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Paspaborana MeTonuKa aHAIN3a HAIUIABOYHBIX MATEPHAJIOB U3 JIUTHIX TBEPABIX CIUIABOB HA
OCHOBE K00a/IbTa METOIOM ATOMHO-dMHCCHOHHOHN CIIEKTPOMETPUH C WHIYKTHBHO-CBI3AHHOM
wrasmoit (AJC-HCII) B couerannu ¢ MEKPOBOTHOBOM aBTOKJIABHOM 1poboroaroroskoit. O6o-
CHOBAHBI COCTAB KUCJIOTHOM CMECH ¥ TEMIIEPATYPHO-BPEMEHHBIE [TapaMeTPhI IIPO00IOArOTOB-
KM B YCIIOBHSIX MHUKDPOBOJIHOBOTO HATPEBa B ABTOKJIABE, 0OECIIEUMBAIOIINE KOJIUYECTBEHHOE
nepesefieHre Tpo0bl B YIOOHYIO aHAINTHYIECKYIO0 (popMy 6e3 ImoTeph JeTydnx KOMIIOHEHTOB
s mocnenyrotero AJC-MCII ananusa. ITomobpansl aHaIWTHYECKHWe JUHUM, CBOOOTHBIE
OT CITEKTPAIBHBIX IIOMEX, IS OIpeIeIeHH!s BCeX HOPMUPYEMbIX KOMIIOHEHTOB B HAILIABOY-
HBIX MaTepua/iaX U3 JIUThIX TBEPAbIX CILJIaBOB. HCCJIe].'[OBaHI/IH BBIIIOJIHAJINA C IIPUMEHEHHUEM
o0pasroB HamiaBok u3 mpyTKoB ciwiaBoB [Ip-B3K — IIpH-Y10XK63B5, IIp-B3K-P —
ITpH-Y20XK57B10 u ITH-2 — 3-190K62X29B5C2, comepskaluux CIeyiolue JIerupyolme
anemeHTsI (% mace): Co (mo 65); Cr (28,0 —32,0); W (4,0 -11,0); Si (1,0 -3,0); C (1,0-2,0);
Ni (0,1 -2,0); Mn (0,3 - 0,6) u Fe (o 2,0). [IpaBunbHOCTS OIpenenenns HOPMUPYEMbBIX 9JIe-
MEHTOB MOATBEKIAIN IIyTEM aHAJIN3A CTAHIAPTHBIX 00PAasIOB M METOIOM BAPLHUPOBAHMUS
HaBecku. PaspaboramHas MeTouKa arrpoOUpoBaHa MPH aHAIKU3E IIPOMBIILIEHHBIX 00pasIioB
HAIJIABOK U3 JINTHIX TBEP/BIX CIVIABOB HA OCHOBE KOOAIBTA UCCIAEOBAHHBIX MAPOK, XapaKTe-
pHU3yeTcsl SKCIIPECCHOCTHI0 M SKOHOMUYHOCTBHIO 324 CYET COKPAIIEHHWS BPEMEHU aHAJIM3a II0
CPaBHEHHUIO C OJJHORIEMEHTHRIMYU MeToqaMu B 11 pas u CHIKEHUs 00beMa IPUMEHAEMbBIX pe-
akTuBoB B 12,5 pasa. Coueranue muoroanementHoro merona AIC-HICII ¢ MHKPOBOIHOBOIM
IPOOOIIOATOTOBKOM TO3BOJIMIIO ITOBBICUTE MPEIU3UOHHOCTD onpenenenus Si, Cr, Mn, Fe, Ni, u
W B HamIaBOYHBIX MaTEpPHAIAX U3 JUTHIX TBEPIBIX CIUIABOB B HOPMHUPYEMBIX IHAIIA30HAX
KOHIIEHTPAIINH.

