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C NoMOLLbIO PacTPOBOW CKaHMPYHOLLEN 371IEKTPOHHON MUKPOCKOMNUM NCCrefoBaHa NOBEPXHOCTb
BonbdpamoBoro U-o6pasHoro 3oH4a, NpUMeHSAeMOoro Ansi AByXCTagunHoM 30H40BOW atoMu3aunm npod
B rpadhMTOBOW Neyn Npu aToMHo-abcopObLMoHHOM aHanu3ae. Lienb — npocneanTts nsMeHeHne CoCTOSIHUSA
npobbl Mocrne ee TEPMUYECKON NEPETOHKN U3 NeYn Ha 30HA U AOMNONHUTENBHOM TepMO0OOPaboTKM Ha 30H-
ae. lNMokasaHo, 4YTO B X04e NeEPBUYHOM aTOMMU3aLMM MHOTOKOMMOHEHTHOW MO MaTPUYHOMY COCTaBy NpoObI
(cycneHsun pasmonoTton go 80 MKM 3010TOCOAEPKALLEN pyabl), MONyYaeTcsi KOHAEHCAaTHOE OTIIOXEHNe
B BUJE CMOS CIIUMLLMXCSA NONUKPUCTANIMYECKUX YacTuL, pa3amepomM He 6onee 1 mkm. MNMocne ctagmm nu-
ponusa Ha 3oHAe npu Temnepatype neyn 1500°C 370 OTNOXEHWE NpeBpaLLaeTcs B ONMaBeHHYH NieH-
Ky C KannsiMy BOCCTaHOBIEHHbIX METannoB gnameTpom 4o 1 MkMm. B cnyvyae ogHOKOMMOHEHTHOM No Ma-
TPUYHOMY cocTaBy NpoObl (BOAHOrO pacTBOpa HUTpaTa nannaauns) Ha 30HAe OTKNaAblBaeTCA MOHOMNMUTHAsA
naeHKa co CrycTkaMmum 1 XxnonbsiMm U3 MMkpokanenes nannaamsa pasmepom 50-100 HM. B pesynbraTe Tako-
ro opakUMOHNPOBAHUST XMMUYECKUIA COCTaB MPOObI YyNPOLLAETCs, a Tak XXe OHa KOMMAKTHO JlokanuayeT-
Cs1 Ha KOH4YMKe 30HAa B npedenax 2 MM. OTO NONOXUTENbHO CKa3blBAaeTCsl HA aHaNMTUYEeCKOM curHane,
perncTprvpyeMom npu BTOPUYHOWM aToMU3aLunm KoHAeHcaTa ¢ 30HAA, NOrpy>KaeMoro B rpacpmMToByo NeYb.

Knroveenie crioea: aToMHO-abCOPOLMOHHBIN aHann3, AByXCTaauiHasa 30HA0Basi aToMmn3auus, rpa-
dmToBasA Neyb, pyaa, CyCneHsus, ANeKTPOHHAs MUKPOCKOMMS.
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The surface of the U-shaped tungsten probe for a graphite furnace atomic absorption analysis with
two-stage probe atomization was studied using scanning electron microscopy. The aim of the work was
investigation of morphology of the sample after vapor phase transfer from the tube furnace to the tungsten
probe and additional thermal treatment on the probe. It is shown for the sample having multicomponent
matrix (the slurry of milled up to 80 um gold ore) that a polycrystalline layer of agglomerated particles of size
less than 1 ym is formed on the surface of the probe after primary vaporization. After additional pyrolysis on
the probe at the furnace temperature 1500 °C the deposit is modified into an amorphous film and drops of
reduced metals with diameter up to 1 um. In the case of single component matrix (water solution of palladium
nitrate) a solid film with clots and flakes of 50-100 nm micro drops of palladium is deposited on the probe.
The two stage treatment leads to the simplification of the sample deposit and its localization on the probe
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tip within 2 mm. This caused substantial improvement of analytical signal associated with atomization of the
deposit from the probe inserted into the graphite furnace.
Keywords: atomic absorption analysis, two-stage probe atomization, graphite furnace, ore, suspension,

electron microscopy.

