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MpvBeneHbl pesynbTaTbl pas3paboTkM MeTOAWKM onpederieHUs coaep)KaHusi OKCMOO0B
HaTpWsa U Kanusi B MOPOLLKOBbLIX Npobax MUKPOKpPEMHEe3éMa MEeToA0M aTOMHO-3MUCCUOHHOIO
cnekTparnbHOro aHanusa ¢ ucrnosnb3oBaHWem crnocoba BOyBaHUS MOPOLUKA B OyroBoi pasps.
OueHeHbl JOCTUTHYThle METPONOrMYECKe XapakTepPUCTUKN METOAMKIN aHanv3a v npeaioXeHsol

BO3MOXHbIe MyTW €€ fanbHeNnLwero CoBepLIeHCTBOBaHUS.
Knroyeebie csioga: aTOMHO-3MMUCCUMOHHBIA CNEKTpanbHbIM aHanua, cnocob BOyBaHWS,

MMKpOerMHe3éM, onpeaeneHne Hatpua n Kanusa.

3mutpeBud AnekcaHgp NeHpMxoBuY — KaHAMAAT XMMUYECKMUX HayK, HayanbHUK nabo-
paTopun cdmsmyecknx metogoB aHanusa OAO «YensAGUHCKUIA aneKTpoMeTannypruieckum

KOMOUHaT».

O6nacTb Hay4YHbIX UHTEPECOB — aTOMHO-3MUCCUOHHbLIN CNeKTpasibHbIA aHanu3 no-

poLlKooGpa3HbIX MaTepuanos.
ABTOp 25 Hay4HbIX NyOnMKaLun.

MynbiweB AnekcaHap AnekceeBnUY — AOKTOP XMMUYECKUX HayK, npodyeccop kadeapbl
«Pusnko-xmmmuyeckme metoabl aHanmsa» PrAoy BIMO Ypody.

O6nacTb Hay4YHbIX UHTEPECOB — U3OTONHbIN, 3NTIeMEHTHbIA U CTPYKTYPHbIA aHanus,
nccnepoBaHue TePMOXMMUYECKUX NMPOLIECCOB B aTOMU3aTopax, MCTOYHUKaX BO30ykAeHuUsA

CMNEeKTPOB U MOHHbIX UCTOYHUKaX.

ABTOp cBbiwe 400 Hay4YHbIX NyGNMKauum.

BBEOEHUE

B ocHoBe MeTannypruyeckoro nmnpotecca
BbIMMaBKM KPEMHUNCOOEpPXKaLMX CMNIIaBOB NEXUT
BOCCTaHOBIEeHVEe TBEPAbIM YrrepoaoM Auokcuaa
KpeMHMsI B NPUCYTCTBUN METasIMYeCcKoro xenesa.
[aHHbIN Nnpouecc 4OCTaTOYHO CIIOXEH N NpoTeKaeT
c ob6pasoBaHMeM Lenoro psaga nonynpoaykTos (Mo-
HOOKCWUOOB yrnepoa v kpeMHus, kapbraa kpeMHus
n gp.) [1]. MNpn aTOM HekoTopas YacTb MOHOOKCHAA
KpeMHWs, Noknaas 30Hy peakuum B razoobpasHon
dopmMe 1 OKMCNAACh KMCNOPOAOM BO3Ayxa A0 Au-
okcuaa, B fanbHenweM KoHAeHCUpyeTca 1 ocea-
€T Ha OYUCTHbIX bunbTpax anekTponeyn B BUAE
BbICOKOAMCNEPCHON NbINN aMOPHOro MUKPOKPEM-
He3éma. /ICTOYHMKOM AnoKcuaa KpemMHUsa 0Obl4HO
CIY>XUT KBapL, UM KBapLUT, UCTOYHMKOM Yyrnepoaa
— KOKC, Yrofnb 1 ApeBecHas Liena; B Ka4ecTBe Xe-
ne30CcoAepKallero Cbipbsi MPUMEHSIKOT CTPYXKKY U
XenesHbln MeTannonom. Noatomy, Kpome MUKpPO-
KpemHe3éma, B cobnpaeMom Ha unstpax Belle-

CTBE cofepXaTCcs KOMMOHEHTbl YrofnbHOW, KOKCO-
BOWV U ApeBECHOM 3051 (B TOM YMcCne Kanun, Hatpun
N Kanbuuih), a Takxe YyronbHas, KBapuuToBas U
kokcoBas nbinv 1 ap. OgHOBpEeMeHHO ¢ heppocu-
nMumMem B Tex e MPOM3BOACTBEHHBbIX Liexax Bbl-
NNaBnsAT Takxke XpOM- U MapraHeucogepxaiime
chnaBbl, MO3TOMY B MUKPOKPEMHE3EME B 3TOM
crnyyae MOryT OOMOMHUTENbHO COodepXaTbCs 3TU
3NeMeHTbI B BUAE NpUMECEN.

