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Paspa6orana MmeTonuKa aHATN3a BTOPUIHOTO BOIB(PAMCOIEPIKAIIETO ChIPbs (BoIbgpamMcoep-
JKAIEr0 IIIaMa) METOAO0M ATOMHO-3MHCCHOHHOW CIIEKTPOMETPUU C WHIYKTHBHO-CBI3AHHON
wiasmoii (ADC-HCII) B couerannu ¢ MEKPOBOJIHOBOM aBTOKIABHOM MPOOOIIOArOTOBKOM. BriOpa-
HBI COCTAB KUCJIOTHOM CMECH U aJITOPHTM MHKPOBOIHOBOTO HATPEBA ABTOKJIABA I PACTBOPEHUS
BOIb(hpaMcOep:KaIllero IuiaMa, 00eCHeYnBaoIue KOIMUYEeCTBEHHOEe IepeBelieHre MpoObl B
YIO0OHYI0 aHAIMTHYECKYI0 (POPMY I IIOCIEIYIOIIEero aTOMHO-3MHCCHOHHOIO OIIPEeIesIeHMs:
uarpes 11po6s1 1o 220 °C B emecu NH,F, HNO; u HCI mo3Bosnser konuaecTBeHHO IIEPEBECTH BCe
orpenesseMble KOMIOHEHTHI B pactBop. Iloqo0paHbl aHATUTHIECKHE JIMHHUH, CBOOOTHBIE OT
CIeKTPasIbHBIX moMeX, 1t oupexnenenus Ti, Cr, Fe, Co, Ni u W. Hccnenosanus BINONHSIINA C
PUMEHEHNEM PeabHBIX 00Pa3I[0B BTOPHIHOTO CHIPhS, IIOIYIEHHOTO IPY IIPOU3BOJICTBE H3Ie-
JIUi U3 TBEPIBIX cIuiaBoB Mapku Tumna BK: Bonbdpamconepskaiux moporkos, nuingoBaIbHOT0
[IIJIaMA TBEPHABIX CIIEYEHHBIX CIUIABOB, IBUIEBUIHBIX OTXO0B, OPAKOBAHHBIX CMECEH, OTXO/I0B
BEHTHIAIMOHHBIX CHCTEM, IIOPOIIKOB KapouoB. IIpaBHIBHOCTD OIpeeneHus SIIeMEHTOB TI0/-
TBEPIKAAIH [IyTeM aHAIN3a CTAHIAPTHBIX 00PasIoB GeppoBoIbdpaMa IIpu ONpeIeIeH:: MaT-
puuHOro KoMIoHeHTa (Boabdpama), MEeTOoM 100aBOK ¥ BAPHHUPOBAHUS HABECKHU IIPH OIIpe/iese-
HHWMU JICTUPYIOIIUX U IIPUMECHBIX 3JIEMEHTOB. I_[JIH TIOBBIIIEHUS IIPEITU38UOHHOCTH U TOYHOCTH Pe-
3yJIBTATOB OIIPE/EIEHNUs BOIb(ppama pUMeHEeH MeTOol BHYTPEHHETO CTAHaPTa, B Ka4ecTBe dJie-
MEHTa CPaBHEHHA HCIIO/Ib30BaJIA SC, YTO IMO3BOJIMJIO B CpeaHEM CHHU3HUTH OTHOCHUTE/JIbHOE CTaH-
nmapraoe orisioHenwe ¢ 0,03 mo 0,004. Paspaborannas Meroquka anpoOMpoBaHa P aHAIN3E
MPOMBIIIUIEHHBIX 00pPA3II0B BTOPHUYHOIO BOJB(PAMCOAEPIKAIIETO IIJIaMa TBEPAbIX CILIABOB,
XapaKTepPU3yeTcd BBICOKOH IMPElM3HOHHOCTHIO M HKCIPECCHOCThI0. MeToquka pekoMeHqoBaHa
IUIS KOHTPOJIS COMEPKAHUS HOPMHPYEMBIX 3JIEMEHTOB BO BTOPHYHOM BOJIB(PPAMCOMEPKALLEM
[UIaMe TBEP/BIX CIUIABOB B IIHPOKOM AMANA30HE KOHIIEHTPAITHE.

