-

P
brought to you by .. CORE

View metadata, citation and similar papers at core.ac.uk

AHanumuka u KOHmMpPOosik. 2013. T 17 Ne 4.

YOK 543.42

ATOMHO-ABCOPBLUMOHHOE OMNPEAEJIEHUE 30JIOTA
N CEPEBPA B NOPOOAX U PYOAX C NMOMOLLbIO
OBYXCTAOUAHON 30HOOBON ATOMU3ALIMU B TPA®OUTOBON
NEYN

FO.A. 3axapoe, P.B. OkyHee, C.U. XacaHoea, [].C. Upucoe’, P.P. Xali6ynnuH’

KasaHckul (lMpusormxckuti) gpedeparnbHbil yHUBepcumem
Poccutickaa ®edepayus, 420008, KasaHb, yn. Kpemnesckas, 18
000 «Am30HO»

Poccultickass ®edepayusi, 420111, e. KazaHb, yn. YepHbiuweackozo, 0. 17/38
Yuri.Zakharov@kpfu.ru

Moctynuna B pegakuuto 6 asrycta 2013 .,
nocne ncnpaesneHns — 7 oktsabps 2013 r.

MpennoxeH HOBLIV CNOCOD KONMMYECTBEHHOIO ONpPeAEeneHnst 3ooTa U cepebpa B CycneHan-
SIX FOPHbIX MOPOA U py4 C MOMOLLbI0 aTOMHO-abCcopOLUMOHHOrO CNEKTPOMETPA, OCHALLEHHOro 6o-
KOM 30HZOBOM aTOMU3aLuUM U CUCTEMOI NepemeLlBaHmns Npodbl 6apboTupoBaHmem. PaaMonoThbiii
reonornyeckuit obpasel Boiaepxusaerca 20 MuHyT B cmecu kucnot HNO, n HCI (1:3). 3aTtem oH
pa3BoauTca B 5 pa3 BOAOW A5 NOMyYeHUs CycneHsmm ¢ KoHueHTpaumen 100 mr/mn, kotopas Heno-
CpeacTBEHHO BBOAUTCS B rpadoMTOBYHO NMeYdb cnekTpoMeTpa. [pumMeHeHa TexHuka ABYXCTaaUuNHON
aToMM3aLmMK C UCMONb30BaHNEM HE3aBUCKUMO HarpeBaemoro U-o6pa3Horo BonbgpamMoBoro 3oHaa.
OHa no3Bonuna MMHUMN3MpPoBaTb (POTOMETPUYECKME LUYMbI, YCTPAHSATL MATPUYHbIE MOMEXN MpU
onpegeneHumn 3on0Ta 1 pa3baBnAaTb aTOMHbIV Nap HEMNOCPEACTBEHHO B aTOMM3aTope ANs yBenuye-
HUS BEPXHEro npegerna onpeaenexHusa cepebpa B cnyvae 6oraTeix nopog v pya. ObecneyeHa Bo3-
MOXHOCTb MCMOMb30BaTb NpeACcTaBUTENbHbIE HaBECKM BELLEeCTBa (~Kr) M NpOCTble BOAHbIE PacTBO-
pbl 3NIEMEHTOB ANs kanubpoBku. Pabounin ananasoH onpegenseMbix cogepxanuii 3onota 0.03-20
r/T, a cepebpa 0.0004-4.5 r/t. MNpaBunbHOCTb NpoBepeHa Ha CO yepHoro cnaHua CYC-1, pyabl Cy-
xoro nora CJIr-1 n sonotocoaepxatler pyabl C3P-4. MpooormkuTensHOCTb aHanmaa B uenom 1.5-2 y.

Knro4esnle crioga: aTOMHO-abCOPOLUMOHHBIN aHanus, rpadUToBbIV aTOMU3aTop, AByXCTaaumn-
Hasi 30HOOBas aToMu3aums, 301070, cepebpo, ropHas nopoaa, pyaa, YepHbIN craHew, CycrneHsus.
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O6nacTb Hay4YHbIX MHTEPECOB — aTOMHO-a6COPOLMOHHAsA CNeKTPOMeTpUs.

ABTop 80 Hay4HbIX Ny6nukauun.

OkyHeB PoauvoH BrnagumupoBuy — acnupaHT KasaHckoro (IMpuBomkckoro) deaepanb-
HOro yHUBepcuTeTa.

OGnacTb Hay4HbIX MHTEPECOB — aHaNUTUYeCcKkne MeToabl B NOYBOBEOEHUM.

ABTOp 1 Hay4yHOW Ny6nukauum.

MpucoB [leHuc CepreeBn4 — marucTp ¢pmsnku, gupektop 000 «AT30HAY.
O6nacTb Hay4YHbIX MHTEPECOB — aTOMHO-abCOPOLMOHHAsA CNeKTPOMeTpUS.
ABTOp 15 Hay4HbIX Ny6MKauuin.

XanbynnuH Pyctem Pancosuy — nixxeHep OO0 «AT3oHAY.

ABTOp 1 Hay4yHOW Nyb6nukauum.

XacaHoBa Cabupa UpekoBHa — cTyaeHTKa Kacdeppbl aHanuTU4eckom xummm KaszaHcko-
ro (MpuBomxckoro) peaepanbHOro yHMBepcuTeTa.

O6nacTb Hay4YHbIX MHTEPECOB — aTOMHO-a6COPOLIMOHHAs CMEKTPOMETPUSA.

2 r/1. Ana nx aHanusa npuBrnekaeTcs LWMPOKUA Kpyr
mMeToaoB [1, 2], B TOM 4ncne COBpEMEHHbIE MHCTPY-

BBepeHune

OnpepeneHve crefoBbIX KOHUEHTpaunn bna-
ropoAHbIX MEeTansnoB B pyAax U ropHbIX NOpoAax siB-
nsieTcsa akTyanoHon 3agadven. Obpasubl cuntaroTcs
MPOMBbILLIIEHHO 30fTOTOHOCHBIMMW NPY COAEPXKaHNAX
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MeHTarbHble, TakMe Kak XMMUKO-CNeKTpasrbHbIn [3],
CUMHUMNAISILMOHHbBIA aTOMHO-3MUCCUOHHbIN [4], aToM-
HO-abCoOpPOLMOHHBIN [5, 6], Macc-CneKTPOMETPUYECKII
C MHOYKTUBHO CBSI3aHHOW NNa3mMow, HEUTPOHHO-aKTu-
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BaUWOHHbIN 1 ap. [7]. leonoropa3eefka npeabsaBns-
eT cTporve TpeboBaHMs K 9KCMPECCHOCTU aHanusa u
ero goctoBepHocT. Hanpumep, npu 6ypeHun ckBaxuH
pesynbraT AOMKEH ObITb BblAaH 3aKka3ynky Yepes He-
CKOINbKO YacoB ¢ MOMeHTa oTbopa obpasua. K coxa-
NEHNIO, HN OZIVH U3BECTHBIN METOZ HE YOOBNETBOPSET
BCEM 3TM TpeboBaHMsAM. Tak, Hanpumep, NPOBUPHbLIN
aHanus BbinonHsieTcs 3a 24-35 vyacos [8]. AToMHO-ab-
COPOLMOHHBIV 1 Macc-CnekTpoOMETPUYECKUIN METOAbI
TpebytoT nogayn Npobbl B BUAE pacTBopa NpoCcToro
MaTpUYHOro cocTasa, a pacTBopeHue npobebl, otaerne-
H/e MeLLalLWMX KOMNOHEHTOB M KOHLEHTpUpOBaHWe
TOXe 3aHMMaeT Yepecdyp aAnutensHoe Bpems [9-12].
Mcnonb3oBaHne aHanuTUYEeCKNX aBTOKMaBHbIX CUCTEM
AN YCKOPEHHOTO KUCMOTHOIO pasnoxeHus nopog He
BCerga roguTcs, Tak kKak MakcumarbHas 3arpyxaemas
HaBecka obpasua go 1 r [13] cnuwkom mana ans obe-
crneveHvs npeacTaBUTENbHOCTM NPOObbI.

