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MpeaucnoBue

Ll,enw, OCHOBHbIE€ NPUHUUNDbI, MNOJNIOXEeHUA Mo rocygapCTtBe€HHOMY perynmpoBaHUO U ynpaBrieHUO B
obnacTn TexXHU4YecKoro HOPMUNPOBaHUA U CTaHOapTU3auMn yCTaHOBIIEHbI 3aKkoHoMm Pecny6nv||<|/1 Eenapbe
«O TeXHMYECKoM HOPMUPOBAHUN N CTaHOAPTU3aUnmn».

1 NMOArOTOBJIEH Hay4HO-NPOM3BOACTBEHHbLIM pPecnybnmMkaHCKMM YHUTapHLIM npeanpusatvem «beno-
PYCCKUIA rOCyAapCTBEHHBIN UHCTUTYT CTaHgapTusaumum u ceptudukaumm» (benMMCC)
BHECEH lNoccrangaptom Pecnybnvku Benapycb

2 YTBEPXOEH W BBEJEH B AENCTBUE noctaHoBneHnem locctanaapta Pecny6nvku Benapych
oT 14 mapTta 2007 r. Ne 15

3 HacTosiwmin ctaHgapT naeHTudeH ctaHgapty AMeprKaHCcKoro obLuecTsa no ncnbliTaHusaM 1 matepuanam
ASTM D 4927:2005 «Standard Test Methods for Elemental Analysis of Lubricant and Additive Components.
Barium, Calcium, Phosphorus, Sulfur, and Zinc by Wavelength-Dispersive X-Ray Fluorescence Spectro-
scopy» (ASTM D 4927:2005 «CTtaHgapTHble MEeTOAbl 3NIEMEHTHOro aHanmsa 6apus, kanbuus, docdopa,
Cepbl M UMHKa B CMa304HbIX Matepuanax u npucagkax peHTreHoqTyopecUeHTHON CeKTPOCKONMen ¢ BOSTHOBOM
ancnepcuens).

ASTM D 4927:2005 paspaboTtaH kommteTom ASTM D02 no HedhTenpodyktam U CMa3ovHbIM MaTepuanam,
NPsSMYI0 OTBETCTBEHHOCTb 3a Hero HeceT nogkomuTteT D02.03 no anemMeHTHOMY aHanuay.

B ctaHgoapT BHeCeHO pefakuMOHHOE WM3MEHEHWEe: HauMEeHOBaHWe HacTOsLEero craHgapta U3MeEHEHOo
OTHOCUTENBHO HaumeHoBaHus cTtaHgapTa ASTM D ¢ uenbio npuMeHeHns o6o6bLatoLlero NoHATUSE B Haume-
HoBaHWK cTangapTa B cooTBeTcTBMM € TKI 1.5-2004 (04100).

MepeBoA ¢ aHrMMIACKOro s3bika (en).

OdmumaneHbIn 3K3eMMNAP CTaH4ApTa, Ha OCHOBE KOTOPOro MOArOTOBIIEH HACTOSILLMIA FOCYAapCTBEHHbIV
ctaHgapT, umeetcs B benICC.

CrteneHb cooTBeTCTBUSA — naeHTuyHas (IDT)

4 BBEJJEH BINEPBbIE

Hactoswun ctaHgapT He MOXET ObiTb BOCNPOU3BEAEH, TUPAXMPOBAH M PacnpoOCTPaHEH B KayecTBe
oduumnansHoro nagaHusa 6es3 paspewexus NocctaHgapta Pecnybnukn benapych

M3paH Ha PYCCKOM A3blke



CTb 1735-2007

CopgepxaHune

@075 F=Toa o a0 1Y 1Y =T = PR 1
2 HOPMATUIBHBIE COBITKM .....tviiieiiiieeeaitteee ettt e e ettt e e et e e e eab et e e e aabb e e e e aabe e e e e aabb e e e e anbb e e e e anbbe e e e enbbe e e e enbeeeeennreas 2
B0 B @ TT LT Ty 30V T o (o )= PSR 2
4 BHAYEHNE N NMPUMEHEHME METOLOB. ... uuuuueuuutrerruensssssnsnnnssssasnsasasasaeasaeaaasa.asana.aaanannnnnanananannnannnnnnnnnnnnnnnans 3
5 MELLAIOLLEE BITUSIHUE .....vvvuenieeeeeeeetiieeeeeeeeeettieeseeeeeeessbaaeeeaeseesbab e seeeseesssbanaaseassessbasanseesseessssansaeeeesennts 3
O a1 F= o= Y] o= TR TP PUPTPT PRI 3
7 UVCTOTA PEAKTUBOB. ......evvveeeeerrerreeeerseasssessssssssssssssssesssssssssssssssssssssssssssssssssssssssssssssssssssnsssssssssnsnsssnsnnnnnnnnns 4
METO UCNBITAHNA A (METO BHYTPEHHEIO CTAHOAPTA) ..ottt 4

R =T T 1= Y = N =Y 0] = 1 4
9 MNpUroToBNEHNE PACTBOPOB BHYTPEHHMX CTAHOAPTOB . .eeeiutereeeeeruteeasteeesneeeaseeesnseeesseeesseesnsenesnsesenseeens 5
10 MpuroToBneHne KanMbpPOBOYHBLIX CTAHAAPTHBIX PACTBOPOB ......eeuveiurienreeteestresireasreeseesseesseeasseeneeseee e 6
11 Kanubposka npubopa ansa onpegeneHuns 6apus, kanbuus, ocdopa, Cepbl Y LIMHKA ..........ocveeeenneee. 6
12 AHanus obpasuoB KOHTPOrS Ka4eCTBaA (QC-0BPABLIOB).......cceuiurrieeiiiiieeeiiieee e et e e e st e e e e e e rebe e e 7
13 TIPOBEOEHUE MCTIBITAHUIS ... e ee e eeeeeeeeee e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e eeeaaaeaaaaaaaaaaaaaaaaaaaaaaaaaaaaans 7
METO[L UCMbITAHVA B (METOL MATEMATUYECKOW KOPPEKLMW) ... 8

14 PEAKTUBDBI Y MATEPUIATIBL. ... eeieeeeeeeeeeeeeee e e e e e e e e e e e e e e e e e e e e e e e s e s e s e s e s e s e e e e e e e e e e e e e eeaeaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaes 8
15 MNpuroToBneHne KanMbpPOBOYHBLIX CTAHAAPTHBIX PACTBOPOB ......ceuviureaureesteasteesieeasreanseesseesseesseesneenseses 9
B GRN 6= 31 (0] o] =1 - USSR 10
A I T oTo Kol () N e 1= i ir= T 10
18 AHann3 0BPA3LIOB KOHTPOIS KAUECTBA .......eeeeiiurreeeeiutieeesatteeeeatteeeesatteeeesasseeeesssbseeesabseeesssseesssnsneeeesns 11
19 T1POBEOEHUE UCTIBITAHUIS ... eieeee e e eeee e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e e s e e e e eaeeaaeaeaeaeeeeeaeaaaaaaaaaaaaaaaaaaans 11
4Ol (ol o 1) 3 1o R 1= Ton 1= = RO 11
21 TOUYHOCTD U OTKITOHEHME .......eeeeeiitieee sttt e e sttt e e sttt e sttt e skttt e s ass et e e sas et e e s abne e e e s nne e e e s sn e e e e s nnnne e e s nnnnneas 11
MpunoxeHue X1 (pekoMeHAYEMOE) KOHTPOITD KAUECTBA .....uvveriereeeiiiiiiiiieeaeeeaaaausteeeeeaaessaannrsseeeeaeessannnes 15






CTb 1735-2007

FOCYOAPCTBEHHbLIA CTAHOAPT PECNYB/IUKU BEJNAPYCb

Macna cma3ouHble U npucagku
METOObI OI'IPEJJEHEHMHVBAPI/IH, KANbLNWA, ?OC¢OPA, CEIj’bI, UMHKA 5
PEHTTEHO®JTYOPECLEHTHOU CIMNEKTPOCKOIMNMWEN C BOJNTHOBOU ONCINEPCUEN

Macna 3ma3aJHbisi i npbicaki
METAOb!| BbIBHAY3HHA El-}PbIIO, KAHbleIIO,VdJOCdJAPY, Clngl, LUbIHKY 5
POHTTEHA®JIYAP3CLU3HTHAU CNEKTPACKAMNIAUN 3 XBAINNEBAU ObICNEPCIAUN

Lubricant and additive components
Determination of barium, calcium, phosphorus, sulfur and zinc
by wavelength-dispersive X-ray fluorescence spectroscopy

Harta BBegeHusa 2007-09-01

1 O6nacTb NpUMeHeHuUs

1.1 HacTosiwmin ctaHaapT ycTaHaBnvMBaeT MeToabl onpeaeneHns 6apus, kanbums, docdopa, cepbl U
LMHKa B TOBapHbIX CMa304HbIX Macnax B AManasoHax KOHLUEHTpaLMIN yKkadaHHbIX 3NIEMEHTOB, NPMBEAEHHbIX
B Tabnuue 1. [Juana3oH MoxeT 6bITb paclumpeH Ao 6onee BbICOKMX KOHLEHTpaLuMi Npu pa3baBneHnm npoobbl
ncnbITyeMoro npoaykra. Nocne pasbaBneHust Takke MOXHO aHanM3upoBaTb Npucagku. Hacrtosiwmi cta-
OapT ycTaHaBnNMBaeT ABa pasfNyHbIX MeETOAa UCTbITaHUS.

