'CO 3485-86)* — (1,2£0,3)-107* 0,14

* ArrecroanHoe comepxanne Au (1,3 £0,1) mr/xr mmm (1,3 +0,1) - 107 %.
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