W3-3a kpaliHe HepaBHOMEpPHOro pacnpegene-
HWS OparoueHHbIX MeTanoB B MOPOAax CyLecTByHo-
LLUMe MeToAbl 0TOOpa 1 aHanm3a npob YacTo npuBoaaT
K 3aHWKEHWUIO UCTUHHBIX COAEePKaHW B MECTOPOXAe-
Hum [14, 15]. K Taknm npo6reMHbIM NopoAamM OTHOCAT,
B YACTHOCTW, YINNCTbIE (YepHbIE) CriaHLbl, KOTOPbIE
K TOMY € KpalHe TPyAHO NOALalTCH KMCITOTHOMY
BCKpbITUtO [16]. MNpn npobupHOM aHanun3e ns-3a Hanu-
yns rpacduTa B Npobe 3amMeyeHo yrneTyymBaHme TOH-
KOLMCNEPCHOro 30510Ta B NpoLecce CniaBreHus, 4To
NPMBOAWT K CYLLLECTBEHHOW norpeLlHocTu. MNMoatomy
YNOMSHYTblE METOAbI aHanu3a pyg 1 Nopoa Hyxxaa-
0TCS B yCOBEPLUEHCTBOBAHUN.

[MpenmyLLecTBOM 3N1EKTPOTEPMUYECKON aTOM-
HO-abCcopOLUNOHHON CNEKTPOMETPUN ¢ rpacdUTOBON
neyoto (STAAC) Hapsay C BbICOKOW YyBCTBUTEIb-
HOCTbIO U CENEKTUBHOCTBLIO ABNSAETCS BO3MOXHOCTb
NPSIMOro aHanusa TBepAbiX NPo6 nnu nx cycneHsumn
[17]. Ho, kak noka3ana npakTtuka [18], aHanu3 rpyHTa
B BUAE CYCNEH3UN pasfnYHbIX NOYB U OHHbIX OTIO-
XXeHui Ha 30n0T0o 1 cepebpo B ATAAC ¢ TpagmumoH-
HoW ogHocTagunHon atomusaumen (OA) ocnoxHeH
CUNBbHBIMW MaTPUYHBLIMU MOMEXaMU, NPeXae BCEro
n3-3a n3bbITKa KpeMHUS. [N nx ycTpaHeHus Heob-
XOAMMO OBbINO rOTOBUTbL CYCMEH3NUWN Ha OCHOBE KOH-
LeHTpMpoBaHHOM KncnoTbl HF, 4ToBbl OTrOHATL 3Ty

Ta6nuua 1

TemnepaTypHO-BpeMeHHas nporpaMmma Harpesa aTo-
mu3atopa ans OA

Pacxopn aproHa
Onn- .
BO BHYTPEHHEMN
Mpouecc Ternb- T,°C
MonocTy neyu,
HOCTb, C
MI/MUH
Cyuwka 30 100 250
Muponus 10 300 250
OueHka Hyns 5 300 250
3 2100 - Au
Atomunsa 0
TosatiA 1500 - Ag
QOuucTtka 2 2700 250
Maysa 50 25 0

MaTpuLy 13 NeYn B npouecce nuponmasa npobbl. Og-
HaKO TaKoW NOAX04 HEMPaKTUYEH B Criyvae pya 1 no-
pof, CoOAepKaLLMx 30510TO B BUAE CAMOPOAHbLIX MU-
Kpo4acTuu, 4fs paCTBOPEHUS KOTOPbIX 0693aTenbHO
TpebyeTca o6paboTka HABECKM CMECHI a30THON U
CONSAHON KMCNOT (Lapckon Boakow). ns atoro no-
TpeboBanocb 6bl NPOBOANTL NpeaBapUTENbHOE Bbl-
napueaHue cycneHsumm nocne so3genctenga HF, 4to
KpaviHe Hey#oOHo.

C Lpyroi CTOPOHbI, CPaBHUTENBHO HEABHO pas-
paboTaHa TeXHMKa ABYXCTagUNHOM 30HAOBOW aTOMM-
3auvm (O3A) [19, 20], roe nomexu ycTpaHsTcs dpak-
LUMOHHBIM OTAENEHMEM NAPOB aHanuTa oT MaTpuubl
KOHAEeHcaumen nx Ha BonbpaMOBOM 30HAE B XO4e
nepBUYHON aTtoMm3aLmmn Npobkl B rpacdoMToOBON NeYu.
Mocne ctagumn dpakLMOHMPOBAHMSA 30HA MOrpyxa-
0T B pa3orpeTyto neyb Ansi UCMapeHus KoHAeHcaTa
N N3MEPEHNS aHaNUTUYEeCKoro CMrHana atoMHown ab-
copbumun. [1nsa 6bicTporo HarpeBa 30H4A €ro onycka-
nv o gHa neyn. MNMpu 3ToM OH YaCcTUYHO NepekpbIBan
NPOCBEYNBAIOLLNIA MYYOK U CHUXKAT ero SHePruto, 4To
B HEKOTOPOW CTENEHN yxyawano npegen obHapyxe-
Hus. B nocnegHein mogenn 6noka ans 30HA0BOW aTo-
MU3aLmMn BBedeHa (pyHKLMA HE3aBMCMMOrO Harpeea
U-06pa3sHoro BonbgppamMoBoro 3oHAa nponyckaHnem
anekTpuyeckoro Toka. OHa no3sonseT 6bICTPO Harpe-
BaTb 30HA [0 TemnepaTtypbl atToMu3aummn 6e3 Heobxo-
OVMOCTM ero NOSTHOrO NOrPY>KEHUS B HArpPeTYHO NeYb,
a, cnegoBaTernbHO, 6e3 NepekpbITUSt MPOCBEYMBAIO-
LLIero nmyyka, gnameTp KoToporo obblYHO MeHbLUIe Au-
ameTpa neuum.

Llenbto gaHHom paboTkl ABNsieTCs nccnegosa-
HUEe BO3MOXHOCTU npumeHeHuns TexHukn O3A ¢ go-
MOMHUTENbHbBIM 3NTEKTPUYECKMM HAarpeBoM 30HAa AN
NpsIMOro aToMHO-abcopOLMOHHOIO onpeaeneHus 30-
nota n cepebpa B npobax ropHbIX Nopoa v pya c yye-
TOM MOBbILLIEHHbLIX TPeGOBaHUI K UX NpeacTaBUTeNb-
HOCTM AN oNpoBoBaHNS MECTOPOXKAEHNN.

3Kcnepu MeHTalribHasA 4acTb

M3mepeHus nposoamnum Ha cnekTpomeTtpe MIA-
915M[ (/tomake, Poccuns) ¢ aBTo403aTOPOM XKUOKUX
npo6, rpacnToBbIM aTOMN3aTOPOM M KOPPEKTOPOM
¢oHa Ha ocHoBe 3adpekTa 3eemaHa B NOCTOSHHOM
MarHuTHom none. Micnonb3oBanu nammnbl ¢ NONbIM
KaTofoM M COOTBETCTBYHOLUME CNEKTPASIbHbIE NNHUK
anemeHToB Au 242.8 HM 1 Ag 328.1 HMm.