KiroueBble CiIOBA: HAIUIABOYHBIE MATEPHAIBI W3 JUTHIX TBEPHOBIX CILIABOB; CTEJUIUTHI;
MUKPOBOIHOBasA rpoboroaroroska; AJDC-UCII.
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A technique for analysis of surfacing materials (cast cobalt-based carbide alloys) using by ICP-AES in
combination with microwave autoclave sample preparation is developed. Composition of the acid mix-
ture, temperature and time parameters of the sample preparation under microwave heating in an
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autoclave are specified, thus ensuring complete quantitative transfer of the sample into a convenient
analytical form without losses of volatile components for the subsequent ICP-AES analysis. Analytic
lines of the elements free from spectral interference were chosen to determine all the rated compo-
nents in the casting materials from cast carbide alloys. Study of surfacing materials was carried out us-
ing alloys Pr-B3K-PrH-U10Kh63B5, Pr-B3K-P-PrN-U20Kh57B10 and TsN-2-E-190K62X29B5C2,
containing the alloying elements (% wt.): Co (up to 65); Cr (28.0 — 32.0); W (4.0 — 11.0); Si (1.0 to 3.0);
C (1.0-2.0); Ni (0.1 - 2.0); Mn (0.3 - 0.6) and Fe (up to 2.0). The correctness of determining rated ele-
ment was confirmed in analysis of standard samples using sample weight variation. The developed
technique was tested on industrial prototypes of surfacing materials made of cobalt-based cast carbide
alloys of tested grades. The method is rapid (11-fold reduction in the time of analysis) and reagent-sav-
ing (by 12.5 times) procedure compared to single-element methods by 11 times and reduction of the
volume of applied reagents. Combination of the multielement ICP-AES method with microwave sam-
ple preparation provides an increase in the accuracy of Si, Cr, Mn, Fe, Ni, and W determination in sur-
facing materials of cast carbide alloys within a range of rated concentrations.

Keywords: surfacing materials from cast carbide alloys; microwave sample preparation; ICP-AES.

Hamnasounsre marepuansr (HM) mcmonbsyoT mis
MOBBIIIIEHUS CPOKA CIYKOBI [eTanell MallnH U Mexa-
HH3MOB B KadecTBe IOKPBITHH pabouymx IOBEpX-
HOCTEH B oesadax IIPpUuJaHWusdg 9THM IIOBEPXHOCTIAM
OlIpele/IeHHbIX 3apaHee B3aTaHHBIX CBOMCTB, OT-
JIMYHBIX OT CBOMCTB Marepuasia meranei [1]. Cren-
JUTBI — JIATHIE CIUIABBI HA OCHOBE KObaibTa,
BOIb(ppamMa U XpoMma ¢ JoOaBKaMu yriaepofa, Kpem-
HUA ¥ Mapradiia — OTJINYaloTCd XOpOIled M3HOCOo-
CTOUKOCTBIO, IPOYHOCTHIO, IIIACTHYHOCTHIO, 3Kapo-
CTOMKOCTHI0O M KOPPO3MOHHOH yCTOHYHBOCTHI0. HM
U3 CTEJIZINTOB IIOJNy4YalOT IIyTeM ,I[yI‘OBOfI nJIn raso-
BOH HAIIABKU C TIOMOIIBI0 CIEIUATBHBIX DIIEKTPO-
IOB I CO3MAHHUSA SPO3MOHHO CTOMKHMX YILIOTHU-
TEJbHBIX MOBEPXHOCTEH apMaTyp s KOTJIOB, TPY-
60IIPOBOIOB, HedTeanmapaTypbl, KOTOpbie pabora-
I0T IIPU BBICOKUX TeMIlepaTypax X B arpecCUBHBIX
cpenax, a TakKe B YCIOBUAX BO3/eHCTBUA abpasuB-
HOTO M3HOCA, YAAPHbIX HATPY30K U KOppo3uu [2].
)(J/IMI/I‘-IGCKI/Iﬁ COCTaB BBIIIyCKaeMbIX OT€4€CTBEH-
HOM TIPOMBIIIIEHHOCTBIO CTEJIUTOB CTPOTO perJia-
menTtuposad ['OCT [3, 4] (taba. 1). Bricokas uzHo-
€O- ¥ KOpposuoHHas croikocth HM obGecrieunBaercs
MIPUCYTCTBUEM B CTEJUIUTAX KOOAIbTa, XpoMa, BaHa-
nusi, kpemuusa u yriepoga: Co obpasyer TBepiabie
PacTBOPBI M OMpeneseT MPOYHOCTh U ILIACTHY-
HOCTb, Kapbuabl Cr v W MOBBINIAIOT TBEPAOCTD U U3-
HOCOCTOMKOCTB, Si 00ecredyrBaeT KOPPO3UECTOH-
KOCTh W JKAPOCTOMKOCTb. OTO OCIOKHIET IIPOIECC
repeBojia MpobbI B PACTBOP: HEOOXOAUMBI JKECTKHE
ycioBus (BBICOKHME TeMIepaTypbl HATPEBa, IIPHMe-
HeHVe KOHIIEHTPUPOBAHHBIX KHUCJIOT A OIpesese-
HHA OTAEJIbHBIX aHAJINTOB, I[OCHeKaHI/Ie), 49TO CKa3bI-

BaeTCsi HA TPYJOEMKOCTH M [[JINTEIBHOCTH BCETO
aHaIMu3a.