KiroueBnle coBa: BTOPHYHOE BOJIb(PpaMCOIEpsKaIiee ChIphe; BTOPUIHBIN BOJIb(pamcomep-
SKALUH IIJIAM TBEP/BIX CIUIABOB; MUKPOBOIHOBAsA mpobomnoaroroeka; AJC-UCIL.
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A technique for analysis of secondary tungsten-containing raw materials (tungsten-containing sludge)
using inductively coupled plasma atomic emission spectrometry in combination with microwave auto-
clave sample preparation has been developed. The composition of the acid mixture and algorithm of micro-
wave heating of the autoclave are chosen to provide a complete quantitative transfer of the sample into
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a convenient analytical form for subsequent ICP-AES determination of the main components (sample
heating to 220°C in the acid mixture of NH,F, HNO;, and HCI provides a quantitative transfer of the sam-
ple components to be determined, into the solution). Analytical lines free from spectral interference were
selected to determine Ti, Cr, Fe, Co, Ni, and W. We used real industrial samples of secondary raw materials
obtained in product manufacture from VK-type hard alloys [solid solution of tungsten carbide grains
(WC-phase) in cobalt (Co-phase)], presented in the form of tungsten-containing powders, grinding sludge
of solid sintered alloys, dust waste, defective mixtures, waste ventilation systems, and carbide powders.
Correctness of the element determination was proved in analysis of ferrotungsten standard samples upon
determination of the matrix component (tungsten) and by the methods of additives and sample weight
variation upon determination of the alloying elements and impurities. The method of internal standard
(with Sc as the element of comparison) was used to improve the precision and accuracy of the tungsten de-
termination. The relative standard deviation was thus reduced from 0.03 to 0.004. The developed precise
rapid technique was tested in analysis of industrial samples of secondary tungsten-containing sludge of
hard alloys. The technique is recommended to control the composition of the secondary tungsten-contain-
ing sludge of hard alloys in a wide range of concentrations.

Keywords: secondary tungsten-containing raw materials; secondary tungsten-containing sludge of hard

alloys; microwave sample preparation; ICP-AES.

IIpumenenrie Boib(PpamMa B MPOMBIILIEHHOCTH
Ype3BhIUANHO Pa3HO00PA3HO, YTO CBA3AHO C €ro CIIe-
IUQPUIECKUMH CBOHCTBaMU (TYroILiaBKOCTh, BBICO-
KHe XUMHUJIeCKas CTOMKOCTb U MeXaHWJeCKas Mpod-
HOCTH, DMHUCCHOHHAA CIIOCOOHOCTH ¥ CBETOOTAadYa
B HaKaJeHHOM COCTOSHHUHM). Bakmeiuiieid cdepoi
HCIIOJIb30BAHUSA BOIb(ppama (B Buae KapOUAOB) AB-
JIAeTCA TPOUBBOMACTBO PEKYIUX U H3HOCOCTOMKHUX
MarepuaaoB. BorbgpaM IIHPOKO TPUMEHSIOT B IIPO-
M3BOJICTBE PA3JIMYHBIX BHUIOB CILUIABOB TSIMKEIBIX
MEeTaJLIOB, MATEPHUAJIOB C BBICOKOM IIOTHOCTHIO, Cy-
MEePCIUIABOB [JIf JIOMAcTeil TypOWH, CIUIABOB [
IIPOM3BOJICTBA M3HOCOCTOMKUX JeTaled U aHTUKOP-
PO3HMOHHBIX OKPBITHI, KOTOPhIE HAXOAAT IIPHUMEHE-
HU€e B aBTOMOOMIECTPOEHNH, CTATEIIABUIABHOH, HH-
CTPYMEHTAJIBHOM, TOPHOI, HedTerasoBoH, adspoKoC-
MUYECKOM, XUMUIECKON TPOMBIIIEHHOCTH, CTPOU-
TeNbCTBE, MMPOU3BO/ICTBE OCBETUTEILHON TEXHUKU U
Ipyrux orpaciaax [1, 2].

3a nocinenuue 20 JeT BoIb(ppaM meperes B pas-
paAn octpomedunUTHBIX MarepuanoB. llomyuenme
BOJb()paMa M3 OTXOJ0B IPOU3BOJCTBA Beeraa ObII0
BaKHOU COCTABJISAIONIEH OTEUECTBEHHOTO PHIHKA ChI-
pes. Ha cerommsmnuii meHb 9TO OCOGEHHO aKTy-
QJIbHO, TAK KAK BTOPUYHBIN BOJIB(PAM CTAHOBUTCS
OCHOBOH CBHIPHEBOH 0a3bl MPOMBIILIEHHOCTH [3],
TIOCKOJIBKY COZlepsKaHue BoJab()pamMa BO BTOPHUUHOM
ChIphE B IECATKH Pa3 BBIIIE, YeM B IIPUPOTHOM, a Ce-
06ecTouMOCTh II€pepPabOTKM ¥ HU3BJICYEHHS 3HAYH-
TEeJIbHO HUJKE, UTO I03BOJISET HYKOHOMHUTH IPHPO.I-
HbIE PECYpPChI ¥ CHUBHUTH TEXHOTEHHYI0 HATPY3KY Ha
OKPY:KaIOIIyI0 Cpery. OKOHOMHUIECKas 1eaecoobpas-
HOCTB I1epepabOTKu CKpara CBi3aHa C TeM, 4TO Ha-
pany ¢ 15 -90 % W oH comep:KuUT u ApyTue IeHHbIe
koMmIoHeHTbI, B dacTtHocTH, Co (0 -10 %), Ti (0 -
8 %). 3a pyOexoM IIPEemJIOKEeHO Pa3NeliTh BOIbQ-
paMcoepsKaIui CKpar Ha [Be IPYIIIbI: 1) PhIXJIbIH
CKpall, K KOTOPOMY OTHOCAT OpaKOBaHHBIE CMECH,
OTXOIbI BEHTWIAIMOHHBIX CHCTEM, IIOPOIIKH,
CTPYKY, UIIH(OBATBHBIN IILJIAM, TTHLIEBUIHBIE OT-

XOIbl; 2) IUIOTHBIA CKpaml, K KOTOPOMY OTHOCST
LIeJTbHBIE JeTAIHU U UX OCKOJIKH [4].

