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Hacrosnumii cTaHAapT ycTaHaBIMBAeT CNIEKTPOMETPHYECKMIF M CieKTporpadHYeCKHH METOob! onpe-
OEeNCHUS coNepXaHUs IUIaTHHBI, POAMS, PYTeHUs, UpMAMSA, CBHHUA, 30JI0Ta, cepeGpa, HMKeNs, MEIH,
XeJe3a, ATIOMHHHS, KPEMHHS, OJI0Ba, MarHHs, IMHKA, CYpbMbl H TPABUMETPHUYECKHI METOA onpelecHUs
NETYYUX NPUMECEH, a TAKKEe PeHTTEHO-CNICKTPaNbLHBIN QIIyOpecUEHTHLI METO onpeAeneHus IMHKA.

CnexTpoMeTpHYeCKH METOR OCHOBAH Ha MCKPOBOM BO30YXZCHMHM HITYYEHHS MeXay Nnpoboii nain-
JIaJlvsi ¥ KOHTP3JIEXTPOAOM WIH Ha IiepeBojie poObl najuiaays B mobysy, HCNIapeHHH IEMEHTOB nipuMece i
B Oyre NMOCTOSHHOIO TOKA C NOCIEeAYIOlMM (HOTO3IEKTPHYECKHM H3MEpeHHeM HHTEHCHBHOCTH aHAIMTH-
YECKMX JIMHHH NpHMeceH.

OnpenensioT NIpUMecH: TUIATHHY, HPHAUM, PYTEHMI, cypbMy, LIMHK M cBHHen — ot 0,003 no 0,1%
XaXJ0ro; poiii, 3071070, Xene3o ¥ Hukeab — ot 0,001 no 0,1% xaxnoro; cepebpo, KpeMHMil, aMOMBHMNA,
Menb, Marumii — ot 0,001 ao 0,02% kaxaoro; onopo or 0,0005 no 0,02%.

Crnexrporpaduyeckuii MeToll OCHOBaH Ha nepeBoie npobhnl nawiagus B MIobyny, HCIIapeHHH 371e-
MCHTOB NpHMeceil B Iyre NMOCTOSHHOTO TOKa M poTorpadHyecKkol pericTpallii MX CIICKTPOB.

Onpenesnsior NpuMecH: IU1IaTHHY, POAMH, MpHIMIA, pyTeHHi — or 0,002 no 0,1% Kaxnoro, HHKeb,
Meab, cepe6po, MarHui — ot 0,001 1o 0,01% xaxnoro; amoMUHMIH, KpeMuMmi, cBHHen —or 0,001 o 0,02%
Kaxzaoro; xeneso ot 0,002 po 0,05%; 301010 — o1 0,001 A0 0,05%; onoso, uMHK — ot 0,0005 g0 0,02%.

I'paBuMeTpHyecKyii MeTO OCHOBAH Ha ONpeic/icHHH MacCOBOM NONHM NOTepb NPH NMPOKATHBAHUH 11O
Pa3HOCTH Macchl aHAIM3HpyeMoro obpaslia 1o ¥ nocnie NPOKATMBAHUSA.

PeHTreHO-cneKTpanbHbli GITyOPeCLIEHTHLIA MeTof OCHOBAH Ha BO30YXACHHMHM BTOPHYHOIO Hamyde-
HHUS OT NaJuladus NOJIMXPOMAaTHYECKHUM HITYYEHHEM PEHTTEHOBCKOM TpYyOKH ¢ NocaenylolmM HOHHM3AlN-
OHHBIM H3MepeHHeM HMHTEHCHMBHOCTH aHAIMTHYecKO# JMHMM LMHKa. Onpeaensior UMHK — ot 0,001
no 0,02%.

(M3menenuas pepakumus, Mam. Ne 1, 2, 4, 5, 7).

1. OBIIIME TPEBOBAHMUA

1.1. O6uue TpeGoBaHMs K MeToly aHanu3a — no FOCT 22864.

(Mamenennan penaxumus, Mam. Ne 5).

1.2. (Mckmouen, Ham. Ne 5).

1.3. MaccoByio fomnio npuMeceii CeKTporpadpH4ecKuM H rpaBUMETPHYECKHM METONAMH ONPEAC/ITIOT
HE MEHeEe, YeM B YeTblpeX NapaUleSibHbIX HaBECKaX, CIEKTPOMETPHYECKHM — HE MEHee YyeM H3 deThipex
MECT.OIHOMH TabJIeTKH.

14, 1.5. (Mckmouensl, H3am. Ne 5).

Hananne opunuansuoe IepeneyaTxa socnpemena
*
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2. CIIEKTPOMETPUYECKHUY METOJ

2. AnnapaTtTypa, PeaKTHBH H pPacTBOPpH

KganroMeTp sMuccHonHbil APJI 31000 win apyro¥i, He YCTYNAIOIHi IO TOYHOCTH NpHOOP.

TeHepaTOp YHHNOMSPHBIH HH3KOBOJILTHOH HCKPHI.

IMpecc HTP-60.

CranpHas npecc-dopMa ¢ MaTpHllel BHYTpeHHUM AuameTpoM 40 MM.

CraHoKX VI 3aTOYKH METAUIHYECKHX CTEpXHEH.

Bechl aHaJIUTHYECKHE.

IMannagueBble CTEpXHH AHaMeTpoM 6 MM, AnuHONH 150 MM (MaccoBasd Ao/A Na/llalus HE MEHee
99,98%), 3aTOYCHHEIe Ha KOHYC NoA yrioM 90°.

I'paxypoBOYHbIC OOpasLbl.

Crnupr 3TWI0BRET pexTHduKoBaHHEH no F'OCT 5962.

Kucnora constHasa oco6oit yuctorsl no TOCT 14261, pasbarnennas 1 : 1.

Bona mucTWwUTHpOBaHHAS.

CrangapTHbIA 00pasell cocTaBa NaUlaaus VIS IPOBEPKH NPaBWILHOCTH Pe3yJIbTATOB aHA/IN3A.

Onekrpoar! rpadUTOBLIE CNIEKTPAIbHO-YHCTERIE.