MpuMeHsANy cTaHgapTHbIE NMMPONOKPLITEIE rpa-
dpuToBble TpybyaTbie neun. [Ana paboTbl B pexume
O3A cnektpomeTp ocHaweH npuctaskon AT30OH[O-1
(Poccust). U-obpasHbin 30HA AnvHon 40 MM M3roToB-
NneH 13 BonbgpamMoBoi NpoBosioku guameTpom 0.9 mm.
[na BBeaeHMs ero B neyb gnameTp 4O3UPOBOYHOIO
0TBEpCTMSA pacumpunu go 3 MMm. TemnepaTypHO-Bpe-
MEHHbIe MporpamMmbl Harpesa atommaatopa ang OA
1 [3A nokasaHbl B Tabn. 1 n 2 cootBeTcTBEHHO. [po-
rpamma [13A B faHHOM CrekTpoMeTpe cocTaBneHa
13 ABYX YacTen, HaumHawLmxcsa ¢ npouecca «Cyuu-
ka». MNepBas YacTb — 370 NognNporpaMMa aBToA03a-
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Tabnuua 2

TemnepaTypHO-BpeMeHHasi nporpamma Harpesa atommsaTtopa gns 3A

Mpouecc Onutens- TemnepaTypa, °C Pacxop aproHa Bo BHyTpeH- [NonoxeHne 30HAa Hafg,
HOCTb, C Hemn NonocTu neyvu, Mn/mMuH OHOM neyn, Mm

CyLlika 30 100 250 90

Muponus 20 300 250 90

OueHka Hyns 5 300 250 90

2300 1 2100 -Au

ATtomusauus 5 250 15
1500 - Ag

OuuncTtka 2 2500 250 90

Maysa 10 25 0 90

CyLlka 5 100 250 90

Muponus 15 1400 - Au 250 4
1000 - Au

OueHka Hynsi 5 0 9
100 - Ag

A 7 2300 - Au 0 4+
TOMMU3aLus 1500 - Ag

OuuncTtka 2 2500 250 4

Maysa 50 25 0 90

MpumeyaHue: * — HarpeB 3oHAa TOKOM B 20 YCNOBHbIX eQuHUL, B TedeHune 5 c.

Topa, 00bIYHO NMpUMeEHsieMas B WTaTHOM pexume OA
ONs OTAENbHOro BBEAEHWS!, CyLLKN U TepMoobpaboT-
Kn mogudukaTopa. Bropas yacTb — COOTBETCTBEH-
HO, ANS aHanuaupyemon npobbl. AT nognporpam-
Mbl @BTOMaTM4YECKM 3anycKalTca ApYr 3a APYrom u,
Takum o6pa3oM, MO3BONSAT NPUCNOCOOUTL LWTaTHOE
nporpammMmHoe obecneyeHne cnekTpomeTpa Ans ocy-
wectenenus O3A.

KoH4mK 30HOa onyckanu BHYTPb Me4Yr Ha 2 MM.
Mpu TakoM NOrpy>keHnn CKOPOCTb Harpeea 30H4a oT
neym He4OCTATOYHO BbICOKA 4SSt UMMYINbCHOIO MC-
napeHus koHgeHcaTa npobbl. MoaTomy npumeHsanu
He3aBMCHMbIV MOJOTPEB MPOMyCKaHNEM Yepes 30H[
anekTpuyeckoro Toka. B Tabn. 2 HarpeB 3oHaa yka-
3aH B YCMNOBHbIX e4MHMLax LWMPOTHO-UMMYNbCHOW
MOAYNAUUN NPOMYyCKaeMoro Yyepes 30H4 Toka. OToT
napameTp 1 BpeMs ero AencTensi nogobpaHbl aMnu-
PUYECKM, TaK KaK OHM 3aBUCAT OT TemrepaTtypbl neyu
N neTyyecTu onpegenseMoro anemexTa. lNocne He-
06xo4MMOoro nNo BpeMeHu noforpesa ToK OTKoYan-
Cs1, @ 30HA OCTaBasncs B paboyem nonoXeHnm 4o KOH-
La 3agaHHoro npotecca.

[ns rpagyvpoBKM CNEKTPOMETpa MCMONb30Banm
BOAHbIE PACTBOPbI, NPUrOTOBIEHHbIE N3 CTaHO4APTHBIX
o6pasuoB ¢ koHueHTpaunsamu 10 mr/n Au (FCCOPM-14
3398-90 IM) n Ag (MTCO 5234-90) nytem paszbaBneHusi
OUaMCTUNNMPOBAHHOW BOAOW B MITACTMKOBBLIX MEPHbIX
doriakoHax ¢ NOAKMUCIIEHMEM COMSHON U a30THOW KUC-
nloTaMu COOTBETCTBEHHO MO MHCTPYKUUKU. AHANUTH-
YECKUM CUrHaNOM Cry>uria MHTerpanbHas atoMHas
abcopbUMOHHOCTL. ATOMMU3aTOp NPOAYBanv aproHOM
BbICOKOW YNCTOTHI.

[ns npoBepkn NpaBuibHOCTU pe3ynbTaToB UC-
Nonb30Bany NOPOLLKOBbIE FOCYAAPCTBEHHbIE CTaHAaAPT-
Hble 0bpasLbl cocTaBa: YepHoro crnaHua CYC-1 ¢ pe-
rMCTPaLMOHHBIM HOMepOM [ocyaapCTBEHHOTO peecTpa
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MCO 8549-04; pyabl Cyxoro nora CJlr-1 FCO 8550-04 n
3onoTocoaepxatlen pyasl C3P-4 MCO 8816-2006 [21].

MpumeHunu aBa cnocoba NpUroToBNEHWS CyCrneH-
31 13 HaBecok 500 Mr B NacTMKOBbIX NPOOMpPKax BMe-
CTMMOCTBI 15 M C 3aBMHYMBAIOLLMMUCS KpbILLKAMM
pasbaBneHmemM: bUaMCTUNNMPOBaHHON BOAOW A0 00b-
ema 10 mn (cnoco6 Ne 1); uapckon Bogkon go 1.5 mn ¢
Bblaepxkon 20 MUH, Nocre Yyero GuancTUNNMpoBaH-
Hou Bogou fo 10 mn (cnoco6 Ne 2). Takas nponopuums
MexXAy HaBeCKoW cyxou npobbl 1 KONMYecTBOM Lap-
CKOW BOAKW OBLLENpUHATA B reOXMMUYECKOM aHanm-
3e, a paszbaBneHne Bogow obecnevmBano KOHCUCTEH-
Lm0, HeoHXoaAMMYIO A4S NepPEMELUNBAHNS CYCNEH3NN
6apboTmpoBaHuem.