AnanmuTryecKuil KOHTPOJIb BTOPUYHOTO BOJIb(-
paMcojiep:kaIero  miaMa — TBEPABIX  CILIABOB
(BCHITC) mpexacraeisier cob0¥ CIOKHYIO 3amady.
10 00BACHIETCI €ero MHOTOKOMIIOHEHTHOCTBIO,
HECTEXMOMETPUYHOCTHI0 W BBICOKOM HEOIHOPO/I-
HOCTBIO, OTCYTCTBHEM CTAHIAPTHBIX 00pA3IIOB CO-
CTaBa, a TaKKe IMPUCYTCTBUEM IIEJIEBbIX KOMITOHEH-
TOB B IIIHPOKOM HMHTEpBaje KOHIleHTpauui. B pabo-
Te [5] mpenmoskeHa MeTOaUKA aHAIN3a BTOPUIHOTO
Boab(pamcogep:karero ceipba (BCTC), momyuesn-
HOTO IIocjie ImepepaboTKX IIOTHOTO CKparia, SBJIsd-
OIETOC TOTOBBIM CHIPHEM JIJIS M3TOTOBJICHHS W3-
nenuii u3 tBepabix ciiasos. Or BCTC muiam or-
JIMYAeTCs TPAHYIOMETPUYECKMM COCTABOM, 4 TAKKE
BO3MOKHBIM MPUCYTCTBHEM B HEM IPOIYKTOB abpa-
3UBHOIO M3HOCA, I09TOMY MeTomuKa [5] He obecie-
YMBAET MPEIU3NOHHOE OIpeelieHre BOIb(pama,
4TO ABJAETCA KIIYeBOU 3a/iauell Ipu aHAIN3e IILIa-
ma. B Hacrosiiee BpeMsi METOIUEA KOHTPOJISI COCTA-
Ba BTOPHUYHOTO BOJIBL(PPAMCOIEPIKAIIETO IIIIaMa OT-
CYTCTBYET, YTO 3a4aCTyI0 IPUBOIUT K CIIOPAM MEK-
Iy TIOCTABII[UKAMY U MTOTPEOUTEIIIMHU CHIPHSI.

Meroxg A9C-HCII monoxuTenbHO 3apeKoMeH-
moBasm cebd Mg KOHTPOJIA COCTABA MAaTepPHUasiOB
YEepHOU W IIBETHOM MeTaJulypruu [6] u xapakrepu-
3yeTrcs IUPOKMM AMAIIA30HOM OIPEeeIieMbIX KOH-
[EHTPAIUH, SKCIPECCHOCTHIO, BHICOKMMH METPOJIO-
FHYECKMMH IIOKA3aTeIAMU, IT03BOJIIET IIPOBOAUTH
rpafyupoBKy MpubOpa C WCIONb30BAHUEM CTaH-
JMAPTHBIX PACTBOPOB, COCTAB KOTOPHIX MOKHO MaK-
CUMAJIbHO TIPHOJIHU3UTh K COCTaBy aHAJIU3UPYEMOMH
MpOoOBI, YTO YPE3BLIUANHO BAKHO MPH aHAIU3E Te-
TEPOreHHOI0 ChIPbi B OTCYTCTBHE CTAHIAPTHBIX
006pasIfoB.

B GospiimECTBE CiiydyaeB METOIUKN AHAIM3A Me-
Togom AJC-UCII BrIOYAIOT CTAAHI0 XAMUIECKOU
MPOGOIIOATOTOBKH AHAIU3UPYEMOT0 00BEKTa, KOTO-
pas saBisgerca HauboJiee JIUTEIHFHON U TPYI0EMKOI,
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a TakKKe MOKeT BHOCUTb HAHUOONBIINUHA BKIAL B CyM-
MApHYIO ITOTPEITHOCTh Pe3yabTaToB aHammsa. Jlis
COKpallleHus IIPOAOJIKUTEIbHOCTH IIPOOOIIOATOTOB-
KM ¥ aHAJIM3a B [1eJIOM BCe OOJBIIYIO MOIYIIPHOCTD
nprobperaeT MpUMeHEeHHEe aBTOKJIABHOTO PAas3jIoiKe-
HHSI ¢ MHKPOBOJIHOBBIM HarpeBoM [7], B 4aCTHOCTH,
B couetaunuu ¢ merogom AIC-HMCII [8, 9].