MwukpokpemHeseMm, sBnsscb oTxogoMm dep-
poCnaBHOrO MPOM3BOACTBA, AOCTATOYHO LUMPOKO
ncnornb3yeTcs B CTPOUTENLCTBE B kavecTBe JobaBs-
K B 6ETOHHbIE CMECU ANS YBENNYEHUS MPOYHOCTU
N AONrOBEYHOCTM BETOHHbIX U Xene3obeTOHHbIX
KOHCTpyKuun. KadecTBO M 3KcnnyaTaunOHHbIE
CBOMCTBa [aHHOrO nNpoaykTa onpedenstTcsd Cco-
OepXaHveM psaa KOMMOHEHTOB, B TOM YUCME OK-
CMAoB Kanusa u HaTpusa (Tabn. 1). MapkupoBka Mu-
KPOKpEMHe3eMa OCyLLLeCTBNAETCA No pe3dynbraTam
XUMMYECKOro aHanui3a cobpaHHOro ¢ unbTpoB
mMaTepwuana.
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Tabnuua 1

Hopmupyemblie 3Ha4eHUSI OCHOBHOMO M MPUMECHbBIX KOMMOHEHTOB B pa3sHbIX Mapkax NMopoLIKOoOGpa3Horo
MukpokpemHeséma (SiO, - He MeHee, npumecen - He 6onee, % mac.) [2]

Mapia sio, H,0 Ca0 Na,0, K,0 SO, rotepu npu
mMmartepunana npokKanMBaHn
MK-85 85 3 3 2 0.6 3
MK-65 65 3 5 2 0.6 5
MKY-85 85 10 3 2 0.6 3
MKY-65 65 10 5 2 0.6 5

[o HacTosdLwero BpemMeHn cofepxaHus OK-
cugoB kanna n Hatpua Ha OAO «YHenabuHckui
aneKkTpomeTannypruiyeckuii KomoumHaty («H43IMK»)
onpefensaT MeTogamMu niameHHon oToMeTpumn
[3]  aTOMHO-3MUCCNOHHOW CNEKTPOMETPUM C UH-
OYKTUBHO CBSI3aHHOW Mnasmoin, 4to TpebyeT po-
CTaTOMHO TPYAOEMKOro npeaBapuTeribHOro nepe-
BoAa npob B pacteop. Ho, ¢ BHeagpeHnem Ha OAO
«Y3MK» HOBbIX hUNLTPALMOHHBIX YCTAaHOBOK, KO-
NU4ecTBO YyNaBfMBaeMoOW NbIfM MUKPOKPEMHe3e-
Ma 3HauYuTeribHO YBErMYuroCb, 3aMeTHO BO3POC-
N0 1 KONMMYEeCcTBO aHanunanpyemsbix npob. MNoatomy
BO3HMKMNA HeobxoaMmocTb B paspaboTke HOBOW
bonee Npov3BOOMTENBHOW U IKCNPECCHOW MeTo-
AWK aHanuaa.

B pabote [4] ¢ NnOMOLLbD AaTOMHO-3MUCCU-
OHHOrO CneKkTpanbHOro aHanvsa B BapuaHTe BAy-
BaHWsI MOPOLLKOBbLIX NPOO B AYroBOW pa3psig yxe
Obina pelleHa 3agava 3KCNpPecCHOro onpeaeneHns
coepXaHnsi OKCMOOB MarHus, Kanbuus, TUTaHa,
anioMUHNS 1 Xenesa B aHanorMyHom KpemMHUnco-
aepxawen matpuue — kBapumTte. Noatomy 6bino
NPUHSATO peLleHne o pa3paboTke METOAMKN aTOM-
HO-3MWUCCUOHHOIO CMeKTpanbHOro onpegeneHns
OKCWAOB HaTpUs U Kanus B MUKPOKpeMHE3EMe Cno-
cobom BAyBaHWs MOPOLLKOB B AyroBOW pa3pss, 4To
N 9BUIOCH Lenbio AaHHOW paboTbl.

AOKCMNEPUMEHTAJIbHAA YACTb

MopenbHbIN 3KCNePUMEHT

O6nactb peructpaunm umetroLlerocss B na-
Oopatopun cnektpometpa MOPC-8 orpaHuveHa
ananasoHom oT 190 go 360 HM, YTO He no3BonsaeT
BblAENSATb M pErMCTPUpOBaTh Hanbonee MHTEHCUB-
Hble crnekTpanbHble nNuHUK HaTpusa (Na | 589.00 n
Na |1 589.59 Hm) u kanua (K1766.49, K1769.90 Hm)
[5]. Ho aTO MOXHO nerko ocyLwecTB1UTb, HaNnpuMep,
C MNOMOLLbD OTEYECTBEHHOro MarnorabapuTHOro
cnekTpomeTpa «Konubpu-2» (cnekTpanbHbIA ana-
na3oH 390-860 HM, MHOroKaHarsbHbIN aHann3aTop
cnektpoB — MAGSC), koTopbIN NpefHa3HayeH Ang
MCMNONb30BaHUS CaMOCTOATENBHO M B KayecTBe
OOMOSTHUTENBHOrO CMNEeKTpoMeTpa Ans paclupe-
HUSA 0BBIYHOMO CNeKkTparibHOro Ananas3oHa KBaHTO-
METPOB M CNeKTporpadoB C Lenbio onpeaeneHnst
3M1EMEHTOB MO WX CaMbiM WUHTEHCUBHbLIM FNHUSIM
B BUOUMOW M ONmxHel MHdpakpacHon obnacTsax
cnekTpax [6].
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OTcyTCTBME TAKOro CNnekTpomMeTpa 1 CpaBHU-
TenbHO NPOCTOW CNEKTP MaTpuLbl Npobbl B ANTMHHO-
BOJIHOBOM Auana3oHe Mo3BONUv NPeanonoxXuTb,
4YTO onpefeneHne coaepXXaHu OKCMAOB Kanust v
HaTpUs B MUKPOKPEMHE3EME MOXHO BbIMOSTHUTL C
MCMONb30BaHNEM B KavyecTBe AWCMNEPrupyroLLero
anemMeHTa CBeTOUILTPOB M perncrpauuun Bbige-
NEHHOro n3ny4veHnsa ¢ nomowybio otoanona (PLH)
nnm OTOSMNEKTPOHHOTO yMHOXUTENsa (PIJY) npu
BAYyBaHUN MOPOLLKOB B AyroBou paspsaa. Ansa atoro
Obinn onpoboBaHbl CBETOUILTPLI KONOpUMeTpa
K®K-2 ¢ nonocon nponyckaHusa 25-35 HM 1 Makcu-
MymMamu nonockl nponyckannsa 590 (gns Na) n 750
(onsa K) HM cooTBETCTBEHHO [7].

