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B paznuunvix munax nukenegvix CHiA808 KPeMHUL NPUCYIMCIMEYEM 6 WUPOKUX OUANA3Z0HAX
KOHYEeHmpayui — om comuix 0o1ell NPOYeHma (8 HcaponpoUHblX HUKENeBbIX CHAABAX) 00 Yeablx
NPOYEHmos (6 NPUNOAX Ha HUKeNeol ocHose). Onucana MemoouKa usmepeHust Maccosol 00U
KpeMHUsL 8 CNIABAX HA HUKENeBOU OCHOBE MEMOOOM AMOMHO-IMUCCUOHHOU CNEKMPOMEMPU C
unoykmueHo cesizannou niasmou (A2C-UCII) 6 couemanuu ¢ MUKpogoiHo8ol npobonodeo-
moskot. [lodobpanvl cocmaswl cmecell 0151 pacmeopenus U napamempsbl MUKPOBOIHOB020 PA3-
nodicerust. I panuya omHOCUMENbHOU NOSPEUHOCTHY UBMepeHUsl (1) Macco8oll 00U KpeMHUs.
(om 0,01 0o 8%) ne npesvruwaem 2% (npu P=0,95).

Knrouesvie cnosa: kpemnuil, MUKPOBOIHOBAs NPOOONOO2OMOBKA, HUKEeable CHAABbL, AMOM-
HO-9MUCCUOHHASL CHEKMPOMEMPUsL C UHOYKMUBHO C8A3AHHOU NIAZMOTU, MEMOOUKA U3MepeHull.

In various types of nickel alloys silicon is present in a wide concentration range from a few
hundredths of a percent in the heat resisting nickel alloys to whole percent in the nickel-based
solders. The paper describes a method of measuring the mass fraction of silicon in the nickel-
based alloys by atomic emission spectrometry with inductively coupled plasma (ICP-AES) in
combination with microwave sample preparation. Compositions of dissolution mixtures and pa-
rameters of microwave digestion were selected. Limits of relative measurement error for Si con-
tent from 0,01 to 8% don't exceed 2% (+0, at P=0,95).

Keywords: silicon, microwave digestion, nickel alloys, inductively coupled plasma atomic
emission spectroscopy, measurement procedure.
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Beenenne

B coBpeMeHHBIX aBHAIMOHHBIX JBHUTATEISIX OTBETCTBEHHBIC AETAIHM W3TOTABIMBAIOT
U3 KapONPOYHBIX HUKEJIEBBIX CIUIABOB. JTO OOYCIOBIEHO MX BBICOKOH >KapONpPOYHOCTHIO U
TEPMUYECKOH CTaOMIBHOCTHIO. [IOBBIIIEHHE YPOBHS KapOIPOYHOCTH HUKEJIEBBIX CIIJIABOB
HE3aBUCHMO OT YCJIOBHH HMX MOJNYYCHHUS M CTPYKTYPHI OCYIIECTBIISICTCS MTyTEM YBEIHYCHHS B
UX COCTaBE COJEP)KaHUs TYroIUIaBKUX Jiernpyromux snemeHToB (Al, Ti, Cr, Co, Zr, Nb, Mo,
Ru, Ta, W, Re) [1-8]. CymiecTBeHHOE BIMSHHE Ha CHUKCHHE UTUTEIBHOM MPOYHOCTH HUKE-
JEeBBIX CIUIABOB IPU BBICOKMX TEMIEpaTypax HUMEIOT MPUMECH JETKOIJIABKUX 3JIEMEHTOB,
docopa, ceprl 1 KpeMHuUs. B nporiecce M3roToBiaeHus (IUTaBKH U JIUThS) )KAPOIPOUYHBIX HU-
KEJIEBBIX CIUIABOB MPOUCXOJUT HMX 3arpsi3HEHHE KPEMHHEM W3 MaTepHalia TUTJIS U JIUTEHHON
dopmsl [9—-11]. B mpunosix Ha HUKeIEBOW OCHOBE KPEMHUI ABISETCS JIETUPYIOIIUM 3JI€MEH-
toM (0,7-8% (10 Macce)), CHIKasi IOBEPXHOCTHOE HATSHKEHUE paciijlaBa U yBEJIMYMBAs pac-
TeKaeMocCTh mpuros [12].