(Ai3menennas pepakuus, Usm. Ne 5, 7).

22. MoaroroBkxa K aHanu3y

Jna ymaneHns: TOBEpXHOCTHBIX 3arpsA3HCHUN MaUIaiMii KCITNISTAT B PacCTBOPE COJIAHOH KHMCIIOTH B
TedeHMe 2 MMH, IIPOMBIBAIOT BOO# M CyLIAT.

Hapecky Macco#t 20 r moMeinaloT B nipecc-GopMy ¥ npeccylor yewineM 490000 H.

Ta6neTKy npo6sl IOMEIIAIOT Ha BOMOOXIAXAAEMYIO TIORCTABKY BO3OYLUIHOTO ITATHBA CNIEKTPOMETPa.

KoHTpa/IeKTponoM CIIyXHUT NAJUIANMEBBIi CTEPXEHb.

AnanurHdeckuii npoMexyrox 310,02 MM ycTaHarIMBaeTcs HO 1aGloRny.

Ta6nerxa ¥ navanueBslil CTEpXeHb SIRISIOTCS 3JIEKTPONAMH HU3KOBOJIBTHOM YHHIIONSPHOM HMCKPHI.

Ecnu Ha aHanmM3 NocTynaloT Npobhl B BUAE JIMTHIX CTEPXHEHR AHAMETPOM 6—8 MM, 1umuHoiM 20—25 MM,
TOpIIB! CTepXHe# 06pabarbiBaloT Ha CTAHKE Ha TUIOCKYIO MIANKYIO NTOBEPXHOCTD, MOCJIE Yero MOBEPXHOCTD
NaUagus OYHILNAIOT, KAK YKA3aHO BHILIE.

Ilpu aHaM3e B Oyre NMOCTOSHHOIO TOKA HaBecKy mayulanusi Maccoif 100 Mr nmomewalor B Kpatep
rpaduTOBOrO 3NEKTpola auMamMeTpoM 6 MM (rTyOmHa Kparepa 1,5—2,0 MM, mmamerp 3,5—4,0 Mm).
KoHTp3snexrponoM ciyxar rpadUTOBBIE CTepXHH UHHON 30—50 MM, 3aTOUeHHbIE Ha YCEYEHHDbIH KOHYC
M IUVIOINAOKOM OHAMETPOM 2,5 MM.

23. IIpoBegeHHe aHaAHU3a

TIpoGa nmanwtamus cyxur aHonoM (+), a KOHTPINEKTpPol — KaToloM (—).

INoaroToBKa npu6opoB K paboTe NpOBOAMICS COIVIACHO HHCTPYKUHSAM MO 3KCIUIyaTaUMH Ha
TIpHOOPHI.

Ofpaseny OGBICKPHBAlOT He MeHee deThipeX pa3. [locne kaxmoro oGbICKpHBaHHMA MO 3alaH-
HOM AaHAJMTHYECKOH  IIporpaMMe aBTOMATHYECKHM Me4aTaercsl Pe3y/IbTaT M3MEpPEeHHs WA KaXIOoro
3JIEMEHTA.

KoHTpanekTpon 3aMeHSIOT HOBBIM Nepe]l CXXMraHHEM HOBOM MpPOOHI.

2.2, 2.3. (M3menennas penaxnus, 3m. Ne 7).

24 O6bpa6boTKa pe3ynAbTaToOB

Mo pesynrraTaM H3MepeHHH ¢ MOMOIIBIO IOCTOSHHOTO rpacdHKa, OCTPOSHHOTO IO NPalyHPOBOYHBIM
obpasliaM, onpenesioT MacCOBYIO JOMIO NpuMecei.

Ilpu ocHameHHM KBaHTOMeTpa KoMIbloTepoM (DBM) no 3agaHHOH aHanMTHYecKOH NporpaMme
aBTOMAaTHYEeCKU MPOBOIAT pacyeT MacCOBBIX JOJIEH M HX NevaTaHMe.

3a OKOHYATe/NbHbIA pe3y/LTaT aHATH3a IPUHUMAIOT cpeHee apHMeTHYeCKoe YeThIpeX H3MepPeHUit
(oObIcKpHBaHMIT), MAKCHMAJIPHOE PAcXOXIACHHE MEXIY KOTOPDbIMH HE NPEBbIIAET AOMYCKAEMbIX PacXOX-
JEeHMIi NpH JOBEepHTEIbHOM BepositHocTH P = 0,95,

Ec/u npoBefieHa KaTHOPOBKA H3MEPHUTENLHBIX KAHATOB CIIEKTPOMETPA O IpalyMpOBOYHLIM 06pas-
LIaM, MacCOBYIO [OIO 3JIEMEHTOB NMpHMeced MOMy4aloT YMHOXCHHMEM 3aperHCTPHPOBAHHOIO 3HaYEHUs
noKa3aHHil LHGPOBOTO BOIBTMETPA Ha LIEHY AeICHHs, KOTopasi IUTA KAXAOTO 37IEMEHTA onpeaesieTcs NpH
KanmubpoBKe.

AHaIUTHYECKHE JTMHHHK V1Sl BRINOJTHEHHS aHANK3a NpeAcTaRiIeHbl B Tabn. 1.
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Tavuawua 1

— I
OnpenensieMblfi AeMeHT O/1Hna sonkm, Hm

Ilnatuna 283,03; 265,94

Pommix 365,79; 343,48

Hpumit 322,07; 224,26

Pyrenmit 349,39; 240,22

3onoro 267,59

CsuHe1l 405,78

Xeneso 296,68; 259,94

Kpemmmit 288,15

Onoso 286,33; 189,9; 317,50

AnoMuHMIt 308,21; 396,15

Cepebpo 338,28

Menxs 324,75; 327,39

Huxem 227,02; 221,61

Maruust 279,55; 285,21

CypbMa 206,83

Himx 334,50, 213,85

Nannamuit 332,09; 408,73 Buytpeunnii crawiapt

(U3menennas penaxous, Mam. Ne 6).
2.4.1. TlpuroroBieHHe rpalyHpOBOYHLIX 06pasiioB (cM. M. 3.4.3).