BBegeHue

OnpepgeneHunto KOHLEHTPaLIMN MUKPOMPUMECEN
3M1EMEHTOB B Pa3fMyHbIX BELLECTBAX U MaTtepunanax
C NOMOLLbI0 3NEKTPOTEPMUYECKON aTOMHO-abcopb-
LIMOHHOW CreKTpomMeTpun ¢ rpadoutoBon neysto (STA-
AC) Hepeako NpenaTCTBYOT NOMEXM CO CTOPOHbI Ma-
Tpuubl NPobbl. OHU NPOSBAATCA NPY UMMYIbCHOM
ncnapeHumn nNpobbl B BUAE HYEPECHYP CUITbHOTO Hece-
NEKTMBHOrO MOTMOLLEHNSA 1 NOAABMNEHUSA aHanuTuye-
ckoro curHana. lNMoatomy npoby nepen BBeAEHNEM
B CNEKTPOMETP cTapatloTcsa npeobpasoBaTb B bonee
NPOCTYI0 XMMUYeckyto hopmy. Hanpumep, opraHmnye-
CKune BelllecTBa (Mu1LLEeBble NPOAYKTLI U T.M.) MUHEpa-
N3YIOT 1 3aTeM pacTBOPSIOT B Bode. HeopraHunyeckne
Npo6bl CIOXXHOMO XMMUYECKOro cocTaBa (ropHble Mo-
poabl 1 T.N.) pasnaratT KMcrnoTamm ¢ nocrneayoLlen
3KcTpakumen aHanuta. JonosHMTeNbHO K 3TOMY, Mo-
MELLEHHYIO B CNIEKTPOMETP anunKkBOTY NOATOTOBEHHO-
ro pacTtBopa noABepralT NMpPonunay ¢ NPUMEHEHNEM
MaTpuyHoro moaudumkatopa [1]. B nepunopg ctaHosne-
Hus metoga ATAAC cocTosiHMe NPobbl Ha CTEHKE NeYn
nepen vHanbHbIM WAroM atoMmmsauumn ncecregosa-
N1 C NpYBIIEYEHNEM MHOTMX HE3ABUCUMbIX METOOB,
B TOM YUCrie pacTPOBOMW CKaHWPYHOLLEN 3NeKTPOHHON
MUKpocKonuu [2]. BbIno ycTaHOBMEHO, YTO Noche cTa-
OV CYLLKU 1 MMPONIN3a Cyxol ocTaTok npobbl npesa-
cTaBnsieT cobon, Kak NpaBuio, MUKPOKPUCTANUTbI
cornen, okcuaoB, kKapbuaos n opyrnx 6onee CnoXxHbIX
coeanHeHun. Takxe HabnoaaoTcs kKannesnaHble 00-
pa3oBaHusi Kak cneacTBue NnaBrneHns. 3T KOMMOHEH-
Tbl pacnpefeneHbl Ha BHyTpeHHen rpaduToBOM No-
BEPXHOCTM NeYM Unm nrnatpopMbl U MOTyT MPOHUKATb
B €€ Nopbl U MEXCINOWHOE NMPOCTPAHCTBO. JTO BNUS-
€T Ha KMHEeTKKY aTomusaumm npobbl 1, crnefoBaTterib-
HO, Ha BENWYMHY 1 hOPMY aHaANUTUYECKOTO CUrHana.

[MockonbKy XuMmnyeckas nogrotoska oopasLos
ans OTAAC ¢ TpaguLUMOHHON OQHOCTaAUNHOM aTo-
Mu3auuer npod TpygoemKa u ABNAETCA NCTOYHUKOM
norpeLuHoCcTH, HaMu paspaboTaHa annapaTypa Ans
Gonee 9KOHOMWYHbBIX METOAMK aHanns3a ¢ NpMMeHe-
HMeM OByXCcTaaunHon 3oHaoBon atomusauuu (A3A)
[3]. CyTb coctouT B TOM, 4TO Nap npobbl nocne aTo-
MU3aLMKn B MeYM HanpaBnsieTcsa MOTOKOM aproHa Ha-
pYyXy 4Yepe3 [O3MPOBOYHOE OTBEPCTUE HABCTpeYy
noAcTaBMEeHHOMY MPUMEPHO B ABYX MUMNMMETPax
Hag HUM BONbgPaMOBOMY 30HAY C KOMHATHOW TEM-
nepatypon. HekoTopble KOMMNOHEHTbI, NpeXxae BCero
aTOMHBbIN Nap onpeaenseMbIX 3N1IEMEHTOB, a TAKXe UX
oKkcuapl, kKapbuabl 1 gUMepbl, KOHAEHCUPYHOTCS Ha KOH-
YrKe 30H4a, a HEKOHAEHCMPYIOLLMECS B 3TUX YCIOBUSIX
rasbl (Kucnopon, okcuabl a3oTa, yrnepoaa, ranoreHsi
1 T.n.) ynetyuymsatotcs. [locne npoMexxyToyHOro o4m-
CTMTENbHOMO MPOXWra Neyb HarpeBarT 40 ONTUManb-
HOW TemnepaTypbl CTaAnM aTOMU3aLnn 1 NOrpy>KatoT

B Hee 30H[ Yyepe3 J03UPOBOYHOE OTBEPCTUE Ha IIy-
OuHy 1-2 MM. [1Ns yCKOpEeHUs cnapeHnst KoHageHcarta
Mo 30HAY NPONyCKalT MMMNYIbC HAarpeBatLLEro ariek-
Tpuyeckoro Toka. B pesynbrate, nap npobbl ObICTpO
nocTynaeT B CTabuNbHy0 Mo TemrnepaType U KOHBEK-
TMBHbIM NMOTOKAM aHaNUTUYECKYH 30HY NeyMn.

Mpenmyiectea [3A yxe NpounniocTpypoBaHbl
npumMepamm NpsIMOro aHanmaa crioXxHbix npob B BUAE:
XMPHbIX MOMOYHbIX NpoaykToB Ha Cd n Pb [4]; HacbkI-
LLIeHHbIX coneBbIxX pacTBopoB Ha Cd, Pb u Tl [5]; rop-
HbIX nopod v pya Ha Au n Ag [6, 7]; nous Ha Cd, Zn,
Se, Pb, Si, Fe n Al [8]; BOHHbIX oTnoxeHu Ha As [9].
OTO OCyLLECTBNEHO Ha CNeKTpoMeTpax pasfnyHbIX
dupwm Jlromake (Poccms), Perkin Elmer (CLUA), Karl
Zeiss Jena n Analytik Jena (Tepmanus). Mpsamown aHa-
nn3 3Tnx Npob ¢ NOMOLLbI0 O4HOCTAAMIHON aTOMU-
3auMmn HEBO3MOXEH M3-3a MaTpUYHbIX MOMEX B BMAE
YpEe3MEepHOro HeCENEKTMBHOMO MOTTOLLEHNs 1 noga-
BIEHUS cUrHana aToMHon abcopbumm. Tem He MeHee,
ans BHegpeHus TexHukn O3A B aHanuTuyeckue na-
H6opaTopun Heobxoammo 6onee nogpobHoe n3yyeHune
BCEX €€ acrneKkToB.