[ns oueHkun kayecTBa paboTbl CUCTEMBI “CBE-
TOhUNBLTP - AETEKTOP M3MyyYeHus” npu perncrpa-
UMM aHanNUTUY4eCKUX CUrHamnoB Kanus U HaTpusi B
MUKPOKpeMHe3eme Oblnl NpoBeféH MoAeNbHLIN
3KCnepuMeHT. [1ns 9TOM LenM Ha OCHOBE CTaH-
aaptHoro obpasua npegnpuatua (COIM) coctaea
deppocunmums-90  (kBasmbuHapHasa cuctema C
BapuauMsiMn cogepxaHus B npobax xenesa 3-12 n
kpemHus 85-95 % mac.) Oblnv N3rotToBrneHbl CUHTE-
TUYECKMEe CMECU C COAepXaHueM HaTpus 1 Kanus
ot 0.05 0o 2.0 % mac. [ina npurotoBneHns cMmecemn
HaBeckn matepuana COlla cmelumBanu ¢ pacTBo-
pamu XnopuaoB anemeHToB B dhapdopoBon valu-
Ke, BbICYLUMBANN Ha NANTE U N3MeNbyanu B arato-
BOW CTYMNKe [0 MOMHOro NpOXOXAEeHUs Yyepes CUTo
C pasmepom s4eek 0.16 mm.

C nomowbio aBTOMaTUYECKOW CUCTEMbI
ynpasneHnem BaysaHvem (ACYB) nopouwkos [8],
ncnonb3yllwen B KavyecTBe curHana obpartHou
cBa3n doToTok ¢ PY (MPC-8), msmepsiowero
WHTEHCUBHOCTb CMEKTPaNbHOW JIMHUM KPEMHUS
Si | 243.88 HM, NpPUroTOBNEHHbIE CMECK BBOAWUIN
B Ayry NepeMeHHOoro Toka cunom 7 A ¢ MeaHbIMun
aneKkTpogamMu npu CKOPOCTU MOMEPEYHOro MoTo-
Ka Bo3gyxa 7 m/c. NamepeHuss UHTEHCUBHOCTEN
cnekTpanbHbIX nMHuMn Si | 243.88 HM 1 HaTpus
(BbloeneHne cnekTpanbHOro uHTEpBana CBETO-
unbLTPOM; permctpaumsi ceoboaHsiM PIY, pacno-
NOXEHHbLIM Ha HYNeBOM MopsiAke ANpPaKLMOHHON
pewWweTKN) NpoBOAMMM MNPU TPagULMOHHOM CXeme
otbopa nanyyenus [4], O€CKOHAEHCOPHOW cucTe-
M€e OCBELLEHNS BXOOHOW LWEenn WMpuHom 15 MKm
cnektpometpa M®C-8 n skcnosumumm 10 c. B kade-
CTBE feTeKkTopa Anst perncTpaunumn MHTEHCUBHOCTHU
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cnekTpanbHbIX NWMHUKA Kanus ucnonb3oBanu O,
pacnosfioXXeHHbIN nocne cBeTounbTpa B NpsmMon
BUOMMOCTU OT UCTOYHUKA BO3OYXXAEHNSA CMEKTPOB.
CurHan ¢ ®[1 BbiBOAUNIM Ha cBOBOOHLIN MHTErpa-
TOP 9MEKTPOHHO-PErUCTPUPYIOLLErO YCTPOMCTBA
cnektpomeTpa MOC-8.

