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HUOBHA
OGmue TpeGopanusi K METOARM AHAAH3A rocrt
Niobium. General requirements for 18385.0—89

methods of analysis

OKCTY 1709

Cpok pedicreua ¢ 01.01.91
Ao 01.01.96

Hacrosimuii cranzaprt ycranaBjauBaeT oOuiHe TpeGoOBaHHA K MeTO-
JlaM aHaJiu3a HHoOu4.

1. OBLUUE TPEBOBAHUA

1.1. O160p npo6 mpPOBOAAT MO HOPMATHBHO-TEXHUYECKOH JOKYyMeH-
TalHH HAa KOHKDPETHYIO NPOAYKIHIO.

1.2. Oasi B3BELIMBAHMS HABECOK MCHOJb3YIOT aHAJAHTHYECKHE Ja-
6opaTopunie Bectt o ['OCT 24104, topcronnbie Becn no [OCT 13718,
TeXHHYECKHE Bechl 110 HOPMATHBHO-TEXHHYECKON NOKyMEHTALHUH.

1.3. HaBecku aHasusupyeMblx npo6 W MaTepHala, HCIOJIb3yeMO-
ro AJsi IPUrOTOBJEHUst 00pa3sLOB CPaBHEHHs U CTaHAAPTHBIX PacTBO-
poB, B3BEIIMBAIOT Ha aHAJHTHYECKHX Becax (pe3ysbTaT B3BEeLIHBaHHSA
3AIHCHIBAIOT C TOYHOCTHIO O YeTBEPTOro HECATHYHOrO 3HaKa).

Hagecku aHanusupyembix npo6 B Xojie aTOMHO-a6copOUHOHHOTO H
CMeKTPaJbHOrO aHaJH3a B3BELIHBAIOT HA aHAJHTHYECKHX Becax HJIH
TOPCHOHHBIX Becax (pe3yJbTaT B3BENIHBAHHUS 3alHCHIBAIOT € TOYHO-
CThIO 10 TPEThEero AeCATHTHOrO 3HaKa).

[HaBecku peaKTUBOB AJis NPHIOTOBJEHHS TNPOABHTENS H (HKCaxka,
a Takke IJIaBHeH B3BEUIHBAIOT Ha TeXHHUeCKHX Becax (pe3yJbTar

B3BEUIMBAHHSA 3aMUCHIBAIOT C TOUHCCTHIO O NEPBOr0  JECATHYHOrO
3HaKa).

Hszpauue odunuansuoe lepeneyaTka Bocnpemena
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C. 2 TOCT 18385.0—89

1.4, lns mpoKaNHBaHHs H CIJIABJEHHS TPHMEHAIOT MydesabHule
nabopaTopHble saektponeyn MIT-2¥YM, ITM-8 unn anajornuHoie, obec-
neunBapllie reMneparypy narpesa ao 1000 °C.

1.5. lna HarpeBaHusi NPHMEHAIOT 3JIEKTPHUECKYI0 IJHTKY € 32-
kporo#t crupaasio no FOCT 14919 nan ananoruuHyio.

1.6. lag nposejeHHs aHajH3a HCHOJAb3YIOT MEPHYIO NOCyly lie HH-
)e Broporo kJacca tounoctn no I'OCT 20292 (Groperku, NUOETKH,
UHJMIAPB, MEH3YPKH, KoJ0bl), a Takke crekasiuuyo noecyay no F'OCT
25336 (craxaubl, KOHHYeCKHe KOJOb, KOHIJECKiie BOpPOHKH 11 Ap.),
dapdoposyio nocyay u obopynosanrie nmo I'OCT 9147 (turaum u np.),
nocyay u3 npospausoro ksapua no I'OCT 19908  (turaH, KoaGnt
u 1ap.), niaatnHoBuie yamky no F'OCT 6563.