B Hacrosiiiiee BpeMsi OCHOBY aHAJIHUTHYECKOTO
KOHTpOJA coctaBa HM u3 IUTBIX TBEPABIX CILIABOB
COCTaBIIAIOT TPYIOEMKHE O[HO3JIEMEHTHbIE METO/bI
aHamusa (rpaBUMETPHS, TUTPUMETPHUS W CIIEKTPO-
doromerpus) [5 — 10], koTophIe MpeanIoIaAramT IPO-
[eypbl MHOTOKDPATHOTO YIAPUBAHHUA, OTAEIECHHS
WM MACKMPOBAHHUSI MATPUYHBIX KOMIIOHEHTOB U B
HEKOTOPBIX CIIydasx — JIOCHEeKaHUus HepPaCTBOPH-
MBIX OCTATKOB IIOCJIE PACTBOPEHHUS IIPOOHI.

B 70 e BpemsA aJisi MHOT03JIEMEHTHOTO aHAIH3a
MEeTaJIOB ¥ CIIABOB BCE OOJIBIIYIO MOMIMY/ISAPHOCTH
nprobperaeT MeTo/i ATOMHO-3MUCCHOHHOHN CITEKTPO-
METPHUHU C UHAYKTUBHO-CBA3AHHOU ILIa3MOMU, XapakK-
TEPU3YIONUICA MUPOKUM THUATIA30HOM OIIpeerisie-
MBIX KOHIIEHTPAIUHA, SKCIPECCHOCTHI0, BBICOKUMU
MEeTPOJIOTHYECKUMHU ITOKA3ATENSIMHU U II03BOJISIOITUH
MPOBOJUTH TPAIYUPOBKY MO CTAHAAPTHBIM PACTBO-
paM, cocTaB KOTOPBIX MOKHO MAKCHMAJIbHO ITPHOJIH-
3UTh K COCTABy aHAIU3UPyeMou mpobnl. IlockombKy
B mporiecce nepesoga mpob HM B pacrBop Bo3MO:-
HBI IIOTEPH OIPeIeIieMbIX KOMIIOHEHTOB B BHJIE Jie-
TyYMX COEIWHEHWH, B HACTOsAIee BpeMs Hauboiee
MEePCIIEKTUBHBIM CII0CO00M IIPOGOIOATOTOBKH SBJISA-
eTcsl pacTBOpPEeHre MPo6 B ABTOK/IABAX C HATPEBOM B
MUEKPOBOJIHOBOM TII0JIE C WCIIOJIB30BAHUEM KHUCJIOT-
HBIX PeaKIMOHHbBIX cMeced [11 — 12].

Lens wHacrosameisr paborel — paspaboTKa
METOIWKH OIHOBpeMeHHOro ompenenenus Si, Cr,
Mn, Fe, Ni u W 8 HM u3 cremnuroB (Ha mpumepe
HariaBok us cmiaea [1p-B3SK — IIpH-Y10XK63B5,
IIp-B3K-P — TIIpH-Y20XK57B10 un IIH-2 —

Ta6auna 1. XuMudeckuil COCTaB IPYTKOB VI HAIJIABKYU U3 CTEJUINTOB

Conep:xanne, % macc.

Mapxra

Co C Cr Si Mn Ni w Sb Fe
IIp-B3K 60,0-65,0 1,0-1,3 28,0-32,0 2,0-27 — 0,56-20 4,0-5,0 — <2,0
IIp-B3K-P 55,0-59,0 1,6-2,0 28,0-320 1,2-15 0,3-0,6 01-20 7,0-11,0 0,02-0,1 <3,0
ITH-2 59,0-65,0 16-22 26,0-32,0 1,5-26 — — 4,0-5,0 — —
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9-190K62X29B5C2) metomom ADC-UCII B couera-
HUU C MHKPOBOJIHOBOM IPOOOIIOATOTOBKON B aBTO-
KJIaBaX MU MOBBIIIEHHBIX TEMIIEPATYPaxX ¥ AaBje-
HHH, ITO3BOJIAIOINIEH HCKIIOYATH IIOTEPH JIETYUIHX
KOMIIOHEHTOB ¥ IIOBBICUTBH MPEIM3UOHHOCTD, 3KC-
MIPECCHOCTH ¥ SKOHOMHYHOCTH aHAH3A.

Jna TpoBepKH NPaBUIBHOCTH OIPENEIeHUA
HOPMUPYEMBIX 3JIE€MEHTOB MPUMEHSIIN CTaHIAPT-
HbIe 00pasrpl mid crnekrpanbHoro anammsa (CO)
CIIaBa HA OCHOBE K06ambTa, GIM3KOr0 MO COCTABY
K uccaemyembiM: 119XST3, 14937, 14942, 12672,
12667.