[na kaxpon cmecu nNpoBOAUNN CEpUo U3
TPéx eANHNYHbIX u3MepeHun. lNo pesynstatam us-
MEPEHUI CTPOUIN KOPPENSALMOHHbIE 3aBUCUMOCTM
TMna

Y=AX+B )

rae Y — OTHOLIEHWE WHTEHCUBHOCTWU aHanutude-
ckux curHanoB kanus (L) vnn Hatpus (PIJY) k
WHTEHCMBHOCTM criekTpanbHon nuHumn Si | 243.88
HM (BHYTpeHHUM cTaHaapT); X — MaccoBas [ons
anemeHTa, %, A U B — napameTpbl ypaBHEHUS ©
paccumTbiBann KoaduumeHTbl koppensuun R.
JInHenHble BUObI 3aBUCMOCTEN U JOCTATOYHO Bbl-
cokue koadpdpuumeHTtobl koppenauumn (0.990-0.995)
MO3BOMWMAN 3aKIYNTb, YTO MCMOMb3yeMble MpPo-
cTefilune CUCTeMbl peructpaumm «CBeToUNbTP
- QY (®[1)» obnapaT yoOBNETBOPUTENBHON Ce-
NEKTUBHOCTbLIO MPW ONpeaeneHny HaTpus 1 Kanus
B MaTtpuuax nogobHoro Tuna, 4To 0Bycrnosuno
LenecoobpasHOCTb NpoBeAeHne AarbHenLWwmnx nuc-
cnefoBaHUiA.

PaspaboTka meToAMKM aHanu3a

[ns nonyyeHus rpagynpoBOYHbIX 3aBUCUMO-
cTe Buga (1) npoaHannanpoBaHHbIe paHee MeTo-
AOM aTOMHO-3MUCCUOHHOMO CMeKTpanbHOro aHa-
nusa (nnams unuv MHOYKTUBHO CBsI3aHHasA nrasma)
NPOU3BOACTBEHHbLIE MOPOLLKOBLIE MPOObLI MUKPO-
KpeMHe3éMa KpyrnHOCTbio MeHee 160 MKM C mak-
CUMarnbHbIM [Mana3oHOM COoAepXXaHu OKCUOOoB
Kanus n HaTpus BBOAWMW B Ayry NepeMEHHOro Toka
C MeAHbIMW 3MEeKTpogaMn B NPUBELEHHbIX Bbille
onepaumnoHHbIX ycnosusax. loHnsaunoHHbIn 6ydep
B paboTe He NpUMeHsnu, aHanuampyemble npobbl
npeaBapuUTENbHO HE CYLUUK U He npokanusanu. B
KayecTBe BHYTPEHHEro ctaHaapTa MCMnonb30oBanu
kak nuHuto Si | 243.88 HM, Tak 1 pasnun4yHbie KOMOU-
HaUUKN JIMHUA OCHOBHBIX U MPUMECHbIX 311IEMEHTOB,
cofepXalimxcs B MUKPOKpemHeséme (Tabn. 1) um
KBapuuTe [4], C ONTUMU3NPYEMBLIMU BECOBLIMW KO-
appumumeHtamm [9]

ng

]BH.CT = Zaij]i , (2)
i=1

rae |, — VHTEHCMBHOCTb aHanmUTU4Yeckoro curHana
OCHOBHbIX KOMMOHEHTOB, [ — CUrHan BHYTPEH-
Hero cTaHaapTa; a; — ONTUMN3NPpyemble BECOBbIE
KO3 PULUMNEHTBI; i — NOPAAKOBLIN HOMEP aHanuTu-
Yeckow NHUK; N, — obLiee KOMYEeCTBO UCMOSIb-
3yeMblX CMeKTpanbHbIX NUHWA; j — 0BOo3HayYeHne
NPUHaONEXHOCTU K OnpeaensemMomy 3reMeHTY.
Kputepusmu ontuMmnsaumm B KaxXaom criyyae cny-
XU MakcuMyMbl K03 urumneHToB koppensauum R

3aBucumocTen tuna (1). Hannyywwme pesynbrathbl
npueeneHsl B Tabn. 2 n Ha puc. 1.

Heobxoanmo OTMEeTUTb, YTO HEKOTOpPbIE CMEK-
TpanbHble NUHUW KamnbLMsa 1 Xernesa nonagatoT B
AvanasoHbl NONOC MPOMNycKaHWs CBETOMUILTPOB.
Y4yeT BKMaga WX MHTEHCMBHOCTU B CUrHam BHY-
TPEHHero cTaHgapTa C MOMOLLbIO ypaBHEHUS (2) No
APYrUM NUHUAM KanbLusa 1 xXenesa, perncrpupye-
MbIM criekTpomeTpoM M®PC-8, nokasan npakTude-
CKOe OTCYTCTBME KOPPENSALMOHHbBIX 3aBUCMMOCTEN.
Kpome Toro, He yaanoch BbIsiBUTb 3aMETHOW 3aBU-
CYMOCTM OTKMOHEHUS TOYEK OT rpagyMpOBOYHbIX
rpadukoB OT BMAXHOCTU NPO6 1 BEMUYMHBI UX NO-
Tepb NPV NpoKannBaHUw.

JocTurHyTble Takum cnocobom B o6ounx crny-
Yasix 4OCTaTO4YHO BbICOKME KO3 PULIMEHTBI KOppe-
NAUMM N FIMHENHbIE BUAOBI TPagyUpPOBOYHbLIX 3aBUCK-

‘_IJ
=
=

a

¥=0.6043*X1+0.6599
R =0.986

- —
[=a) [
=) =

L]

OTHOCHTEIbHAA HHTEHCHBHOCTD, YCIL €1
—
Y
=

0,80

020 0,40 0,60 0,80 1,00 120 1,40 1,60 1,80 2,00 220
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T2,10 0
o *
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5 ¥ =2.0346*X-0.0379 .
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=
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OTHOCHTEIbHAS HHTEHCHBHOC
- -
E =
=2 )