[ns O3npoBaHus CycneH3nii B NneYb aBTogo3a-
TOP CNEKTPOMETPa OCHACTUNU AOMONMHUTENbHbBIM Aep-
XaTtenem npobrpok 1 MUKPOKOMMIPECCOPOM A1 paB-
HOMEPHOro NepeMeLLMBaHNS CyCNeH3Un Ny3bipbkamMm
BO3[yXxa Yepes NnacTUkoByto TpyOouKy AnameTpom 5
MM, OMyLLEHHYI0 A0 AHa npobupkn. Mukpokomnpec-
COp aBTOMATUYECKM HaYMHan 5-Tm ceKyHOHbIN LUK
6apboTNpoBaHNS 1 NpekpaLlan ero 3a CekyHay 4o
B3ATNS Npobbl. TO nUcknoyano 3abop HarHeTaemo-
ro Bo3gyxa B HAKOHEYHMK aBTogo3aTopa U npexaes-
pPEMEHHOEe ocaxaeHune cycneHsnun. pagympoBoYHble
pacTBOPbI BHOCKMM B NeYb aBTO403aTOPOM U3 LUTaT-
HOro NIacTUKOBOro ctakaH4ynka. Obbem npob Bapbu-
poBanu B npegenax 5-40 mkn.

Pe3ynbTaTbl 1 X o6cyxaeHue

OnpepgeneHue 3onoTta. 3aBUCMMOCTb aHanm-
TMYECKOro curHana 3oslota OT TemnepaTypbl CTaguu
aToOMU3aLUm CyCrNeH3nn rpyHTa B neyu ¢ nnatgopmon
INeBoBa npeactasneHa B [18]. 3 Hee cneayeT, uto Ang
NpPeoAoNeHNsa MaTPMYHOIo NoAaBNeHNs CUrHana oHa
JomkHa 6bITb Bbilwe 2000 °C. 3To 06CTOATENBCTBO
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Puc. 1. Peructporpammbl nepBr4HOro (a, 8, 8) U BTOPUYHO-
ro (6, e, €) curHanos abcopbumu npu A3A 10 MKN BOAHbIX
pactBopoB Au ¢ kKoHueHTpauuamu: 100 mkr/n (a, 6); 0 mkr/n
(8, 2); 100 mkr/n ¢ go6askow 10 mkn cycnensmm CIr-1 Ne 1
(0, e). MnTeHcmBHOCTb Namnel (1), curHan atomHom abcopo-
uun (2), 2300 °C — Temnepatypa neuyu
00BbACHSAET BblIbpaHHblE HAMU 3HAYEHUS TemnepaTy-
pbl 4ns ocywectenenns 3A. Ha puc. 1, a n 6 gaHbl
perncTporpaMmMbl NEPBUYHOIO M BTOPUYHOTO CUTHAIIOB
OT CTaHA4APTHOro pacTBOpa 30J10Ta C KOHLEHTpaumen
100 mkr/n npy Temnepatype atomusaumm 2300 °C. Cu-
HAS NMnHKS (kpuB. 1) oToGpakaeT U3MEeHEHNe NHTEH-
CMBHOCTU CNEKTpanbHOM namnbl NPy BO3HUKHOBEHUN
nornoLLeHnst Nobon Npmpoabl, YepHasi MMHUS (KPUB.
2) — CKOPPEKTUPOBAHHbIA HA HECENEKTUBHOE NOrno-
LLleHne uMnynbc aToMHoM abcopbunn, kpacHasi nu-
Hus (kpuB. 3) — TeMnepaTypa atomm3artopa. CurHan
aToMHOMN abcopbummn (kpuB. 2) Ha puc. 1, @ BO3HMKA-
€T B MOMEHT HarpeBa neyn n octTuraet aMnnmTyabl
1.02 egnHunubl. B cnektpomeTtpe MIA-915M[ amnnu-
Ty[a aHanMTUYECKOro cUrHana He sIBNsieTcst onTuye-
CKOW MNOTHOCTbIO aTOMHOrO Napa, Kak B Apyrux Ba-
punaHtax ATAAC. 3gecb amnnuTyga curHana paeBHa
Pa3HOCTN MHTEHCMBHOCTEW MONAPU30BaHHbIX BbICO-
KOYaCTOTHbIX FAPMOHMK NPOCBEYNBAIOLLETO M3nyye-
Hus (50 kl'l), pearnpyoLmx COOTBETCTBEHHO Ha He-
CenekTMBHOE 1 MOSHOE NOrfoLweHne napos nNpobbl,
noaeneHHon Ha MHTEHCUBHOCTb rapMoHukn 100 kI
NUCXOOHOrO N3My4YeHUs C YMHOXEHUEM BCEro YacTHO-
ro Ha BapvnabenbHbIi HOPMUPOBOYHbIN KO3 PHULK-
€HT [22]. ocKonbKy HecenekTUBHOE MOrMOoLLEHME NpK
aToMmM3aLMn BOAHOIO pacTBopa OTCYTCTBYET, TO U3-
MEHEeHMe MHTeHCUBHOCTY curHana (kpws. 1) ¢ 1944 no
1566 eanHUL, COOTBETCTBYET BO3HMKHOBEHUIO OBnaka
aTOMHOrO napa ¢ ONTUYeCKOM MMOTHOCTLI0 (abcopb-
UMOHHOCTBLI0) A = Ig (1944/1566) = 0.094 B. To ecTb B
OaHHOM 3KCNepUMeEHTe BENMYMHA ONTUYECKOW NNOoT-
HOCTM aTOMHOrO napa 30510Ta YACNEHHO NPUMEPHO B
10 pa3 MeHbLLUEe curHana, permcTpupyemoro CnekTpo-
meTpom MIA-915M[.

BTopuyHbIN curHan atomHown abcopbumm Ha puc.
1, 6 hopmupyeTcst nocne ctabunmaaymm TemnepaTtypbl
neyu 1 B OTCYTCTBME NOTOKA 3aLUMTHOro rasa. 3acuet

3TOro OH MMeeT B ABa C HebomnbwnM pasa Gonbluee
WHTErpanbHoOe 3Ha4yeHune, YeM NEePBUYHBIN UMMYMbC.
B cBoto ovepenb, NEPBUYHBIA MMMYbC YMEHbLUEH B
NATb pa3 BHYTPEHHUM MOTOKOM aproHa. [loatomy B
uenom [3A ymeHbLLaEeT YyBCTBUTENBHOCTbL CMEKTPO-
MeTpa B 2 — 2.5 pasa no cpaBHeHuto ¢ OA. OueBua-
HO, NnpuMeHeHne [13A OyaeTt onpaBAaHHbIM B CIyyasax
fbonee MOLLHOro MaTpUYHOro NOAABNEHNSA aHaNUTU-
4YeCKOro curHana unu npu aHanuse npood ¢ NOBbILLEH-
HOW KOHUEeHTpaunen. Bnepsble npeanoXeHHbIN HaMmu
cnocob atomMu3aLmm C 3NEeKTPUYECKNM NOLOTPEBOM HE
MOMHOCTBIO MOrPY>XEHHOr0 B NeYb 30H4A NO3BonseT
nonyyaTtb CUrHan atoMmHon abcopbumm ¢ 4OCTaTOMHO
BbICOKOW YyBCTBUTENBHOCTLI0. COOTBETCTBYHOLLIMI XO-
NOCTOM cUrHan nokasaH Ha puc. 1, e n 2. BugHo, 4to
BBeJeHue B neyvb 30HAa (puc. 1, &) yBennumsaet ¢o-
TOMEeTpUYECKME LWYyMbl MO amMnnTyae, Ho He Bonee
4yeM B ABa pa3a, a UHTerpanbHoe 3Ha4YeHne aHanuTu-
4YeCKOro curHana MeHsieTcs HesHauuTenoHo. OHO He
BbIXxoauT 3a npegensl £0.001 c.