1.7. las npuroToBJeHls pacTBOPOB H NPOBeAEHHS alaJiH30B NpH-
MEHSIIOT AuCTHaHpoBaHHylo sBoay no ['OCT 6709, nenonusoBaHHYIO
BOLAY H peaKTHBbI KB&J’II/IQ)HK(]H]IH He HHXe 4. [1.4d., eCjaln He yKa3aHa
HHaf KBandudUKaLus.

1.8. JonyckaeTcs npuMenieHue Apyroii anmapaTyphl, MaTepHa.loB,
MOCYAbl H pEaKTHBOB, TPH YCJAOBUI NOJAYUEHHA METPOJIOTHYECKHX Xa-
PAKTCPHCTHEK, He YCTYNaOUIMX YKas3aiHbM B CTAHAAapTaX HA COOTEET-
CTByIOLIHE METOibl aHaJ H3a.

1.9. B Boipaxenuu «pa3basaernas 1:1, 1:2 1 1. A.» nepseie uud-
pbl 0603HAYaWT OO0bEMHBIE UACTH KOHHEHTPHPOBAHHOH KHCAOTH HJM
Kakoro-mHCo pacTBopa, BTOpble — 06beMHBle YacCTH BOJHI.

1.10. Yncioroe 3HaueHHe pe3yJbTaTa aHajgH3a [OMXKHO OKaHYH-
BaTbCst HHGPOH TOro Ke paspsia, YTO M COOTBETCTBYIOIee 3HaueHHe
JIONyCKaeMOro PacxoxAeHHs.

1.11. TIpn npuroToBJieHHH PacTBOPOB M NpPOBeJeHHH allajii3a Toc-
Jle XKaxJaoro no6aBjeHHsi peaKTHBa PacTBOp NepeMelIHBaoT.

1.12. JonyckaeTcss mpuroToBjieHHe 00pa3iioB cpaBHeHHS JJf ClleK-
TPaJbHOrO aHalM3a C WCMOJb30BaHHEM JAPYrHX KOJHYECTB CMeNIHBae-
MBIX BeleCTB NPH COXpPAaHEHHH 3HaueHHII MaccoBLIX NoJeH, yKa3aH-
HBEIX B COOTBETCTBYIOUIHX CTaHAapTaX.

1.13. Tlpu ¢$oTOMETPUYECKHX H 3IKCTPAKHHOHHO-(DOTOMETPHUECKHX

onpejesieHUsX CTPOSIT FPAfyHpPOBOUHBIE I'PaHKH, Ha OcH abCcuHce Ko-
TOPBIX OTKJAAbIBAIOT Maccy ONpefeliieMOro 3JieMeHTa B MHKpOTpaM-
Max, a Ha OCH OPAMHAT — yCpelHEeHHble 3HAUE€HHUS ONTHYECKHX NJOT-
HOCTe!l COOTBETCTBYIOLUIHX HM pacTBOPOB, KOTOpble HAaXOAAT, NPOBOASA
npouesypy NPHUTOTOBJIEHHSI PACTBOPOB IJs NOCTPOEHHA TpPaayHpOBOY-
HOTO rpatpHKa ¥ H3MepPeHHs HX ONTHYECKHX JUIOTHOCTEH He MeHee Tpex
pas.
Ilpu mocTpoenun rpaayupoBoyHoro rpaduka U HPOBENEHHH aHa-
JIM3a HCMOJB3YIOT OAHK H Te e PeaKTHBBl H pacTBophl. ORHOBpeMeH-
HO ¢ NpOBefieHHMeM aHaju3a Nnpo0 NpoBepSIOT IpaayHpoBOYHHIA Tpa-
¢uK, noBTOPAA NpoUeAypYy €ro NoCTPOEeHHS.