2.4.2. AGcomoTHbie HOIyCKAaeMbie PaCXOXIECHHUSA pe3yIbTATOB NapaUle/ILHEIX OonpeneeHHH He N0k~
HHI TIpeBbILIATh 3HAYEHUH, YKa3aHHBIX B Taba. 3.

3. CIIEKTPOTPA®MYECKHI METOJ

3. AnnapaTypa, PEakKTHBR H pPAacTBOPH

Crnekrporpad audpakUMOHHLIA ¢ pellieTkoii 600 wrmp/MM HIM criekTporpad KBapueBhlii cpemHeit
Imcnepcun. TpexcryneHuarsiil ocnabHTeNb C NIPONycKaeMOCThIO cTeneHeit 100,40 u 10%.

Ieneparop Ayrv nocrostHHOro WiH MepeMEHHOro TokKa cwiol ao 15 A.

Heperucrpupyroumsi Muxpodotomerp.

CranbHas npecc-¢opMa ¢ MaTpHLIEH BHYTPEeHHHM IHAMETPOM 4 MM.

CraHok 1 3aTOYKH rpadUTOBBIX NIEKTPOAOB.

OneKTpoar! rpathMTOBbIE CNEKTPaIbHO-YKCTHIE Mapok OCY 7—3, OCY 7—4, B-3, mnameTpoM 6 MM.

I'panynpoBouHbie 06pa3uml.

®OTONNACTHHKH CNieKTPaibHble THNA B3C YyBCTBHTEIBHOCTHIO 5—10 en. wiK THNA 2 YyBCTBHTEb-
HOCTBIO 16 en.

Cnupr stwioBbli pextidukoBanHblif o FTOCT 5962.

Kucnora conanas ocoboit uucrornl no 'OCT 14261, pas6apneHHan 1 : 1.

TNpossurens v dukcax no TOCT 10691.0, TOCT 10691.1. Jonyckaercs npHMEHEHHe APYToro
KOHTPAacTHO paboTalouiero NposiBUTENIA.

CranpapTHbIif 06paseni cOCTaBa NaLlanus i NPOBSPKH NPaBWIBHOCTH pe3Y/IbTATOB aHAIH3a.

(W3menennan penaxnusi, Ham. Ne 5).

322. MoaroToBKa K aHalH3y

Jns ynaneHusi NOBepXHOCTHRIX 3arpsi3HeHHH Navlafidii KUIIATAT B pPacTBOpE COMISTHOM KMC/OTH B
TedyeHHe 2 MHH, NPOMBIBAIOT BOAOH M CyLIAT.

Hapecky Maccoii 100 Mr noMeinaior B Kparep rpadHTOBRIX 37ieKTposoB  (IIyOHHa Kparepa —
1,5—2 MM, auamerp 4 MM). B ciyyae ananusa rybyaToro nawiagus HaBeCKH MeTalla IpPeccyloT
ycuwineM 500—10000 H. KoHTpanexTponoM ciayxar rpapuToBhie crepxHH mmuHod 30—50 MM, 3arod9eH-
Hble Ha YCEYECHHbI KOHYC C TUIOLUAAKON auaMeTpoM 2,5 MM.

33. lpoBenenue aHanunsa

CnexTpbl rpalyHpOBOYHbIX H aHAIH3HPYeMBIX 00pa3uoB ¢oTorpadHpyloT Ha cieKTporpage: IIMpHAA
wmeau 0,015 MM, ocBellieHHe LIEM TPEXTMH3OBBIM KOHACHCOPOM, cWia Toka—10—12 A, 3KCno3HuMsa
60 c. AHanuzupyemuIii o6pasen] ABASETCH AHOAOM.
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AHaNHTHYeCKHI NpOMEXYTOK 2,5 MM PerylupyloT B Mpolecce 3KCIOHHPOBaHHA CIIEKTpOB no
HM300paXeHHIO Ha TIpoMeXyTouHoM avadparMe. POTOIVIACTHHKH NpPOSABISIOT B TEYCHHE 5 MHH Npu
TemmiepaType nposisrtens 20 °C.

IMposeneHHble GOTOIUIACTMHKA OMNOJMACKMBAIOT B Bo&e, (HUKCHPYIOT, TPOMBLIBAIOT B TpO-
TOYHOH BoJe, BHICYIIMBAIOT H (OTOMETPHPYIOT.

34. OpaboTka pe3ynbTaToOB

34.1. ina Bcex 3EMEHTOB BHYTpCHHMM CTAHAAPTOM CyXaT JMHUM Nawiaaus. OnpenencHue
MAcCOBBIX JoJieil MpHMeceii IIPOBOISAT MO METONY «TpeX STaNOHOB». 3a OKOHYATeNbHBIN pesyabTar
aHaIHM3a NPHHHMAIOT cpeHee apudpMeTHYECKOe YEeThIpeX NMapajUle/IbHbIX ONpeaeeHHi, MaKCMMalIbHOe
PacXOXJCHHE MeXNy KOTOPHIMM He IIpeBBIIACT AOMYCKAEMBIX PacXOXICHUN NpH N0BepUTENbHOH
BeposiTHOCTH P = 0,95. AHamMTHYEeCKUe JIMHHUY VISl TPOBeicHHst aHAJIW3a NpeiCTaRIeHbl B Tabn. 2.

Tabnuua 2

ITHHa BOJTHH, HM
Onpene/iseMHiH AJIEMEHT
AHATHTHYECKOMH JIHHHK BHYTPEHHero CTaHAapTa
IInaruua 270,58 268,62
Pomit 332,30 332,09
Pyrenmit 366,13 356,66
Wpwnmpit 266,47 268,62
3onoro 267,59 268,62
XKeiyezo 302,06 302,17
Mems 324,75 321,89
Huxens 341,47 332,09
Cepetpo 328,06 328,72
AmnoMuHMI 309,27 306,61
Kpemrnnit 288,15 302,17
OmoBo 286,33 302,17
Caunen 283,30 302,17
Marmit 285,21 302,17
IuHk 334,5 332,09

(M3menennan pegakmna, Ham. Ne 1, 5).