B cycneHsusx CJIr-1 n C3P-4 koHueHTpauus
3onoTa coctasnana 125 n 106.5 mkr/n. To ecTb 3K
NpoO6bl AOMKHEI AaBaTb OTYETNMBbLIE aHaNUTUYECKMEe
CUrHarmbl Npu YCNOBUN OTCYTCTBUS MaTPUYHbIX MOMEX.
OpHako atomusaumsa cycneHsmii Ne 1 npusoamna K
KpanHe pedKoMy crnopaanyeckoMy BO3HUKHOBEHWIO
curHanoB. CornacHo gaHHbIM [4], 30110TO B Takux 06-
pasuax npeacTtaBneHo B OCHOBHOM YacTMYKammn camo-
pOAHOro MeTanna pasMmepom 2-6 MKM 1 BEPOSITHOCTb
uX nonagaHus B anukeoTy cycneHsum 10 mkn otou-
paemoli u3 oobema 10 Mn HUYTOXHO Mana. [oaTomy
BOAHbIE CYCMEH3UW AaHHbIX NMOPOA U pya He ABMSAHT-
Cs NpeacTaBUTENbHLIMU U HE MOTYT OblTb UCMOMb30-
BaHbl Anst onpegenexus 3onota. OgHako ¢ nx NnoMo-
b0 MeToaoM J006aBOK Mbl MCCre40BanmM xapaktep
MaTPUYHbIX MOMEX.

Ha puc. 1, 0 n e gaHa peructporpamma atoMu-
3aumu CTaHOapTHOro pacTBopa 30mnoTa ¢ gobaskown
10 mkn cycneHsum CJ1r-1 Ne 1. BuaHo, 4TO nepBuYHbIi
curHan (0) [elcTBUTENBHO UCTLITLIBAET CUIBbHbIE Ma-
TPUYHbIE MOMEXU, HECMOTPS Ha MCNOJb30BaHNE BHY-
TPEHHero npoayea neuu aproHomMm. Ero amnnutyga
yMeHbLUMnack B 6 pas, a UHTerpanbHoOe 3Ha4YeHune
nouTtn B 2 pasa ¢ 0.133 go 0.084 c. CosepLueHHO apy-
ras kapTuHa HabnogaeTcs nocne gpakuMoHmpoBa-
HWS NAapOB Ha 30HAE — BTOPUYHbIV CUrHan (€) npakTu-
YecKn He U3MEeHUNcsa nog AencTememM Aob6aBreHHoOn
cycneHsuun. Ero nHterpaneHoe 3HayeHue CoCTaBuIo
0.244 c. KToMmy e 1 HeceneKkTMBHOE NOrmnoLLeHne cTa-
no He3HauutenbHbIM. OgHaKO 3TOT cuUrHan He ABns-
eTca onTumanbHbIM. Ha puc. 1, d BUAHO, YTO MaKcu-
MYM HECENEKTUBHOIO NOrMOoLLEeHWS Npy TemnepaType
aTomusauun 2300 °C HeMHOro oTcTaeT OT UMMyIb-
ca abcopbuum 3onoTa (rMaBHbIA MUHUMYM CUrHana 1
NnosiBNSIeTCs nocrie umnynbsca 2). ATo CBsI3aHO C TEM,
4YTO MaTpuua obpasua MeHee fneTyya no CpaBHEHUIO
¢ 30noToM. [1py MeHbLIer TemnepaType nNepBUYHON
aTommsaumm 2100 °C oTcTaBaHWe yBENUYMBAETCH, a
TaKXXe CHUXKaeTCs NNOTHOCTb BbIXOAALLENO U3 4O3UNPO-
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BOYHOro OTBEPCTMSA NOTOKa NapoB maTpuubl. [oaTo-
My OcCaxgeHue maTpuubl Ha 30HA ocnabnsaetcs. Te-
nepb ANSA NOBbILEHNSA YyBCTBMTENBHOCTU aHanm3a B
neyb MOXHO 103MPOoBaTh ropasgo 60mbLue CyCneH3uu.
B kauecTBe npuMepa Ha puc. 2, a nokasaHa CoOTBET-
CTBylOLLAsi ONTMMU3NPOBaHHAs permctporpamMmma npu
BBeaeHun B neyvb 125 mkn cycneHsmm CIr-1 Ne 2 (go-
3upoBanu 5 pa3 no 25 MKN C MPOMEXYTOYHbLIM NOACY-
LumMBaHMeM). 30ecb MHTerpanbHoe 3HavYeHue nepsuy-
Horo curHana abcopbunn 3onota coctaensiet 0.226
c. OCHOBHOI MakCMMyM HeCeneKTUBHOro normoLle-
HUSA OeNCTBUTENbHO CMECTUNICA K 5-i1 cekyHAe wara
aTomMusaumm, a 30HA K 3TOMY BpeMEHM yLlen 13 nosno-
XEHWs yrnaBnvBaHus. NMosTomMy BTOPUYHBIA MMNYNbLC
aToOMHoWM abcopbummn Ha puc. 2, 6 He UCMbITbIBAET Ka-
KMX TGO MaTPUYHBIX MOMEX U UMEET UHTerparnbHoe
3HayeHue B Tpy pasa Bbiwwe (0.681 ¢), 4em NepBUYHbINA.
[ns cpaBHeHus Ha puc. 2, 8 AaHa peructporpamma OA
3TON Xe Npobbl. NHTerpanbHas aToMmHast abcopOLMOH-
HOCTb 3ecb cocTaBnseT Bcero nuwb 0.196 c. K Tomy
Xe Yepes NosicekyHabl OT Havarna npouecca aTommusa-
LM HecernekTuBHas abcopbuums cBena MHTEHCUBHOCTb
NpOCBEYMBAIOLLEro Myyka K HymH, 1 CUrHan atToMHON
abcopbumm NnpeBpaTUCs B CUMBbHO LUYMSILLYIO Hyne-
BYHO JOPOXKY. TakuM obpa3om, NpefcTaBneHHbIe pe-
rMCTporpamMMbl MOKa3bIBAKOT, YTO KA4eCTBO aHasnu-
TM4eckoro curHana 3onota npu A3A gaHHoW npoObl
3HauNTENBLHO BbIWwe, Yem npu OA, Kak C OCTaHOBKOW
BHYTPEHHErO NOTOKA 3aLLMTHOrO rasa, Tak U ¢ HAM.

B tabn. 2 obpawaet Ha cebsa BHMMaHUE npo-
LieCcc nNMpornm3a KoHAeHcaTa Ha 30H4€e B ey Npuv BECb-
Ma BbICOKOM Af1s1 30510Ta TemnepaType 3Ton ctagum
1400°C. 3ta Temnepatypa nogobpaHa SMNUPUYECKU.
TakoW NMponn3 KpanHe BaXkeH Ansa yaanexHus 6onee
NEeTy4mx, YeM 30510TO, KOMMOHEHTOB OCEBLLEN HA 30HA
mMaTpuubl. Kak nokasan skcnepuMeHT, 30/10TO He yrne-
Ty4MBaeTCH C 30HOA, HECMOTPSA Ha TO, YTO TeMnepa-
Typa ero obbl4HOM CTagun NUPonmn3a Ha CTeHKe rpa-
dumToBOMN Neyn He moxeT npesbiwaTtbe 800 °C gaxe ¢
XUMUYECKMM MOANDUKATOPOM. DTO MPOMCXOANUT MO
cnegylowmm npuynHam. Bo-nepBbix, 30HA He Kaca-
€TCs CTeHOK neyn. Bo-BTOpbIX, MHTEHCUBHbLIN TEMMO-
OTBOJ K AepXaTensam 30HA4a NpenaTcTByeT neperpe-
BY €ro KOH4YMKa C KOHOEHCATOM 32 OTBELEHHOE BPEMS.
Bes ctaguu nuponusa aHanUTUYeCcKuin curHan byoet
npeABapsATbCA MeLLaoLWMM MMNYIIbCOM HECENEKTUB-
HOro nornoLleHuns (puc. 2, e).