ITockoabKy Ipo6OIIOAroTOBEA 00PA3IIOB BTOPMY-
HOTO BOJIB(PPAMCOEP:KAIIETO IIJIaMa — TPYI0eM-
KW TIpOIlecc, 9YTo 00YCIOBJIEHO €ro COCTABOM, Kak
MMPaBHJIO, BKJIIOYAIOIUM KAPOUABLI BOJb(pama, TH-
TaHa, TAHTANA U CBA3KH W3 KOOAIbTA, HUKEJS WK
sKejiesa, IpU IIepeBoje Ipodbl B pacTBOP HEOOX0Iu-
MO 00ecreYnuBaTh KECTKHE YCIOBHSA (BBICOKHE TeM-
nepaTypbl Harpesa, IIpUMeHeHue KOHIIEHTPHUPOBaH-
HBIX KHCJIOT) — 3TO CKA3bIBAETCS HA TPYI0EMKOCTH
¥ JJIATEIBbHOCTH BCEro aHanwsa. PaspaboTaHHbIe
paHee npueMsbl [5] He IPUBOAAT K IIOJHOMY II€PEBO-
oy B pactsop mpo6 BCIHITC, uro cBsizaHo Kak c co-
CTaBOM, TaK ¥ C Pa3MepOM YACTHIT IIIJIaMa.

Ienap Hacrosmen paborbl — paspaboTKa Me-
toguku onpenenenus Ti, Cr, Fe, Co, Ni u W B
BOJIb(PpaMCOEepIKAIeM IIIaMe TBEPIbIX CILIABOB
(BCHITC) meromom AJC-HCII, Braouaroiie mepe-
BeleHue HpO6BI B paCTBOP B aBTOKJIaB€ B YCIIOBUAX
MHKPOBOJIHOBOTO HArpeBa.

B kauecTtBe 0OBEKTa aHaNTM3a WCIOIH30BAIN
BTOPUYHOE ChIPbE, IOJIyYEeHHOE IPHU IIPOU3BOICTBE
TBepabix ciaBoB tuna BK: Boabdpamconep:xaiiue
TIOPOIIKH, IIUTH(POBAIBHBIN IIIJIAM TBEPABIX CIIEUEH-
HBIX CILIABOB, ITBUIEBHIHBIE OTXO/bI, OpPAKOBAHHBIE
CMeCH, OTXOIbl BEHTUIAIIUOHHBIX CUCTEM, IIOPOIIIKKA
kapoumos. Cienyer OTMETHTD, YTO IIPOOOIIOATOTOB-
Ka B CYII[eCTBEHHOH CTeIleH! CBA3aHAa C IPOILeaypor
mpo6oorbopa [10]. CyiecrByioire HOpPMaTHBHBIE
noxyMmenThbl [11] persameHTHPYIOT IpobooT6OP HC-
XOMHOT'O CBIPhSI MJIM TOTOBOM IIPOAYKIIMU TBEPIBIX
CIIEYEeHHbIX CIIJIaBOB U HE€ YYUTBHIBAIOT OCO6EHHOCTI/I
BTOPUYHOTO CHIPbS, BIMSAIOIINE HA YCIOBUS II€peBe-
JIeHus Mmpod B pacTBOpP. JTO OOBSICHIET HEOOXOmH-
MOCTh BKJIIOUEHHsI B METOIUKY aHAIN3a BOJbgpam-
CoJIep:KAalIero mnuiamMa ycIoBui mpobooTéopa.

Bbutn 060CHOBAHBI OCHOBHBIE STAIBLI (POPMUPO-
BaHWs TEeHEePaIbHOH (IpeacTaBUTEIbHOM) IMIPOOHI,
XapaKTePUsyIoIed MapTHI0O aHATU3UPYEMOTO BTO-
PHUYHOTO ChIpbs. IlapTHIiO ChIpbS TIIATEIBHO IIEpe-
MeIuBaIu B V-00pasHOM cMecHuTelle B TedeHue 1 4,
reHepanbuyio npoby (me menee 200 r) dopmuposa-
¥ ¥3 00BbeIUHEHHBIX TOYEUHBIX P00, IPOCEHUBAIN
yepes3 cuTo ¢ pasmepoMm mop 300 MKM I yIaTeHus
KPYIIHbIX 9aCTHI] JIOMa, TIIAaTEJIbHO IIepeMelnnBaaIn
B MeJILHHIIAX B TedeHHe 1 4, IOCjie Yero MeTOIOoM
KBapTOBAHUA COKpAIIaIN I0 JabopaTOPHOI IIPO6HI
(e meree 10 1) [12].

Pearxmuswt u obopydosarnue. Ilns pacrBoOpeHHs
aHAIM3UPYEMBIX 00pasiioB B paboTe MHPUMEHSIN
CIIeIyIOIAe PeareHThbl: A30THYIO, COITHYI0 KMCIOThI

(kBanmuukauu ocu) 6e3 JOIMONTHUTENHHON OYHCT-
KH{, BUHHYI0 KHUCIOTY (4ia), (propua aMMOHUSA, BBI-
cymrenssii mpu 100 °C (ocu). MukpoBoIHOBYIO TIPO-
0OIIOITOTOBKY OCYIIIECTBJISIN B cucreMe Speedwave
FOUR (Berghof Products, I'epmanusa) ¢ aBroxia-
pamu tuna DAP-100 us ¢gpropomracra TFM c¢ BHy-
TperHuM o6bemom 100 M 1 pabounM gaBIeHUEM 0
30 atm. Tewmmneparypy pasnoxeHus (B nuamazoHe
50 — 220 °C) KOHTPOJHPOBAIH C IIOMOII[bIO OECKOH-
rakrHoro MK-matumka. Hasecky mpo6sr BCIITC
(0,1 r) BHOCHIH BO (PTOPOILJIACTOBBIH aBTOKJIAB, /I0-
0aBJISJIM peareHThl JJI PA3JIOMKEHUA IPOOLI, repMe-
THU3UPOBAJIY ABTOKJIAB IPEJOXPAHUTEIBHON MeM-
OpaHoIi, 3aKPHIBAIH KPBIIIKY U IOMEIIAIl B MUKPO-
BOJIHOBYIO CHCTEMY.