0,50
0,30 040 0,50 0,60 0,70 080 090 1,00
Maccopas 101 KOMIIOHEHTa, %

Puc. 1. lpagynpoBo4YHble 3aBMCUMOCTM OKCUOOB
kanus (a) u HaTpus (0) B MUKPOKPEMHE3EME

Tabnuua 2

BasucHble Habopbl cnekTpanbHbIX MUHWUA U ONTU-
MM3MPOBaHHbIE BECOBbIE KOIMMULMEHTHI &, UC-
Nonb30BaHHbIE AN MOCTPOEHNUSI TPayMPOBOYHbIX
3aBucumocTen (puc. 1)

CnekTpanbHas | Puc. 1,a(K) | Puc. 1,6 (Na)
NNHUS, HM

Sil243.88 0.513 0.233

Al'l 308.22 1 1

Mn II 293.31 -0.151 -0.179

Crll 267.72 0.151 0.209
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MOCTel ANg onpeaeneHns OKCUAOB Kanvsa n HaTpus
B MUKpPOKpeMHe3éMe (puc. 1) obycnosunm LLenecoo-
6pasHoCTb NpoBeaeHWs ganbHenwmnx pabor.

Tak kak B 06oux cny4yasx (puc. 1) He npocma-

MoaToMy NpaBUIbHOCTb METOAMKM aHanu3a,
XapakTepusytolencss cTaHgapTHbIM OTKIIOHEHUEM
TOYEK OT rpagynpoBOYHON 3aBUCUMOCTY O, MO 3aKO-
HY CMOXeHWs AMCnepcuii JOMKHA BblpaxaTbCsl Kak

TpBaeTCAa 3aMeTHbIX a,El,ﬂ,I/ITMBHOIZ N MynbTUNInKa- 2 _ 2 2 2

- ; 6° =0, +0r,.+0n (3)
TUBHOMN CUCTEeMaTU4eCKMUX norpewHocTten onpene- Hean JI,C T
J'IGHI/IVI, ObIno BblIABUHYTO npennorioXeHue, 4T1o Ha roe ORn o oRn n O'Heaﬂ— CTaHOapTHbIE OTKITOHEHUA

OTKIIOHEHME TOYeK OT rpagyMpOBOYHbIX rpaduKoB
B OCHOBHOM MOTYT BJIMATb ABa OCHOBHbIX (paKTopa:
- ClNyyaliHble MOrpeLHOCTU MPUMEHSIEMbIX paHee
n paspabaTtbiBaemMoil METOAUK aTOMHO-3MUCCUOH-
HOrO CneKkTpanbHOro aHanusa (4ns ynpoLleHus
n3noxeHusi Oygem pfanee HasbiBaTb METOOUKM
aTOMHO-3MWCCMOHHOIO CNeKTpanbHOro aHanmsa ¢
BO30YXXOEHWEM CMEKTPOB Kanusi U HaTpus B nna-
MEHM N UHOYKTUBHO CBSI3aHHOW Nrnasme, UCMosib-
30BaHHble paHee Ans onpefeneHns XMMU4eckoro
cocTtaBa nNpob MUKpPOKpeMHe3éMa, Kak MemooOuKu
XUMUYECKO20 aHarusa);

- pasnuyme pa3oBOro 1 rpaHynoOMeTpPUYECKOro co-
ctaBa nNpo6 (HeagekBaTHOCTb), UCMOMb3yEeMbIX B
kayecTBe 06pa3L OB CpaBHEHUSI.

BHYTpUnabopaTopHbIX MNPEeunu3noOHHOCTEN Chnek-
TpanbHOIO U XMMUYECKOrO aHanuaa, u Heageksart-
HOCTM NPo6 COOTBETCTBEHHO.

OueHKy BHyTpunabopaTopHOM MPEeLn3nNoH-
HOCTW ANs KaXXOoW KOMMNOHEHTbl NPOBOAMMAN B CO-
otBeTcTBUM c¢ [10] 1 Ha ocHOBaHWWM pe3ynbTaToB
onpeferneHnin CogepXxaHMin OKCUOOoB Kanvs U Ha-
Tpusa B NPOM3BOACTBEHHbIX NMpobax B npuBeneH-
HbIX BbILLE OMEPALMNOHHbBIX YCITOBUSAX C MOMOLLbIO
NOSTyYEHHbIX  FPagyUPOBOYHBIX  3aBMCUMOCTEN
(puc. 1). Ons kax[on Npov3BOLCTBEHHON MPOObI
6b1no nposefeHo no 20 cepun onpegeneHun (13
Tpex napannernbHbiX U3MepeHun) Npu BapbMpoBa-
HUK haKTOPOB BpeEMeHU 1 onepaTtopa. Pesynbrathl
M3MepeHUn npeacTaBrieHbl B Tabn. 3.