B T'OCT 6689.7 periiaMmeHTHpOBaHa MpOLELypa ONPEACIEHUS CONEP/KaHNUs KPEMHUS
koHentparnuend ot 0,001 mo 1,6% (mo macce) B HUKENEBBIX CIIaBaXx (POTOMETPHUECKUM U
IPaBUMETPHUUECKUM METOJJaMM aHajIu3a, OJJHAKO MOTIPEIIHOCTh JaHHBIX METOJUK MPEBBIIIAET
10% (otH.). CrieKTpasbHbII ONTHUKO-dYMUCCHOHHBIA METOJ TpeOyeT HalW4yusl CTaHAapTHBIX
00pa3IoB, aTTeCTOBaHHBIE 3HAYCHUSI KOTOPHIX OIIEHWBAIOT HA OCHOBAHWW MU3MEPEHUI METO-
JTaMH, OCHOBAHHBIMHU Ha Pa3JI0KEHUH MPOOHI.
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HanbGonee yacto B COBpeMEHHBIX J1IaOOpPaTOPUSX METALTYPIrHYECKUX MpPeANpUsITU s
MIPOBEJICHUSI aHAJTN3a HUKEJIEBBIX CIUIABOB MPUMEHSIOT METO]T aTOMHO-3MUCCUOHHON CIIEKTPOMET-
puu ¢ UHAYKTUBHO cBsizaHHOH miazMoi (ADC-UCII), ¢ moMolpio KOTOPOro MOKHO OIPENIENATh
cojiepykaHre OOJIBITMHCTBA JIEMEHTOB B IIIMPOKOM JIMara3oHe KoHmeHTparmid — ot 10 mo 50%
(mo macce), ¢ BbICOKOM TOUHOCTHIO [13]. Mcnonb3oBaHue MUKPOBOIHOBBIX CHCTEM Pa3I0KEHUS
CYIIIECTBEHHO YMEHBILIAET MPOJOILKUTEILHOCTh PACTBOPEHHS MPOOBI, MO3BOJIIET COKPATUThH KOJTHU-
YECTBO MCIOJIb3YEMbIX PEareHTOB U BPEHBIX BHIOPOCOB B aTMoc(epy, a TaKkke yMEHBIIUThH BEpO-
STHOCTh TIOTEPh BEIIECTBA B PE3yJbTaTe pa3OpbI3TUBAHUS NPH KUTICHUH PACTBOPOB, a OT/ICIIBHBIC
AJIEMEHTHI — yOepeUb OT IOTEPh MPHU 00PA30BAHUH JIETYUHX COeTUHEHM [ 14, 15].

ABTopamu pabothl [14] paspaboTaHa METOAMKA OMPEIEICHUS CONCPIKAHUS JIETUPYIO-
IIMX 3JIEMEHTOB B HHKEJIEBBIX CIUIABAX, OJHAKO MPEUIOKECHHBIN CIIOCO0 MPOOOMOATrOTOBKU
4acTO HE BCErja MOAXOAMT JUISl ONPEAEICHUsI KOJIMYECTBA KPEMHUA. JTO CBSA3aHO CO CIEAY-
IOIIUMH XUMUYECKUMU CBOMCTBAMU:

— KpPeMHHI IMpH pacTBOPEHUH 00paszyeT ¢ (TOPHUCTOBOJOPOIHON KHCIOTON JieTyuee co-
eAMHEeHnEe — PTOPUl KPEMHHUS;

— U3 KOHIEHTPUPOBAHHBIX PACTBOPOB B MPUCYTCTBUU A30THOM U COJITHOM KUCIOTHI KPeM-
HUU BBINAJAET B BUJE METAKPEMHUEBOU KUCIIOTHI;

— KpEMHHUH BBIMBIBAE€TCS PacTBOPOM (PTOPUCTOBOJOPOAHON KHCIOTHI U3 KBaplEBOM U
CTEKJITHHOM ITOCY/IbI, Y3JIOB CPEICTB U3MEPEHUM.