OpaHum n3 knoveBbix npoueccoB [A3A apnseT-
cs1 npeobpasoBaHne Npobbl HA MOBEPXHOCTM 30HAA.
OHo nNpoucxoauT B pesynbrate KOHAeHCaUun Ha 30H-
e BbiCOKOTEMMNepaTypHbIX NAPOB aHanNn3mpyemo-
ro BellecTBa M3 CTpyun UHepTHoro rasa. ViccnepoBa-
HUIO SABNEHNSI KOHOEHC AWK, LUMPOKO MPUMEHSIEMOMY
B pa3nMyHbIX 0BNacTaX Hayku U TEXHUKKU, NOCBSILLEH
psia dyHaameHTanbHbIX pabot [10-13]. U3 Hux credy-
€T, YTO CBOWCTBA KOHAEHcaTa 3aBMCAT OT MHOIMX Na-
paMeTpoB, Ha4YMHas OT XMMUYECKOrO COCTaBa NapoB,
0COBEHHOCTEN NOBEPXHOCTU AN KOHAEHcauun 1 3a-
KaH4MBas TeMnepaTypHbIMU 1 ra3oguHaMU4eCcKUMm
ycnoBusimu npouecca. NpumenutensHo kK ATAAC B
paboTte [14] npoBeaeHO maTeMaTMyeckoe Moaenupo-
BaHWe ynaBnvMBaHUSA NapoB Ha CTEPXKHEBOM 30HAE U
nonyYeHbl CHUMKM €ro MOBEPXHOCTM Ha ONTUYECKOM
mMukpockone [15]. B pabote [16] uccnegosanu KOHAEH-
cat cepebpa Ha NoACTaBHOM MELHOM CTEPXXHE Mpu
BblOYyBaHWM NapoB aproHoOM U3 rpaduToBOK Tpyb4a-
TOW neuun Yepes ee TopeLl. KoHew cTepxHs, yrnaBnmea-
rownn nap, pacnonaranu B 10 cM OT LeHTpa neyu, To
€CTb ropaszo ganblue, yem 3oHa npu O3A, a gpyrown
oxnaxzganu Xnakum azotom. lNnaeneHne obpasoBas-
LLerocs KoHgeHcaTa B NpyHLMINE UCKAKYanoch, 1 no-
3TOMY €ro 4YacTuLbl pacnonaranuck pasgernbHo Ha no-
BEPXHOCTM CTEPXKHSA. Tem He MeHee, Obina 3ameyeHa
TEeHAEHUMS K armoMepaumm 4actuy, — BOKPYr pa3pos-
HeHHbIX kanesnb pazmepoM 10-50 HM SBHO KOHLEHTPU-
poBanMnch YacTUYKM Ha NOpPsAoK Menbye. MNogobHbIX
cBefeHui o mopdornorum npobel Ha 6onee coBepLLEH-
Hom anst 13A U-ob6pa3HoM 30HAe C HE3aBUCUMbIM Ha-
rpesoM [3] noka He Nony4eHo.
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Lienbto gaHHoOM paboTbl ABASETCS NccneoBaHne
C MOMOLLIO PacTPOBOW CKaHMPYHOLLEN 3NEKTPOHHOM
MUKpPOCKONMM Npeobpa3oBaHns BelecTsa NOTeHLM-
anbHO TPYAHbIX 41151 NPSIMOro aTOMHO-abCopOLIMOHHO-
ro aHanuaa npo6 (pyakl 1 MeTanna) Ha MOBEPXHOCTU
U-o6pasHoro BonbpaMoBOro 3oH4a npu gByxcra-
OVAHON 30HAOBOW aTOMM3aL MM B rpaddMTOBON MeYn.

3Kcnepwme|-rranb|-|a;| 4yacTb

Vicnonb3oBanu 6510k 30H40BOV aToMu3aumm At-
30HA-1 dupmbl AT30HA (Poccus), ycTaHOBNEHHbIN Ha
aToOMHO-abcopbumoHHbIn cnekTpomeTp ContrAA 700
dupmbl Analytik Jena (fepmaHus) co ctTaHgapTHOM
rpadMTOBON NEeYbo NONepeYHoro Harpesa. 30HA Bbl-
NOMHEH U3 BONbpamMoBor NPOBOMOKKN ToNLWUHOM 0.6
MM. Ha puc. 1 nokadaHa nogBwkHas WTaHra MaHuny-
nsTopa C 3aKpensieHHbIM Ha Hew 3oHaoM (1) 1 3anac-
HbIM 30HAOM (2).