1.2 MeToa ucnbiTaHua A (MeToA BHYTPEHHero ctaHaapTa)

BHyTpeHHMe cTaHgapTbl UCMOSMb3YIOTCA ANt KOMNEHCALMN MEXATIEMEHTHBIX BIMSIHUIA Ha BO3GyxaaloLlee
PEHTrEHOBCKOE U3fy4eHre 1 dnyopecueHumto (cM. pasgernsl 8 — 13).

1.3 MeToa ucnbiTaHna B (MeToa maTemaTnyeckon KoppeKkuum)

M3mepeHHoe 3HadeHne peHTreHoMnyopecLeHTHON MHTEHCUBHOCTU JAHHOMO afieMeHTa MaTeMaTU4eckm
KOPPEKTMPYETCH C y4ETOM BO3MOXHOMO MELLALLEro BINSHUSA APYrMX 3NIEMEHTOB, NPUCYTCTBYIOLWMX B Npobe
(cm. pasgenbl 14 — 19).

1.4 PekomeHAYEMOW eQUHNLIEN N3MEPEHUST KOHLIEHTpaLmMn bapus, kanbuus, gocdopa, cepbl Unu LMHKa
asnsaetca % (m/m).

1.5 Hactosawumn ctaHgapT He paccmaTpuBaeT Bcex npobrem 6e30macHOCTU, CBSI3aHHbIX C €ro npume-
HEHMEeM, ecriM OHM cyLlecTBylOT. [lonb3oBaTenb HACTOSALWEro cTaHgapTa HeCeT OTBETCTBEHHOCTb 3a obec-
neyeHne TexXHUKN 6e3o0nacHOCTU, OXpaHy 300POBbS YENOBeEKa U onpefeneHme rpaHul, NPUMMEHMMOCTU CTaH-
[apTa o Havana ero npMMeHeHus.

Ta6nuua 1 — [lnanazoHbl NPUMEHUMOCTHU

OnemeHT [wnana3soH koHueHTpaummn, % (m/m)
Bapun 0,04 -85

Kanbuun 0,01-1,0

doccop 0,01-0,5
Cepa 0,1-4,0
LInHk 0,01-0,6

M3paHue oduuymnansHoe
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2 HopMaTuBHbIe CCbINKK

CtaHpapT ASTMY;
ASTM D 6299 PykoBoacCTBO MO NMPUMEHEHWIO METOLOB BbIOOPOYHOr0 CTAaTUCTUYECKOrO KOHTPOMS Kade-
CTBa ANA oUeHKM PYHKUNOHNPOBAHUSA CUCTEMbI aHANUTUYECKUX U3MEPEHUN

3 CywHoCTb MeToaoB

3.1 Mpoby ncnbITyeMoro NpoAaykTa NoMeLlatoT B NMyYOK PEHTIEHOBCKOrO U3MyYeHns 1 N3MepsitoT UHTEH-
CVBHOCTb XapaKkTepucTuieckmx donyopecLeHTHbIX NnHuiA B6apus, kanbums, docdopa, cepbl unu UmHka. 3HaHue
KO3(PPULMEHTOB 3aBUCUMOCTU OTKIMUKOB WU3MEPUTENBHOTO Npubopa OT KOHUEHTpauui KannbpoBOYHbLIX
006pa3uoB genaeT BO3MOXHbIM onpefenieHne KOHUEeHTpauMin aneMeHToB B Npobax UCMbITyeMbIX NPOAYKTOB.
Mewatolme anemeHTbl, MPUCYTCTBYKOLWME B Mpobe, MOryT MOrMowartb WM YCUnuBaTb PEHTTEHOBCKYHO
dnyopecueHumio. B HacToswem cTaHgapTe onucaHbl ABa MeToda mcnbitaHns (A u B), npegycmaTpusatowmne
KOMMNeHcaLuMo BCeX MeLLatoLLmX BAUSIHUN.

3.2 MeToa ucnbitTaHusa A (MeToa BHYTPEHHEro ctaHaapTa)

BHyTpeHHWe cTaHgapTbl 40BaBnsoT K KannbpoBoyHbIM obpasuam u npobam UCMbITyeMbIX NPOAYKTOB
ONS KOppeKuMm MeLLatoLLmX BIINSHUNA.

3.2.1 bapun, kanbuun, chocdop, LUHK

Mpo6oi McnblTyeMoro NpoaykTa, CMELLaHHOW C pacTBOPOM BHYTPEHHUX CTaHAapToB (coAepalium
ONOBO UNW TWUTaH ANA onpeAeneHns Gapua u Kanbuus, LMPKOHWA Ans onpeaeneHns gocdopa M HUKEeNb
ANs onpefeneHnst LUMHKa), 3anonHsoT PeHTIeHOBCKY0 siueliky. NogcunTbiBaoT obLLEee YNCO YNCTBIX OTCHETOB
(MHTEHCUBHOCTb NMKa — UHTEHCMBHOCTL (POHA) KaXAoro afieMeHTa M COOTBETCTBYHOLLENO €My BHYTPEHHETO
CTaHgapTa npun XxapaktepuctndyeCkmnx onnHax BOJIH. PaccuuTtbiBaloT OTHOLLEHUS YUCEN OTCYETOB 3NEMEHTOB
K YMcnam oTc4eToB BHYTPEHHNUX CTaHOAPTOB U C NOMOLLbIO KaJ'II/I6pOBOLIHbIX KpUBbIX npeo6pa303b|Ba+0T AaHHble
OTHOLLIEHMS B KOHLIEHTpauum 6apus, kanbums, docopa nnm LmMHKa Unm B CyMMapHYyt KOHLEHTPaLMIO AaHHbIX
3J1IEMEHTOB.

3.2.2 Cepa

MpoBy mcnblITyemMoro NpoaykTa CMELLMBAKOT C PAaCTBOPOM CBUHELICOAEPKALLETO BHYTPEHHErO CTaHdapTa u
aHanuaupytoT cornacHo 3.2.1.

3.3 MeToa ucnbitaHus B (MeToa mateMaTuyecKkom KOppeKLum)

NamepeHHas WMHTEHCUMBHOCTb ANS OAHHOIO JfeMEeHTa MaTeMaTU4YecKM KOPPEKTUPYETCS C y4eToM
MeLLAKLWMX BIMAHUA OPYrUX 3MNEMEHTOB, MPUCYTCTBYOWUX B npobe ucneityemoro npogykra. Ona peanu-
3auumM JaHHOro MeToda HeobXoAMMO ONPeAEnUTL MHTEHCUBHOCTM A1 BCEX 3/IEMEHTOB B MCMNbITyemol npobe.

3.3.1 lNpoby mcnbiTyemoro npogykra NomeLlarT B NMy4YOK PEHTTEHOBCKOTO U3IyYEeHNS U U3MEPSIIOT NHTEH-
CVMBHOCTW (OITYOPECLIEHTHBLIX NUHUIA Bapus, kanbuus, docdopa, cepbl U LUMHKA. AHANOrM4YHble M3MEpPEHUs
nNpoBoaAT BHE hfyOPECLEHTHbIX NIMHUIA C LiefNbio NonyyYyeHus nonpasku Ha ¢oH. KoHueHTpauuu aHanuau-
pyeMbIX 9NIEMEHTOB OnpeaensaoT CONOCTaBfeHNEM YUCTbIX CUFHANOB C COOTBETCTBYIOLLMMUN MEXINEMEHT-
HbIMW NONPaBOYHbLIMWN KO3 PULMEHTaMM, NOMYYEHHLIMU C MOMOLLIbHO OTKITMKOB KannbpoOBOYHbIX pacTBOPOB.

3.3.2 [insa onpegeneHns perpecCnoHHbIM aHanM30M MEX3NEMEHTHbIX NOMPaBOYHbLIX KOIMULNEHTOB U
KO3(P(PULMEHTOB OTKNMNKA M3MEPUTENBHOrO NpMbopa NepBoHaYarnbHO OCYLLECTBMSAIOT KannbpoBKy peHTre-
HO(NyOpeCLEHTHOro CnekTpoMeTpa C UCnosb3oBaHMeM Habopa KanMbpoBOYHbIX CTaHAAPTHbLIX PAaCTBOPOB.

3.3.3 MNMocneaytoLume KannmbpoBKU BbIMOMHSAIT C UCMNONMb30BaHNEM MEHbBLLENO KONMYECTBa KarnnbpoBOYHbIX
CTaHOApTHbIX PpacTBOPOB, Tak Kak yTo4YHeHue TpebyeTcst ToNbko AN KO3MMULMEHTOB OTKIMKA N3MEPUTESb-
Horo npubopa. OanH M3 3TUX KanMbOpOBOYHbLIX CTaHOAPTHbLIX PACTBOPOB (UNN MPOM3BONLHO BbIGPaHHLIN
CUHTETMYECKMN obpaseL) MOXET MCMoNb30BaTbCA AN KOHTpoONnsa Apenda nokasaHui U3MepuTenbHOro
npvbopa npu BbINOSTHEHMM BONBLIOrO KONMYEeCcTBa aHann3o0B.

3.4 lNpucagkn 1 nakeTbl NPUCaZOK MOXHO aHanMampoBaTb Mocre pa3baBneHuns nx 6a3oBbIM Macrom
AN AOBedeHUs KOHLEeHTpaUmMi 9NeMeHTOB 00 3Ha4YEHUI, Nexalumx B guanasoHax, ykasaHHbix B 1.1.