Takum 006pa3om, BechbMa aKTyalbHOW 3ajaueil SBJISETCS paclIMpeHHre pa3padoTaHHOI
B pabore [14] MeToaMKyu M3MEPEHUsT B HUKEJIEBBIX CIUIaBaX COJEP)KaHUS KPEMHUS B Juana-
3oHe koHueHTpanuid ot 0,001 1o 8% (mo macce) merogom ADC-UCII.

MartepuaJjbl 1 METOIBI

JInist MCKITIOYEeHUS TIOTePh KPEMHUS pacTBOpeHHe 00pa3IioB HUKEJIEBBIX CIUIABOB MPO-
BOJMIIM B CHCTEME MHKpPOBOJIHOBOTO pasznoxenus Milestone ETHOS 1 B maiinepax PRO 24
oGBeMoM 75 cm® ¢ aBapHItHBIM COPOCOM JIaBIICHHSL.

Onpenenenue conepkanus kpeMHus metogoM ADC-WCII BbINONHAIN Ha CIEKTPO-
merpe Varian 730 ES c akcuanbHbIM 0030poM Ija3mbl Ha HauOosiee CBOOOIHOW OT CIIEK-
TpaJIbHbIX HaJlo)keHUW uHuK 184,685 HM. B naHHOM uccieoBaHMM KCIIOJIB30BaHbI CTaH-
JIapTHBIE MapaMeTpbl paboThl CIIEKTPOMETpA: MOIIHOCTh Iuia3Mel 1,2 kBT, moTok aprona ye-
pe3 pacneututens 0,75 51/MuH, 1a3M000pa3yromui MOTOK 15 JI/MUH, AONOIHUTENbHBIN
(auxiliary) morok 1,5 1/MuH, MPOIOIKUTEIBHOCTh OTMBIBKU 20 €, 3aep)KKa Ha CTaOHIn3a-
muto 20 ¢, IpOAOIKUTEILHOCTh U3MEPEHUS 5 C, KOJIMUYECTBO M3MEpeHui 5, pabounii raz —
aproH BeICOKOi 4rcTOTHI (aproH BU 99,998%). Cucrema BBOAa aHAIM3UPYEMBIX PaCTBOPOB B
crekTpoMeTp: kBapiesas ropenka Quartz Torch for Varian Axial, ctekiisHHass pacbLUIMTEb-
Hast kamepa Twister Spray Chamber, ctexisHHBIN KOHIICHTPUYECKUI paclbLIUTENb SeaSpray
Nebulizer (2 mu/mun). [{inst onpenenenus coaepikaHusi KpeMHHSI B pacTBope (pTopoBOIOPO/I-
HOIl KHCIIOTBI MCIOJNB30BaIM TIacTHKOBBIA pacmbuintenas PolyCon Nebulizer u ¢ropomna-
CTOBYIO pacnbuinTensHyto kamepy Tracey TFE.