WTor npoBeAeHHbIX 3KCNEPUMEHTOB B YCIOBU-
X ONTMMU3NPOBAHHON NPOrpamMmmbl HarpeBa aToMu3a-
Topa OTpaXXeH Ha puc. 3, rae nokasaHa 3aBUCUMOCTb
NEPBUYHBIX N BTOPMYHOIO aHaNUTUYECKUX CUTHaMNoB
oT macchel obpasua CJir-1, nomelwiaemMoro B neyb B
BuAae cycrneHsmmn Ne 2. MNepBuyHble curHansl (kpus. 1)
N (KpYB. 2), NOMNy4YeHHbIE COOTBETCTBEHHO B YCIOBU-
SIX OTCYTCTBMS U HANM4uns BHYTPEHHEro notoka ap-
roHa, NpakTUYeCcKM CoBMNagatoT Apyr ¢ APYromM no Be-
Nn4YMHe. 3TO rOBOPUT O TOM, YTO NOTOK aproHa (KpuB.
2), pazbaBnsis nap MaTpuubl, ycTpaHseT bonee MoLL-
Hyl0 MPUYUHY NOTEPU CBOOOOHKLIX aTOMOB, Habnaa-
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Pwuc. 2. Pernctporpammel curHanos abcopbumm 3onoTa ans
cycneHaun CJIr-1 Ne 2 npu: 13A 125 mkn — a, 6; OA 125 mkn
— 6; A3A 40 mkn 6e3 npouecca nMponusa KoHAeHcaTa Ha
30HAe — 2. O60o3HaveHus kak Ha puc. 1
emyto npu OA. BeposiTHee Bcero, MpuynHa B ocaxae-
HMM aTOMOB Ha 06nake KOHAEHCMPOBAaHHbIX YacTu
abiva oT matpuubl [23]. M3 kpuB. 1 1 2 BUOHO Takxe,
YTO CUrHanbl 4OCTUraloT HacbiweHus Ha ypoBHe 0.2 ¢
npu Macce npobbl 1.5 - 2 Mr. To eCTb BHOCUTL B NeYb
HaBeCKy Npobbl BbiLe 3TOro nNpegena ¢ HAMepeHeMm
MOBLICUTb YYBCTBUTENBHOCTb OnpeaenieHns 3onota
He umeeT cMmbicna. CnegoBaTtenbHo, ¢ noMoLlblo OA
onpenenstb ero MoxHo npumepHo ¢ 0.2 r/1. OgHako
TOYHOCTb TAKOrO ONpeAeneHns He yooBneTBopuTeb-
Ha nNnbo n3-3a CONyTCTBYHLLEro CUMbHOIO HECENeK-
TUBHOrO NornoweHus, NMbo n3-3a NpoCcTpaHCTBEHHON
HEeO4HOPOAHOCTM MOrMoLaLWero crnos B nonepey-
HOM ceyeHunn neun [24]. B obounx criyyaax npumeHe-
Hne OA TpebyeT ageKBaTHbIX CTaHO4APTHbIX 06pa3LoB
O5s1 rpafyvpOBKM CMEKTPOMETpa.

[MpakTnyeckn NMHEnHbIN POCT KpUB. 3 Ha puc.
3 00ycrnoBneH OTCYTCTBMEM MaTPUYHbIX NMOMEX B yC-
nosusax A3A. OHK He NpoABNSATCA NPY AO3MPOBKE
B neyb 40 5 Mr ropHow nopofbl CJIr-1. AHanornyHele
rpaduky NonyYeHbl U AN ocTanbHbIX MCCNeoBaH-
HbIX obpasuoB. CnegoBaTensHo, A3A CHMXaeT HMX-
HWI Npeden onpeaenexHns 3onoTa B 5 pa3 no cpasBHe-
Huto ¢ Tem, 4yto aaet OA.

Pesynbtathl onpeaeneHns cogepxaHus 3050-
Ta B [CO (npurotoBneHHblx B BUAE cycneHsnn Ne 2)
¢ ncnonb3oBaHnem [43A npueeaeHsl B Tabn. 3. OHu
COBMajatoT C aTTeCTOBAHHbLIMWN 3HAYEHUSIMU, YTO CBU-
OeTenbCTBYET O NPaBUIbHOCTU NPOBEAEHHbIX HaMW
namepeHun. CrnegosatenibHO, NPUMEHEHHAs HaMu

AWHT, C

3|

06 |

04 -

0,2

0 — T T—T— T
0 2 4 m,mr
Puc. 3. 3aBucumocTb nHTerpanbHon abcopbunoHHOCTM
3onoTta oT macchl obpasua CJIr-1, nomeLaemoro B neyb B
Buae cycneHsumn Ne 2 npu OA (1) n 3A (2 — nepBrYHbIN 1
3 — BTOPWYHbIV CUrHanbI)
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Tabnuua 3

PesynbraThl aHanusa ctaHaapTHbIX 06pasLoB MeTo-
aom QTAAC c I3A (n =5; P =0.95)

O6pa- ATTecToBaHHOE Pesynbrar aHanusa
3ey, coaepxaHve, r/t C=d, /T S, %
CYC Au 0.10 £ 0.02 0,10 £0.04 14.0
Ag 0.10 £ 0.02 0.15+0.05 13.3
CIie Au 2.50 = 0.03 2.26 £0.30 4.9
Ag 0.47 + 0.08 0,43 + 0.05 3.9
C3p-4 Au 213 +0.05 211£0.29 5.0
Ag 0.360 £ 0.003 | 0.39 +0.06 51

KncrnoTHasi o6paboTka No3BOMSET 4OCTATOYHO NOn-
HO PacTBOPSATb 30M10TO, HE CMOTPS Ha TO, YTO OHO MO-
XXeT ObITb B TOW UMY MHOW CTENEHW 3aKancynnMpoBaHo
B YacTuMLax CycrneHsunu, pasmep KOTOpbIX B OCHOBHOM
coctaBnan 25 Mkm. Ons pyTUHHBIX U3MEPEHUI MOX-
HO NopeKoMeHJ0BaTb Pa3BOAUTL CYCrNEH3NIO BOLOW B
MEHbLLEN CTENeHn, a UMeHHO A0 koHueHTpauun 100
mr/mr. Takyo CyCneH3nto eLLe MOXHO JOCTaTOYHO fer-
KO nepemeluvBatb 6apboTupoBaHuem. Torga npu go-
31MpoBaHMK B neyb 40 MK JaHHOW CyCrneH3mmn macca
3arpy>xaemMor nopodpl coctaBuT 3.2 Mr. [IBykpaTtHoe
0031pOBaHUe C NPOMEXYTOYHbIM NOACYLUMBAHUEM
cycneHsumn obecneyuT, cygs no puc. 3, MakcumanbHo
BO3MOXHYIO B J@HHbIX YCMOBUSIX U3MEPEHNS YYBCTBM-
TENbHOCTb Y TOYHOCTb aHanunsa.