3.4.2. C nomoupio MHKpoHOTOMETPa U3MEPSAIOT BEJIMYHHY MOYEPHEHHUSI aHATHTHYECKHX JIMHMI M
JIMHHY BHYTPECHHEIO CTaHOApTa.

C noMombio XapaKTepHUCTUUECKOH KPHBOi, KOTOpast CTPOMTCS VISt KAKNOM CIIEKTpOrpaMMBl, orpe-
JENSIOT IorapdGMBbl OTHOIIEHHS] HHTCHCHBHOCTH aHAIMTHYECKOH JIMHUKM TIPUMECH H BHYTPEHHEIO CTaH-
Japra.

I'panynpoBouHble TpadHKH CTPOAT B KoopAMHaTax Ig C - Ig %‘2, no ocu abcumcce — lgC (norapupm

.C

MaccOBOH IO/H IpalyMpOBOYHBIX O6pa3LoB); MO OCH OpAMHAT — Ig %E (norapudM OTHOLICHUA MHTEH-
B.C

CHBHOCTH JIMHHM NPUMECH K JIMHMM BHYTPEHHETO CTAHAAPTA).

B obnactu GONBIIMX MACCOBBIX JOJNEH OOMYCXAeTCs MOCTPOSHHE TPaXyHMpOBOYHBIX rpadpMKOB B
koopamHaTax A § —lgC, e A S — pasHOCTb IOYEPHEHUH aHAIMTHYECKOH JIMHHUH M IMHUH BHYTPEHHETO
cTaHOapTa.

Ilo rpanynpoBo4YHbIM rpadHKaM HaXOAST MAccoBble NOMH MpUMeceil B aHATH3HPYEMBIX NIpobax.

3a OKOHYATENLHBIN Pe3y/bTaT aHaIi3a NPUHMMAIOT Cpefiiee apudMeTHIECKOoe YeThIpeX Mapasulelib-
HBIX OnpeleNcHUH, MAKCHMAIPHOEC PACXOXICHHE MEXAY KOTOPbIMH HE NpPEBBILIAET NOMyCKAECMBIX PaCXOX-
JIEHMH NIpH NOBSPHUTEIbHRON BeposstTHocTH P = (,95.

3.4.3. Ilpuzomoeaenue zpadyuposounbix o0pasyos

I'panynpoBo4Hbie 06pasLib! WIS CNEKTPATLHOTO aHAIHM3a OTOBAT MyTEM HENOCPEACTBEHHOTO BBElE-
HUS PacyeTHOTO KOJIMYCCTBA NMOPOLIKOB NpHMeceit (Mapku X. Y.) B CIEKTPAIbHO MMCTbIA nauaamii
(MaccoBas 1o nautagusa He McHee 99,98%).

Hasecxu nmpuMecei ¢ HeOONBIIMM KOJIMYECTBOM Na/tafus TPECCYIOT B TabneTKy (Bo M3GexaHHe
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noTepb NpUMeceit), 3aTeM TabJleTKy M OCTaTOK NMa/Uladusi NMOMELIAIOT B IpadMTOBLIA THTelb H IUIABAT B
HarpeBarenbHoit neud tuna UCT-016 npu 1700°C B Teyenne 20 MHUH.

[Mocnie MIABKY CIMTKM OYHMIHAIOT OT BHEUIHHMX MEXaHUYECKMX BKPAIUICHMH, IPOMBIBAIOT B COMISTHOM
KHMCJIOTE M PACCTPAruBaloT B CTPYXKY KpymHocThio 1 MM. CTpyXKy NpoBapMBalOT B COJSIHOM KHCJIOTE,
MPOMBIBAIOT JHCTWUIHPOBAHHOMN BOAOW M CylIaT.

YHcTOTy naUlaus A0 IUIaBKU OIpelesisioT creTporpadMuecKMM METOIOM B TeX XK€ YC/IOBHAX, NPH
KOTOpBIX TpoBOAAT aHanu3. [IpMMecH, KoTophle OOHApYXHBAIOT B NAJUIAMHM, OIPEAESIIOT METOIOM
106aBOK, a HaMACHHbIE MAacCOBbIE JOJIM YYMTHIBAIOT NPH M3TOTORICHUM IPaXyHPOBOYHBIX OOpa3lOB.

T'OTOBAT cepMIO M3 LIECTH TPalyHpPOBOYHBIX OOpasloOB B JUamna3oHe MaccoBbix goneit or 0,0005
no 0,1%.

JlonycKaeTcsl NPHUIOTORIEHHE TIPAlyMPOBOYHLIX O6pas’lioB APYTHM criocoboM, obecTieYHBalOLIUM
YKa3aHHYIO TOYHOCTb aHaIH3a.

3.4.4. Pa3HOCTb pe3yNLTaToB MNAapaicNbHLIX ONpENC/ICHHMA M Pe3y/lbTaToB aHanu3a He JO/DKHA
TIpEBBILLATh 3HAYEHHUIT AOMyCKAEMBIX PACXOXICHUIA, TPHBEACHHBIX B Tabn. 3.

Tab6banuuna 3

JormyckaeMoe pacxoxlIeHHRe, %
MaccoBas aons npuMmeceit, % T
NapaViebHbIX ONpeneieHHA PEIYNILTATOB aHAIR3a

Ot 0,0005 no 0,0010 Bkmoy. 0,0010 0,0010
Cs. 0,001 » 0,003 » 0,004 0,005

» 0,003 » 0,010 » 0,006 0,008

» 0,01 » 0,03 » 0,01 0,02

» 0,03 » 0,10 » 0,02 0,03

3.4.2—3.4.4. (3menennas penakoua, Ham. Ne 5).

4. TPABUMETPHYECKUI METO/1 ONPEJETEHHS MACCOBOM JOJIH
IIOTEPb ITPN ITPOKAJIMBAHUH

41. AnnapaTtypa

Onexrponeydb ans npoxanusanna npu 900—1100°C.

Turmm natuHoBble Ne 100—4 no F'OCT 6563.

Annapar Kunna nis nomyyeHus Boxopona.

Turm ¢papdoposbie Ne 3 no 'OCT 9147.

Bechl aHaNHTHYECKHE.

Axcukarop no F'OCT 25336.

(M3menennan penaxmus, Ham. Ne 4, 6).