Copepxanrie KpeMHHS ornpenersu Takxke Ha criekrpomerpe OPTIMA 8300 kak ¢ pa-
JMAIIbHBIM, TaK U ¢ aKCHAJIbHBIM 0030poM I1a3Mbl Ha uHuAX 251,611 um. [TapameTpsr pado-
TBI CIIEKTPOMETpPA: MOIIHOCTh Tuia3Mbel 1,5 kBT, moTOK aproHa uyepe3 paclbUIATENb
0,55 n/muH, maasmMooOpasyrommii motok 10 j/mMuH, momonHuTenbHBINA (auxiliary) motok
1,5 n/muH, 3aaepxka Ha ctabunmszanuio 40 ¢, IpoJOIKUTENBHOCTh U3MEPEHUS 5 ¢, KoJnde-
CTBO M3MEpEeHU 5, paboumii ra3 — aproH BICOKOH 4ucTOTH (aproH BY 99,998%). Cucrema
BBOJIa aHAIM3MPYEMBIX PACTBOPOB B CIEKTPOMETpP: KBapueBas ropenka Quartz Torch ¢ ko-
PYHIIOBBIM HHXXEKTOPOM, CTEKIsSHHAas pachbuinTenbHas kamepa Cyclonic Spray Chamber,
CTEeKJISIHHBIA KoHIeHTpuueckuit pacnbuutenb MEINHARD Nebulizer. [Ins ompenenenus
coJiepKaHusl KPEMHUSI B pacTBOpe (PTOPHUCTOBOAOPOIHON KHUCIOTHI MCIIOJIB30BANICS TONepey-
HO-TIOTOKOBBIN pacnblIuTeNb (candup/pyouH) ¢ miacTukoBoi kamepoit CkoTTa.
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Jlig yBenu4eHus TOYHOCTH PE3yJIbTaTOB aHajlM3a HCIOIb30BAIM BHYTPEHHUH CTaH-
napt (BC), koTopblif KoMIeHcupyeT apei¢ creKTpoMeTpa, YaCTUYHO MaTprUyuHbIe Y3PQEKTHI, a
TaK)K€ U3MEHEHHUS pa3Mepa Kallelb a3po30Ji1 U CKOPOCTHU €ro M0Jauu B FOPEJKY, BbI3BaHHbIE,
B CBOIO OY€pE/lb, PA3HOM BA3KOCTHIO aHAIM3UPYEMBIX U I'PaIyUPOBOYHBIX PACTBOPOB, IIPUTO-
TOBJICHHBIX METOJIOM CTaHAApTHBIX N00aBoK. CoennHenne BC He TOJDKHO PUCYTCTBOBATH B
aHanM3upyemMoM Matepuaine, tuHug BC gomkHa ObITh JOCTaTOYHO MHTEHCHMBHA U CBOOOIHA
OT CHEKTPaJbHBIX HaJoXKeHuH. JlJis HHUKeNeBBIX CIUIaBOB ObUIM BbIOpaHbl JWHUU N
(410,176 um) u Ga (287,419 um). IHTEHCUBHOCTH MEPBOW JIMHUU BHIIIE, OJHAKO HA 3Ty JIU-
Huto (In 410,176 um) HaknaasBatoTcs JuHUK Ru m Ce, 94TO MPUBOAUT K HEKOPPEKTHBIM pe-
3y/lbTaTaM, KOI'/la JaHHbIE 3JIEMEHTHI IPUCYTCTBYIOT B CILIaBe. B TakoM ciydyae B KauecTBe
BHYTPEHHET0 CTaHIapTa ucroiib3osanu Ga.

C wuenbl0 YMEHBIICHUS MATPUYHBIX BIMSHUN MPU TOCTPOCHUH TI'PaydpPOBOYHBIX
3aBUCHMOCTEH BBIOpaH METOJ CTaHAAPTHBIX J00aBok. [Ipu 3Tom ncnonszoanu 'CO 8212-2002
cocTaBa MOHOB kKpeMHHus (cuiukar Hatpus) B 0,1 M pactBope NaOH, a Taxke craHIapTHBINA
pactBop (NH,),SiFs mpousBoacrea High-Purity Standards (CIIIA).

Jlyis pacTBOpeHwHs MPOO UCIOIB30BAIM CMECh MUHEPATBHBIX KUCIOT, B KOTOPBIX XO-
POILIIO PACTBOPSIIOTCS OTIENbHBIE 3JEMEHTHI, BXOJAIIUE B COCTAaB CIJIaBa: B pa30aBICHHON
a3oTHO# kuciote pactBopstores — Al, Co, Ni, Re; B consioit kucinote — Cr, Ru; Tyrormias-
kue 3ementsl T1, Zr, Nb, Mo, Ta, W pacTBOpsitoTCsSI B IPUCYTCTBUU (TOPHCTOBOAOPOIHOM
KHUCTIOTHI. Bce KHCIOTHI OYMINAIN MePEeroHKOM.

Pesyabrarsl

[lepBoHayabHO /Ui paCTBOPEHUS HUKEJIEBBIX CIIAaBOB Oblja BhIOpaHa CMECh KHCIOT
cienyomtero cocrasa: Boaa (10 em®)+HCI (3 em®)+HNO; (1 em?).