H VHbopmMaLmIo O CCbINTOYHOM CTaHAApTe MOXHO HanTh Ha Beb-carite ASTM www.astm.org unm nonyyntb B criyxxte
paboTkl ¢ noTpebuTensammu no agpecy service@astm.org. MHdopmauuo o ExxerogHuke ctaHgaptoB ASTM MOXHO HaWTH
Ha cTpaHuue Document Summary Ha Beb-caiTe.
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4 3Ha4yeHue n npumeHeHune metToanoB

4.1 B HekoTopble Macna Ao6aBnalTcsa MeTannopraHuieckme npucagku, BeiMonHsowme yHKUMM aeTep-
reHTOB, aHTUOKCUAAHTOB, NPOTUBOU3HOCHbLIX NPUCAAOK U T. A. HekoTopble U3 3TUX NpUcafok coaepkaT OauH
WM HECKOJbKO Crieaylowmx afeMeHToB: Gapwii, Kanbuui, docdop, cepa, UMHK. MeToabl UchbiTaHus
HacTosllero ctaHaapTa obecneynBaloT BO3MOXHOCTb OMpefeneHus KOHLEHTpaUuii AaHHbIX 3NeMeHTOB,
KOTOpbIEe B CBOIO oYepenb No3BOsAOT YCTaHOBUTL COAepKaHne Npucaaok B AaHHbIX Macnax.

5 Mewamwuiee BnusHune

5.1 lMpumecHble anemeHTbl, OOHapYyXeHHble B CMa304HbIX Macnax, OyaoyT BnusiTb Ha n3aMepsiemble
WHTEHCMBHOCTY onpeAensieMblX 31eMEHTOB B pasnu4yHo cteneHn. B obwem cnyyae ans cmasoyvHbix Macen
pPEHTreHOBCKOEe M3My4yeHue, ucrnyckaemoe onpefensieMblMy afeMeHTamu, norfowaeTca ApyruMu anemMeH-
Tamu, copepxawwmmuca B npobe. PeHTreHoBckoe u3nyyeHue, MCnyckaemoe OOHVMM 31EMEHTOM, Takke
MOXeT BO30yaaTb ApYrMe aneMeHTbl. Takme BNUSHUS CYLLECTBEHHBI, NPY KOHLEHTPaLMSIX, BapbUPYHOLLUXCS
ot 0,03 % (m/m) ans TXKenbix aneMeHToB 0o 1 % (m/m) onsa nerknx anemMeHToB. IamepeHHas MHTEHCUB-
HOCTb A1 JaHHOTO 3MeMeHTa MOXeT OblTb MaTeMaTUYECKM CKOPPEKTUPOBaHA C yYETOM MOrMOLLEHUS UCnyc-
Kaemoro u3rny4yeHuss Apyrummn anemeHTamu, NpucyTcTByoWmUMM B Nnpobe ucnbityemoro npoaykra. Mexane-
MEHTHbIE BMUSHNA Ha PEHTTEHOBCKOE M3MyYeHne Takke MOXHO CKOPPEKTUPOBATh C MOMOLLLbI NOAXOASILLNX
BHYTPEHHMX CTaHAapToB. Ecrnu anemeHT npucyTCTBYET B 3HAYUTENMBHOW KOHLEHTPaLMN Y MEXIMEMEHTHas
KOppeKuMs Ons AaHHOro 3reMeHTa He MpoBOAMNAchb, pes3ynbTaTbl OnpeaerneHust MoryT ObiTb 3aHWKEHbI
BCMNeACTBME NOrMOLLEHNS UKW 3aBblLLEHbl BCreacTBUE adhpekTa «yCuneHms».

6 Annapatypa

6.1 PeHTreHOBCKUI CNEKTPOMETP, OCHaLLeHHbI 06opyaoBaHMeM A onpeaeneHns MSArkoro peHTre-
HOBCKOTO M3My4YeHVsi B AuanasoHe AnuH BonH oT 1 4o 10 A. [Ins onTuManbHOM YyBCTBUTENBLHOCTM CNEKTPO-
MEeTp OCHaLLaeTcs crneayroLlmmMm o6opyaoBaHNEM:

6.1.1 PeHTreHOBCKasi Tpybka C XpOMOBbIM, POAMEBBLIM WUITN CKaHOWEBBIM aHOAOM. Takke MOryT UCMnosb-
30BaTbCA Apyrue aHoabl.

6.1.2 Fenun onsa npoagyBaHMsA CBETOBOAA.

6.1.3 CMeHHble KpucTannbl: repMaHueBbli, htopuanutnesbin (LiFyg), rpadmToBbIn, NONUMNPONUeH-
TepedTanatHeii (PET). Takke MOryT Mcnonb3oBaTbCs KOMOMHALMW yKa3aHHbIX KPUCTanmnoB Wnu gpyrue
KpucTannsl.

6.1.4 AMNAUTYAHbIA aHanM3aTop UMMNYNbLCOB UMW Apyroe yCTPOWCTBO pacno3HaBaHUs 3HEPTUNn.

6.1.5 deTekTOop NPOTOYHbLIA NPOMOPLIMOHANBHBLIN NN CUNMHTUNNALNOHHBLIN UM NPOTOYHBLIA NPOMNOPLMO-
HanbHbIN U CLUMHTUMASLMOHHBIA CHETYNK.

6.2 BcTpAxuBalwLee yCTPOUCTBO, MexaHUYecKasa Mellanka unm ynbTpa3sBykoBas BaHHa, obecne-
YMBaloLLMe BO3MOXHOCTb paboThl ¢ konbamun BmecTumocTbio oT 30 mn go 1 .

6.3 PeHTreHoBCKMe ofHOpa3oBble NNACTUKOBbIE A4YEMKU C COOTBETCTBYHOLUMM MIIEHOYHLIM OKHOM.
MNooxoosawmmmn ABMSIOTCA MINEHKN Mylarz), nonunponureHoBas UnNn nonnaMmmnaHas TonwuHOM oT 6,3 40 8,8 MKm
(o1 0,25 o 0,35 munos).

MpumeyvaHne 1 — HekoTopble MNEHKM cogepxaT HexenaTternbHble Ans onpeaensemblX 3aNeMeHToB npumecu (B 4acT-

HOCTU, NneHka Mylar). YcTtaHaBnvBalT cogepxaHvue npumecein 1 NCnonb3yoT NIEHKN U3 OAHOW NapTum B TeYeHne

BCEro aHanumsa.

2 BaperucTtpupoBaHHas ToproBasi Mapka komnaHum «E. I. du Pont de Nemours and Co».
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7 YnucTtoTa peakTMBOB

7.1 Bo Bcex ucnbiTaHMsAX cnenyeT ncnonb3oBaTb XMMUYECKUN HNCTbIE PEaKTUBDI. Ecnu He YKa3aHO unHoe,
nogpasymeBaeTcd, 4YTO BCe€ peaKkTUBbl OOJTKHbl COOTBETCTBOBATb Tpe6OBaHVIFIM TEXHUYECKUNX ycnosmﬂ
Komnteta no aHanuTuyeckum peakTneam AMepVIKaHCKOI'O Xnmmu4eckoro obLLecTBa, rge AaHHble TeXHU4e-
CKne ycnosumda MMEKTCA B HaJ'II/I‘-Il/II/I3). MoxHO uncnonb3oBaTb peaKkTuBbl D,pyFOVI cTeneHn 4YmctoThbl, ecinun
npegBapuTtesibHO YCTaHOBJIEHO, YTO CTeNeHb YNCTOThbl AaHHbIX peakTUBOB AOCTATOYHO BbICOKad, a npu mx
Mcnosib3oBaHMM He yMeHbLLlaeTCA TOYHOCTb onpeneneHus.

METOA UCMNbITAHUA A (METOO BHYTPEHHEIO CTAHOAPTA)
8 PeaktuBbl n MaTepuanbl

8.1 Nenuin ona ceeToBoAa CNEKTpoMeTpa.

8.2 UoHuzauumoHHbIn ra3 P-10, cogepxawun 90 % (V/V) aproHa n 10 % (V/V) meTaHa v npegHasHa-
YEeHHbIV AN NPOTOYHOrO NPOMOPLMOHANBHOIO CHETUUKA.

8.3 PacTBopuTenb Ans pasbaBneHus: NoaxoAsaLwunin pacTBOPUTENb, HE COAEpPXalLMIA MeTanmbl, cepy
n cbocdop (Hanpumep, KepocuH, benoe Macno UK KCUMorsbl).

8.4 BewecTBa, ucnonb3yemMblie OnA NpUroTtoerieéHnA BHYTPeHHUX CTaHOApPTOB:

8.4.1 Hukensa okToart. lNpegnodtutensHoe codep)kaHne HWKeNs BO BHYTPEHHEM CTaHOapTe COCTaBnsieT
(5,0 £ 0,1) % (m/m). Ecnn koHUeHTpaums Hukens 6onee Bbicokasa unu 6onee HM3kas (MUHUManbHast 4onyc-
Kaemas KOHUEeHTpaumsa Hukenst coctaenseT (2,5 + 0,1) % (m/m), Heobxoanmo nogobpaTh KONMMYECTBO BHYTPEH-
Hero ctaHgapTa (cm. 9.1) Ans nony4YeHns 3KBUBANEHTHOM KOHLIEHTPALMU HUKENs B pacTBOPE BHYTPEHHUX
cTaHgapToB. BMecTo ykazaHHOro BellecTBa MOXHO WUCMONb30BaTh APYrMe HUKeNbCoAepKallune opraHuye-
CKue BellecTBa (He cogepxaliue apyrue metansbl, cepy n ¢ocdop) npu yCrnoBuu, YTO HUKENb B pacTBope
ctabuneH, ero KoHueHTpauusa ussectHa (He meHee (2,5 + 0,1) % (m/m) n moxHo nogobpatb (ecnu nsHa-
YanbHO KOHUEeHTpauus Hukensa He coctaenseT (5 + 0,1) % (m/m) konuyecTso Npobbl BHYTPEHHErO CTaHaapTa
(c™m. 9.1) Ans nonyYeHns SKBUBANEHTHOW KOHLEHTPALMN HUKENS B pacTBOPE BHYTPEHHNX CTaHOapTOB.