42. [IpoBeneHHe aHanHu3a

UncThlii MIaTHMHOBBIH THTENb C NMOCTOSHHOM OMNpeneNCcHHON Maccoil nMomewalor B (aphopoBhiil
THIe/Ib ¥ NPOKAJIHBAIOT B NeyH B TeyeHue 10—15 mMuH npn teMnepatype 800—1000°C. ITo okoHyaHuH
npokanusanus ¢apgopoBblii THIEND C IUIATHHOBLIM H3BIEKAIOT H3 MNE€4H, BOCCTAHABIMBAIOT IUIATHHOBBIH
THIE/Ib TUIAMEHEM BOJOpOAa OO NOJyYeHMs cepoii MOBEPXHOCTH THIVIA, OXJaXIOAlOT B 3KCHKATOpe N0
TemnepaTyphl (2045)°C M onpeaensioT Maccy IUIATHHOBOTO THIA. Tloc/ie 37010 B HEM Xe B3BEHIMBAIOT
5,0 r aHanM3UpyeMOTo MeTallla.

Turens ¢ MeTaIoM NoMelAIOT B GapdopoBEIii THIEb M POKATHBAIOT B €YU B TeucHUe 40—45 MuH
npu TeMmneparype 900—1000°C, u3Bnekalor u3 neyu ¢apgopoBhli THIENb C IUIATHHOBBLIM THIJIEM,
BOCCTAHABIMBAIOT AHANM3UPYEMBIi METa/Ul IUIaMEHeM BOAOPOAA B TeueHHMe 2—3 MMH, OXJIAKAAOT B
3KCHKaTope 1o TeMnepatypbl (2015) °C.

[InaTuHOBBI THreJb B3BCIIMBAIOT, NOMEWAIOT B $apdopoBbIil THreNb H MPOKAIMBAIOT NPH TeX Xe
ycnoBusIX B TeyeHHe 10—15 MMM, 3aTeM THIVIH M3BJICKAIOT H3 NEYH, BOCCTAHAB/IMBAIOT AHATH3HPYCSMBI
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META1 B THIVIC IUIAMEHEM BOIOpoIa B TeyeHHe 2—3 MMH, OXJIAXZAIOT B 3KCHKATOpe N0 TEMMNEpaTypHl
(2045) °C ¥ BHOBB B3BELIMBAIOT.

31y onepalMio NOBTOPAIOT A0 NOMYYeHHsI IOCTOSHHOM MaccChl IVIATHHOBOIO THIVISA C META/UIOM.

PasHOCTL Macchl THDISI C METAVIOM OO M Tocie NPOKAIMBAaHHWA H BOCCTAHOB/ICHHS [aeT
MacCy moTepb HNpH NPOKATMBAHHH B npobe.

(Hamenennas penaxmmn, Mam. Ne 4, 6).

43 O6paboTxa pe3ynbTaToOB

Maccosyio Romo oTeps IIPH NPOKANMBAHMHM (X) B MpolleHTaX BRIYHC/ISIOT No dopMyrne

X="1. 100,
m

Iie m; — pa3sHOCTb MacChl THIVIA C METAUIOM IO NMPOKAMMBAHHS U NOC/E TIPOKAMBAHUSA H BOCCTAHOB-
NeHu, T;

m — Macca MeTaia, T.

3a pesynbTaT aHaNTH3a IPHHHUMAIOT CpeiHee apHbMETHYECKOe YETHIPEX NMapaUIeIbHbIX ONpeNeICHHH,
MaKCHMAaJIbHOE PacXoXIeHAE MEXIY KOTOPBIMHM He mpeBbiuaet 0,005% npu MaccoBoii Jone noTepb Npu
npoxaymBanuu 10 0,02% u 0,01% npu MaccoBolt Jone noreps npH npokantusanu# ot 0,02% o 0,05% npu
JOBepHTENbHON BeposiTHOCTH P = 0,95,

(M3nenennan penaknus, Ham. Ne 6).

5. PEHTTEHO-CIIEKTPA/IbHBIN ®JIYOPECLIEHTHBIA METO/1
OMNPEJAEIEHNA HTMHKA

S5, AnmapaTtypa, peakKTHBB H pPacTBOpPH

TMonyapTroMaTH4ecKMil peHTTEHOBCKHI (ITyopeceHTHEIH criekrpoMerp PW—1220 «Philips».

HacronpHei# Kanmbkynsrop nporpammupyonmii 9100 A «Hewlett —Packard».

Penrrenosckast Tpyoxka OEG—100 ¢ MatepnanioM 3epKaia aHOAA H3 30J10Ta, MOIIHOCTRIO 2 KBT.

Ipecc ruapaBRIHYECKHIA.

CrangapTHas CTalbHas CIIEKTPOMETPHYECKAs KIOBETA C BHYTPEHHUM AHAaMETpoM 3,2 cM.

CrampHas npecc-¢opMa, cocTosllasi M3 NOLIOKKH M LIITOKA ¢ AHaMeTpoM 3,2 cM.

Bechl aHaMTHYECKHE.

Cnupr sTiioBbii pekTHdHKoBaHHbIM 10 TOCT 5962.

Kucnora conssas oco6oit uncrorsl no FOCT 14261, pas6asiennas 1 : 1.

TMasnnaguit nopolIoK, cneKTPATbHOYKCTHIN (MaccoBast ROJIS TIa/UTanus He Menee 99,98%).

Bona micrwimuposanHas no FOCT 6709.

Cwuro 0,074 MMm.

IIHHK rpaHyTHpPOBAHHBIA MapKH 4.4.a.

I'panyupoBoYHbIe 0OpasLibl.

Crynxa araroBasl ¢ IIECTHKOM.

(M3venennan penaknus, Uam. Ne 4, 6).

S2.MMoaroToBKa K aHalAH3y

5.2.1. IIpurororieHHe rpagyMpOBOYHBIX OOpPa3LIOB.

I'panynpoBodHble 06paslibl ¢ 3aJaHHOH MacCOBOM NoJIeH 1IMHKA TOTOBSAT BHICAXMBAHHEM COOTBETCT-
ByIOUIeTO 00bcMa CTAHAAPTHOIO UMHKOCONCPXAlllero pacTsopa Ha 20 r HaBecky NOpPOMIKooOGpasHOro
naUIaus ¥ MepeTHPAHHA CMECH [0 TOJIHOIO BLICKIXAHHSA B araroBOi CTyIKe.