Cnoco6 U yCI0BHSA TOCTPOEHUS T'PALyHPOBOYHOTO rpaduka ykasa-
Hbl B COOTBETCTBYIOIINX CTAaHAapTaXx Ha METOAH aHaJH3a,
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rOCT 18385.0—89 C. 3

1.14. TIpu doToMeTpHuECKHX OlpeaeseHHs X AOMYyCKAETCH [OJb30-
BaTbCcA TPALyHPOBOUHBIMH (DAKTOPAMH, eCJH MNpeABapHTENBHO yCTa-
HOBJIEHO, 4YTO JJIsi JaHHBIX KOHKPeTHBIX YCJOBHH aHanau3a (HaHHOTO
MeTOAa, JaHHOIl annapaTtypel B JaHHOFO HHTepBaja MacCCOBBIX HOJEH)
rpaAyHpOBOUHBIH TpagHK NPAMOJAHHEEH BO BceM paboueM HHTepBaJje
KOHUEHTpaLHuil.

st Kaxkaoro onpenesisieMoro 3JjieMeHTa FPafyHPOBOYHEIN (haKTOp
(F) onpenensiioT mo HecKOAbKHM (He MeHee TpeX) CTaHAApPTHHIM ¢o-
TOMeTpHpyeMbIM pacTBopaM. Macca onpeaesnsieMoro sJjeMeHra B 06b-
eMe cTaHAapTHOro QoOTOMETPHPYEMOro pacTsBopa [IOJKHA GHITh paB-
Ha Macce ONpelesIsieMOro 3JeMeHTa B oObeMe aHaJH3Hpyemoro GoTo-
MEeTPHPYEMOro pacTBopa HJIH NpeBbIATh ee He Gosee yeMm B 1,2 pa3sa,
U ObITh MeHbllle ee He GoJiee uem B 1,2 pasa.

[panynpoBounelfi ¢gaxtop (F;) AJS KaXAOro CTaHKapTHOro ¢oTo-
MeTUPYeMOro pactBopa ONpepe/sieMOro 3JeMeHTa BHYHCAAT IO
dopmyae

m
F=Di
A;
rfe mi; — Macca ONpeAeJsieMOro 3JeMeHTa B i-M CTaHAapTHOM (OTO-

MEeTPUPYEMOM pacTBOpe, MKT;
A, — ontiueckas MJOTHOCTb I[-T0 pacTBopa ¢ Maccoil onpepeJse-
MOTO 3JIeMEeHTa M.
[lo BceM mnoJyyeHHLIM 3HaueHHSIM rpalnyHpoBouHoro ¢aktopa F;

HaxnIAT cpejHee apupMeTHYecKoe 3HaueHHe (F)

rae K —uncio crangaptielx GOTOMETPHPYEMEIX PaCTBOPOB.

[.15. 3a oxoHuaTe/bHBIH pe3yJbTaT Aist GOTOMETPHYECKOTO H 3Kc-
TPAKUHOHHO-)OTOMETPUYECKOTO aliaqi30B NPHHUMAIOT CpejlHee apHd-
MeTiyeCKoe pe3yJbTaToB ABYX MapaJsiielbHBIX ONpelesneHui, Kaxaoe
H3 KOTODBIX BLIOJHEHO H3 OTAENBHOIl HaBeCKH.

1.16. ¥YcaoBus nosyueHus rpaiyHpOBOYHHIX XapAaKTePHCTHK AJs
CHEeKTPAJbHOr0 H aTOMHO-a6cOpOHHOHNOIO METOAOB YKa3aHBl B COOT-
BETCTBYIOIHX CTaHJapTax Ha MeTOAH aHami3a.

1.17. 3a oxkORuaTeNbHBII pe3yJbTaT A CHEKTPaJbHOrO aHaju3a
NpHHUMAIOT CPefHee apHpMeTHYECKOe De3yJNbTaTOB TpeX NapaJjienb-
HbIX OnpejeseHHuil.