BBeaeHue B cnekTpoMeTp LienbHonm obpaboTaH-
HOWM LapCKOW BOLKOW CYCMneH3nn uMeeT NpuHLUNm-
anbHoe 3HayeHue ansa obecnevyeHns NpaBUNbLHOCTU
aHanu3a. [leno B ToM, 4TO 30510TO 1 cepebpo nocne
pacTBOPEHMS XOPOLLO COpOUpYTCS Ha YacTuuax cy-
crneH3unn. NoaTomMy NX KOHUEHTpaLmsa B Npo3payHomn
XnakocTtu, obpasylolleincs B BEpXHen Yactu npobu-
POK MOCrne oTCTaMBaHus CycneHsuu, B 2-4 pasa MeHb-
e, YeM OT paBHOMEPHO NepeMeLLaHHON CyCNeH3Nu.
OT10T 3dhhekT Habnogancs paHee B pabote [18] n BoC-
npousserncs B Hawmx onbiTax. OH nokasblBaeT, YTo B
crny4ae MeToauK C OTAeNEHMEM MEeTanoB OT Hepac-
TBOPEHHOW YacTu Nopoabl NyTemM uUnsTpaLumn 1 akc-
TpaKUuM pUCK NOTEPU aHanNUTa 4OCTATOMHO BeNuK. [Mpu
BBEEHUM B aTOMU3ATOP LieNbHOM CYCMEeH3Mmn 3TOT UC-
TOYHMK MOrPELLUHOCTUN MNONTHOCTBLIO UCKITHYAETCS.

MeTogom ctaHaapTHbIX 4o6aBOK ycTaHoBNe-
HO OTCYTCTBME MaTpU4HbIX Nomex. Moatomy Bce [CO
MOXHO aHanu3npoBaThb Mo rpagynpoBOYHOMY rpadu-
Ky, MOCTPOEHHOMY C MOMOLLIbI0 MPOCTbIX BOAHbIX pac-
TBOpPOB 30510Ta. [pegen obHapyXeHUst No KPUTEPULD
30 coctasun 0.008 r/t. Mpu 4O3NpOBaHNM PyYHOU NK-
neTkon S Bo3pacTaeT B ABa pasa. [lnanasoH onpe-
aensemMblix KoHUeHTpaumn coctasnget ot 0.03 go 20
r/T, 4TO yOOBIETBOPSIET NOTPEBHOCTSAM reonoropas-
Beaku [15, 25-27].

[na aHanusa nopon ¢ OTHOCUTENbHO KPYMHO-
3EepHUCTBIM 30510TOM HaBecka obpasua gaxe B 50 1
MOXET okasaTbcsa HegocTaTouHou [14, 15]. Mo pac-
yeTam [28] npu BopTOoBOM cogepxaHum 3onota 1 1/t
BENMYMHA HaBECKM JOIMKHA COCTaBNAThL: AN 30510Ta

kpynHocTbto 0.05-0.1 mm — He meHee 320 r; 0.1-0.25
MM — 1-1.2 kr; 0.25-0.5 mm — 20.5 kr. BugHo, 4to noa-
roToBKa CycneH3um Taknx npob TpebyeTt o6bemHomn no-
cyabl n 6onbluoro pacxoaa kmcnot. Hanpumep, ns 100
r uamenbyeHHoro 7o 0.1 MM No NPUHATLIM reoxMmuye-
CKMM npaswunam obpasua nony4vaercs 1 n cycneHsmu.
[lns nepesofa B cycneHsnto HaBeckn B 20.5 Kr noTpe-
ByeTcsa yxe okono 80 n uapcKor BOAKU Y €MKOCTb Ha
410 n, 4TO HepearnbHO OCYLLECTBNATb Ha NpakTuke. B
nabopaTopHbIX YCIOBUSAX MakCcMMarbHbIi 06beM Co-
cyda Ons NpUroToBIEHNSI CYCMNEH3NN MOXET 4OCTU-
rate 10 n. To eCTb OH NPUroAeH ANt MakCUMarbHON
HaBecku 1 kr. [Mocne KUCNoTHOro ycpeaHeHnst npobbl
B TaKOW EMKOCTU 1 ee paBHOMEPHOTO B3GanTbiBaHNS
4YacTb rOTOBOWM CYCMEH3MN MOXHO OTNMTb B MPOOMPKY
mMarnoro oobema, a eMKOCTb OCBOOOANTE M NCMONb30-
BaTb AJ1s MOArOTOBKM Apyron npobbl. K coxaneruto,
WHOW cnocob obecneveHns NpeacTaBUTENbHOCTY re-
onornyeckon nNpobkl Ha 3010TO NPEANOXNUTL TPYAHO.
Bo Bcsikom cnyyae, noaxof Ha ocHoBe STAAC ¢ [13A
obecneuynBaeT Hanbornee 6bICTPOE N LOCTOBEPHOE MPO-
BeJEHMe aHanm3a, Tak kak OH He TpebyeT BblaeneHns
30510Ta 13 CycneH3nm AoNONHUTENbHBIMU XUMUYECKN-
Mu Metofamu. COOTBETCTBEHHO, €ro ANUTENbHOCTb
3a[aeTcs B OCHOBHOM MpoLeaypov NpUroToBneHms
cycneHaum n 3aHmmaet 1.5-2 yaca.

OnpepeneHue cepebpa. Cepebpo B ropHbIX NO-
poAax M pygaax 4acTo OnpenensioT Kak afnemMeHT co-
nyTCTBYOLLMIA 30510TY. [03TOMY UHTEPEC NpeacTaBns-
eT MeToAukKa, MO3BONSAKLLLAA UCTMONb30BaThb AN 3TON
uenu cycnenauto Ne 2, npurogHyto B NepByto odepeb
O5s1 aHanu3a Ha 30n0T10. V3-3a cpaBHUTENBHO HNU3KOW
Temnepatypbl, Heobxogumown ansa OA cepebpa, maTpu-
La uccrnegyemMblix reofniornyeckmx obpasuos mcnaps-
eTcs crnabo n He co3gaeT nomex. Pabounii gnanasoH
onpegensieMbIX KOHLEHTpaLuMin npyn O31POBaHWMN B
neyb 5 mMr obpasua cocTaBnsieT B 3TUX YCIOBUSAX OT
410 po 0.5 r/1. MpumeHaTb A3A ons onpeaeneHus
KOHLUEeHTpauuii cepebpa B 3TOM AuanasoHe He nMeeT
cmbicna. OgHako B crny4yae boraTbix cepebpom obpas-
uoB (>0.5 r/1), korga OA NpMBOAUT K 3aLLUKaNMBaHWIO
cnekTpomeTpa, [13A no3BonseT nerko yMmeHbWnTb 1
BbIBECTU @aHaNUTUYECKUIA CUrHAN B ONTUMAaIbHbIN gu-
ana3oH paboTbl cnekTpoMeTpa. ATo obecneyvnBaeTcs
YMCTO MHCTPYMEHTanbHbIM CNIOCOBOM — perynmnpoBKon
MOMOXeHNs 30HA4a OTHOCUTENBHO A03UPOBOYHOIO OT-
BEpPCTUS ANg ctaguv ynaesnusanusa napos [20]. Peru-
CTpOrpamMmbl aHaNMUTUYECKUX CUrHanoB cepebpa aHa-
NOTMYHbI COOTBETCTBYLLMM CUrHanam 305oTa 1 34echb
He NpVBELEHbI.