[Npu cpaBHeHUN gucnepcuin oRn’C2 ONS HUX-
HEeW 1 BepXHen ToYek AnanasoHOB U3MEepPEeHNn Ans

. 0000 . 000oKMX aneMeHTOB Mo kpuTepuio Puwiepa BUOHO,
b; 0,050 LI S YTO OHM CYLLECTBEHHO pasnuyaloTcs. B atom cny-
g R=0.956 yae (cornacHo [10]) HaxogsaT AMMUPUYECKUI BUA
) dYHKUMOHANBbHOW 3aBucuUMOCTU f BHyTpunabopa-
5 0.040 TOPHOW MPELN3NOHHOCTN Oy OT MaccoBoW A0S
o KomMrnoHeHTa C, 06w AgnanasoH N3MepeHnin pas-
CALEL OGUBAaIOT Ha HECKOSbKO MOAANaNa3oHOoB U AN KaX-
£ [Oro HasHa4valT nokasaTtesb NPeunu3noHHOCTU Mo
= 0.020 €ro BepxHem rpaHumue
S ¥=0.0230*X+0.0023 _ i
0.010 GeSlR o =f(C), (4)
rae C' 1 i - BepXHAS rpaHuLa v NopsaaKOBbI HOMEp
noaauanasoHa COOTBETCTBEHHO.
0 0.50 1.00 .50 2.00 2.50 [locTtaTouyHo BbiCOKME KOI(MDULMEHTHLI KOop-

Maccoras 1018 RKOMIOHeHTa, Y%

Puc. 2. 3aBucumocTn nokasatenen BHyTpunabo-
paTopHON MNPEeLU3NOHHOCTU o~ aTOMHO-3MWC-
CMOHHOIO CMeKTpanbHOro onpefeneHns OKCuaoB
kanus (1) n HaTpus (2) B MUKPOKPEMHE3EME OT UX
cogepxaHun B npobax

penauun R (puc. 2) No3BONAKT UCMONb30BaTh M-
HeWnHble BMAbl KOPPENSLUMOHHbLIX 3aBuCcUmocTen f.
Vcnonb3ys npuBenéHHyto B [11] pa3busky Ha noa-
AnanasoHbl AN onpefeneHns OKCUOOB Kanusa u
HaTpus B OrHeynopax, gnicax u wnakax, a Tak-
Xe napameTpbl NOJTYYEHHbIX 3MMUPUYECKUX 3a-

Tabnuua 3

PaccunTaHHble nokasaTenu BHYTpuIabopaTopHON NPELUM3NOHHOCTM O, CMEeKTpanbHON MeToAuKW onpe-
OeNeHnn OKCUOO0B Kanus U HaTpUsi B MUKPOKPEMHE3EME

Homep MaccoBas gons Ogner MaccoBas gons Ogno
npoobl, okcuaa kanusi, % % mac. okcupa HaTpus, % % mac.
n/n
1 0.43 0.022 0.40 0.011
2 0.75 0.030 0.47 0.015
3 0.96 0.040 0.65 0.015
4 118 0.045 0.91 0.024
5 1.77 0.051 1.03 0.026
6 1.97 0.053 - -
MpumeyaHue: “-” — OTCyTCTBUE pe3ynbTaToB
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BUcumocTen (puc. 2) ¢ nomMoLbio ypaBHeHusa (3),
paccyMTanu nokasaTenu BHyTpuriabopaTopHoOM
NPeuUn3noOHHOCTM ANS KaXX40oro KOMNOHeHTa 1 NoAa-
AnanasoHa.

OueHKy NpaBUIIbHOCTM METOAWMKM aHanusa
N OLEHKY CTPYKTYPbl MOrPELLIHOCTN NPOBOAMIN Ha
OCHOBaHMMN COMOCTaBIEHNs pe3ynbTaToB n3Mepe-
HWUI MacCOBbIX OOMEeN OKCUMAOB Kanus U HaTpus B
NPOM3BOACTBEHHbLIX Mpobax paspabaTbiBaemon
CNeKTpanbHON U NPUMEHSEMbIMUN XUMUYECKOW Me-
Toaukamu (Tabn. 4), NICNONb30BaHHbIX 45151 MOCTPO-
€HUs rpagynpoBOYHbIX 3aBucumMmocTen (puc. 1).

Mo ypaBHeHusm (5)-(8) paccuuTbiBanu pas-
HOCTb MeXAy napamu pesynbTatoB XMMUYECKOro
C,. v cnektpaneHoro C_ . aHanusa (d), cpefHton
pasHocTb (d), cTaHOaPTHbIE OTKNOHEHNA O N O, __

Hean'

di = C)imM - C::nek s (5)
o 1 n

d="2.4d:, (6)
n'ia

roe i- Homep npoObl Mo NpsAakKy, n- obuiee konnye-
CTBO Npo6, n

o= |- S, -ay 7)
n-l

— [ 2 2 2
Gnea,q_ G _GRHE_GRH N (8)

Ecnu nogkopeHHoe BbipaXeHue ypaBHEHUS
(8) nony4anock oTpuuaTenbHbIM, To 0, . NpyUpaB-
HMBanocb K Hyrnto. [MokazaTens TOYHOCTN MeToau-
kn A B cootBetcTBUM ¢ [10] onpegensanca kak

A=1,96,/0,. + 00, - 9)

NcxopHble AaHHble U pesynbTaTbhl pacyéToB
npencTaeneHsl B Tabn. 4, 5. 3aeck xe npuBoaaTcs
HOpMUpyeMble nokasaTtenun BHyTpunabopaTtopHon
NPEUN3NOHHOCTU AN XMMUYECKMX METOAOB aHa-
nmza o, _[11].