Jl7is ycTaHOBIIEHUS TPABIIIBHOCTH MPUEMOB MTPOOOIIOATOTOBKH MPOBEACHO PacTBOpE-
HUE CTAHJIAPTHBIX OOpA3IOB HUKEJEBBIX CIUIABOB C PA3IMYHON KOHIICHTPAIMECH KPEMHUS,
conepkamux xpom <15% (mo macce). PactBopenue HaBecok cruiaBoB Maccoi 0,1 T mpoBo-
WA B OJHY CTaauIo Mo pexumy: HarpeB 10 170°C 3a 15 muHn, Beiaepxka npu 170°C B Te-
yenne 15 muH. [locne oxnmaxnenus no 40°C comepxumoe JIalHEPOB TEPEHOCHIIN B ITOJIHU-
MPONIEHOBbIE KOMObI BMecTUMOCThIO 100 Mut. [{ist ycTaHOBIEHHS CTaOMIBHOCTH TMONyYeH-
HBIX PacTBOPOB U3MEPEHME COAEPKAHUS KPEMHUS MPOBOAUIM yepe3 1 cyT, 3arem uepe3 10 u
20 cyt mocie pacTBopenus (tadm. 1).

Tabruya 1
Pe3yabTaThl onpeneieHns koanvecrsa kpemuusi B 'CO cocraBa ciuiaBoB (mpu n=3, P=0,95)
Ob6pazen Copepxanne kpeMHus, % (10 Macce), I3MEPEHHOE uepe3, CyT
1 10 20 aTTeCTOBAHHOE

3HaYEHHUE
H158 0,2194+0,007 0,212+0,005 0,230+0,005 0,217+0,006
H8s 0,422+0,010 0,427+0,020 0,428+0,008 0,421+0,007
H4s 0,815+0,011 0,788+0,011 0,832+0,018 0,81+0,01
C9r 3,07+0,13 3,11+0,06 3,02+0,05 3,12+0,02

Taxkum 006pazom, MOXKHO CZeNIaTh BBIBOJ, YTO BHIOPAHHBIN METO PACTBOPEHMS XOPO-
10 MOAXOAUT JJIsl ONPEJEIICHUs COACpKAHUSI KPEMHUS B CIUIaBaX ¢ HU3KOM KOHLEHTpauuen
XpoMa; IOJTyYEHHbIE IIPU ATOM PACTBOPHI MOT'YT XpaHUThCA 10 20 CyT.

ITpu mocTpoeHuH rpalyipOBOYHBIX 3aBUCUMOCTEH METOJIOM CTaHAAPTHBIX JOOABOK C
ucnonb3zoBanreM ['CO 8212-2002 B rpalyupOBOYHBIE PACTBOPHI BMECTE C KPEMHHMEM I10IA-
naet u Hatpuid B mponopuuu Si:Na=1:1,8. Pa3nuna B cogep>xaHiy HATPHUS MOXKET IPHBOANTH
K 3aHMKEHUIO aHAJIMTUYECKOIO CUTHAJIA BCIICJCTBUE CHUKEHUS TEMIIEpaTypsl Iu1a3mbl. Jlis
MOJTBEPK/IEHUS TaHHOM TMIOTE3bl MPOBEACHBI U3MEPEHUs COJEpKaHUS KPEMHHSI B PacTBO-
pax cTaHAapTHOIo 00paslia HUKEIeBOro cIuiaBa ¢ qodaBkamu Hatpus 5 u 10 ppm (Taba. 2).
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Tabauya 2
BiinsiHue HATPUS NPH ONpeieIeHNN KoandecTBa Kpemuus (nmpu n=3, P=0,95)
Obpa3zen Conep:xanue kpeMHHUs, % (110 Macce)
HaiiIeHOo aTTeCTOBAHHOE 3HAYCHHE

H8s 0,422+0,010
H8B+Na (5 ppm) 0,433+0,004 0,421+0,007
H8B+Na (10 ppm) 0,442+0,014

Tak kak ommuOKa HE 3Ha4YuMa, TO CACIIaH BbIBOA, YTO HanI/Iﬁ HC BJIMACT Ha MIpaBUJIb-

HOCTb ONPEJICIICHUS COJICPIKAHUSA KPESMHHUSI.
s crimaBoB, comepikamux xpom >15%, a taxke mMonubneH, BoibppaM, HUOOWIA,

taHTal1 win radpuuit >15% (cymMMapHO), UCIIOJIB30BAIM PACTBOPEHUE B ABE cTaauu (Tadu. 3):
— Ha mepBoii craguu B eMeck: Boga (5 cv®)+HCI (5 ev®);
— Ha BTOpoH — K cmecu gobasisiin HNO3 (2,5 CM3).
Tabauya 3