ATOMHO-O9MHUCCHOHHBIA aHAIW3 IIIaMa BBI-
MOJHSIIA ¢ TMOMOIIbio crekrpomerpa Optima 7300
DV (PerkinElmer, CIIA), ocuaieHHOTO pacmbI-
nuTenbHON Kamepoii CKOTTa U3 MOJIUMEepPHOTro MaTe-
puasna, ycroiuuBoro kK Bosgeticteuio HE B couera-
HUW C TOIIEPEYHO-IIOTOKOBBIM PACITBUIMTEIEM THIIA
GemTips™.

Irxcnepumenmanvras yacmy. llpu paspabor-
Ke MeTOAUKHU ObIT0 HeoOXOIUMO 00eCIeYHTh COCTaB
PEaKIIMOHHON CMecH W TeMIlepaTypHO-BPEeMEeHHOM
pPeXUM HarpeBa B MHUKPOBOJHOBOM ITOJIe I pac-
TBOpPEHHA IIPob6 BoIb(QpaMcoaepsKaIero Iiama,
MTO3BOJIAIONHAE C WCIOJb30BAHMEM MUHHMAJIBLHOTO
KOJIMYeCTBa PeareHTOB IIePeBOJUTH B PACTBOP Bce
ompesiensgeMble 3JIeMeHThl mpoObl. Bribop cooTHO-
[IEHUS KOMITOHEHTOB PEAKIMOHHOM CMECH JJIs TI0JI-
Horo pasnoxkenus po6 BCIITC ocymecrsusau
9KCIIEPUMEHTAIbHO TPU HarpeBe 10 TEeMIIepaTyp
150, 170 u 220 °C, moHOTY pasIoKeHUs KOHTPOIU-
POBaIH BU3YAIBHO.

Cremyer OoTMETHTH, YTO YCJIOBUS IIPOOOIIOATO-
TOBKH BOJIb()PAMCOJIEPKAIIEr0 BTOPHUUHOTO CHIPHS,
omucaHHble B pabore [5], He obecrieunBaiOT II€PeBo;]
B pacreop mpo6 BCIITC, mostomy ObLaiu BHECEHBI
M3MEHEHUS B COOTHOIIEHWS KOMIIOHEHTOB PEaKIIH-
OHHOM CMeCH U TeMIlepaTypHO-BPEMEHHOU peRUM
HarpeBa aBTOKIaBa. M3-3a mpucyTcTBua B IIpobax
BCHITC 6oapiIoro KoJu4ecTBa TPYIHOPACTBO-
puMbIx KapbwmoB TtyromiaBkux wmertawioB (WC,
TaC, TiC u T.1.) ObLIO MPEAIOKEHO HCIOJH30BATH
peakIuoHHyI0 cmech, comepskaryio 6 ma HCI (p =
= 1,19 v/mn), 2m1 HNO; (p=1,411r/mn) u 0,6
NH,F, B koTopo#i B Ba pasa yMeHBIIIEHO COJEepP:Ka-
uue NH,F no cpasuenuro ¢ paboroii [5] u B 2,5 pasa
cHmKeHa Macca HaBecKw. OUBITHBIM IIyTEM ycCTa-
HOBJIEHO, YTO KOJHNYECTBEHHOE ITepeBeeHre Mpoobl
B PacTBOp HAOIIOJAIOCH IPYU HATPEBE aBTOKJIAaBA J0
220 °C. 11 coxpallleHua IPOI0LKUTEIbHOCTH Pac-
TBOpEHUd U BO u3bexaHue pasrepMeTH3alluy aBTo-
KJaBa BCJIEICTBHE OypPHOTO ra3o06pasoBaHusA OCy-
[ECTBIAMA CTYIIEHYATHIA HATPeB PEeaKIMOHHOH
CMeCH BMECTO MOHOTOHHOTO Hafopa TeMmIepaTypbl
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mo 220 °C ¢ mocienyronuM TepMOCTATHPOBAHUEM B
teuerue 17 mun (tabdm. 1). Haa pasmosxenus mpobd
BCHITC ontuMmanabHBIM ABIAETCA TPEXCTATHUHHBIN
HArpeB C MPOMEKYTOYHLIMHU STalaMu CrabuiIusa-
UM TEMIIEPATypPhl B ABTOKJIABE B TeYeHWE 3 MUH
(rabm. 1): mo 150 °C co crkopocrwio 63 °C/mun, 10
170 °C co cropocteio 15 °C/mun u go 220 °C co cko-
pocteio 25 °C/MUH W TEPMOCTATHUPOBAHUH IIPHU 3a-
KJIIOUUTEIbHOU TeMmepartype B TeueHue 17 mun. O6-
1iee BpeMs PasjIoKeHus mpod cocTasasaao 30 MUH.