1.18. B craHgaprax Ha MeToAbl aHaau3a NpHBeleHbl (B BHIe Tab-
JIL) AoNyCKaeMmble DacXOKAEHHS AJSi HEeCKOJbKHX 3HaueHHH Macco-
BOil josin onpefdeasieMoro sJjJeMeHTa. [lomyckaeMple pacxXoxIeHHs AJMS
MPOMEeXYTOUHBIX 3HaueHHil MaccoBOH JOJH ONpefe/sieMOro 3JjeMeHTa
paccUUTHIBAIOT METOAOM JIHHEHHOH HHTePIONALHH.
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C. 4 TOCT 18385.0—89

1.19. AHa/u3 MOBTOPSIOT, €CJAH Pa3HOCTh Pe3yJbTATOB NapaJelb-
HBIX ONpeJeNeHH NpPeBHINaeT 3HaueHHe JNONYCKaeMOro pacXOXKACHHH.

1.20. TouHOCTh pe3yJibTaTOB AaHAaJAH3a KOHTPOJHDPYIOT, HCIOJb3Ys
CTaHAapTHule 06pa3libi COCTaBa, B KOTODHIX ATTECTOBAHHOE 3HAueHHE
MaccoBOfi JOJIH KaxKIOro H3 ONpenesieMBIX KOMIIOHEHTOB OTJIHYaeTCh
OT MAaccOBOM JOJH TOTO e KOMIIOHEHTa B aHaau3HpyeMoii mpobe He
Gosiee ueM B JBa pasa.

Ananu3 BbINONHSETCS NpPaBHJIBHO, €CIH PacXoXAeHHe De3yJbTaTa
aHaJH3a i aTTeCTOBAHHOrO 3HAUeHHS] He NpeBbIIaeT %/; 3HaUeHHs NO-
IOyCKaeMOro pacXOXJAeHUs, NPHBEJEHHOrO B COOTBETCTBYIOLIEM CTaH-
napre.

JonyckaeTcss HCNOJNb30BaTh OTpacjeBble CTaHAapTHee 00pasunl
npeanpHATHH, aTTecToBaHHbe B cooTBeTcTBHM ¢ TOCT 8.315.

Ilpu oTcyTCTBHH CTaHAApTHHIX 06pa3noB INPHMEHSIOT CMOCOOB
KOHTPOJIA, yKa3aHHbE B COOTBETCTBYIONMIMX CTaHAapTax Ha MeTOXbE
aHanusa.

HonyckaeTcsi KOHTPOJHpPOBaTh TOYHOCTH Pe3yJbTaTOB COMOCTaBJe-
AMeM C pe3yJbTaTaMH, NOJYYeHHBIMH JAPYFHMH (KOHTPOJIBHHIMH) Me-
TOLAMH.

PacxoxJeHus pe3yabTaToB aHaJu3a, NMOJyYeHHBIX ABYMsi MeTola-
MH, NTPH IOBEPHTEJbHOH BeposiTHOCTH P=0,95 He N0JIXKHbI NPEBHILIATD-
3HauyeHus (d), BbluMcAeHHOro no GopmyJse

=011} @+az,

rge di — AONycKaeMOe DacXOXXJeHHe ABYX pe3yJbTaTOB aHaJHu3a, no-
JYYEHHBIX NEPBHIM METONOM;

dy, — IonyckaeMoe pacXoXKIeHHe ABYX pe3yJbTaToB aHaJ/AH3a, NO-
JYUYEHHBIX BTODBIM METOAOM.

1.21. TIpoBepKy TOUHOCTH aHaJjiu3a MPOBOAAT B COOTBETCTBHH C
TpebOBaHHSMH, NpHBeAEHHLIMH B MeTOAHKe He pexe ONHOro pasa B
Mecan u He MeHee N/20 pas B Mecsu, rae N — uucjao npo6 nanuoM
MapKH HHOOHs, NpPOaHAJH3HPOBAHHBEIX 32 MeCHL C HCIOJb30BalileM
OJIHHX H T€X }Ke DeaKTHBOB, PAaCTBOPOB, annaparyphl.