OBCYXAOEHUE MNMONMYYEHHbIX
PE3YJIbTATOB

CospgaHa akcnpecc-MeToanka onpeeneHus
OKCMOOB Kanus M HaTpusi B MOPOLUKOOOpasHOM
MUKPOKPEMHE3EME, NOITOMY Liefb paboTbl MOXHO
cunTatbh AOCTUrHYTOW. Tak, Hanpumep, obLine 3a-

KpOKpeMHe3éma paspabaTbiBaeMou cnekTpanbHon C

cnek

a Takxe cpefHux d 1 CTaHOapTHbIX OTKIOHEHME pa3HocTen o, % mac.

N XumMudeckon metoaukamu C

xum’

Ta6nuua 4
Pe3ynbTaThl onpeaeneHnss MaccoBbIX A0OMNen OKCUAOB Kanus U HaTpusi B NPOU3BOACTBEHHbLIX Npobax Mu-

UX pasHocTen d,

Homep n/n Okcunpa kanus Okcunp HaTpus
XUM cnek di XUM cnek di
1 0.40 0.51 -0.11 0.34 0.38 -0.04
2 0.63 0.63 0.00 0.39 0.40 -0.01
3 0.68 0.68 0.00 0.43 0.43 0.00
4 0.80 0.69 0.11 0.46 0.46 0.00
5 0.72 0.72 0.00 0.42 0.49 -0.07
6 0.71 0.73 -0.02 0.44 0.49 -0.05
7 0.65 0.79 -0.14 0.50 0.47 0.03
8 0.76 0.81 -0.05 0.50 0.48 0.02
9 0.84 0.79 0.05 0.55 0.52 0.03
10 0.83 0.80 0.03 0.58 0.53 0.05
1 0.85 0.81 0.04 0.56 0.54 0.02
12 0.84 0.83 0.01 0.55 0.55 0.01
13 0.84 0.84 0.00 0.56 0.56 0.00
14 1.02 1.01 0.01 0.62 0.63 -0.01
15 1.06 1.01 0.05 0.66 0.64 0.02
16 117 117 0.00 0.69 0.73 -0.04
17 119 1.26 -0.07 0.74 0.75 -0.01
18 1.48 1.34 0.14 0.79 0.75 0.04
19 1.49 1.40 0.09 0.81 0.78 0.04
20 1.54 1.50 0.04 0.81 0.86 -0.05
21 1.45 1.52 -0.07 0.89 0.86 0.03
22 1.73 1.84 -0.11 0.96 0.92 0.04
23 1.97 1.96 0.01 0.95 1.01 -0.06
d 0.00 0.00
o 0.068 0.035
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Tabnuua 5

MokasaTtenu BHYTpUIabopaTopHbIX NMPeLn3MOHHOCTEN pa3pabaTbiBaeMON CNEKTpasnbHOW O, 1 XUMUYe-
n.c

ckow Oy, [11] meToamMK cTeneHn HeaAeKBaTHOCTU NPOVU3BOACTBEHHbIX NPO6 O

TOYHOCTW CreKTpanbHOMn

Heapn’

MeToauKM (Npefen gonyckaeMon norpewwHoctn A)', % Mac.

Onpeaensiemblin [Onana3soH Ogne Ok, 0\ can A
KOMMOHEHT N3MepeHunn
Okcunpa kanus 0T10.40 0o 0.50 0.027 0.025 0.058 0.13
Ce.0.50m01.0 0.037 0.036 0.045 0.11
Ce.1.0002.0 0.056 0.051 0 0.11
Okecnp HaTpus OT10.30 po 0.50 0.014 0.025 0.019 0.05
CB.0.501801.0 0.025 0.036 0 0.05

I'IpmmeanMe: «Cs.»- cBblWwe; 1 - cooTBEeTCTBYET paCLIJI/IpeHHOﬁ HeonpeaerneHHOCTN pesyrnbrata nsmepe-

Hun U c koapumuneHTom oxBata k = 2 [12].

TpaTbl BpeMEeHU Ha aHanua ogHon nNpobbl ¢ Momo-
Lblo pa3paboTaHHOW METOANKM aHanm3a (BkoYas
3aTOYKY ANIEKTPOAOB 1 Ap. BCIOMOraTterbHble one-
pauun) COCTaBMSAT OKOMO 2 MUH, YTO 3HAYMTENb-
HO MeHblUe Bpemsa3aTpaT Ha ogHy npoby paHee
NPUMEHAEMbIX METOAMK aTOMHO-3MUCCUOHHOIO
CMeKTpanbHOro aHanmM3a C pacTBOPEHMEM MNpobbI
(~24 muH). Kpome Toro, paspabortaHHas metoauka
aHanusa obnagaeT n 3ameTHO 6onee HU3KOW ce-
0ecToMMOCTbI0O M3-38 YMEHbLUEHUsT (PUHAHCOBBIX
3aTpaT Ha AreKTPO3Heprno 1 onnarty Tpyga one-
paTopa. _

ConocTaenss d ¢ o (Tabn. 4) MOXHO BUAETh,
4YTO cucTemMaTnyeckas MorpeLHoCcTb aHanuaa He-
3Ha4yMMa Ha poHe CriydarHOW, 4YTO noaTrsepxaaeT
nepBoHavanbHy OLEeHKy 06 OTCyTCTBUM aaanTuUB-
HOM cOCTaBnsAwLWEN B pe3ynbratax paspaboTtaH-
HOW METOAMKM aHanm3a.