ATOMHO-OMUCCHOHHBIN aHAINU3 IIJIaMa BBIIOJ-
HAJY OPHU CTAHAAPTHBIX YCIOBUAX PAO0OTHI CIIEKTPO-

Merpa: MoifHOCTh mnasmMbl — 1300 Br; wacrora
ia3MeHHOTO TeHeparopa — 40,68 MI'm; mmasmo-
obpasyomuil mOTOK aproHa — 15 ji/mMuH; Bcmo-
MOTaTrenbHBIH TOTOK aprona — 0,2 p/mun; pac-

OBUIAKIIWA MOTOK aprona — 0,8 j1/MUH; CKOpPOCTD
pacxoma pacrBopa MpoObl HA IEPHUCTAIBTHIECKOM
Hacoce — 1,5 mu1/MuH; HaOIOIEHNE IIIa3Mbl — pa-
OUABHOE; BpeMs HWHTerpalliy CUTHajla — aBTope-
skum (ot 0,1 mo 20 ¢); KOTMIecTBO MOBTOPEHUH CYH-
TBIBAHHUSI — 3; METO][ OIIPeIe/IeHUI WHTEHCHBHOCTH
CIIEKTPAIBHON IMHHUNA — IIOIAAEL IIHKA II0 TPEM
TOYKAM; PEKHUM CIEKTPAJIbLHOIO PaspelleHusa —
BBICOKOE.

Obcyancdernue pesyavmamos. B mpobax BCIITC
omupenensau Ti, Cr, Fe, Co, Ni u W. Kpurepuem BbI-
0opa aHAJIUTWYECKUX JIWHUU SBJISINCh YyBCTBH-
TEILHOCTh M OTCYTCTBHE 3HAYMMBIX CIIEKTPAIbHBIX
IOMeX, KOTOPbI€ BBIABISAIN B Pe3yjbTarTe aHAaIIH-

1 mrr/cm? ananura. B ciyuae koGanbra KOHIIEHTpA-
A aHAJINTA B pacTBopax cocrasisana 100 Mir/cms.
IJKCIEPUMEHTATHHO  YCTAHOBJIEHO  OTCYTCTBHE
prugaua W (228,590 am u 228,629 um) mpu coxep-
skanuu Ha ypoBHe 99 % macc. Ha ompenenenune Co
(228,616 am) mpu comeps:xkaunuu Bbime 0,1 % macc.
¥3-32 MaJION WHTEHCUBHOCTH MEIIAIONIUX JINHUH.

Il BHIOpAHHBIX AHAIUTUYECKUX JIHHUH BJe-
MeHTOB, mpucyrcrByoomux B mpobax BCIITC, mo
3s-KpuUTEpUI0 ObLIH OIlEHEHBI Ipeaesbl OOHapy:Ke-
aua (C,,;,), Koropele cocrasiagor or 1-10™* gmo
0,001 % macc. (cm. Ta6xa. 2). Husxure rpaHuIs! on-
pelenseMbIX COIEP:KAHUN DJIEMEHTOB ObLIN OlleHe-
HBI 10 10s-kputepuio ana 10 mapannenbHBIX OIpe-
IeJIeHUH C MPUMEHEHHEeM MOJEIbHBIX PACTBOPOB:
snauenus C, cocrasuaor ot 3 - 10~2 mo 0,01 % macc.
(cM. Tabm. 2).

IIpu onpenenennu Ti, Cr, Fe, Co, Ni B kauectse
AHAIUTUYECKOTO CUTHAJIA HCIIOIIH30BATH 3HAUYEHUE
abCOIIOTHONM HWHTEHCHBHOCTH AHAIUTUIECKUX JIH-
HUH 37eMeHTOB. [/ MOBBIIeHHS IPEIM3HOHHOCTH
omupenenenus W MPUMEHSIA METOI BHYTPEHHETro
craHmapra. JJIEMEHTOM BHYTPEHHEro CraHaapra
CIIyKWJI CKAHIWM, B KAYECTBE aHATUTUIECKOTO CHT-
Haja WCIIOIb30BAJIKM OTHOIIEHWE HWHTEHCHBHOCTEU
aHanuTH4YecKoi juHun u guauu Sc I 424,683 um