Jna pacTBopeHHs aHATU3HUPYEMBIX 00pAa3IOB
MPUMEHSIN a30THYIO0, IIJIABUKOBYIO U COJTHYI0 KHC-
JIOTHI KBATM(DUKAIIAN OCY, TAKKe B paboTe HUCIOIb-
3oBau pactBop nonoB kpemuus (I'CO 9729-2010),
MeTaJIndecKre XpoM, MapraHell, Kejie30, HUKelb U
Bosbgpam (>99,95 % macc.). MUKPOBOJIHOBYIO IIPO-
0OIIOITOTOBKY OCYIIIECTBJISIN B cucreMe Speedwave
FOUR (Berghof Products, 'epmanus) ¢ aBroknaBa-
mu tuma DAP-100 us droporuracra TFM ¢ BHyTpeH-
HuM obobemom 100 My m paboumm [maBIEHHEM [0
30 atm. Tewmmneparypy pasnoxeHus (B nuamazoHe
50 — 220 °C) KOHTPOJHPOBAIN C ITOMOII[bI0 OECKOH-
rakrHoro MK-marunka. Hasecky mpoosr HM (0,1 r)
IOMeIal BO (PTOPOILIACTOBBIM ABTOKJIAB, H00aB-
JISAJTA PeareHThl JJIS Pasyio:KeHus IPoObl, TepMeTH-
3UPOBAJIM ABTOKJIAB IIPEIOXPaHUTEIBLHON MeMOpa-
HOM, 3aKPBHIBAIN KPBIIIKY U TOMENIaTH B MHKPOBOJI-
HOBYIO CHUCTEMY.

Ompenenenne 31eMEHTOB IIPOBOAWIN C TIOMO-
mbio caekrpomerpa Optima 7300 DV (PerkinElmer,
CIIIA), anst amamusa ObLIM BBIOPAHBI CTAHAAPT-
HbIe YCJIOBHA pPabOThI CIEKTPOMETpPa: MOIIHOCTD
mwrasmbl — 1300 Bt; wacrora mirasMeHHOT0 reHepa-
topa — 40,68 MI'11; mmasmoo6pasyromuii moToK ap-
roHa — 15 i/MuH; BCIOMOTraTeJIbHBIA IIOTOK apro-
Ha — 0,2 1/MHUH; PaCHIbUIAIONIAA IIOTOK aproHa —
0,8 71/MHH; CKOPOCTH pacxofa pacTBopa MmpoObl Ha
IepucTaabTUIeCKoM Hacoce — 1,5 mur/mMuH; HaOIIIO-
JeHHe IJIa3Mbl — paauaIbHOe; BPpeMsa HHTerparuu
curaama — asrope:xum (ot 0,1 10 20 ¢); KoaugecTBo
TIOBTOPEHUH CUUTHIBAHUA — 3; METO]] OIIPeIeIeHU
MHTEHCUBHOCTU CIIEKTPAIBbHOH JMHHUU — IUIOMATb
MHWKa 10 TPEM TOYKAM; PEKUM CIIEKTPAIHHOTO Pas-
peliieHua — BBICOKOe. Mcmonab3oBamw pacmbl-
auTenbHy0 Kamepy CKOTTA M3 MOTHMEPHOTrO Mare-
puana, ycroiumBoro k Bosmeiicrsuio HF, B couera-
HHUU C IONEPEYHOIOTOKOBBIM PACHBLINUTENEM THUIIA
GemTips™.

[Tpu BBIOOPE yCIOBHUI TPOGOIOATOTOBKY BaphU-
pOBaI KadyeCTBEHHBIN M KOJHYECTBEHHBIH COCTaB
PeakIuoHHON cMecH [71A pacTBopenus mpobst HM u
TeMIIepaTypPHO-BPEMEHHON PEKUM HArpeBa B MUK-
POBOJIHOBOM IIOJIE.