[nsa ynobcTBa yCTaHOBKM 30H4A Ha LUTAHre KOH-
Lbl BOrbppamMoBOW NPOBOMOKU, U3 KOTOPOW OH U3ro-
TOBJEH, MPMBAPEHbI K METANNM3NPOBAHHOW C ABYX
CTOPOH TEKCTONMWUTOBOM NracTuHe (2). 3Ta nnactuHa
C MOMOLLbIO HaMpaBnsALLEen BepTUkanbHON npope-
31 Merko BCTaBMNSIETCH B MPOMEXYTOK MeXAY MIOCKU-
MW NaTYHHbIMU 3NIEKTPOKOHTAKTaMM U NOAXKMMAETCA
BuvHTOM (3). Mo npoBoaam (4) nogBoaUTCA anekTpuye-
CKW TOK Ans Harpesa 3oHAa. OcHosHoe U-obpasHoe
Teno 30HA4a 3arHyTO BepTUKanbHO BHW3, YTOObI anek-
TPOKOHTAKTbl HAXOAMITUCH B CTOPOHE OT CTPYW NapoB.,
ObloLLiEeN 13 [O3MPOBOYHOrO OTBEPCTUSA BBEPX. [nuHa
LUTAHIW perynmpyeTcs Npu lCTUPOBKE KOHYMKA 30HAa
OTHOCUTENBHO AO3MPOBOYHOIO OTBEPCTUA. lepxaTernb
30H4a MMEET NNacTUHYaTbIA BEPTUKATbHBIA aMOpPTU-
3aTop (5) Ha cnyyan npoMaxa 30H4a B JO3UMPOBOYHOE
OTBEPCTME NEeYn Npu KCTUPOBKE.

Wccneposanu gBa Buga npob, SBHO oTnuvyato-
LLIMECS MO CIOXHOCTU XMMUYECKOro COCTaBa OCHOBBI.
MNepBas — 3TO BOAHbLIN pacTBOp HATpaTa nannaaus Bbl-
COKOW KOHLeHTpaLmn, 06b4HO npumMeHsiembln B OTAAC
Kak MaTpuyHbIi Mogudukatop. MNMpu ogHocTaguinHom
aToMM3aLMmM OH NO3BONSET YCTPaHATb MaTPUYHbIE NO-
MEeXW, ECNM KONNYECTBO MaTpULibl He MPEBbILLAET npe-
AENbHOro 3Ha4YeHNst AN TOro U MHOTO ANIEMEHTa U
Tuna rpacduTtoBor neun [17, 18]. 3toT MmoandmrkaTop
Bcerga fgobasnsietcst K npobe B M30ObITKe MO OTHOLLE-
HUIO K onpeaensieMomy anemeHTy. [NoaTomy nocne nu-
ponu3a npobbl ¢ MOANDUKATOPOM aHaNUT aTOMU3NPY-
eTcs, Mcnapsisicb U3 MaTpuLbl, B KOTOpOM Npeobnagaet
nannagun. B cnyyasx, korga nannagvesbii Moandu-
KaTtop npu ogHOCTaAUNHOW aTOMU3aunmn He NO3BOSS-
eT n3baBnTbCS OT MOMEX, Mbl PEKOMEHAYEM NEPENTH
k A3A. Toroa mogudmkaTtop BmecTe ¢ npobon byaet
NeperoHATbLCS Ha 30HA, U onpeaensemMble 3NeMeHThI
BbIHY>XAEHbl OyQyT aToMU3MpoBaTbCs U3 HOBOW KOH-
JeHcaTHon maTpuubl nannaaus. Noatomy mopdono-
rMI0 9TON MaTpULbl MHTEPECHO U3YUYUTb C MOMOLLbIO
3MNEKTPOHHON MUKPOCKOMMU. DTOT Npumep ByaeT noka-
3aTenbHbIM 1 418 aHanv3a gpyrx MeTansnoB U cnna-
BOB Ha pasfnyHble MUKPOMPUMECHU, MOCKOIbKY HaBe-
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Puc. 1. WtaHra maHunynatopa AT30HA-1 € 3aKpenneHHbIM
Ha Hel BonbpaMoBbIM 30HAOM (1) 1 3anacHbIM 30HAOM C
HanpaBnsoLeln 3NEeKTPOKOHTAKTHON nracTuHow (2). (3) —
NracTUHYaTble 3MEKTPOKOHTAKThI C MOAXXUMHbBIM BUHTOM, (4)
— TOKONOABOASILLMIA NPOBOA ANdA Harpesa 3oHaa v (5) — nna-
CTUHYATBIN BEPTMKAlbHbI aMOPTM3aTop LUTaHI

CKM 9TUX METanoB NpeaBapuTenibHO pacTBOPSIHOTCA
B KMCITOTE M 3aTeM BBOAATCA B aTomu3aTtop. M3secT-
HO, YTO caM nannagun OTHOCUTENBHO NHEPTEH K rpa-
duTy, Kucnopogy u sonbdpamy. MexaHnam ero aTo-
MU3aunn B rpaddnUTOBON Neyn He odeHb crioxeH. OH
N3y4eH C NpuMmeHeHnemM Macc-cnektpomeTpum [19],
KoTopasi 06Hapyxuna B razoBon ¢ase rpacmtoBon
neyu Tonbko nap metanna. CnegosarenbHo, 3Ta npo-
6a fomkHa hopMUpoBaTh KOHAEHCAT aTOMHOrO napa
MeTanna Ha 3oHge 6e3 yyactus kakux-nmbo coegmHe-
HUI nannaams. B nedb gosmnposanu 10 Mk pacTeopa,
coepxallero 5 Mkr nannagus.