I'IpwmeanMe 2 — MHorve PEeHTreHoBCKne pr6KVI NCNyCKakT peHTreHoBCkoe unany4vyeHne megn, NHTEHCUBHOCTb KOTO-

poro Bo3pacrtaeT C yBenny4eHnem npoaosnkKnTenbHOCTU 3KCnlyaTaunn. Ecnu B kayecTtBe BHYTPEeHHero ctaHgapta

Ana UMHKa ncnonb3dyeTcda Mmedb, TO JaHHOEe ABneHne He npencrasndaeT I'IpOGJ'IeMbI B Cllydae BbINOJIHEHUA HaCTbIX

KaJ'II/I6pOBOK. |_|pl/l MCNosib3oBaHUN HUKeNA B Ka4eCTBe BHYTPEHHEero ctaHgapTa Ana UMHKa np06r|eM He CcyllecTByerT,

N HUKEeNb ABNAETCA pekoMeHOyeMbIM BeleCTBOM AN1A BHYTPEeHHero ctaHgapTra.

8.4.2 TutaHa 2-3TUnrekcaHoaT Unu onoBa okKroar. [lpegnoYTuTensHOe cogepXaHue TuTaHa unm onoea
BO BHyTpeHHeM cTaHgapTte coctaenseT (8,0 £ 0,1) % (m/m). Ecnun koHueHTpauusa TutaHa unmn onosa bonee
BblcOKast unn 6onee Huskas (MMHMMarnbHas OOMyckaemas KOHUEHTpauus TuTaHa unu ofoBa CocTaBnsdeT
(4,0 £ 0,1) % (m/m), HeobGxoaumo nNogobpaTb KONMYECTBO BHYTPEHHErO cTaHdapTa (cM. 9.1) Ans nonyyeHus
9KBMBASIEHTHOWN KOHLIEHTpaLun TUTaHa unm onosa B pacTBOPE BHYTPEHHMX CTaHAapToB. BMecTo yka3aHHbIX
BELLECTB MOXHO MCNOMNb30BaTb ApyrMe TUTaH- Unm ofoBocoepxallne opraHnyeckme BelwecTtsa (He cogep-
Xawue apyrue metannsl, cepy n doccop) npu ycrioBum, YTO TUTaH UNn ONOBO B pacTBope CTabunbHbI, NX
KOHLIeHTpauun n3BectHbl (He meHee (4,0 + 0,1) % (m/m) n MoxxHO nogobpaTb (ecnyn nsHayanbHO KOHLEH-
Tpaumsa TMTaHa unm onoea He coctaenseT (8 + 0,1) % (m/m) KonmyecTBo Npodbl BHYTPEHHEro cTangapTta (cm. 9.1)
ANS NoNyYeHUs 3KBUBANEHTHOW KOHLEHTPaUMmM TuTaHa 1nm onosa B pacTBOpe BHYTPEHHUX CTaHOAPTOB.

8.4.3 UupkoHusa oktoart. [lpeanodtMtenbHoe COAepXaHue LMPKOHWUS BO BHYTPEHHEM CTaHgapTe
coctaenseT (12,0 £ 0,1) % (m/m). Ecnn cogepXaHue UUPKOHWUS HMXEe, HeOBXOAMMO BbINapuTb HEMTAHON
pacTBopuTENb OO NONyYeHUs pacTBopa C KOHUeHTpaumen uupkoHus (12,0 £ 0,1) % (m/m). BmecTo ykasaH-
HOro BellecTBa MOXHO MCMOMb30BaTb ApYyrne LMpKOHMUCOoOepXalne opraHnyeckme BellectBa (He cogep-
Xalume opyrve meTannbl, cepy n docdop) npu ycrioBum, YTO LMPKOHWIA B pacTBope CTaburneH, ero KoHLeH-
Tpauus u3BecTHa U He npesbiwaeT (12,0 + 0,1) % (m/m). Ecnu KOHUEeHTpaumsa LUPKOHUS COCTaBNsAEeT MeHee
(12 £ 0,1) % (m/m), TO HeobxoAMMO BbINapUTb HETAHON pacTBOPUTENb OO0 MOMYYEHWUs KOHLEHTpauuu
uupkoHus (12 £ 0,1) % (m/m).

% «Xumnueckune peakTuBbI, TEXHUYECKMe ycrnoBus KomuteTa no aHanMTu4eckum peaktmpam AMepUKaHCKOro XMMMU-
yeckoro obuiectea», Washington, DC. PekomeHaaumm no UCNbITaHWIO PeakTUBOB, HE yKkasdaHHbIX AMEPUKAHCKUM XUMMU-
Yyeckum o6LLIECTBOM, CM. B criegylowmx mnspanusax: «CtaHgapTHble obpasubl AnalaR gns nabopatopun, xvmMudeckue
peaktuBbl», BDH Ltd., Poole, Dorset, U. K., «®apmakones CLUA n HaunoHanbHbIn hapMakonormiyecknii CrpaBoYHMK,
KoHBeHuums no papmakonee CLUA, Inc. (USPC), Rockville, MD.

4



CTb 1735-2007

8.4.4 HadpteHat cBuHUa. CofepxaHue CBMHLA BO BHYTPEHHEM cTaHgdapTe coctasnseT (24,0 £ 0,1) % (m/m).

8.5 BewecTtBa, ucnonb3yemble AN NPUrOTOBNEHUS KanMbpoBOYHbIX 06pa3LIoB:

MpumeyaHne 3 — B gononiHeHne K kanMbpoBoYHbIM ob6pasuam, TpeGoBaHUs K KOTOPbIM YCTaHOBSEHbl B 8.5.1 —
8.5.5, MOryT GbITb Takke MPUrOTOBIIEHbI KanMMBPOBOYHbIE OGpasubl ANS OAHOMO WM HECKOMNbKUX 3/1EMEHTOB C
ncnonb3oBaHWeM NPoAyKToB, NOAOGHbLIX aHaNM3npyeMbim Npobam, ecrnu nepes, Ucnonb3oBaHNeM B AaHHbIX Kanuno-
POBOYHbIX 06pasLax yCTaHOBMEHbI KOHLEHTpaUmUM anemMeHToB B % (m/m) ¢ NOMOLLbIO He3aBUCUMbIX MEPBUYHBIX
(HanpuMep, rPaBUMETPUYECKUX UM BOSTIIOMOMETPUYECKNX) aHaNMTUYECKUX METO4OB.

8.5.1 bapusa 2-aTunrekcaHoat unu cynbgoHaT C KoHUeHTpaumen 6apusa B kanmbpoBo4HoM obpasue
He meHee 4 % (m/m), NnoATBEPXKAEHHON C NOrpeLlHocTbio He 6onee + 0,1 abc. % npu JoBEPUTENBLHOWN BEPO-
AaTHocTM 95 % ans Toro, YTobbl kKanMbpPOBOYHbIE CTaHAAPTHBIE PAcTBOPbLI MOMMK BbiTe MPUrOTOBMEHBI B COOT-
BetctBumM ¢ 10.1.1 unn 10.1.2.

8.5.2 Kanbuusa okrtoaTt unu cynbdoHaT C KOHUeHTpaumen kanbums B KanumbpoBoyHOM obpasue He
meHee 4 % (m/m), noaTBEPXXAEHHOM C NOrpeLHoCcTL0 He 6onee + 0,1 abc. % npu JoBEpUTENBHOM BEPOAT-
HocTu 95 % anga Toro, YTobObl KANMOPOBOYHbIE CTaHAAPTHbLIE PAcTBOPbLlI MOrMM ObiTb MPUrOTOBMEHLI B COOT-
BetctBum ¢ 10.1.1 unun 10.1.2.

8.5.3 buc(2-atunrekcun)rugpodocdar (9,62 % (m/m) docdopa) ¢ uyncroton 97 %. MoxHO ncnone-
30BaTb Apyrue docdopcoaepxaliue opraHMdeckue BellecTBa (HE coepxalime gpyrme meTannbl) npwu
yCrnoBuK, 4To pocdop B pacTBope CTabUneH, ero KOHUEHTpaLusi CoCcTaBnseT He MeHee 4 % (m/m) 1 3HadeHne
KOHLEHTpauun nogTBEPXKOEHO C NMorpeLlHocTbio He B6onee + 0,1 abc. % npu OBEPUTENBHOW BEPOATHOCTU
95 % gnsa Toro, 4Tobbl KaNMBOpPOBOYHbLIE CTaHAAPTHbLIE PACTBOPbLI MOMM ObITb NMPUITOTOBIIEHLI B COOTBETCTBUM
c10.1.1 urn 10.1.2.