Pe3yabTaThl onpeneseHdst KOJIHYECTBA KpeMHUs (IBYXCTAIHiiHOE pacTBOpEHUe)
B I'CO cocTaBa HUKeJIEBBIX CIJIABOB ¢ 0OJIBIINM cojiep:kanueM xpoma (mpu N=2, P=0,95)

Oopasery CopepxaHue 2J1eMEeHTOB, % (110 Macce), MOCie CTaANH PACTBOPEHHSI

(mapasnnenbHbIE H3MEPEHU) EpPBOH BTOPOH
Cr Si Cr Si

Hl14s-1 3,37 0,065 4,34 0,081
Hl14s-2 2,21 0,164 2,94 0,120
ATTecTOBaHHOE 3HAUYCHUE 24,35+0,05 0,67+0,01 24,35+0,05 0,67+0,01
H126-1 0,332 0,003 5,67 0,040
H126-2 0,371 0,003 571 0,038
ATTeCTOBaHHOE 3HaUCHHE 15,48+0,04 0,108+0,006 15,48+0,04 0,108+0,006

Bri6pannsliii crioco6 He MO3BOJIHII MPABUIIBHO OIMPEACIUTh COJAEpP)KaHUE KPEMHHUS, T10-
3TOMY OBLIO PEIIeHO UCTIOIB30BaTh PACTBOPEHUE B TpU cTaauu (Tadm. 4):

— Ha nepBoii craguu B eMecH: Boga (5 cv®)+HCI (5 ev®);
— Ha BTOPO#i — MOBTOPHOE PaCTBOPEHHE B 3TOH e CMeCH (HarpeB—BbIIEPKKa—OXJIXKICHHUE);

— Ha TpeThell — k cMecu nobasismu HNO;3 (2,5 CM3).

Tabruya 4

Pe3ysabTaThl onpeaeieHus KOJHYeCTBA KPpeMHHUs (TpexcTagniiHoe pacTBOpeHNe)
B 'CO cocTraBa HUKeJIEBBIX CILIABOB ¢ 0OJILUIMM co/iep:kaHueM xpoma (npu n=2, P=0,95)

Obpa3zen CopieprkaHue 2JIEeMEHTOB, % (110 Macce), TOCHe CTaJiH PAaCTBOPEHHUS

(TmapasutenbHBIC U3MEPEHU) IepBOH BTOpOIt TpeTheil
Cr Si Cr Si Cr Si

H14s-1 8,67 0,241 23,82 0,666 11,74 0,320
H14s-2 7,32 0,205 10,50 0,297 13,49 0,374
ATTecTOBaHHOE 3HAUCHHUE 24,35+0,05 | 0,67+£0,01 | 24,35+0,05 | 0,67+0,01 |24,35+0,05| 0,67+0,01
H126-1 1,47 0,014 2,12 0,014 6,14 0,050
H126-2 0,87 0,008 3,08 0,020 10,04 0,074
ATTeCcTOBaHHOE 3HAUCHHUE 15,48+0,04 |0,108+0,006| 15,48+0,04 (0,108+0,006| 15,48+0,04 | 0,108+0,006

PacTBopeHue Takxke MPOUCXOUIIO0 HE TTOTHOCTHIO.
IIpy MCIONB30BaHMK Ha epBoii craguu pactBoperns HCI (10 cm®), Ha BTOpOit — MMO-
BTOPHOTO pAacTBOpPEHUs (HarpeB—BblIepKKa—oxJIaxaeHue), Ha tperbeir — HNO3 (2,5 o)
(Tabm. 5) craB MOJHOCTBIO PACTBOPWJIICS, OJTHAKO TPH OOJBIINX KOHIICHTPAIIUSIX KPEMHUS
(>0,1% (mo Macce)) MPOMCXOAUT 3aHIKEHUE €r0 3HAYCHHWI BCIENCTBHE OOpa3oBaHUS Me-