M3 Ttabn. 5 BMAHO, 4TO pocTuraemble C no-
MOLLbIO pa3paboTaHHOW CneKTpasribHON MEeTOAUKMU
nokasaTtenu O, /ANs OKCUAa Kanus 3aMeTHO Xyxe,
YyeM A5l OKCMAa HaTpUS, YTO MOXKET ObITb CBA3AHO
C ncnonb3oBaHmeM 6onee NOAXOAALEro MO MaKcu-
MYMY O7fVMHbI BOJTHbI 1 LUMPUHE NMOJSIOChI MpomnyckKa-
HUS cBeTOMILTPa NPU BblAENEHUN CNEKTPanbHbIX
nuHWA nocnegHero. MNoatomy, ucnonb3ys 6Gonee
NoaXoAsALMIA CBETOUNBLTP, Y KOTOPOTro MakCUMyMm
KoadhduLUmMeHTa NponyckaHs B BonbLUEn CTeneHn
coBrnagaeTt C MOMOXEHNEM 3MUCCUOHHBIX NTUHWUNA,
creayeT OXuAaTb HEKOTOPOro YIMyuleHwus Og
npwu cnekTpanbHOM onpeaeneHun okcnaa Kanms.

XapakTepHon 0COOeHHOCTbIO pa3paboTaH-
HOWM MEeTOANKM ABNSAETCHA 3aMETHbIV BKNaZ Heagek-
BaTHOCTM nMpo6 B 0Ol MOrpelHOCTb aHanmaa,
4YTO MOXET ObITb CBA3AHO CO CIOXHbIM (DA30BbIM
W rpaHynoMeTpu4yeckMm COCTaBOM MOPOLLKOBbIX
NPON3BOACTBEHHbIX NPO6 MUKpoKpeMHe3eéma [3].

Vs-3a sHauumoit o, paspaboTaHHasa MeTo-
AVKa aHanuM3a B HblHELWWHEM eé BapuaHTe MOXeT
ObITb McNonb3oBaHa Mpu KOHTPONe TexHorormye-
CKOro npovecca unv npegBapuTeribHOM BXOLHOM
KOHTpOIEe ChbIpbs.

YcoBepLueHCTBOBaHUE NpeaioKeHHON MeTo-
OVKN NU3MEPEHUST BO3MOXHO 3@ CHET 3HAaYUTENBHO-

C
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ro yBenu4yeHusi cenekumm aHanuTUYeCcKMX CUrHa-
NOB 3MIEMEHTOB, Hanpumep, Mpu MCMNONb30BaHUK
annapatypbl Tuna Konmnbpu-2 [6], manorabaput-
HbIX cnekTpomMeTpoB cepun MS [13] n gp.

BbIBO[bl

1. TokaszaHa BO3MOXHOCTb aTOMHO-3MWUCCUOHHO-
ro CrekTpanbHOro MeToga onpeaeneHnss oKCMAoB
Kanus 1 HaTpus B MUKPOKPEMHe3éme crnocobom
BAYBaHWUS NOPOLLKOB B AYrOBOW pa3psg, YTO cyLie-
CTBEHHO MNOBbLILIAET CKOPOCTb aHanuaa rno cpaBHe-
HMO C 0ObIYHO NPUMEHSIEMbBIMIN METOLMKAMM C pac-
TBOpeHnem npob.

2. MNpepnoxeH cnocob perncTtpaumMm aHanuTuye-
CKMX CUTHanoB Kanus U HaTpusi, COBMECTHO C CUTI-
Hanamm Opyrux 3rieMeHTOB, UCMOMb3yeMbIX B Ka-
YecTBe BHYTPEHHEro ctaHgapTta, Ha MmeroLlencs
annapatype — cnektpomeTtpe MOC-8.

3. OueHeHbl nokasaTtenu BHyTpunabopaTopHOM
NPeLn3NOHHOCTM U NPaBUbHOCTM pa3paboTaHHOoN
MEeTOOUKMN aHanuaa, nsydeHa cTpykTypa ee obuien
MOrpeLLUHOCTM!.

4. MNokasaHO CcyLeCTBEHHOE BMUsiHWE Hea[ekBarT-
HOCTUK pa30BOro 1 rpaHyfoMeTpPMYEeCcKoro cocTana
npob MUKPOKpPEMHE3EMA Ha nokasaTenu TOYHOCTU
MEeTOOUKN.

5. OnpegeneHa obnactb NPUMEHEHNS AaHHON Me-
TOAVKM.

6. MNMpeanoxeHbl BO3MOXHbIe MYyTWU COBEPLLUEHCTBO-
BaHWsA pa3paboTaHHON MeTOAUKN aHanm3a.
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ATOMIC EMISSION SPECTRAL DETERMINATION OF SODIUM
AND POTASSIUM OXIDES IN MICRISILICA POWDERS USING THE
INJECTION METHOD
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The results of developing a methodology for determining the content of the sodium and
potassium oxides in microsilica powdered samples using atomic emission spectral analysis
with the injection of powders into the arc discharge are presented. The achieved metrological
characteristics of the described methodology are evaluated and possible ways of its further

improvement are discussed.

Key words: atomic emission spectral analysis, injection method, microsilica, determination

of sodium and potassium.
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