Ta6auuma 1. YcinoBus MHKPOBOJIHOBOH MPOOOIIOATOTOBKH
npo6 BCIUITC

3a MOJIETBbHBIX BOIHBIX PACTBOPOB C MUHUMATBLHBIM Ilar
CONlep/KaHUeM AHAJIWTA U MAKCHMAIBHBIM — MaT- Hapaverp 1 9 3
PUYHBIX 3JIEMEHTOB. AHAIUTHYECKWE JIUHUU BHI- Temmeparypa, °C 150 170 220
Oupanu Ha OCHOBE JUTEPATYPHBIX AAaHHBIX [13, 14] Jlasrenme, am. 30 30 30
¥ 6a3bl MAHHBIX TPOTPAMMHOTO 00ECIIEUYEeHHs CIIEK-
Momnocrs, % 80 90 90
Tpomerpa (Tabm. 2). Il OleHKH MeIaroIero BIns- 3
HHUSA MATPUYHBIX 3JIeMEHTOB HA AHATUTHYECKHE CHT- Bpems marpesa 210 sazanmoi 3 2 2
TeMIIepaTypbl, MUH
HaJIbI IPOBOJUIN aHAJIN3 OJTHODIEMEHTHBIX MO/IENIb- B 5 3 17
HBIX PacTBOPOB, cojep:xamux 1000 mrr/cm® W n DEMH TEPMOCTATHPOBAHHH, MHUH
Ta6auma 2. Ycnosus onpenenenus Ti, Cr, Fe, Co, Ni, W meromom A9C-HUCII
An BosmoxubIe Yr1080# KOa(puIIeRT Koadpu- IIpenen IIpenen ompe- JlunelHbIH
anuTUIecKas YPABHEHUS PErpeccun .
CIIEKTPATIbHBIE - IIUEHT KOp- obHapysKe- eJIeHusd, IUHAMHYECKUH
JIMHUSA, HM rpajiyupoOBOYHON (DYHKITHU
IIOMeXH, HM I1=bC+a pensanuu r HUd, % macc. % macc. AuamasoH, % macc.
®PaxTop pasdasaerus 1:20 000
W#*1I 207,912 — 139 0,999 — — 20,0 - 100,0
daxrop paséaBiaenuna 1:1000
Co 11 228,616 W II 228,590, 228,629 2758 0,999 — — 0,10 - 15,0
Ti IT 337,279 — 25820 0,999 0,0009 0,003 0,05-5,0
Ni IT 231,604 — 588 0,999 0,001 0,01 0,05-5,0
Fe II 259,938 — 3938 0,999 0,0005 0,003 0,05-5,0
Cr1 357,869 — 1806 0,999 0,0001 0,009 0,05-2,0

* OmupepeneHue OCyIECTBISAIN C IPUMEHEeHNEeM BHyTpeHHero crauaapra — Sc (424,683 um).
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1., =1,,/Is. Vcnonbp3oBannemM BHYTPEHHErO CTaH-
mapra mpu onpeaenenuyr W B cTaHIapTHOM 06pasiie
(CO) depposonbdppama P18 mo3Bonuio B cpeaHeMm
CHU3HUTH OTHOCUTEIHHOE CTAHIAPTHOE OTKIOHEHHE C
0,03 mo 0,004. O6paboTKy CIEKTPOB, TPALYUPOBKY,
yuer hoHA M KOPPEKTHPOBKY CHUTHAJA C YIETOM HC-
MMOIb30BAHMS METO/a BHYTPEHHETO CTaHaapTa OcCy-
IECTBISAINA C IPUMEHEHHEM IPOrPaAMMHOTO MAKeTa
WinLab32.

Hnsg mocrpoeHns TpagyHpPOBOYHBIX 3ABHCH-
MOCTeH W3MepAId HHTEHCHBHOCTH aHATUTUIECKUX
JVUHUH DJIEMEHTOB B CTaHIApTHHIX pacrBopax Ti,
Cr, Fe, Ni (0,05; 0,1; 0,5; 1,0; 2,0; 5,0 % macc.),
Co (0,1; 0,5; 1,0; 5,0; 15,0 % macc.) u W (20,0;
30,0; 50,0; 60,0; 70,0; 100,0 % macc.), TPUTOTOBJIEH-
HBIX U3 OJHO3JEMEHTHBIX PACTBOPOB C KOHIIEH-
tpanmeit 1000 MEr/cM®, KoTOpble GBLIH IIOJIyYeHBI
IyTeM PACTBOPEHWS HABECOK YHUCTHIX METAJJIOB
(THTaH, XpOM, Kele30, Ko0aJIbT, HUKEe/b, BOJIbdpaM
>99,98 % macc.) B kuciorax. Kpome Toro, cras-
IapTHbIe pacTBopsI st oupengenenns Ti, Cr, Fe, Co,
Ni B kauecrBe ¢ona comepsxamu 800 mrr/cm® W
u 6000 mxr/cemv® NH,F mpu pas6asienum mpo6bI
1:1000, a cramgapTHBIE PACTBOPBI IPH OIpe[eie-
unu W ¢ pasbasnenunem 1:20 000 B kagectBe hoHa
comep:xanu 50 MKr/cM® BUHHOM KHCIOTHI 71 CBA3BI-
BaHusA W B TapTaTHBIN KOMILIEKC W IIPeJOTBpAIlle-
HWS €T0 BBINTAIeHUs.

IKCIEePUMEHTAIBHO YCTAHOBIEHO, UTO IIPH OI-
penenennu Ti, Cr, Fe, Co, Ni B mpobax BCIITC 3a-

BHCHMOCTH aHAJIUTHIECKOTO CUTHAJIA OT KOHIIEHTPA-
UM CTAHOBUTCA JWHEHHOW Tpu pasbaBieHun
1:1000 (r>0,999), a upu ompememrenuu W —
1:20 000 (r > 0,999) (cMm. Taba. 2). CraTucTHYECKUMHA
MeTOMaM¥ IIOJTBEPIK/IeHA HE3HAYUMOCTb IapaMer-
pa a B ypaBHEHHUAX rPaJAyHPOBOUYHBIX 3aBUCHMOCTEH
nms onpenenenus Ti, Cr, Fe, Co, Niu W.