TaerMHHCBOﬁ KHUCJIOTHI.
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Tabauya 5
Pe3yabTarsl onpenenenns koaudecTsa kpemunsi B 'CO cocTtaBa HUKeJIeBbIX CIJIABOB
¢ 00JBIIHM COAePKAHHEM XPOMA B KOHIEHTPHPOBAHHBIX KHCJI0TaxX (mpu n=2, P=0,95)

Oo6paszen CopneprxaHue JIeMEeHTOB, % (110 Macce), Ioce CTa il PaCTBOPEHUS

(mapasiesbHbIC U3MEPEHHUST) nepBou BTOPOH TpeThei
Cr Si Cr Si Cr Si

H14B-1 11,49 0,266 16,02 0,400 24,61 0,567
H148-2 11,56 0,312 21,04 0,405 24,36 0,523
ATTecTOBaHHOE 3HAUCHUE 24.35+0,05 | 0,67+£0,01 | 24,35+0,05 | 0,67+0,01 | 24,35+0,05 | 0,67+0,01
H126-1 3,63 0,020 3,66 0,036 15,59 0,110
H126-2 2,14 0,00752 6,10 0,042 15,69 0,102
ATTecTOBaHHOE 3HAUCHUE 15,48+0,04 |0,108+0,006| 15,48+0,04 |0,108+0,006| 15,48+0,04 |0,108+0,006

Jlia onpenenenuss MaccoBoil noiu kpemHus >0,1% B HUKEIEBBIX CILIaBaX, COAEpikKa-
nmx xpom >20% (mo Macce), a Takke MoJauOaeH, Boib(pam, HUIOOUH, TaHTan WU TadHUN
15% (mo macce) u 601ee, mog00paHo IBYXCTAAUIHOE pacTBOpeHue (Tad. 6):

— Ha nepBoii craguu B eMeck: Boga (5 em®)+HCI (5 em®)+HF (2 eM);
— Ha BTOpoi — K cmecu nobasisin HNO3 (1 CM3).

JI1st ICKJTFOUEHHMSI BBIMBIBAHUS KPEMHHSI PACTBOPOM (PTOPHCTOBOTIOPOTHOM KHCIOTHI M3
KBaplLEBOW M CTEKJISTHHOM TOCYIBI, Y3JIOB CPEICTB M3MEPEHHUI HCIIOJIb30BAIM TUIACTUKOBBIN
pacmeutrrens PolyCon Nebulizer u ¢groporuiacroByto pacnbuturensayro kamepy Tracey TFE.

Tabnuya 6
Pe3yabTaThl onpenenenus conep:xkanus kpemuusi B 'CO cocraBa cniiaBoB (nmpu Nn=3, P=0,95)
¢ MPUMEHEHHEM IJIACTHKOBOI pacbUIMTE]bHONH KaMepbl U PACHBLINTEIS

Oopasery Conepxanue kpeMHus, % (1o macce)
HalIeHO aTTEeCTOBaHHOE 3HAYCHHE
Hl158 0,210+0,018 0,217+0,006
H8B 0,400+0,02 0,421+0,007
H4s 0,79+0,02 0,81+0,01
Cor 3,08+0,03 3,12+0,02

[TokazaHa npaBUIBLHOCTh ONPEIECIECHUS COAEPKAHUSI KPEMHHUS C IPUMEHEHUEM Ilja-
CTHKOBOH CHCTEMBI PAaCHbUICHHUS, TIPH 3TOM HMEET MECTO OOJIbIIONH pa3dpoc pe3yibTaToB
U3MEPEHUI B YCIOBHUAX BOCIPOU3BOAMMOCTH, YTO MPUBOAUT K OOJIBIIEH, 10 CPAaBHEHHIO C
KBapILeBOM CUCTEMOW PaCIbUICHHUS], IOTPEIIHOCTH.

JUia omnpezneneHuss MaccoBOM oau KpeMHMsI >3% B cCIIaBax, COJEPKALIUX XPOM
<15% (mo macce), MOAXOIUT PACTBOPEHUE B OJIHY CTaJMI0O B CMECH: OMIUCTUIUIMPOBAHHAS
Boma (10 eM®)+HNO3 (1 em®)+HF (2 cm®), ¢ TOCITEAYIOMIM ONIPE/IeNCHHEM ero KOHICHTPa-
IIUY C UCIIOJIb30BAHUEM IUIACTUKOBOM CHCTEMBI PACIIBIIICHUS.