Btopas, 3aBegomo 6onee crnoxHas no xumuye-
CKOMY 1 MUHepanbHOMY cocTaBy, Npoba — cycneH3us
3onotocoaepxatlen pyabl C3P-4 'CO 8816-2006. Cy-
CMEH3MI0 FOTOBUIU B MITACTUKOBOW Npobupke BMeCTU-
MOCTbIO 15 MN C 3aBMHYMBAIOLLENCS KPbILLKOW pa3Be-
OeHveM Hasecku pyabl 500 Mr Lapckon Boakon oo 1.5
M1 C Bblgepxkor 20 MUHYT, mocne Yero bnamcTnnnmpo-
BaHHoM Bogou o 10 mn. Takas arpeccuBHas KUCNOT-
Has obpaboTka HAaBECOK pyAbl, @ TakXXe ropHON Nopo-
Obl, MOYBbI UMW JOHHbIX OTIIOXEHU Heobxogmma Ans
onpegeneHus 3onota [7] n o4eHb nonesHa Ans apy-
rmx anemeHToB [9]. OHa obecneynBaeT ycpeaHeHne
KOHLeHTpaLmu aHanuta no o6bemy npuroToBNeHHON
CYCMeH3nu, TO eCcTb AeNnaeT Kaxgoe A03MpoBaHve B
neyb MakcumarnbHO npeacTaBuTeneHbIM. B neus go-
3mpoBanu 20 MK cycneHsuu, cogepxallen 1 mr pyabl.
MIMeHHO Takas 6onbLuas no Macce HaBecka MaTpuLbl
npeacTaBnseT UHTepec AN Halero NccrnegoBaHus,
TaK Kak OHa Orm3ka K npegenbHon HaBecke, KOTOpPYH
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e IMlar Teuni[émypa, Hgé'pfze, Bl-l.ueg:xxa, nl.::i;; Somn
1 J— 90 1000 10 2 0”
2 CYILIKA 110 2 5 2 0'
3 1-w1it nHpomIHS 300 50 10 0.1 Ou
4 | l-ag aroMmHzalma 2100 1500 5 0.1 (l)
I — 2450 1500 3 2 | o
6 1-¢ oxnaxnenne 1500 OTKIL 1 2 Ou
7 2-ii nAponH3 1500 0 10 2 é
8 | crabwimsanus rasa 1500 0 5 0 OI
9 | 2-as atoMmzaHA 2300 1500 5 0 (b
10 2-an 0MHCTKA 2450 500 4 2 d)
11| 2-e oxnaxnenne 25 OTKIL 30 2 é

Puc. 2. TemnepaTypHO-BpeMeHHasi porpamMmMa aToMmnsaTo-
pa ans J3A co cxeMaTUYHbIM yKa3aHWeM NONoXeHUs 3o0Haa
OTHOCUTENBHO TPyBOyaTol Neyn Ha Kaxkaom Luare

BO3MOXHO BHOCUTb B rpachvTOBbIN aTOMU3aTOP AaHHOIO
obbema 1 Npu 3TOM aHanM3MpoBaTb C noMmoLbo [13A.

TemnepaTypHO-BpeMeHHas nporpaMMa atomusa-
Topa rnokasaHa Ha puc. 2 Co CXxemaTUYHbIM YKazaHuem
MONOXeHUs 30H4a OTHOCUTENBHO TPyOYaToN Neyn Ha
KaxxgoMm Lware. lNMporpamma COCTOUT U3 TUMUYHBIX LLa-
roB BbICYLLUMBAHUSA 1 NMPONM3a Npobbl Ha CTEHKE Neyn
(warwu Ne 1-3). B aT0 BpeMsi 30HA HAXOAMTCS B CTOPOHE
OT AO3MPOBOYHOIO OTBEPCTMSA NeYn. 3alUTHBIM ra3om
CINYXWN aproH BbICOKOW YNCTOThI. Larn Ne 4-5 HyxHbI
4N NepBUYHOM aTOMM3aumMmn Npobbl U OYUCTKM NeYn
COOTBETCTBEHHO. BoiGpaHHasa TemnepaTtypa atomu3sa-
uum 2100 °C npyMeHMMa Nsi NIErko U cpegHeneTyumnx
anemeHTOB. Ha ware Ne 6 3a c4eT OTKMNYeHUs nuTa-
fOLLLero ToKa NpoMecxoauT nageHue TemnepaTypbl neyn
0o 1500 °C. OHo HeobxoAnMO AN AONOSTHUTENBHOIO
nuponunsa KoHaeHcarta npobbl, HAaNpUMep, Npu onpe-
aeneHun 3onota [6, 7] ¢ Lenbl yMeHbLUEeHUs Hece-
NEKTMBHOIO MOTTOLLEHMS.

B paHHOM vccnepoBaHun MHTepec npeacTas-
NSeT COCTOoAAHME NOBEPXHOCTN 30HAa NOCIe LWaros ee
TePMUYECKON OUUCTKUN N OXNaXKAEHUSA B NOTOKe apro-

1 Mm

Puc. 3. N306paxxeHne KOHYMKOB 30HO0B NMOCHeE: a — OTXMU-
ra-o4McTKM, 6 — KOHZEHcaUMM NapoB pyabl, 8 — KOHAEHca-
U1 napoB nannaguvsi. YBenvyeHme nokasaHo Macwtab-
HbIM OTPE3KOM

Ha Ne 10-11, ynaBnvBaHus Ha Heli napoB nNpobbl Ne 4
1 ONONHUTENBbHOro NMPosM3a KoHaeHcaTa Npobbl Ha
30oHA4e Ne 7. [loBepxHOCTb 30HAA U3yYanu 3neKTPOH-
HbIM CKaHMpYLWMM Mukpockonom TM3030 cdompmbl Hi-
tachi (AnoHus) c aHeproancnepcnoHHONM NPUCTaBKON
05 peHTreHOBCKOro MmnkpoaHanusa Bruker Quantax
70. CHMMKM nony4vanu Npu yCKOpSHoLEeM Hanpsxe-
Hum 15 kB 1 pernctpauumn obpaTHO pacCesiHHbIX nep-
BMYHbIX 3NIEKTPOHOB. YBENMYeHMe BapbnpoBanu ot
30 poo 10000 kpar.