I'OCT permameHTHPYIOT HCIOIb30BAHUE CIIE-
OYIOIIUX KHUCIOT I WHIUBHIYAIBHOTO OIpeese-

uus smementoB B8 HM: HCI, H,SO,, HE, HNO; u
H;PO,. YuureiBas npucyrcrteue B mpobe HM wus
CTEJIIUTOB TPYAHOPACTBOPUMBIX COEIHUHEHUH, I
pactBopeHusa mpob Tmepe] MHOTO3JIEMEHTHBIM aHa-
auzoMm Metronom ADC-HCII 610 HEobx0g1IMO 060C-
HOBaTb COCTaB PEAKIMOHHOH cMecH, oOecredunBa-
IOIMUH KOJTWYECTBEHHOE IIepeBelleHre B YIOOHYIO
aHATUTUYECKYI0 (POpMY BCEX COETUHEHHH, BXOJd-
X B cocraB oOpasma. s pacTBOpeHHs TPYIHO-
pacTBOPUMBIX KAapOWAOB U CHIHIUJ0B XpoMa u
BOJIb(ppamMa B COCTAB peakInoHHOHN cmecH [13] 6b110
PEeKOMEHI0BAHO BKJIIOYATH CIIEAYIOIHe KHUCIOTHI:
HE HNO; u HCI. IIpucyrcreue B cmecu HF crsasa-
HO C €€ CITOCOOHOCTBHIO B MPUCYTCTBUHU OKUCITUTEJS
obecrieynBaTh IEepeBeeHNEe B PACTBOP KapOHIOB
u cumununoB Cr u W u ymep:kuBaTh B pacrBope
BOJIb()paM 3a CUeT PeakKnuil KOMILIEKcOoOpasoBa-
HUS, TPeAyIPeKIas BhIMaeHue B 0CaIOK BOIb(dpa-
moBoi kucioTbl; HNO;3 xoporo pacrsopsier Mn, Fe,
Cou Ni, a HCl — Cr.

Bribop cocraBa peakiimoHHON CMeCH U TeMIiepa-
TYPHO-BPEMEHHOTO pPEKKUMa, 00eCTIeINBAOIINX 0
HOe pasno:xeHue uccraexyembix mpob HM, ocyime-
CTBIISAIIN YKCIIEPUMEHTAIBHO [P HEIIPEePhIBHOM Ha-
rpese g0 temneparyp 140, 170 u 220 °C, moaHOTY
pasIoKeHNUd KOHTPOJIHUPOBAIN BU3YAIbHO.

ITonroe mepeBenenrie mpob B pacTBop HAbMIOIA-
au B npucyrcreuu 5 mu HCI (p = 1,19 r/mir), 1 mu
HNO; (p = 1,41 r/ma) u 0,5 max HF (p = 1,15 r/mi)
npu HarpeBe m0 220 °C, uTo 00BACHSIETCHS IIPUCYT-
cTBHEM B Mpobax GOJIBIIIOT0 KOJUIECTBA KapOWIOB
¥ CHJIHIWIOB TYTOIUIABKHUX MeTasuioB. Hcmombso-
BaHMe aBTOK/IABOB B KauecTBE PEAKIIMOHHBIX COCY-
IIOB TIPEIOTBpAIaeT MOTEPIO JIETYIUX KOMIIOHEHTOB
mpoObI, TAKUX KAK KPEeMHHUMH, IPU HCIOJIb30BaAHUU
HE

IIpu HenpephIBHOM HarpeBe PeaKIIMOHHOU CMe-
CH, COofepsKallell JIeTydre KHUCJIOTHI B COYETaHUH C
OKHCJIUTENEeM, BOBMOKHO pPe3K0e yBeJInueHue aBye-
HHS B aBTOKJABE M3-32 IPOTEKAHUA DK30TEpPMUUe-
CKUX peakIinii, CBA3aHHBIX C BBICOKUM COEP:KaHIEM
yriiepoza B ipobe. OTo IPUBOIUT K [OTIOTHUTEIBHO-
My «CaMopa3orpeBy» BHYTpPEHHEro ooheMa aBTOKJIa-
Ba, YTO MOKET OBITH IPHUYMHOH €Tr0 pasrepMeTH3a-
WU U [OTEPH JEeTYYUX KOMIIOHEHTOB, & TaKKe Jac-
T mpo6bI. M36e:xaTh BCKPHITUA aBTOKIABA BO3MOK-
HO IIPH YMEHbIIIEHUN CKOPOCTH Harpesa, YTo 3aMe]-
JfeT Ipollecc IepeBoja MpoObI B PACTBODP, HIH
IyTeM CTYIEeHYaTOrO II0JBOJA MUKPOBOIHOU DHEp-
TUU C TEPMOCTATHPOBAHUEM DPEAKIMOHHOH CMECcU B
TeueHUe (PHUKCUPOBAHHOTO MPOMEKYTKA BPEMEHH.
g corpaliieHus BpeMeHH MPOoOOIOATOTOBKH ObLIO
MIPEJITIOKEHO KCIIOIb30BATh TPEXCTYIIeHYaThIH Ha-
IPEB PEeaKIHOHHON CMeCH BMECTO MOHOTOHHOTO Ha-
6opa temmepatypsl 10 220 °C ¢ IpOMEKYTOYHBIMU
sTamaMu cTabUIN3aIliy TeMIIepaTyphl B ABTOKJIA-
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Ta6mauua 2. Ycinosus MEKPOBOIHOBOH mpoboroarorosku HM