8.5.4 LluHka cynbtoHaT UM OKToaT C KOHUEHTpaumen UMHKa B kanmbpoBoYHOM oOpas3Le He MeHee 4
% (m/m), NOATBEPXXAEHHON C NOrpelHocTbo He Bonee + 0,1 abc. % npu goBepuTensHOW BepoAaTHOCTM 95 %
ans Toro, 4Tobbl KanMbpoBOYHbIE CTaHAAPTHbIE PacTBOPblI MOrMKM BbiTb NPUrOTOBMEHBI B COOTBETCTBUN C
10.1.1 vnn 10.1.2.

8.5.5 Ou-H-6yTnn cynbduma (21,9 % (m/m) cepbl) ¢ yuctoton 97 %. MoxHO mcnonb3oBaTb Apyrue
cepocofepxalune opraHnyeckme BellecTsa (He cogeprkalume meTansbl) Npu yCrnoBun, 4To cepa B pacTBope
cTabunbHa, ee KOHUEeHTpaums cocTaBnsaeT He MmeHee 2 % (m/m) u 3HadYeHne KOHUEeHTpaumu nogreepxaeHo
C NorpeLuHocTbio He bonee + 0,1 abc. % npu JoBepUTENLHON BEPOSTHOCTM 95% Ans Toro, 4Tobbl Kanubpo-
BOYHble CTaHOAPTHbIE PAcTBOPbI MOINM ObITb NPUroTOBMNEHbI B COOTBETCTBMK € 10.1.2.

8.6 Obpasubl KoHTpons KadyecTBa (QC-06pasubl), NpeanovTUTENBHO NpeacTaBnsiowme cobon Yactu
OOHOro unu Gonee cMasoyHbIX Macen Uy Npucagok, KoTopble CTabunbHbl 1 ABNSIOTCA NpeacTaBUTENbHBIMM
AN aHanuanpyembix NpoaykToB. JaHHble QC-06pasLibl MOXHO MCMOMb30BaTh Afs NPOBEPKM NPaBUSIbHOCTU
npoBeAeHus npouecca UCMbITaHUsa U PYyHKLUUMOHMPOBaHUS npnbopa B COOTBETCTBMM C pasgenom 12.

9 anFOTOB.ﬂeHMe pacTBOpPOB BHYTPEHHUX CTaHAAPTOB

9.1 Bapun, kanbuun, poccop, LMHK

B konby BmectumocTbto 1 n BHocAT (240 + 0,5) r BHYTpPeHHero craHgapTa C OKTOaTtOM HUKens
(5,0 £ 0,1) % (m/m) Hukens), (30,0 = 0,1) r BHYTPEHHeEro craHgapTa C 2-3TUNrekcaHoaTtoM TUTaHa,
(8,0 £ 0,1) % (m/m) TTana) unm (30,0 = 0,1) r BHYTPeHHero ctaHgapTa ¢ okroatom orosa (8,0 £ 0,1) % (m/m)
onosa) n 450 mn pactBopuTens Ansa pasbasneHus. BecTpsaxvearoT konby nnu nepemeLunBaloT ee cogepxmmoe
He MeHee 10 MuH. Ecnn Mcnonb3yloTca BHYTPEHHUE CTaHOapThl C KOHUEHTpaunsMu 9reMeHTOB, OTruYalo-
LLUMMMICS OT yKa3aHHbIX B 8.4.1 n 8.4.2, To Heobxoanmo nogobpaTth KONMYECTBO BHYTPEHHErO CTaHaapTa Ans
Morny4yeHNs SKBMBANEHTHOW KOHLIEHTPaLMKN 3rieMeHTa B CMECH BHYTPEHHUX CcTaHAapToB. Konnm4ectso BHYT-
PEHHUX CTaHO4apTOB ONpeAenseTcs no cnegyowmm dopmynam:

A =240 x (5/x) (1)
B = 30 x (8y) 2)
C=720-[A+ B, ©)

roe A — Macca HUKenbCcodepKalllero BeLlecTsa B CMecH, T;
B — macca TuTaH- unmn onoBocoaepKalllero BellecTsa B CMecu, T,
C — macca pasbasutens, nob6aBnsieMoro K cMecu, T;
X — MaccoBasi foNs HAKENsl BO BHYTPEHHEM cTaHaapTe, %;
y — MaccoBasi foNs TUTaHa UK onoBa BO BHYTPeHHeEM cTaHaapTe, %.
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9.2 Cepa

HadTeHaT cBuHUa ¢ KoHUeHTpaumen ceuHua 24 % (m/m) npurogeH Ans WUCMOoNb30BaHMSA B KavecTBe
BHyTpeHHero ctaHgapTa. (MpepynpexaeHune — BpeaHoe BelwectBo. HadTeHaT cBMHLA TOKCUYEH, HEODXO-
AMMO MpUHMMaTb Mepbl NPegOCTOPOXHOCTM NO NpedoTBpaLLEHUI0 BAbIXaHUS NapoB, NonagaHus BHYTPb U
KOHTaKTa c koxen.) [ina AaHHOro BellecTsa NOAroToBka He TpebyeTcs.

10 NpurotoBneHne KanMGpPOBOYHbIX CTaHAAPTHLIX PAaCTBOPOB

10.1 Bapui, kanbumK, cpoccop, LUHK:

10.1.1 [ins onpenenexHnst KoHUeHTpaumn meHee 0,1 % (m/m) rotoBAT CTaHA4ApTHbIE pacTBOPbI, COaep-
xawme 0,00; 0,01; 0,025; 0,050; 0,075 1 0,10 % (M/m) KaXx4Oro anemeHTa B pactTsoputene ans pasdasneHus.

10.1.2 ina onpegeneHns KoHUeHTpauumn, npesbiwarowmx 0,1 % (m/m), roToBAT cTaHgapTHbIE pacTBOPSI,
cogepxawume 0,00; 0,10; 0,25; 0,50; 0,75 n 1,00 % (m/m) Kaxxgoro anemMeHTa B pacTeoputene ang pasbas-
neHus.

10.1.3 BHocsaT (1,000 £ 0,001) r pactBOpa UMPKOHWNCOAEPKALLErO BHYTPEHHErO cTaHgapTa (8.4.3) B konby
BMecTUMOCTbto 30 M. [Ins Kaxgoro kannbpoBOYHOro CTaHAapPTHOrO pacTBopa rOTOBAT OTAENbHY0 KOnoy.

10.1.4 BHocsaT (1,000 + 0,001) r pactBOpa BHYTpPeHHMX cTaHaapToB (9.1) B konby BMecTuMocTbio 30 Mn.
MoBTOpPAIOT AaHHYIO Onepaumio Anst Bcex Komnb ¢ KannbpoBOYHbIMU CTaH4APTHBIMWU pacTBOpamu.

10.1.5 JobaenstoT (8,00 + 0,001) r kagoro cTaH4apTHOrO pacTBopa B COOTBETCTBYHOLLYO KOMby, cogep-
Xallyo BHYTPEHHWE CTaHAapTbl, U TLWaTenbHO BCTPAXMBAKOT Unn B36anTbIBalOT Afs nepeMeLLnBaHns KoMro-
HEHTOB.

10.2 Cepa:

10.2.1 loTOBAT NATb CTAHOAPTHLIX PacTBOPOB cepbl C KOHUeHTpaumen ot 0,00 % go 2,00 % (m/m) B
pacTBopwuTerne ans pasbasneHus.

10.2.2 BHocat (1,000 + 0,001) r cBnHeLcoaepKaLLlero BHyTPEHHEro cTaHaapTa B KONObl BMECTUMOCTbBIO
30 Mn (gns KaXgoro CTaH4apTHOrO pacTBopa UCMONb3YHT OA4HY KOMoy).

10.2.3 OobGaenstoT (9,000 + 0,001) r Kaxxgoro cTaHOAPTHOrO pacTBopa B COOTBETCTBYHOLLYHO Konby, cogep-
Xallyto BHYTPEHHU CcTangapT. BeTpaxueaoT nnu nepemMeLunBaloT KOMMOHEHTbI He MeHee 10 MMWH C UCMOorb30-
BaHMem obopyanoBaHus, TpeboBaHWNs K KOTOPOMY YCTaHOBMEHbI B 6.2.

11 KanubpoBka npubopa ana onpeaeneHus 6apus, kanbumsa, pocdopa, cepbl U LUHKA

11.1 3anonHsAT COOTBETCTBYIOLLME PEHTIFEHOBCKUE SIYENKM HE MEHEE YeM HaMofoBUHY KanMbpoBou-
HbIMW CTaHOAPTHBIMM pacTBopamu. Y6exaalTcsa B OTCYTCTBMM CKIaAOK W BbIMYKIIOCTEN HA MAEHKE OKHa
a4yenkun. MNneHka gomkHa ObITb rMagKon.

11.2 MNomelLlaoT S4enkm ¢ Npobamm B Ny4OK PEHTTEHOBCKOIO U3IyYeHNst AN M3MEPEHMS 1 3anucy YNCTON
WHTEHCUBHOCTM (MMKOBasi MHTEHCUBHOCTb — (DOHOBAast UHTEHCUBHOCTb) CUIHANOB ONpeaensemMoro afiemMeHTa
N BHYTPEHHEro cTaHgapTa NMpu OPUEHTUPOBOYHBLIX AfNIMHAX BOJSIH M YCINOBMUAX, NPUBEOEHHbIX B Tabnvue 2.
[OnuTenbHOCTb n3MepeHns (NepuMod cyeTa) Ha KakOoon ANMHE BOSHbI AOMMKHA COCTaBnsaTb He Gonee 60 c.
YKasaHHble BbilLle onepaumm BbINOSHAKT CO BCEMU KannMopoBOYHbIMU CTaHAAPTHLIMW pacTBOPaMu Anst KaXX4oro
anemeHTa.