Pe3ynkTaThbl M ux o6CcyxaeHue

ONEeKTPOHHO-MUKPOCKONUYECKMe HabnogeHns
BbIMOMHEHbI B PEXUME pernctpaumumn obpaTtHo paccesH-
HbIX MEPBUYHbIX 3NEKTPOHOB. X koadhdpuLmeHT obpaT-
HOro paccesiHusi 3aBUCUT OT cpeaHero (3ppeKkTUBHO-
ro) aTOMHOro HoMepa “3y4aemoro marepumana B TO4ke
nafeHns aNeKTPOHHOro 3oHAa. [103ToMy B 9TOM pexu-
Me permcTpauum y4acTku ¢ BbICOKUM CPEAHUM aToM-
HbIM HOMEPOM MMEIOT CBETbIA KOHTPACT n3obpaxe-
HUA, a C bonee HU3KUM cpegHMM aTOMHbIM HOMEpPOM

— TeMHbIn. Ha puc. 3 nokasaHbl KOHLbI 30HA0B nocre

ctagum oumcTkm (war Ne 10) (a) n KoHgeHcauun pas-
nn4HbIX Npo6: pyasbl (6) 1 nannagwus (). B anekTpoH-
HOM MUKPOCKOME OYULLEHHASA OTXKUIOM B rpadduTOBON
neyy NoBEPXHOCTb BoNbgpama BUANTCSA CBETON (a), a
NpUNMNLINE K HEN MHOPOAHbIE YAacTULbI (BEPOSATHO rpa-
duTa) BeIrMSAAAT YepHbIMM TOUkamu. KoHgeHcaT napos
pyabl (6), cocToAwmin No 6onbLuen YacTu U3 KpeMHUS
N antoMUHUS, UMEET Ha CHMMKaxX cepblil LiBeT. Xopo-
LLIO BMAHO, YTO KOHAEHCAT B OCHOBHOM COCPEAOTOYEH
Ha NepBbIX ABYX MUMMMMETPaXx ANWHbI 30HAa. JTO Co-
rnacyeTcs ¢ pacyeToM, BbINOMHEHHbIM B paboTe [13] 1
No3BOJISIET NPOBOANTL aTOMHO-a0COPOLIMOHHBIN aHa-
N3 B CTaHOAPTHbIX NeYax ¢ BHyTPEHHUM AMaMETPOM
6 MM Npu ABYXMUNIMMETPOBOM NOrpYy>KEHNM 30HAA B
neyb, TO ecTb 6e3 nepekpbiBaHNUsS NPOCBEYMBaloLLe-
ro ny4ya cnektpometpa. KoHgeHcaT napoB nannagus
(8) no koHTpacTy nsobpaxeHusa cnabo oTrMyaeTcs oT
Bonbdpama, Ho 06HapyXMBaeTCs B BUAe LLIEPOXOBa-
TbIX CFYCTKOB Ha POBHOMN MOBEPXHOCTM 30HAA.

[Mpun n3rotToBNEHNN 30HA0B BOSbOPaMOBYHO MPO-
BOITOKY MPUXOAUTCS CUINBbHO M3rnbaTb B NOAOrpeToM
cocTosiHuu. [Npy HeJOCTaTOYHOM NPOrpeBe UHoraa npo-
NCXOAUT paccrioeHne BOMOKOH U pacTpeckMBaHme Ha
BHYTPEHHEM n3rnbe, KOTOpble XOPOLLO 3aMeTHbl Ha
O4MLLEHHOM 30HAE (puc. 4, a). CHMMKM Ha puc. 4,61 8
MoKa3blBaloT, YTO KOHAeHcaT 06emx Npob He sBnseTcs
MOHOSIMTHOW MIEHKOW, a npeacTaBnsaeT cobon cpoc-
Lmecs ocTpoBku BellecTBa. KoHgeHcar pyabl obpa-
3yeT NIOTHY KOPKY B HUXKHEN YacTu 30HAA.

Cpasy nocne ynaenvBaHusi NapoB pyabl 30HAOM
Ha ware Ne 4 koHaeHcaT npobbl NpeacTaBnan cobon
CIOM TOSILMHOM OKOSO 5 MKM M3 CAMMLIMXCS Kpynn-
HOK pa3mepoM MeHee 1 MkM (puc. 5, a). [Insa cpaBHe-
HWS1 pa3aMepbl YacTuL, pyabl B CYyCNEH3MUM COCTaBMSANM
B OCHOBHOM 50 MKM, a HekoTopble gocturanu 80 Mkm
[20]. Mocne npMMeHeHNst AONOSNTHNTENBHOTO NUPONK-
3a Ne 7 obpa3syeTcs kopka C NOPUCTON, CneKLLencs
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Ne 1.

Puc. 4. I306pakeHne NoBepXHOCTU 30HAO0B Ha BHYTPEHHEM
crube nocre: a — OTXUra-o4nUCTKK, 6 — KOHAEHCcaL MW NapoB
pyabl, 8 — KOHAEHCALMM NAapoB Nannaaus. YBenuyeHue no-
KasaHo MaclTabHbIM OTPE3KOM

CTPYKTYpPOMI, NOKa3aHHOM Ha puc. 5, 6 1 8. Ha koHuunke
30HAa B 30HE NPSIMOTO KOHTaKTa CO CTpyew napa Ha-
GnofatoTCs rycTble BKpanneHus 3acThiBLUMX LIAPUKOB
mMeTanna c guametpom o 1 Mkm (puc. 5, 8). Paamep
LLIAPMKOB YMEHbLLAETCA B HanpasnieHuy 3oHaa. Bepo-
ATHee BCero Takas kopka obpasoBanacbk us-3a nnas-
NeHus  KBapLa, a Lapuky n3-3a nraBrneHnst BKpanneH-
HbIX B KBapL, METAIOB M BOCCTAHOBIEHUSI X OKCU0B.