T'oToBAT cTaHIapTHHIE PacCTBOPH! LIMHKA:

PactBop A c MaccoBoii gonel umHKa 1 r/nM3; 1 r MeTauIHYeCcKOro LIMHKA NEPEBOAST B CTEKISTHHBIN
CTaKaH4MK, no6asnsior 10 cM> pas6aBneHHOMN conAHOM KucnoTh (B cooTHowennu 1 : 1). Iocne pacrso-
PeHHS LIMHKA PacTBOP NEPEBOIST B MEPHYIO KOJI6Y BMECTHMOCTBIO 1 IM> M IOBOASAT 10 METKH AMCTHUIH-
POBaHHOM BOIOH.

Pacteop B ¢ Maccopoii noneit uunka 0,1 r/am’; ot6upaior 10 cm’ pactsopa A B MepHyIo Konby
BMeCTHMOCTBIO 100 cM® H 0BOAST O METKM AMCTWUIMPOBAHHON BOJOH.

INopouxooOpa3Hblii navaauii nepea NPUIOTOBNEHHEM IPaXyMpPOBOYHBIX 00pa3lioB A YAANCHHS
MOBEPXHOCTHBIX 3arpsA3HECHHMH KMNSTAT B PacTBOPE COMSIHOM KHMCJOTHI B TeYeHHME 2 MMH, IIPOMBIBAIOT
JUCTHINTMPOBaHHONM BOIOM M cyluar. 3aTeM NOpOLIOK NpoceuBaloT 4yepe3 curo 0,074 MM Ans oThaneHMA
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KpyrHoii ¢pakuun. Hapecku mnpocessHHOTO Nopowika naviaaus Maccoii nmo 20 r HCHOoMb3YIOT WA
MPHTOTORJIEHUS1 TPATyHPOBOYHBIX 06pasLOB.

O6pasusl ¢ MaccoBoit nosiei unHKa 0,005; 0,01 u 0,02% roToBAT BBeOJEHHEM COOTBETCTBEHHO 1, 2 H
4 cM® cranmaprHoro pactsopa A B 20 I NOpOILIKA NAIANUS H NEpeMELIMBAHUSI CMecell N0 IOMHOro
BBICHIXaHUSl.

O6pasubl ¢ MaccoBoit foneit LMHKa 0,001 1 0,003% roTOBST BBEACHHEM COOTBETCTBEHHO 1 M 6 cM3
CTaHJapTHOro pactBopa b B 20 r HaBecKM nautanus M NOCIESAYIOLMM TEpeMELIHBAHHEM N0 MOHOTO
BbiChIXaHHUA. [l Gonee paBHOMEPHOIO pacHpelelfieHMs LIMHKA Mo BceMy o0beMy HaBeCKH HeoGXxomuMmo
TIOBTOPHOE IepeTHpaHue 06pa3loB CO CIIMPTOM.

(Mamenennas penakons, U3sm. Ne 5).

5.2.2. TNocTpoeHue rpanyMpoBo4Horo rpaduka.

5.2.2.1. HaBecky rpaayupoBoyHoro o6pasua Maccosi 20 r moMeuwaoT B cle METPHYECKYIO KIO-
BeTy, YCTAHOBJICHHYIO Ha TMOWIOXKY Ipecc-GopMBI H npeccyioT yewmeM 1,22 - 10° I'm (10 7). KioBet
C 3aIIpeCCOBAHHBIMY TPafyWpOBOYHBIMHM O6pa3liaMHi M YHCTHIM NAUIaHEM NOMENIAOT B NpoGoNnoAalomylo
KacceTy criekrpoMetpa. O6pasiubl ¢ MacCcoBoi fonelt uuHKa 0,01% 1 YMCTHIM NaUTaguit HCTIOMB3YIOTCH KAK
«BHEUIHM CTaHIapT» M «POHOBOH cTaHOapT». PexuM paboThl CrIEKTPOMETpa XapaKTepu3yercsl napaMer-
paMH: HanpsDKeHHe Ha peHTTeHOBCKOM Tpyoke — 70 XB; TOK TpyOKH — 25 MA; KeTeKTOp — COBMeCTHasi
paboTa NMpOoNOpUHOHANBHOTO ¥ CUMHTWUIIIIHOHHOTO cyeTynkoB. KommMarop — rpy6umii.  Kpucramws —
aHanusatop — LiF (200) B nepBoM nopsinke oTpaxXeHus. Perucrpallusi MHTEHCHBHOCTEH BRITIONHSA-
eTcst NpM BpallleHMH obpasua B BakyyMe He Hike 6 - 10 MM pr. cT. CKOpPOCTb ra30BOTO IOTOKA CMECH
(90% aprona u 10% Metana) — 7 aM°/MuH, sKkcnosuums — 40 c.

5.2.2.2. Pexwm paGoThl aMIUTMTYIHOTO aHa/IM3aTOpa HMIYNbcoB — MM depeHIHAIBHEI ¢ aBTOMAa-
THYECKHM BRIOOPOM NONOXKEHUA OKHa (ext).

5.2.2.3. I'panynpoBoyHbie 06pa3ibl 06IYYAIOT HATYYCHHEM PEHTICHOBCKOM TPYOKH H PErMCTPHPYIOT
HHTEHCHBHOCTh (uryopeclieHTHoro uanmydyeHus ZnKa,y ;, muaum (A = 0,1437 HM) B mepBoM nopsake
oTpaXeHHs1 He MeHee Tpex pas. [locsie xkaxaoro H3MepeHHUs pe3y/bTaT aBTOMATHYECKH N1€9aTaloT. 3ateM
OLIEHHMBAIOT pa3bpoc pesynrraroB. Ecnu pasbpoc pesyMbTaToB NpeBHILACT CTATHCTHYECKYIO NOTPEHIHOCTD
3VN, e N— CpeaHee apuGMETHYECKOE 3HAUCHHE YHCI1a HaGHpaeMBIX HMITYJILCOB, TO CEPHIO H3MEPCHHIH
nosTOpAIoT. Uncno HabUpaeMbIX HMIYJILCOB [IPONIOPLHOHAIPHO HHTEHCHBHOCTH aHANMTHYECKON JHHMM
LIMHKA OT NpOO6kLI.