Jlna TpOBEpPKM MIPaBHIBHOCTH OIpPeaeIeHus
Bonb(ppama wucnonb3oBamu CO deppoBoabdpama
®18 ¢ xapakrepusmM 1711 BCHITC conepsxannem W
(aTrecroBaHHOE 3HAYEHHWE MaccoBok mgomu W —
74,3 = 0,1 %). CO mpoBoguau uvepe3 BCe CTAIUU
amaju3a: yCTAHOBIEHO cojep:kamme W 74,4 +
+ 0,3 % macc., cpaBHenme kpurepus CrbiozeHTa
(n =5, P=0,95), paccuuTaHHOrO Ha OCHOBE HKCIIe-
PUMEHTAIBHBIX JTAHHBIX, ¢ TAOJMYHBIM 3HAUCHHEM
MTOKA3aJI0 OTCYTCTBHUE CHCTEMATHYECKOM IIOTPEIHO-
cth (topen = 0,87, toren < Lrasn = 2,78).

[IpaBunbHOCTL OmpeJieeHus OCTATHHBIX Dile-
menToB B BCIITC moarsepsxmanu meromamu mobda-
BOK ¥ BapbUpOBaHWsA HaBeckw (tadim. 3). Meromuka
ampobupoBaHa Ha MPOMBINIIEHHBIX 006pasnax Iuia-
Ma ¥ XapaKTEePU3UPYETCS BBICOKOW BOCIPOM3BOIU-
MocThio (s, < 0,06) U TPaBUIBHOCTHIO.

Takum oOpasom, paspaboTaHHas METOIUKA OI-
penenenus Ti, Cr, Fe, Co, Ni u W B Bostb(hpamcoaep-
skaieM nuiaMe (Ha mMpuMepe IuIaMa, MOJyYeHHOTO
MIpH TIPOM3BOJICTBE TBePAbIX ciuiaBop Tuna BK) me-
tomom ADC-HCII mmocie aBTOKIABHON MHKPOBOJIHO-
BOH MPOBOITOITOTOBKH, XapPaKTePU3YIOIAsICT BbICO-

Ta6auua 3. Pesynbsrarer onpenenenns Ti, Cr, Fe, Co, Ni, W B mpob6ax BCIITC meromom AIC-UCII (n =5, P = 0,95,

tracn = 2,78)
Homep DeMenT Haiineno, s, IlobaBxka, HafmueHo ¢ 10- s, Paccunrannoe comep:xa- tyen
1po6BI % macc. % macc. 6aBKoO, % Macc. Hue nobasku, % macc.

650 w 62,3 = 0,4 0,005 — — — — —
Co 6,34 = 0,06 0,01 2,00 8,41 = 0,03 0,01 2,09 2,32

Ti 0,22 = 0,02 0,05 0,20 0,43 = 0,02 0,04 0,21 0,58

Ni 1,06 = 0,03 0,02 1,00 2,08 = 0,03 0,01 1,02 1,29

Fe 0,51 = 0,02 0,03 1,00 1,53 + 0,02 0,02 1,02 1,53

Cr 0,51 = 0,03 0,04 1,00 1,52 = 0,03 0,02 1,01 0,45

666 w 59,9 = 04 0,006 — — — — —
Co 6,78 = 0,07 0,01 2,00 8,84 = 0,07 0,01 2,06 1,01

Ti 0,51 = 0,04 0,06 0,20 0,73 = 0,04 0,04 0,22 0,86

Ni 0,72 = 0,02 0,02 1,00 1,74 + 0,04 0,02 1,02 1,25

Fe 1,09 = 0,03 0,02 1,00 2,13 = 0,03 0,02 1,04 1,63

Cr 0,10 = 0,02 0,06 0,20 0,33 = 0,02 0,06 0,23 1,74

618 w 67,7+ 0,4 0,005 — — — — —
Co 6,73 = 0,05 0,01 2,00 8,76 = 0,03 0,01 2,03 0,84

Ti 0,77 = 0,03 0,03 1,00 1,81 = 0,04 0,02 1,04 1,89

Ni 0,82 = 0,03 0,02 1,00 0,99 = 0,04 0,02 1,02 1,19

Fe 0,69 = 0,03 0,03 1,00 1,73 = 0,04 0,02 1,04 1,85

Cr 0,11 = 0,02 0,06 0,20 0,33 = 0,02 0,06 0,22 1,21
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KOH MPEIM3MOHHOCTBI0 U DKCIPECCHOCTHIO, MOKET
OBITH pEKOMeHZOBaHA [ KOHTPOJISI COCTaBa
BCIHITC B mmpoxoM guamnaszoHe KOHIIEHTPAIUH Ipu
oIpefie/IeHUN YKA3aHHBIX DJIEMEHTOB.
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