KoHngeHcart ot npobbl nannagus (cMm. puc. 6) 0b-
pa3oBaH Croem 3acTbIBLUErO pacnnasa, PaBHOMEPHO
NMOKpPbIBaKOLLMM BOSIbPpaM B HUXKHEN YacTh 3oHAa U
MOCTENEHHO NEPEXOASILLMM B CTYCTKM Ha €ro BHYTPEH-
Hem 3arnbe (6), a TaK e XMonbsiMU PasfMYHOro pas-
Mepa, 4OCTUrarLwMm B AnnHy 5 MKM ¢ TonwmHowm 0.3-
0.5 mkm. Mo AaHHbIM PEHTFEHOBCKOro MMKpoaHanmaa
BCE 3TV OTIIOXEHUA ABNATCA Nannagnem. Xnonbs
XaoTWYHO B34bIONEHbl HaJ NOBEPXHOCTLIO BOMbdpa-
Ma, Kak 6y4TO BO3HUKNW B pesyrbTaTe paspbla nepso-
Ha4yanbHO CNOWHON NAEHKW. ATOT NPOLECC BNOMHE
BEPOSITEH, TaK KaK KOHYMK 30HAA Ha CTagun ynaenu-
BaHWs NapoB B TeYeHUe 5 ¢ ycneBaeT HarpeTbCs 40 He-
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0.010 mm

Puc. 5. I3o6paxeHne koHaeHcaTa napoB pyabl: (@) — nepen
cTaguei gononHuTensHoro nuponuaa Ne7; (6, 8) — nocne
cTaguv JononHMTenNbHOro nuponmnaa Ne 7 Bo3ne BHyTpeH-
HEero v BHeLLHero cruboB KOHYMKa 30HAa, COOTBETCTBEHHO.
YBenu4yeHne nokazaHo MaclUTaGHbIMKU OTpe3kaMu

CKOIbKMX COTEH rpafycoB B packaneHHowm go 2100 °C
CTpye aproHa, a nocrne 3Toro B HalleM Cry4ae OCTbl-
BaeT A0 KOMHaTHOW TemnepaTypbl. Ha puc. 6, 8 aaHo
n3obpaxeHne 0aHOW U3 TakMX B34bIONEHHbIX YeLlyek
nannagusi. Ha Hem xopoLlo B1AHa ee CTpyKTypa, 00-
pa3oBaHHas MHOXXECTBOM 3aCTbIBLUUX WU CAMMLLUXCS
Menkux kanene metanna. Paamep kanens B OCHOBHOM
coctaBnset 50-100 HM. Kpas yeluyinku cnerka onnas-
neHbl. BepoaTHo, AaHHas Yellyika He ycnena onna-
BMTBCS MOSNTHOCTBLIO U NPEBPATUTLCH B CMITOLLHON Cry-
CTOK MeTanna.

M3BecTHO, 4TO Npu atommsauny MUKporpaMmo-
BOW nopuuMmn nannaguesoro moandukaropa B rpadu-
TOBOW neyn obpasyeTcs He TONMbKO aTOMHbIV nap, HO
1 06n1aKo KOHOEHCUPOBAHHbBIX YacTuy, 3TOro MeTan-
na. MNMpouecchbl hopMupoBaHns obnaka Takmx YacTuLy
B YCNOBUSIX aToMusaTopa onuncabl B [21]. CornacHo
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-y

0.007 mm

Puc. 6. 306paxeHune cTpyKTypHbIX 0COBEHHOCTEN KOHAEH-
caTa napoB nannagns Ha NoBEPXHOCTU 30HAA. YBENnYeHne
nokasaHo MacLuTabHbIMK OTpe3kamu

N3MepeHusIM, BbINOMHEHHBLIM B paboTe [22], pasmepbl
KOHAEHCUPOBaHHbIX 4aCTULL, BblAYBaeMbIX 13 3EeKTPO-
TepMu4ecknx ncnaputenen, sapbupytotces ot 0.1 go 1
MKM. B Xoge umnynbCcHOro ncnapeHunsi npobsl COOTHO-
LLUEeHWe Mexay KONM4eCcTBOM KOMMOHEHT B CTpye apro-
Ha MeHsieTcs. O4eBMOHO, YTO Nap 1 YacTULbl B3anMo-
AENCTBYIOT C 30HAOM NO-pa3HOMY. ATOMbI M MOMEKY bl
apcopbupyoTca Ha MOBEPXHOCTU BOMbdpama 1 no-
CTEMEHHO CNM1BAIOTCH B CMIIOLLHYIO MEHKY CO CrycT-
Kamu. Knactepbl 1 Kannu HanunawT Ha NOBEPXHOCTb
30H4a 1 onnaengAwTCs, 06ayBaemble ropsynmM noTo-
KoM aproHa. loaTomy crnon koHAeHcaTa AoCTaToOuHO
NPOYHO YOEPXMBaAETCHA Ha 30HAE U He paspyLuaeTcs
Npn MexaHW4YeCcKnx nepemeLleHnsax MaHunynaropa.
lMpeacTaBneHHble Ha CHYMKaX KOHAEeHcaTHbIe
OTNOXEHMNSA MONyYeHbl MPU NCMONb30BaHNM BECbMa
Bblcokon Temnepatypbl 2100 °C ans nepBuYHON ato-
MM3aLIMN UCXOAHOrO BellecTBa. Kak nokasbiBaroT 3KC-
nepvMeHTbl [7], ee AOCTaTo4HO, YTOObI MeperHaTb Ha