5.2.2.4. AHanOIrHYHYIO CEpHI0O M3MEPEHMH BLINOJHAIOT MMOCNENOBATENBHO WIS KaXaoro obpasma,
NpHYEM JUIS1 «BHELIHETO CTAHAApTa» H «DOHOBOTO CTAaHAApTa» 3Ta CEPHsl NMOBTOpsieTCs Yepe3 OBa TpalyR-
POBOYHBIX 06pa3iia M pe3y/1bTaThl H3MEPEHHH KaXno# cepHH ycpeaHaoT. IIpH HOCTpPOeHMM IpaXyMpOBOY-
Horo rpapuka MNPOBOAST HEe MeEHee TpeXx ccpHi H3MepeHHH. OTHOCHTENLHYIO HMHTEHCHBHOCTh
aHAIMTHYECKOH TMHMM LMHKA BLIMHCISIOT o GopMyie

]Zn=§ln°-§21 (l)
NS, -NZ’

rae Nz, N&, u NS, — cpelHue 3HayeHMs YHMC/IAa HMITYJILCOB, HaGHpaeMBIX 3a BpeMsl 3KCTIO3MIIMH,
COOTBETCTBEHHO, OT IpalyMpOBOYHOIO obpaslia, «(pOHOBOIO» M <BHEUIHEIO

CTaHJapTOB».
ITo HalAeHHBIM TaKHM 06pa3oM OTHOCHTENIbHRIM MHTEHCHBHOCTSIM OT IPaIYHPOBOYHAIX 06pa3LioB B
MacCOBLIM JIOJISIM LIMHKA B HHX CTPOSIT rpafyHpOBOYHAIH rpacd K, 10 OCH OPAMHAT KOTOPOTIO OTK/IANBIBACTCS
MaccoBasl [oJIs IIMHKA, a I10 OCH abCcLMcC — OTHOCHTE/IbHBIE HHTEHCHBHOCTH. [IpH HayMIuu nmporpaMMu-

PYIOLIETO HacTOJNBHOIO KalIbKy/IATOpa rpalyMpoBOYHLIA rpadHK annpoKCHMMPYIOT THHeiHol dyrKumelHk
CZheml™ 4 B, @

rme CZ* — peicTBUTENbHAA MaccoBas OO LMHKA B npobe;
I%"— oTHOCHTENbHA MHTEHCHBHOCTb AHAMTMTHYECKOMN JIMHMH LIHHKA.
mu B — perpeccuoHHble K03GbHUIMEHTb, ONpefeNsieMble 3KCIEPHMEHTABHO € HCIOIb30BAHHOM
MeToa HaMMEHBILIHX KBaApaToB.
IonoxeHue rpalyHpoBOYHOro rpaduka (MIH BEJIMYMHB TPAXyMPOBOYHBIX KO3GpHIHEHTOB) KOH-
TPONUPYETCS NOCNE NPOBEACHHUS PAaboT Mo PEMOHTY, HACTPOIKE MM CMEHE CTIEKTPOMETpa.
(M3menennan penaxkuus, Ham. Ne 5).
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53 1TpoBeneHuMe aHanu3a

AHayM3HpyeMhle 06pa3iibl Na/UTIanua IU1s yAaJeHUS TIOBEPXHOCTHBIX 3arpsisHEHUH KUIISITAT B pacTBOpe
COJITHOM KHCJIOTHI B Te4eHHe 2 MHH, TIPOMBIBAIOT BoaoH M cymar. HaBecku npo6 Maccoit 20 r mpeccyior
B CIIEKTpPOMETpHYCCKHMEe KIOBeTH. B mpobonoparollylo KacceTy CNEKTPOMETpa MNMOMEILAIOT KIOBEThl C
«BHEHIHHM» H «DOHOBBIM CTAHAAPTOM» H IBYyMs npo6aMH. [1poBonsT cepHIo H3MEpeHH MHTEHCHBHOCTEH
TIO TPH pa3a OT «BHEHIHEro» M «pOHOBOTO CTAHAAPTOB» H ABYX IIPoO MPH peXHMax, IPUBEACHHLX B 1. 5.2.2.

Cepum H3MepeHHH IOBTOPSIOT YEThIpe pasa.

54 O6pabdboTKka pe3yabTaTOB

5.4.1. PesynbraThl M3MepeHUH MO KaXIo# CepHH YCPEAHSIOT M HAXOAST OTHOCHTEbHBIE HHTCHCHB-
HocTH no popMyre (1). [To oTHocUTENBHBIM HHTEHCHBHOCTSIM OIIPENE/ISIOT MAaCCOBYIO A0OMIO IIMHKA B Npobe
C NIOMOIIBIO IPAXyHPOBOYHOIO rpadpuKa WM pacCYMUTHIBAIOT 1o dopMyne (2).

5.4.2. Ec MaKCHMaJbHOE PpacyeTHOE pacXOXIEHHe TNapajUieIbHBIX Pe3y/bTaTOB H3MEpPEHHM
A,=C Zymax) — CZ® (min) He NPEBLUUAST HONMYCKAEMBIX PACXOXACSHMI A, TIPH IOBEPUTENBHON BEPOAT-
HoctH P = 0,95, T0 33 OKOHYATE/IbHbI PE3y/ILTAT aHATH3a IPHHHMAIOT CpeiHee apHOMeTHYECKOe 3HaYe-
HHe Maccopoii qom C Z® peex cepHii M3MepeHHH, paBHOS

n
. xcko
C %“ —i= 1 -
e CZ® (i) — 3HaYeHHe MAcCOBOH IONH LIMHKA B Npobe, COOTBETCTBYIOMICE (-0 CEpHH H3MEpSHMH;
n — KOJIMYECTBO CEpHii M3MEPEHUM.