Ha puc. 4 faHbl 3aBUCMMOCTH MHTErpanbHon ab-
COpOLUMOHHOCTM OT MacChbl JO3UPYEMOro B aToMu3a-
Top cepebpa npu pasnu4yHbIX cnocobax aTomMusaunm.
Ecnu ncnonb3oBaHne BHYTPEHHErO MOTOKa aproHa
npy OA NogHMMaeT BEPXHIOK rpaHuLy onpegense-
MbIX COAepXaHui Bcero B ABa pasa 8o 1 Hr (kpus. 1
n 2), To A3A yBenuumBaeT ee Ha nopsgok. 310 oby-
CNOBMEHO TeM, YTO amnNnTyaa curHana npu ucnape-
HWM NPobbI C 30HAA HApacTaeT He Tak CUIbHO, KaK NMpu
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MCMapeHnn Co CTEHKM MeYn, 1 3allKanvMBaHue HacTy-
naeT Npwm CyLLeCTBEHHO bonbLuMx Maccax cepebpa. B
cryyae aHanm3a nopoabl Unv pyabl B BUAE CyCrneH3mu,
NMPUroTOBMEHHON Mo cnocoby Ne 2 ¢ KoHUeHTpaunen
100 mr/mMn, BepxXHWIA Npegen onpeaensemblX KOHUEH-
Tpauwuii cepebpa coctaBnsieT 4.5 /T npyn 4O3NPOBKE B
neyb 10 Mk obpasua. Bennunta S B 3Toi Touke <4.5
% (n = 5). Mpn HEOBXOANMOCTN MOXHO YBENUYUTL U
3TOT Npefen onpeaernexns, ycTaHOBMB 30HA A1 CTa-
Oy ynaBnuBaHus napos Bbllle Ha 5-10 MM, yem yka-
3aHo B Tabn. 2. KonnyecTtBo OCEBLLErO Ha 30HAE cepe-
Opa yMmeHbLUaeTCs, 1 YyBCTBUTENBHOCTb ONpeaeneHns
CHWXXAETCH [0 HY)XKHOTO 3Ha4YeHus.

[ns onpeneneHus cepebpa B ropHbIX Mopoaax
1 pygax MOXHO TaKxe MCnosfb30BaTh TeMMNepaTypHO-
BpeMeHHyto nporpammy [3A 3onoTa (cm. Tabn. 2). 31o
00CTOATENBLCTBO NPEeACTaBNSET MHTEPEC ANsi OAHOBpE-
MEHHOI0 MHOrO3/1IEMEHTHOrO aTOMHO-abCcopOLIMOHHOTO
aHanmsa [29], Tak Kak 3a OAMH LMK aToMU3aLmm MOX-
HO mony4yaTtb CBOOOAHbIE OT MaTPUYHbLIX MOMEX aHa-
NNTUYECKNE CUTHarbl 000MX 3NIEMEHTOB, NMPUYEM Ha
pasHbIX MO YyBCTBUTENbHOCTU aHANUTUYECKUX JINHU-
ax. Takum o6pa3om, ocHalleHWe cnekTpoMeTpoB 6r10-
KOM 30HJOBOV aTOMM3aLMM NO3BOMSET CyLLECTBEHHO
pacLMpUTb UX aHanMTU4eckme BO3MOXHOCTM M NOBbI-
CUTb NPON3BOAUTENBHOCTbL aHanunaa.

3aknoyeHue

[MokasaHo, YTO TEXHMKA OBYXCTagUMHON 30HO0-
BOW aTOMMU3auuKn B rpadoMToOBOM NeYvm NO3BONSET Npu-
MEHSATb aTOMHO-abCOopPOLMOHHY0 CNEKTPOMETPUIO AN
NPSIMOro 3KCNPECCHOro onpeaeneHus 3onoTta v cepe-
Opa kak B 6egHbIX, Tak U B OoraTbiX ropHbIX nopogax
1 pygax, MPUroTOBIIEHHbIX K aHanu3y B BUAE CyCMeH-
3UKN. ITO JOCTUraeTCs 3a CHET CHKEHNS MaTPUYHbIX
nomex pakLMoHMpoBaHNEM NPoObI Ha Bonbdpamo-
BOM 30HAE, a B cryyae boratbix o6pasLoB Takxke 3a
cyeT pa3baBeHns Nx NapoB HEMOCPEACTBEHHO B aTO-
mMu3satope. lNpeanoxeHHbin cnocob n3amepeHns No3eo-
nseT: MUHUMU3poBaTb (POTOMETPUYECKME LYMbl OT
MCMONb30BaHNs 30HAA; YOOBNETBOPUTL TPEOOBaHMSA K
NpeacTaBUTENBHOCTU re0NOrM4eCcKMX Npod pa3nmyHon
NPUPOAbI, B TOM YMCIe TPYOHO BCKPbIBAEMbIX YEPHbIX
CMNaHUEB; UCKITYUTb NCTOYHMKN MOrPELLHOCTH, NpU-
cylime N3BECTHbIM METOAMKAM C XUMUYECKMM OTAe-
NeHneM mellarLert MaTpuLbl; OnepaTMBHO PeLUUTb
npobnemMy cTaHaapTHbIX 00pa3uoB ANs KanMbpoBKU.
Takow aHanu3 peannsyeTcsa B aBTOMaTUYECKOM PEXU-
me, bnarogaps OCHaLLEHUIO CEPUNHOIO CNeKTpome-
Tpa 6/10KOM 30HO0BOWM aTOMM3aLMN U CUCTEMOWN Nne-
peMeLLBaHKS CycneH3nin Metogom 6apboTmpoBaHus.
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ATOMIC ABSORPTION DETERMINATION OF GOLD AND
SILVER IN ROCKS AND ORES USING DOUBLE-STAGE PROBE
ATOMIZATION IN THE GRAPHITE FURNACE

Y.A. Zakharov, R.V. Okunev, S.l. Hasanova, D.S. Irisov', R.R. Haibullin'

Kazan (Volga region) Federal University,
ul. Kremlevskya, 18, Kazan, 420008, Russian Federation
'LLC «Atzond»
ul. Chernushevskogo, 17/38, Kazan, 420111, Russian Federation
Yuri.Zakharov@kpfu.ru

New rapid method for quantitative determination of gold and silver in rock and ore suspensions
using commercial spectrometer with additional accessories for probe atomization and barbotage shak-
ing up of the sample in the autosampler is developed. Milled geological sample is maintained in the
mix of acids HNO, and HCI (1:3) 20 minutes and then diluted up to 5 times by deionized water to obtain
suspension with concentration 100 mg/ml. The suspension is inserted into the graphite furnace of the
spectrometer. The technique of double-stage probe atomization with independently heated U-shaped
tungsten probe permits to minimize photometric noise, to remove strong matrix interferences and in-
crease relative sensitivity of the gold determination. On the other hand it gives possibility to dilute atom-
ic vapors in the atomizer for shifting upper limit of silver determination in the case of rich samples. Also
the representative shots of the geological materials (~kg) and simple water calibration solutions of the
elements can be used. Detection limit of Au is 0.008 g/ton. Determination ranges are 0.03 — 20 and
0.0004 - 4.5 g/ton for gold and silver, respectively. Correctness of the analysis is checked using Rus-
sian standard reference materials of black slate CHC-1, Sykhoy Log ore CJ1r-1 and gold ore C3P-4. Du-

ration of the all analysis is 1.5 — 2 hour.

Keywords: atomic absorption analysis, graphite atomizer, double-stage probe atomization, gold,

silver, rocks, ores, black slate, suspension
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