Ha ocHoBanum npoenenHbIx uccienoBanuii, Bo OI'YIT «BHUNODWN pazpaborana u at-
TECTOBaHA METO/IMKA U3MEHEHUH, METPOJIOTUUECKUE XapaKTEPUCTUKUA KOTOPOU MPUBE/IEHBI B Ta0I. 7.

Tabruya 7
Iloka3aTes i TOUHOCTH METOAMKH (TPAHUIIBI OTHOCUTEIbHON MOIrPENIHOCTH
U Mpejes NOBTOPSIEMOCTH) oNpe/ieseHusl COAeP:KAaHUA KpeMHUs
Jnana3oH u3MepseMbIX IToxa3aTens TOUHOCTH (TPaHUIIBI IIpenen noBropsieMocTH
3Ha4eHuH, % (1Mo mMacce) OTHOCHTEITFHOMN ITOTPEITHOCTH ) r, % (mpu P=0,95, n=2)
43, % (npu P=0,95)
Ot 0,001 10 0,01 (BKIMIOYHUTETHHO) 6 3
Cg. 0,01 o 8 (BKIIOYHUTETHHO) 2 15

O0cy:xneHne v 3aKJII0YEHUS
Ha ocHoBaHuM TPOBEIEHHBIX HKCIIEPUMEHTOB BHIOPAHBI YCIOBHSI MUKPOBOJIHOBOM MpO-
0OMOJIrOTOBKY HMKENEBBIX CIUIABOB U OIPEACICHHUs KOJIWYECTBa KPEMHHUSI METOJIOM aTOMHO-
HYMUCCHOHHOM CIEKTPOMETPHUHU C MHTYKTHBHO CBSI3aHHOM T1a3mMoit (Macca HaBecku 0,1 1):
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— MPH ONPENICTICHUH COepKaHusl KpeMHuUs KoHueHTpamuen ot 0,001 no 3% — cmech s
pacTBopenus: oumuctuuposannas Boga (10 cm®)+HCI (3 em®)+HNO3 (1 ev’);

— IIpU OIIPEAEIICHUM COJIEpKaHusl KpeMHusl KoHueHTpauuei ot 0,001 a0, 0,1% (conep—
»aHue xpoma >15% (o macce)): Ha nepBoii craguu pacteopenne HCI (10 cm ) Ha BTOpOI/I —
[IOBTOPHOE PACTBOPEHUE (HArpeB—BbIAEPKKA—OXJIaKIEHUE), HA TpeTbeI/I HNO3 (2,5 cm %

— MpU OIpeIeTICHUH CollepkaHus KpeMHus kKoHueHTpauuei ot 0,1 1o 8% (conepmaHHe
xpOMa >15% (no Macce)): Ha MepBOM CTaauu paCTBopeHI/Ie B cMmecHu: Boja (5 cm )+HC|
(5 eM®)+HF (2 cm %), Ha BrOpoOit — n06asmsum HNO; (1 ev®);

— IPU ONPEIENICHUU COoAEpkKaHUsI KpeMHUSI KOHLeHTpauuend ot 3 no 8% (conep:kaHue
xpoma <15% (1o macce)) — cmechb A1t pacTBopenus: Boaa (10 CM3)+H NO;z (1 eM®)+HF (2 ev®);

— pacTBOpeHHUE MpHU NMOCTeneHHOM HarpeBe 10 temmneparypsl 170°C B Teuenue 20 MuH,
MPOJOHKUTEILHOCTD BbIIEPKKHU 20 MUH.

Meroauka usmepeHuid pazpaboTaHa, aTrecToBaHa U BHeceHa B DenepaibHblii HHPOpMa-
IIMOHHBINA (POHA 1O 0OECTICUSHHIO eIMHCTBA U3MEPEHHH. | paHuIIa OTHOCUTETBHON MOTPEIIHOCTH
(£0) onpenenenust maccoBoit 1o kpemuusi ot 0,01 1o 8% He npesbimaet 2% (tipu P=0,95).
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