MpumeyaHue 4 — MNapameTpsbl, ykasaHHble B Tabnuvue 2, NpeAcTaBneHbl TONbLKO B Ka4eCcTBe NpuMepa, U oHn 6yayT

oTnnyaTbCA B 3aBUCUMOCTU OT NCMNOJSTb3yeMOro an6opa.

Ta6nuua 2 — OpMeHTUPOBOYHbIE NapaMeTpbl AN MeToA4a BHYTPeHHero craHaapTa

JnHusa [JnuHa BonHbl, A Yron, 20
Bapun Lay 2,77596 87,17
Kanbuuii Kay, 3,35948 113,09
OnoBo (BHYTpeHHWI cTaHaapT ansa 6apus) Ly, 3,00115 96,38
OnoBo (BHYTPEHHUI CTaHOAPT 4S8 KanbLms) Loy 3,5994 126,77
l’v:(z_:—;faj;l;TepHaTMBHbm BHYTPEHHMIN cTaHdapT anga bapus Ka, 275216 86.23
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OKoHYaHue Tabnuubl 2

NnHus JnuHa BonHsbl, A Yron, 20
docdop Ka, 2,836 89,56
LinpkoHun (BHyTpeHHWUIA cTaHaapT ans docdopa) Loy 2,7958 87,96
LinHk Koy, 1,43644 41,80
Huvkenb (BHYTPEHHWUI CTaHAAPT ANs LMHKa) Ka , 1,65791 48,63
Megb (anbTepHaTUBHLIN BHYTPEHHUI CTAHAAPT 4118 LUHKA) Koy, 1,54184 45,03
Cepa Koy, 2,4746 75,85
CBuHeL (BHYTPEHHUI CTaHAAPT ANs Cepbl) Ea, 2,4345 74,41

MpumMevyaHne — [aHHble ycnoBus nNpuBedeHbl TONbKo Ans npumepa. OnTumanbHble napameTpbl 6yayT oTnmyaTbhes
B 3aBMCUMOCTW OT Mcnonb3yembix npubopa, aHoga Tpybku U Kpuctanna. YkasaHHble YCroBUsi MPUMEHSIOTCS npu
ncnonb3oBaHWM XpOMOBOTro aHoAa M kpuctanna LiFago.

11.3 PaccuuTbiBaloT OTHOLLEHWE R KOMMYECTBa YNCTLIX OTCHETOB AJ1St SMEMEHTA K KONUYECTBY YMCThIX
OTCYETOB [fis1 COOTBETCTBYIOLLErO eMy BHYTPEHHEro cTaHaapTa [Ansi BCeX OnpefensieMblX 3MeMEHTOB U
BHYTPEHHWX CTaHOapTOB CreayHoLym ob6pasom:

R = E/I, 4)

raoe E — KonmyecTBo YMCTbIX OTCYETOB AJ14 3rIeMEHTa,;
| — KONNYECTBO YNCTbLIX OTCHETOB ON1A BHYTPEHHEro ctaHgapra.

MpumevaHne 5 — MHorne coBpeMeHHble PEHTTEHOBCKME CNEKTPOMETPbI aBTOMATUYECKN pacCyUTbIBaOT U coxpa-
HAKT AaHHOe OTHOLWIEeHne B KOManOTepHOI;I cucreme np|/|6opa.

11.4 MpoBOAAT perpecCUoHHbIN aHann3 Ongd KaK4oro anemMeHTa noctpoeHneM rpadumka 3aBUCUMOCTU
OTHOLLEHMS KONMMYECTBA YNCTbIX OTCYETOB AN 3reMeHTa K KONMYECTBY YNCTbIX OTCYETOB ANs BHYTPEHHEro
CTaHZapTa OT KOHUEHTpauum anemeHTa (% (m/m) Ha MUINIMMETPOBOM GyMare unm ¢ NOMOLLIbIO KOMMBIOTEPHOM
cuctembl npubopa. PekomeHayeTcs npoBeaeHne ABYX HE3aBUCUMbIX PErPECCMOHHbIX aHanu3oB AN Kaxagoro
Habopa KannbpoBOYHbLIX CTaHOAPTHLIX PAcTBOPOB AN onpedeneHus bapus, kanbuus, doctopa 1 LMHKa,
ykasaHHbIX B 10.1.1 1 10.1.2. C nOMOLLbI0 perpecCUoHHOro aHanu3a onpeaensoT Yron HakrnoHa KpuBon U
OTPe30K, OTCeKaeMbl Ha KOOPAMHATHOM OCU, AN KaXaoro anemeHTa, kotopble 6yayT ncnonb3oBaTbcs Ans
onpeeneHns KOHLEeHTpaLuWin 3NeMEHTOB B UCMbITyeMbIX Npobax.

12 AHanu3 obpas3uoB KOHTponsA kavyecTBa (QC-o6pa3uoB)

12.1 AHanua QC-obpa3sua BbIMOMHAKT KaXAbI pa3 B AE€Hb UCMbITaHMA AN NPOBEPKU MPaBUIIbHOCTMU
paboTbl npubopa ¥ BbINOMHEHWS Mpoueaypbl UCMbITaHWs. MOXHO NPOBECTW aHanM3 AOMOSTHUTENbHbIX
QC-obpasuoB. QC-ob6pa3supl crnegyeT aHanM3MpoBaTb B COOTBETCTBUU C yKas3aHUAMW, MpPUBEOEHHbIMU B
pasgene 13.

13 NMpoBeaeHne UcnbiTaHUA

13.1 OnpeneneHune 6apus, kanbuus, cpoccopa u UMHKa:

13.1.1 Ecnn u3BecTHO wnu npegnonaraeTcs, YTO KOHUEeHTpauus anemeHta MmeHee 1,0 % (m/m),
(8,000 £ 0,001) r npobbl MCNbITyEMOro MpodyKTa BHOCAT B kKonby BmecTumocTbio 30 M, coaepallyto
(1,000 + 0,01) r pacTBOpa BHYTpPeHHUX cTaHdapToBs (9.1) n (1,000 = 0,001) r BHyTpPEeHHero ctaHgapTa (8.4.3).
Copaepxumoe Konbbl OCTOPOXHO NepeMELLMBAIOT C UCMONb30BaHMEM BCTPSAXMBAIOLLEIO YCTPONCTBA B TeYe-
Hue He MeHee 10 MUH.

13.1.2 Ecnu n3BecTHO unu npeanoriaraeTcs, YTO KOHUEeHTpaums anemeHTta 6onee 1,0 % (m/m), npoOby
UCMbITYEMOro npoAdykta pas3baBnsiT pacTBopuTeneMm Tak, 4ToObl paboyasd KOHUEHTpauus 3nemeHTa
yMeHbLuunack npubnuantensHo go 0,5 % (m/m). BHocar (8,000 + 0,001) r pasbasrneHHoro npogykra B Konody
BmectumocTbto 30 mn, cogepxawyto (1,000 + 0,01) r pactBopa BHyTpeHHMX cTaHgapTtoB (9.1) mn (1,000 +
0,001 r) BHyTpeHHero ctangapTta (8.4.3). Cogepxumoe Korndbl OCTOPOXHO NepeMeLlnBalT C UCNOMb3oBa-
HMEeM BCTPSAXMBAIOLLErO YCTPONCTBA B TeYeHNe He meHee 10 MUH.
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13.1.3 HanueatoT nopuuto npoObl, noaroToeneHHow cornacHo 13.1.1 unu 13.1.3, B S4eliKy B COOTBETCTBUM C
11.2 n HaxoaAT YUcro oTcHeToB B cooTBeTCcTBUM ¢ 11.3. PaccunTtbiBatoT oTHowweHMe R anga anemeHTa u ero
BHYTPEHHEro ctaHgapTta B cooTBeTcTBum ¢ 11.3. OnpenensioT KOHLEHTPaLUUIo 3fieMeHTa C NOMOLLbIO COOT-
BETCTBYIOLLIEN KanMOpPOBOYHOM KPMBOW. PesynbTaTbl UCNbITaHMA Hepa3baBneHHoW npobbl 3anvcbiBaloT B
npoTokos 6e3 npeobpasoBaHus.

I'Ipmmeanme 6-B AonornHeHune K KaJ‘II/l6pOBO‘~IHbIM CTaHOapTHbIM pacTBopam, Tpe6OBaHVIH K KOTOPbIM YyCTaHOBJEHbI

B pasgene 10, moryT ObiTb Takke MPUrOTOBMEHbI KanMbpoBOYHblE CTaHAAPTHbIE PacTBOPbI ANS OAHOMO MMM

HECKOJ1IbKMX 3N1EMEHTOB C UCMNOJ1b30BaHWEM MPOAYKTOB, I'IO,EI,06HbIX aHanusnpyembim npo6a|v|, ecnun nepepn uUcnosb-

30BaHMeEM B AaHHbIX KaJ‘IVI6DOBO'-4HbIX CTaHAapTHbIX pacTBoOpax yCTaHOBJIE€Hbl KOHLUEHTpauun 3afieMeHTOB B % (m/m)

C NOMOLLbIO HEe3aBUCUMbIX NepBUYHbIX (Hanpmmep, rpaBUMETPUYECKNX UITN BOJ'IPOMOMeTpVI‘-IeCKVIX) aHarmMMTU4eCKmnx

MeToaoB.