3HaveHnd A ,, (CM. Tabn. 1) pacCYHTaHBl ¢ MCNIONB30BAHHEM BEJIMMMH OLIMOKHM 3KCTIEPUMENTA G, H

nosepuTenbHoTO hakTopa D no Iupcony no dopmyne

Ay=c.-D(®@,n). @

5.4.3. AGcomoTHble HOMyCKaeMble PacXOXICHHH pe3y/bTATOB NAPAUICIbHLIX OMpEAcNeHH TNpH
JIOBEPUTEIbHON BepoATHOCTH P = 0,95 He RO/DKHHM NpeBbILIaTh 3HaYCHMI, YKa3aHHBIX B Tab. 4.

3

b

Tabnuua 4

AGCO/BOTHOE NOIYCKaeMOe

MaccoBad o9 DpEMecH, % pacXoxieHHe, %

Or 0,001 zo 0,003 0,0004
Cs. 0,003 » 0,01 0,0005
»0,01 » 0,02 0,0006

Ecnu pacxoXxneHue KpalHHX pe3ynbTaTOB aHAJIM3a NpPEBBHINIAET BEIHYMHY A, TO OLEHKY pe3Ko
BBUICISTIOLIMXCSH OTKJIOHCHHH BHINOIHAIOT C UCTIONB30BAHMEM I-KPHUTEPHA.
st 3TOTO PaCCYHTHIBAIOT 3KCNEPUMEHTAIBHOE 3HaYeHHe 1 no dopMyne

_crg-cn ®)

i~ S::ﬁ_‘i__] ’

rae

\/Ew,’"u‘)—ﬁ?l’ ©)
Sc= s

n-1

S, — cpeaHeKBaIpaTHYeCKoe OTKJIIOHEHHE SIMHHYHOTO pe3y/bTaTa H3MEPEHHIA.

Tor pesynbTat, 114 KOTOpOro: HalIeHHOE 3HAUY€HHE I; MPEBOCXOAMT NO abGComiorMeM BerHYHHE
3HaYeHHe I, — pacrnpeaeNeHHs IS YpoBHA 3HAYHMocTH oo = 0,05 ¢ YHC/IOM cTeneHeil cBoGoIb;

f = n—2 (cM. Tabn. 5), oTOpPacHBAIOT KaK OLIMOOUHBIA.

3HavyeHust 1 — KPHTepHs Wil ypoBHS 3HaYUMocTH oo = 0,05 (AByXCTOPOHHMIA KpHTEpHIi) NPHBENCHDbI
B Tabn. 5.
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Ta6aunma 5

YHUco cTeneneit cBoGOIb r{a = 0,05; )
1 1,409
2 1,645

Ecnu cpeau Bcex pe3ynbTaToB ABA 3aBLILICHHBIH ¥ 3aHKKCHHBIHA, TO CHaYajla NpoBEpSIOT OOHH H3
HUX, HanpUMep, MAKCHMaIbHbIA. ECM 3TOT pesynbTaT OTOGpachiBaloT, To NofcuuThmalor CZ* ¥ S, no
OCTABLUMMCS Pe3yabTaTaM M BITNIONHAIOT OLEHKY MHHHMAIBHOTO 3HAYCHHS.

3a oKOHYATeILHBIN pe3yNLTaT aHAIM3a IPUHUMAIOT CpelHee apHGMETHYECKOe TpeX WIH ABYX OCTaB-
WIMXCs1 PE3yNIbTAaTOB.

IlpuMep pacyeta MaccoBO# AO/IM LMHKA B NAJUTAAMH NPHBEACH B NPWIOXKCHUH.
54.1—5.4.3. (M3menennan penaxums, Ham. Ne 5).

TTPHIIOXEHHE
Pexomendyemoe

MPUMEP PACYETA MACCOBOW JIOJIM LIMHKA B NMAJUIAJNAH

1. Pe3ynbraTil U3MepeHMS HHTEHCHBHOCTH aHATTMTHYIECKON JIMHMH IIMHKA NPHBEICHH B Tabu. 1.

Ta6anmrnma 1

Cpennee apHpMeTHYECKOE 3HAYEHHE YKCIIA HAGHPaeMBLIX HMITY/IECOB
HoMmep cepun HaMepennit — — —
N7a () N2 Nz ()
1 104073 75839 83665
2 103406 75751 82596
3 103077 75199 81823
4 103762 75315 82920

2. Pac4eT OTHOCHTENBHON UHTCHCHMBHOCTH AHATMTHICCKOH THHUM IMHKA IPUBENCH B Tabil. 2

zn, .. N (i)-NZ (i)
I ( I3 ) = ———_—c—-—_—-——- N
Nza(i)-NZ,
Te i— HOMEp CepHU M3MEpeHMIt,
i=12734.
Ta6bnuna 2
OTHocHTe/IbHaA HHTEHCHBHOCTD Zn Ka) ) — JIHHHH [is i—M3MepeRHs
Howmep npobm
1 2 3 4
I 0,2772 0,2475 0,2376 0,26733

3. Pacyer maccoBoif oM IMHKA B NAUIAAUM PUBEICH B Tabm. 3.

C%“(i) . mlz“(i) + B,
rae m = 0,0101; B = 0,0004.
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Ta6banuua 3

MaccoBan A0S IMHKA, pACCYMTaHHAs JUIS i-H3MEpEHHSA
HomMep mpobut
1 2 3 4
1 0,0032 0,0029 0,0028 0,0031

4. OleHKa pe3y/ILTATOB M PAacIeT CPENHETO 3HAYCHHUA.

Tak Kak MaKCHMAIbHOC PAcXOXKICHHE MNapaUleibHHX pPe3yIbTaToB pPaBHO

| €% (max) - C2* (min)| =

=10,0032 - 0,0028] = 0,0004 < Ay 32 OKOHYATEILHHI Pe3y/ILTAT aHATH32 PUHUMAIOT cpelHee apuGMETHIECKOE BCeX

H3MepeHHIL.

—2Zn _ 0,0032 +0,0029 + 0,0028 + 0,0031
X =

4

(Mamenenuas penaknus, Mam. Ne 1, 5).

=0,003 %.
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