30H[ 30Mn0T0. BMecTe ¢ 30m10TOM 13 Npobbl Npu 3TMX
YCINOBWSIX HA 30HA NEPErOHATCA BCE ApYrne anemMeH-
Thbl MO NETy4YeCTH, He NpeBocxoasaLmne 3onoTto. Ans
onpeenexHns fnerko neTy4nx anNemMeHToB Tuna Kaj-
MU, LMHKA, CBUHLA NEePBUYHYIO0 aTOMU3aLMI0 MOX-
HO MPOBOAUTb MPU CYLLECTBEHHO MEHbLLNX TeMMnepa-
Typax 1600-1800 °C. B atom cnyyae Ha 3oHae byaet
ocaxgaTbCs ropa3fo MeHbLUee KONMYeCTBO MaTpULbl.

MNpw BEIGOPE METOAMKM aHanM3a TOro Unmn NHo-
ro BellecTBa Ha codepXxaHue CrefoBbIX AfleMEHTOB
aHanNUTUK NCXOANT N3 OLLEHKN HEOBXOAMMOM YyBCTBU-
TeNbHOCTU CNEKTPOMETPA, TPYA0EMKOCTU NpoLieaypbl
nNpo6onoaAroToBKW, PUCKOB BHECEHWS 3arpsi3HEHWUIA, Ha-
nnynsa agekBaTHbIX CTaHAAPTHbIX 06pa3uoB. Pe3ynb-
TaTbl, NpeAcTaBeHHble B JaHHOW cTaTbe, NoKasbl-
BalOT, YTO apceHan MeToaN4eCcKnX NoAXO40B MOXET
ObITb paclumpeH 3a cyet [43A. BaxHo, 4TO Nony4YyeHo
BMOSHE SICHOE MpeAcTaBfeHne o0 npolecce npeob-
pa3oBaHus NPoObl Ha 30HAE 1 HE OOHAPYXEHO KaKMX-
nnbo NPUYMH NS BO3HUKHOBEHMWSA rpyObIX aHanmMTu-
YeCKMX OLINOOK.

BbiBoabl

MokasaHo, YTo ncnonb3oBaHue TexHukn O3A
obecneynBaeT rnybokoe npeobpas3oBaHme BeLLecTBa
NpoO6bl, ynpoLuatoLLee ee XMMUYECKNIA COCTaB 3a cHeT
PpaKLMOHNPOBaHWS, a TakXKe KOMMNAKTHYI0 nokanu3aa-
LIN0 B LleHTpe rpadpnToBOM NeYn nepes nsMepeHnem
aHanuTM4eCcKoro curHana npu atoMHo-abcopOLUUOH-
HOM aHanuae. OTa TexHuka fobaBnseT K TpaanLmMOH-
HOMY MMponu3y nNpobbl Ha CTEHKe neuyn/nnaTtgopmbl
elle ABe pagukanbHbix TepMoobpaboTku: 1 — nepBuy-
Hasi aToMMU3aLs B MOTOKE aproHa C NpUHYAUTENbHbLIM
BbIHOCOM BCEro BellecTBa Npodbl U3 neyu, 2 — NMpo-
nm3 06pa3oBaBLIErocs Ha 30HAEe PPaKLMOHNPOBAHHO-
ro KoHZeHcaTa NpoObl B MOTOKE aproHa 13 HarpeTon
ouuLLEeHHOW neyvun. B utore gocturaetcst TOHKoe Anc-
neprupoBaHne NCXOLHbIX Pa3HOPOAHbIX YacTul, Npo-
Obl M NepeBo NX B 4MHYI0 KOHOEHCATHY MaTpuLy.
My6nukaumm no aHanu3y pasnuyHbIX BELLLECTB CBMAe-
TENbCTBYHOT O TOM, YTO AOCTUIHyTass TOYHOCTb U CO-
rnacoBaHHOCTb paboTkl 30HAOBOIO MaHMUMynATopa u
rpacpuTOBOro aTomMm3daTopa rapaHTUMpyT 4oCTaTou-
HO BbICOKYIO MOBTOPSIEMOCTbL NMPOLEeCccoB Npeobpaso-
BaHWs Npobbl Ha 30HAe, HEOBXOAMMYIO ANS Konuye-
CTBEHHOr0 onpeaeneHns KOHLUEHTpaLmMm 3NeMEHTOB.
Mpouecc nponcxoauT B NOMHOCTHIO aBTOMATUYECKOM
pexunme 3a KOpOTKOE BPeEMS B rapaHTMPOBAHHO KOH-
TPONUPYEMbIX U CTEPUIBHBIX C TOYKWN 3PEHUS pUCKa
BHECEHUS 3arpsi3HEHU YCNOBUAX. ATO CNOCobCTBY-
€T CHWXEHUIO NOrpeLIHOCTN aTOMHO-abCcopOLMOHHO-
ro aHanusa. Nostomy [13A MoXeT ObITb peKkOMeHJ0-
BaH KaK BapuaHT MHCTPYMEHTarbHOro OKOHYaHNUsI Npu
onpefeneHMn cnefoBbIX ANIEMEHTOB B CIOXHbIX MPO-
6ax, npyyem BapuaHT, anbTepHaTUBHBIA MOKPOMN XM-
Mu4eckorn npobonoaroToBKe.
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