- ITar
apameTp
1 2 3
Temneparypa, °C 140 170 220
JlaBnenue, atm 35 35 35
Mousaocts, % 80 80 90
Bpewms Harpesa 10 3amaHHOM TeMIlepaTypbl, MUH 2 2 1
Bpewmsa TepmocraTupoBaHud, MUH 2 2 15
Ta6auma 3. ¥Ycnosus onpenenenus Si, Cr, Mn, Fe, Ni, W 8 HM meromom ASC-HUCII
OmnpepenseMbIit Amana BOJHBL BosmosxHbIE MelIatoIe Yr1080# KO- Koadduument JIHHeHHLEH A
QHATUTUYECKOU IIUEHT IPayupoOBOY- MUYECKUH Juara-
JJIEMEHT CIIEKTPpaJIbHbIE JITUHUU, HM o KoppeJdanuy, r
JIMHUY, HM HOU (pyHKIUH, b 30H, % Macc.

OnpenesieHne JerupyOIUX 3JI€MeHTOB, [

Cr 206,158 —
w 207,923 —

= bC, dpaxrop pasdasaenusa 1:10 000

OmnpenesieHne MUKPOJIETHPYIONIUX 9JIEMEHTOB, | = b(C, chakTop paséasaerus 1:1000

Si 228,158 W 288,161; Co 288,158
Fe 259,939 —

Ni 231,604 Co 231,616

Mn 293,305 W 293,298

509,6 0,999 15,0 - 40,0
97,77 0,999 1,0-15,0
403 0,999 0,05-5,0
3945 0,999 0,05-5,0
834 0,999 0,1-5,0
3914 0,999 0,05 -2,0

Bax B TeueHue 2 muH (Tabm. 2): 1o 140 °C co cropo-
creio 70 °C/mun, 1o 170 °C co cropocrbio 15 °C/mun
u 10 220 °C co crkopoctbio 50 °C/MUH U TepMOCTATH-
POBAHWH TIPU 3aKJIIOYUTENHHONU TeMIepaType B Te-
yenue 15 mun. O01iee BpeMs pasioxkeHus Ipod co-
CTaBIANO 24 MUH.

IIpu mocTpoeHHM TpPaAAyHPOBOYHBIX XapaKTe-
PUCTHEK IS OLpPEAETIeHUs BCEX HOPMHUPYEMBIX 3jIe-
menToB (Si, Cr, Mn, Fe, Ni u W) 8 HM wusmepsau
WHTEHCUBHOCTH AHAIUTUYECKHUX JHHUH B H5-6
CTaHMAPTHBIX pacTBopax, comepskamwmx Si, Cr, Mn,
Fe, Ni u W, mpUroTOBIE€HHBIX U3 OJHOJIEMEHTHBIX
pacTBOpoB ¢ KoHmeHTparnuein 1000 Mir/cM3, KoTo-
Ppble MOIyYany IMyTeM PacTBOPEHUA HABECOK YUCTHIX
METaJIJIOB B KHUCIOTaX M (PTOPCHIMKATA HATPHUA B
neuvonupoBauuoit Bome (I'CO 9729-2010). Kpowme
TOTO, CTAHJAPTHBIE PACTBOPHI B KauecTBe (POHA CO-
nepsxkanu KobanbT Ha ypoBHe 500 MEr/cM® U KmCIIO-
ThI, UCHOJIb3yeMbIe JJI PACTBOPEHU IPOO.

OcHOBHBIME (paKTOpPaMu TIPHU BHIOOPE aHAIUTH-
YeCKUX JUHUH OBUIM JOCTATOYHAS UYyBCTBUTENIb-
HOCTb ¥ OTCYTCTBHE 3HAYHUMBIX CIIEKTPAJIbHBIX II0-
MeX, KOTOPhIE BBIABJIAIN B PE3yJIbTaTe aHAIN3a MO-
IeTHHBIX BOAHBIX PACTBOPOB, COIEPKAIINX MHHU-
MaJbHYI0 KOHI[EHTPAIMI0 AHAJUTA W MAaKCUMaJb-
HYI0 KOHIIEHTPAI[UI0 MATPHUYHBIX U JETHPYIOUINX
97IeMeHTOB. AHATUTHYECKHE JUHUH DIIEMEHTOB, BbI-
OpaHHbBIE HA OCHOBE JINTEPATYPHBIX JaHHBIX [14, 15]
¥ 6a3bl MAHHBIX TPOTPAMMHOTO 0GECIIEUEeHHs CIIEK-
TpoMeTpa, IpeJicTaBIeHbI B Ta6I. 3.