13.1.4 KoHueHTpauuto Bapus, kanbuusd, doccopa, UMHKa UM CyMMapHyl KOHLEHTpauuio AaHHbIX
anemeHToB B % (m/m) npu pasbaBneHnn Npobbl paccynTbIBaOT MO opmyne

KoHLeHTpauws anemenTa, % (m/m) = E (S;—D) %)

roe M — maccoBas Jons aneMeHTa, onpeaeneHHasi No KannmbpoBoYHOM KpnBoK, %;
S — macca npobbl UCNbITYEMOrO NPOAYyKTa, T;
D — macca pactBopuTtens ansa pasbaeneHus, r.

13.2 OnpeneneHune cepbl:

13.2.1 Ecnu n3BeCTHO UM YCTAHOBIIEHO, YTO KOHLEHTpauus cepbl MeHee 2 % (m/m), nepeHocaTt
(9,000 £ 0,001) r npobbl UcnbITyeMoro nNpoAdykra B konby BmectumocTtbio 30 Mn, cogepxatyto (1,000 £ 0,001) r
CBMHeLcoaepXaLlero BHyTpeHHero ctaHgapTa (9.2).

13.2.2 Ecnu “3BECTHO MIN YCTaAHOBIEHO, YTO KOHLUEHTpauus cepbl 6onee 2 % (m/m), npoby pastasnstoT
pacTBOpUTENEM 40 KOHLUEHTpauum cepbl npubnuautensHo 1 % — 1,5 % (m/m). MNepeHocat (9,000 + 0,001) r
pa3baBneHHoOro npogykta B kondy BmectumocTbio 30 Mn, cogepxawyto (1,000 + 0,001) r cBuHeuconepxa-
Lero BHyTpeHHero craHgapTa (9.2).

13.2.3 MNpoBoaaT ucnbiTaHus Npob, NOAroToBMEHHbIX cornacHo 13.2.1 unu 13.2.2, npu TeX Xe yCnoBusix,
MpW KOTOPbIX UCMbITbIBANMCh CTaHAapTHbIE pacTBOpbIl. PaccuntbiBatoT OoTHoweHWe R onsa cepbl U CcBMHUA B
cootBeTCTBUM C 11.3 1 HAXOAST KOHLIEHTPALMIO Cepbl MO KanMbpoBOYHON KpMBON. Pe3ynbTaTthl UCnbITaHMs
HepasbaBneHHoON NpoObl 3anucbiBalOT B NPOTOKON 6e3 npeobpa3oBaHui. PacyeT KOHLEHTpaLmMm npy UChbl-
TaHun pasbasneHHbIX Npob no 13.1.4.

METOA UCNbITAHUA B (METOQ MATEMATUYECKOW KOPPEKLIMN)
14 PeakTuBbI 1 MaTepuansl

14.1 Tennn ans cBeToBOAA CNEKTPOMETPA.

14.2 NoHusaumnoHHbIN ras P-10, cogepxawwmn 90 % (V/V) aproHa un 10 % (V/V) meTaHa 1 npegHasHa-
YEHHbIN ANs NPOTOYHOro NPOMOPLMOHANBHOrO cHETYMKA.

14.3 PactBOpuTENnb ANA pa3taBneHUA: NoaxoasLinii pacTBOPUTENb, HE coaepPXXallnii MeTanmbl, cepy
n dpocdop (Hanpmmep, kepocrH, 6eroe Macno NN KCUNonbl).

14.4 BewecTBa, ucnornb3yemMblie ONA NPUroToBneHusA KanMGpOBO‘-IHbIX 06pa3LI,OBZ

14.4.1 Bapma 2-3aTUNreKcaHoaT C KOHLEHTpaumen 6apus B kanmbpoBo4HOM obpasue He MeHee 5 % (m/m),
NOATBEPXKAEHHOW C MOrpeLLHOCTbI0 He bonee + 0,1 abc. % ansa Toro, YTobbl KanMOPOBOYHbIE CTaHAAPTHbIE
pacTBopbl MO ObITb MPUIOTOBMEHBI B cOOTBETCTBMU ¢ 15.1. MoXHO mcnonb3oBaTe Apyrue 6apunconep-
Xalyme opraHuyeckue mMaTpuubl (He cogepxalume gpyrme metanmbl, cepy u pocdop) npu ycrnosun, 4to Gapumn
B pacTBOpe CTabwureH, ero KOHUEHTpauus cOocTaBrnsieT He MeHee 5 % (M/m) u 3Ha4YeHue KOoHLEeHTpauum
noaTBEPXKAEHO C MOrpeLlHoCcTbio He bonee + 0,1 % (m/m) npu goBepuTENnbHON BEPOATHOCTU 95 %.

14.4.2 Kanbuua okToaT C KOHLUEHTpauuen kanbuusa B kanubposoyHom obpasue He meHee 4 % (m/m),
noaTBEPXKAEHHOW C NOrpeLlHoCcTbio He Bonee + 0,1 abc. % ansa Toro, YToObl KANMOPOBOYHbIE CTaHAAPTHbIE
pacTBopbl MOMMM GbITb MPUrOTOBMEHbLI B cooTBeTcTBMM ¢ 15.1. MOXHO Mcnonb3oBaTb Apyrue KanbLuii-
cofepalime opraHudeckne matpuupbl (He cogepXxawme gpyrne metansnbl, cepy u docdop) npu ycrnosuu,
YTO KamnbLMI B pacTBOpe CTabWreH, ero KOHUEHTpaLUs COCTaBnsieT He MeHee 4 % (m/m) 1 3HaYeHne KOHLEH-
Tpaumm NOATBEPXKAEHO C NOrpeLlHoCcTLI0 He 6onee + 0,1 abc. % npu JoBepuUTENbLHON BEPOSTHOCTU 95 %.
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14.4.3 Buc(2-atunrekcun)rugpocpocar (9,62 % (m/m) coccopa) ¢ unctoron 97 %. MoxHO Mcnonb3o-
BaTb Apyrne doccopcoaepkalume opraHmyeckue mMatpuubl (He cogepxalime meTansbl U cepy) nNpu ycrnosuu,
yTO (pocchop B pacTBope CTabureH, ero KOHUEHTpaUMsa COCTaBnsieT He MeHee 2,5 % (m/m) 1 3Ha4YeHne KOHLEH-
Tpauun noaTBEPXOEHO C norpelwHocTbio He BGonee + 0,1 abc. % npu goBepuUTENbHON BEPOATHOCTM 95 %
Ansi Toro, YTobbl KAaNMOPOBOYHBIE CTaHAAPTHbBIE PACTBOPbLI MOIMK ObITb MPUrOTOBMNEHBI B COOTBETCTBME C 15.1.

14.4.4 LUnHKa oKTOoaT C KOHUEHTpaumen umHka B kanmbpoBodHOM obpasue He meHee 2,5 % (m/m),
NOATBEPXKAEHHOW C MOrpeLHocTL0 He bonee £ 0,1 abc. % ang Toro, 4Tobbl KAanNMBPOBOYHbLIE CTaHAAPTHLIE
pacTBOpbl MOMN ObITb MPUrOTOBMNEHBLI B cOOTBETCTBUM C 15.1. MOXHO ucnonb3oBaTb ApyrMe LMHKCOAEep-
Xallme opraHuyeckue matpuubl (He cogepalume apyrme metanmel, cepy u docdop) Npy yCrnoBun, YTo LIMHK
B pacTBOpe CTabureH, ero KoHLeHTpaumsa cocTaBnsieT He meHee 2,5 % (m/m) n 3Ha4YeHne KOHLIEHTpaumu
noaTBEPXKAEHO C MOrpeLlHoCTbio He 6onee + 0,1 abc. % npu AOBEPUTENBHON BEPOATHOCTM 95 %.

14.4.5 Oun-H-6yTin cynbcdua (21,9 % (m/m) cepbl) ¢ yuctoton 97 %. MoxHO ncnonb3oBaTtb gpyrue
docopcogepxalwue opraHmyeckme matpuupbl (He cogepxawme metannbl U docop) npyu ycnosun, 4To
cepa B pacTBope CcTaburnbHa, ee KOHLEeHTpauusl cocTaBnsieT He MeHee 7,5 % (m/m) n 3Ha4YeHne KOHUEeHTpa-
LMK NoATBEPXKAEHO C MOrpelHocTbio He bonee + 0,1 abc. % npu OoBepUTENbHOM BeposTHOCTM 95 % Ans
TOro, YTOObI KANMOPOBOYHbIE CTAaHAAPTHbLIE PACTBOPLI MO ObITb NPUrOTOBNEHLI B COOTBETCTBMM C 15.1.

MpymeyaHme 7 — MOXHO 1CMoNb30BaTb MMEIOLLMECS B NPOAAXKE aTTECTOBAHHbIE KannbpoBoYHble cmeck (cM. 8.5 1 14.4).