1.22. JonyckaeTcss NpHMEHeHHe JAPYrHX aTTeCTOBAHHBIX METOIOB.
aHa/Ju3a, He YCTYNAaMOLIUX IO TOYHOCTH MeToiaM, YKa3aHHHIM B JaH-
HOM CTaHAapTe.

Ilpn pasnornacusx B oueHKe KauyecTBa HHOOHS ONpeneeHHe Npo-
BOAAT 10 METOAY, YKa3aHHOMY B JaHHOM CTaHAapTe.

1.23. Onpepgenienne KHCIOPOAa, BOAOPOAA, a30Ta M Yrijepoja npo-
Boautest mo 'OCT 22720.0 — 'OCT 22720.4.

2. TPEBOBAHUA BE3ONACHOCTH

2.1. HuoGuit u ero coeninHeHHa B Bo3jxyXxe pabouell 30HBI He o6pa-
3yI0T TOKCHYHBIX BeLECTB H OTHOCATCS K UETBEPTOMY KJaccy onac-
HOCTIL.
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TOCT 18385.0—89 C. 5

2.2. Jla6opaTopHEle mOMELUEHUS, B KOTOPHX BHIMOJHSETCH XHMHUe-
ckas o6pa6oTKa HaBecOK HHOOHS, AOJXKHH OHTb 060pYJOBaHH BeH-
TWISLHOHHEIMH cHcTeMamu no I'OCT 12.4.021.

2.3. Tlpn HCIOJNB30BAHHH rasoB B 6aJIOHaX NOJXKHH COOJIORATH-
cs1 Tpe60BaHHA 6€30MaCHOCTY B COOTBETCTBHH C IPaBHJaMH IO yCTPOH-
cTBYy M 6e30macHOM 3KCIIyaTalHH COCYAOB, pabOTalOMHX NOJ HaBJe-
HHeM, yTBepxAeHHHe ['ocroprexnagzopom CCCP.

2.4. TloxapHasi 6e3somacHOCTb Ja60pPaTOPHEIX (OMELIEHUH JOJIK-
Ha of0ecneuHBaThCsl B COOTBeTCTBHH C TpeGoBanmsaMu I'OCT 12.1.004.

2.5. K pabote B aHaauTHYeCcKOH J1aGOPaTOPHH JLOJKHH JONYCKATb-
cs JIHLA, mpomejlnHe HHCTPYyKTax B coorBerctBuu ¢ ['OCT 12.0.004.
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UH®POPMAILMOHHBLIE HAHHDBIE
1. PASPABOTAH U BHECEH MuHucrepcrBoM metaaaypruu CCCP
PA3PABOTUUKHU

A. B. Emorun, 10. A. Kapnos, JI. H. ®uaumonos, 3. C. Bauno-
Ba, A. C. Tepexosa

2. YTBEP)KOEH U BBEOEH B JEWCTBUE IloctanopieHuem
Focyrapcrsennoro komurera CCCP no ympaBjenMI0o KauecTBOM
NPOAYKUHHA M cranaapram ot 11.12.89 Ne 3644

3. BBAMEH rOCT 18385.0—79

4. CCbUIOYHBIE HOPMATUBHO-TEXHHYECKME NOKYMEH-
Thbl

OGo3nauenne HTJI, Ha KOTODBIA
AaHa CChUIKa Howmep nyHKTa

TOCT 8.315—78
T'OCT 12.0.004—79
T'OCT 12.1.004—85
TOCT 6563—75
TOCT 6709—72
T'OCT 9147—80
T'OCT 13718—68
TOCT 14919—83
TOCT 19908—80
TOCT 20292—74
TOCT 22720.0—77
TOCT 22720.1—77
T'OCT 22720.3—77
TOCT 22720.4—77
F'OCT 24104—88
I'OCT 25336—82
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