Insa 1momydeHus [OCTOBEPHBIX pE3yJIHTATOB
anammsa npo6 HM meromom ASJC-UCII Tpebosa-
JIOCh BBIABUTH MCTOYHUKH CIIEKTPATBHBIX ITOMEX U
y4ecTb CBA3aHHBIE C OTUM BO3MOKHBIE OIIUOKH
ompeaeseHnus d5JIeMeHTOB. UT0oObI OIeHHUTh MeIla-
I0lllee BIUAHUE 3JIEMEHTOB MATPUI(bl HA AHAIWUTH-
YeCKHe CUTHAIBI MHUKPOJIETHUPYIOUIUX 3JIEMEHTOB,
aHAIM3UPOBATIN OMHO3JIEMEHTHBIE PAaCTBOPHI, CO-
nepxamue 500 mrr/cm® Kobansra, 300 MKr/cM3 xpo-
ma, 100 mir/em?® Bonsdpama u 0,5; 1,0 u 5,0 mrr/cm3
amamura. Tak, mpu ompeneaeHWH Si 10  JIH-
aHun 288,158 um BnusHue gumnit W 288,161 um u
Co 288,158 um Ha pe3yJabTaT aHAIH3a OKAa3ajoCh
HE3HAYUTEJNbHBIM H3-32 MAajodl HHTEHCHBHOCTH
MOC/IeTHUX, MpHU ompeneseHnd Mn 1o JauHUH
293,305 HM Ha pesyabTAT HE OKA3bIBAET BIUIHUSI
muausa W 293,298 uMm, mpu ompenmenenwu 0Oosee
1 mrr/cm3 Ni o muaun 231,604 HM BIMSHUE TUHAA
Co 231,616 HM CTAaHOBHUTCA HE3HAYUMBIM.

g moBBIIEHUS TPEIU3NOHHOCTH W3MEPEHUA
AHATIUTHIECKOTO CUTHAJA IPH OIPENEIEeHUH JIETH-
PYIOIIUX XpoMa ¥ BOJb(paMa MPUMEHATH METOJ
BHYTPEHHEro cTaHaapra. B KadecTBe BHYTPEHHETO
cTaHgapra ucnoiab3oBanu Sc 424,683 um. B pesymnn-
TarTe 3a AHAJTUTUYECKUU CUTHAI OPUHUMAIHU OT-
HOIIIEHWEe WHTEHCHUBHOCTEU JUHHUN aHAIWUTa U BHY-
TpeHHero CTaHnapTa: IOTH = IBJIEMBHTa/IBH.CTaHI[apT'
Hcnonp3oBanve BHYTPEeHHETO CTaHAAPTA IIPU OIIpe-
nenennu xpoma u Boiab(ppama B CO mosBoswio B
CpeqHeM CHHBUTH OTHOCHTEIbHOE CTAHJAPTHOE OT-
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Ta6mauua 4. Pesymnbprars: anamuza CO nuUTBIX TBEPABIX CIIABOB HA OCHOBE Kobanbra (n = 5; P = 0,95)

Conep:xanue, % macc.

OmpefienisieMbIil SIEMEeHT CO S,
ArrecroBano Hatigeno
Cr 119xST3 29,80 30,28 + 0,22 0,006
14937 25,17 24,93 = 0,65 0,021
14942 30,05 30,13 = 0,07 0,002
12672 20,60 20,60 = 0,20 0,008
12667 21,10 21,26 = 0,20 0,007
W 119xST3 12,10 12,12 = 0,12 0,008
14937 2,84 2,84 = 0,03 0,009
14942 1,30 1,38 = 0,02 0,012
12672 9,14 9,20 = 0,15 0,012
12667 10,23 10,27 = 0,13 0,009
Ni 119xST3 2,55 2,48 = 0,05 0,015
14937 2,88 2,88 = 0,06 0,016
14942 0,54 0,51 = 0,01 0,022
12672 0,92 0,92 = 0,02 0,015
12667 0,60 0,59 = 0,01 0,008
Fe 119xST3 3,10 3,26 * 0,05 0,013
14937 2,28 2,38 + 0,06 0,020
14942 0,69 0,73 = 0,02 0,027
12672 1,58 1,53 = 0,04 0,019
12667 1,10 1,08 = 0,01 0,004
Si 119xST3 0,79 0,79 = 0,03 0,032
14937 1,18 1,18 = 0,06 0,047
14942 0,75 0,78 = 0,02 0,017
12672 0,47 0,50 = 0,02 0,039
12667 0,67 0,68 + 0,02 0,026
Mn 119xST3 1,09 1,12 = 0,02 0,011
14937 0,47 0,44 = 0,01 0,019
14942 0,64 0,64 = 0,04 0,018
12672 0,60 0,60 = 0,01 0,019
12667 0,50 0,46 = 0,01 0,019

Ta6auma 5. CpaBHUTEIbHBIE JAHHBIE 0 PACXOIE PEAreHTOB U IPOMOJLKATEIBHOCTH aHAIU3A 110 PaspabOTaHHOM W CTAHAAPT-
HBIM METOIUKAM (IIPH aHAIN3€e OTHOM IPOOHI)

Pacxon pearenTos, M CymmapHoe
BpeMs
HNO, HCl HF H,S0, H;PO, HCIO,  Cymmapmusiii o6bem anammsa, u
CraHgapTHbIE METOAUKHA 5 25 5 31 5 10 81 12,3
Paspaboraunnas meTonuka 5 1 0,5 — — — 6,5 1,1
kmouenwne ¢ 0,015 o 0,006 u ¢ 0,015 g0 0,009 coor- CUTHaJIa OT KOHIIEHTPAIlMH CTAHOBUTCA JIMHEWHOM!
BETCTBEHHO. npu pasbasiaennu 1:10 000 (» > 0,999), nua Si, Mn,

O6paborky crierTpoB, rpaiyupoBKy, yuer Gona Fe u Ni — npu pas6asienun 1:1000 (» > 0,999) (cm.
1 KOPPEKTHPOBKY CUTHAJIA C Y4eTOM HCIOIb30BAHHUI

MeTo/la BHYTPEHHEr0 CTAHAApTa OCYIIECTBISAIH C
npuMeHeHueM mporpamMmMuoro makera WinLab32.

OKCIIepIMEHTAILHO YCTAHOBJIEHO, YTO IIPH AyHpOBOYHBIX (pyHEImMA nua ompenenenus Si, Cr,
oupenenennu Cr u W 3aBUCHMOCTh aHATTUTHIECKOTO Mn, Fe, Ni u W.

Tabi. 2). CTaTUCTHIECKUMH METOIaMH IOATBEP:KIe-

Ha HE3HaYUMOCTH IIapaMeTpa G B YPaBHEHHUAX Irpa-
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IIpaBunbHOCTD OIpeneieHus SJIEMEHTOB IPOBe-
panu myrem ananusa CO (tabma. 4), a Takxe mMerTo-
oM BapbupoBauusa HaBecku HM.

Takum o6pasom, paspaboTaHHAS METOSUKA aHA-
muza HM u3 cremnmuToB (Ha mpuMepe HAILIABOK U3
ciasoB [Ip-B3K, IIp-B3K-P u I1H-2) metomom
ASC-UCII nocne pasnosxenus npobd B aBTOKIABAX C
HarpeBOM B MHUKDPOBOJHOBOM IIOJI€ TIPY ITOBBIIIEH-
HBIX TeMIlepaTypax ¥ [aBIeHHU XapaKTepU3yeTCs
XOPOIIIUMHU METPOJOTUIECKUMHU XapPaKTEePHUCTUKAMH,
SKCIIPECCHOCTHI0 M OKOHOMHYHOCTBIO AHAIM3A 34
CUeT COKpAallleHus BPeMeHU aHAIM3a 110 CPABHEHHUIO
C OJHOBJIEMEHTHbIMU MeTojgamMu B 11 pa3 u cHH-
JKeHHeM o0beMa IPHUMEHSEeMbIX PeakTHBOB B 12,5
pas (rabmu. 5). Paspaboranuas meTomuka ampobupo-
BaHA IPHU aHAJIU3e MPOMBINLIEHHbIX 00pasios HM
W3 CTEJJINTOB HCCIEOBAHHBIX MAPOK M MOIKET OBIThH
pexomenpoBana a1 onpenenenns Si, Cr, Mn, Fe, Ni
u W B HM u3 muThIX TBEpABIX CIJIABOB HA OCHO-
Be KobaibTa B HOPMHPYEMbBIX THANA30HAX KOH-
eHTpaImi.

Hcenedosarus evinosnenvt Ha 0060py008aHUL
Ilenmpa KOAIEKMUBHO20 NOABIOBAHUSL HAYLHBIM
obopydosaruem «Cocmas, cmpykmypa u c8olicmaa
KOHCMPYKYUOHHBIX U PYHKYUOHAAbHBLY MAMePUQ-
ao8» HHUI] «Kypuamosckuii uxcmumym» —
I[JHHUH KM «IIpomemeti».
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