14.5 O6pa3ubl KOHTpons KadecTBa (QC-o6pa3ubl), NpeanovYTUTENBHO NpeacTaensowme cobon YacTm
ofHoro unu 6onee cMasoYHbIX Macesn Unu NPUCaaokK, KOTopble CTabunbHbl U ABNSAOTCA NpeacTaBUTENbHbLIMU
AN aHanuanpyembix NpoaykToB. [aHHble QC-06pasLbl MOXHO UCNONb30BaThb A5 NPOBEPKM NMPaBUNBHOCTM
NpoBeeHMs NpoLecca NCMbITaHus U paboTbl Npubopa B COOTBETCTBUM C pa3genom 18.

15 anFOTOBHeHMe KanMGpDBO‘-IHbIX CTaHAAPTHbLIX pacTBOpPOB

15.1 ToTOBAT KanNMOPOBOYHbIE CTaHAAPTHbLIE PACTBOPbLI TOYHLIM pa3baBneHneM Kaxxgoro us kanmbpo-
BOYHbIX 00pa3uoB, oTBevarowmux TpeboBaHnsam 14.4.1 — 14.4.5, ¢ NOMOLLLIO pacTBOpUTENs Ans pa3baBneHus
00 OOCTMKEHUS PEKOMEHOYEMbIX 3HAYEHWI KOHLIEHTPaLMIA 3NIEMEHTOB, YKa3aHHbIX B Tabnuue 3.

15.2 HecmoTtpsa Ha TO, 4YTO B Tabnuvue 3 nepeyvmcrneHbl He BCe BO3MOXHbIE KOMOMHALWMM 3NIEMEHTOB U
yKasaHbl HE BCE COOTHOLLUEHMWS KOHLIEHTPALNA 3NIEMEHTOB, KOTOPbIE MOrYT OblTb UCNOMb30BaHbI NPU NpoBe-
OEHUN M3MEPEHUn Mo OonpedeneHuMild MaTeMaTUYeCKMX MOoMnpaBoOYHbIX KO3IMUUMEHTOB ANS pasnUyYHbIX
3NEMEHTOB, KONMYECTBO CTAHAAPTHLIX PACTBOPOB M BapbUPYHOLLMXCA COOTHOLLEHWUN KOHLIEHTpaUuiA arneMeHToB
SABNSETCA AOCTATOYHbIM.

Tabnuua 3 — PekomeHayeMble KOHLEHTPaUMUu 3N1eMeHTOB B KanmMbpoBOYHbIX CTaHAAPTHbLIX pacTBoOpax
AnA MeToAa MaTeMaTM4YeCKOM Koppekuum (Bce 3Ha4YeHUA npueeaeHsl B % (m/m)

Kanm6(;g?3:ﬂizr;3:cmop Bapwui Kanbumn docop Cepa LinHk
1 0 0,80 0,5 0 0,5
2 1,0 0 0 0 0
3 1,0 0 0,5 0 0,5
4 0 0,80 0,5 15 0
5 0,5 0,40 0,25 0,75 0,25
6 0 0 0,5 15 0,5
7 1,0 0 0 15 0,5
8 1,0 0 0,5 15 0
9 0 0,80 0 15 0,5
10 0,5 0,40 0,25 0,75 0,25
11 1,0 0,80 0 15 0
12 1,0 0,80 0,5 15 0,5
13 0 0 0,5 0 0
14 0 0,80 0 0 0
15 0,5 0,40 0,25 0,75 0,25
16 1,0 0,80 0,5 0 0
17 0 0 0 15 0
18 0 0 0 0 0,5
19 1,0 0,80 0 0 0,5
20 0,5 0,40 0,25 0,75 0,25
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16 KannbposBka

16.1 3anonHsaT COOTBETCTBYIOLLME PEHTIEHOBCKNE AYENKN HE MEHEE YeM HaMOMoOBUHY CTaHAapPTHbIMU
KanmbpoBOYHbLIMW pacTBOpamu. YOexaatTca B OTCYTCTBMU CKITaA0K M BbIMYKINOCTEN HA MIIEHKE OKHA SYEMNKU.
MneHka gomkHa ObITb rNagkon.

16.2 MNMomeLaroT A4eriku ¢ npobamm B My4HOK PEHTIEHOBCKOrO U3MyYeHUs A5 U3MEPEHNS 1 3anMCu YUCTOMN
WHTEHCUBHOCTM (NMKOBasi MHTEHCMBHOCTb — (POHOBAsA WMHTEHCMBHOCTb) Afsl BCEX JJIEMEHTOB B KaXKAOM
KannbpoBOYHOM CTaHAAPTHOM pPacTBOPE NPY OPUEHTUPOBOYHLIX OJSIMHAX BOMH U YCIOBUSAX, NPUBEAEHHLIX B
Tabnuue 4. OnutenbHOCTb uamepennsa (Mepuofd cyeTa) Ha KaKOooW OJIMHE BOJSIHbl AOJMKHA COCTaBNATb He
Sonee 60 c.

I'Ipmmeanme 8 — I'Iapameprl, YKa3aHHble B Ta6r||/|u,e 4, npmBeaeHbl TONMbKO Ana npumMmepa u 6y}J,yT oTnn4yaTbCA B

3aBUCMMOCTK OT UCNOJIb3yEeMOro npm60pa.

Ta6bnuua 4 — OpVIeHTVIpOBO‘-IHbIe yCTaHOBO4YHbIe NapaMeTpbl CeKTpoMeTpa AnA Mmetoaa

MaTeMaTU4YeCKOMN KoppeKLuum

Bapun Kanbuwnn docdop Cepa LinHk
MukoBasi AnuHa BonHbI, A 2,78 3,55 6,15 5,37 1,43
Kpucrann-aHanusartop LiF,q0 LiF200 "epmaHnn pacout LiF200
lMnkoBbIN yron, 20 87,13 113,1 140,92 106,22 41,79
doHoBbIV yron, 26 85,7 1145 142,90 108,00 43,6
Hetextop” FS F F F FS
AE- NMPOTOYHBIA NPONOPLMOHANBHBINA AETEKTOP, S — CLUMHUMITIISILMOHHBIA AeTekTop, FS — 06a ykasaHHbIX AeTekTopa.

16.3 MexaneMeHTHble NMonpaBoYHble KO3ULMEHTLI, YTON HAKMNOHa KannGpPOBOYHOW KPUBOW M OTPE3OK,
oTCeKaeMblii Ha KOOpAWHATHOW OCW, HAXOOAT PErpecCUMOHHBLIM aHanM3oM C UCMOMb3oBaHMeM NporpaMmbl,
NOCTaBNsEMON ANsi KOHKPETHOIO UCMONb3yeMoro npuéopa (Npyu HanuymMm), N 3aBUCKMOCTM CrieaytoLLero Buaa:

Ci=([Di+E)A + 30; C), (6)

roe C; — KOHUeHTpaumsa onpeaensemoro anemMeHTa i;
D; — oTpes0okK, oTCekaeMbli Ha KOOPAMHATHOM OCU KannbpoBOYHOM KPUBOW ANd 3feMeHTa i;
E; — yron HaknoHa kanMbpoBOYHON KPUBOK A1 3NEeMEHTA i;
l; — n3MepeHHas YncTas MHTEHCUBHOCTb OS5 9NeMeHTa i;
0jj — MEX3/1eMEHTHbIN NONPaBOYHbIN KOIMMULMEHT ANS y4eTa BIUAHUA SNEMEHTA | Ha NEeMeHT |;
C; — KOHLUeHTpauma MeLlaloLLero afiemMeHTa .

Yron HakmnoHa KpuMBOW, OTPE30K, OTCEKAEMbIN Ha KOOPAMHATHOM OCU, 1 HADOP MEX3NEeMEHTHbIX nonpa-
BOYHbIX KOAD(PMLIMEHTOB paccUNTLIBAOT ANSA KaX40ro onpeaensemoro arieMeHTa.

16.4 lNepBoHavanbHas kanubpoBka ANS NOMyYeHWs yria HakrnoHa, oTpeska, OTCeKaeMoro Ha Koopam-
HaTHOM OCU, N MEX3MNEMEHTHbIX MOMPAaBOYHbLIX KOI(MDULIMEHTOB BLIMOMHAETCS Mepeq NepBbiM NpUMeHeHnem
MeToda UCMbITaHWs, Nocrne NpoBeaeHUs Kakon-nnmbo 3HaunTensHom paboTbl N0 TEXHNYECKOMY 0BCNYXMBAHUIO
obopynoBaHusa (Hanpumep, Nocfne yCTaHOBKM HOBOW PEHTreHOBCKOW Tpybku, mocne gobaBneHus HOBOro
KpucTanna 1 T. 4.) 1 Koraa npoBeAeHne AaHHOW KanmbpoBKku cuMTaeT HeobxoanMbIM onepaTtop (Hanpumep,
Korga npoBefeHne KanmbpoBku OOYyCroBMneHO pesynbTaTamy MUCNbiTaHUSA 06pasLoB KOHTPONS KayecTsa).
Mocnepyowasa pekannbpoBka BbINOMHAETCA C UCMOMb30BAaHNEM HE MEHEee TPeX CTaHO4APTHbIX PacTBOPOB,
cofepxallmx Bce onpefensiemble dNeMeHTbl C HOMUHAaIbHBIMU 3HAYEHUAMU KOHUEHTpauui B npegenax
COOTBETCTBYIOLNX KanMbOpOBOYHbLIX OMAMNa3oHOB, Afsl NPOBEPKM 3HAYEHMIW yrna HakroHa KanmbpoBOYHOM
KPMBOW W OTpeska, OTCEeKAaeMoro Ha KoopauHaTHOM ocu. MOXHO Takke NpUroTOBUTb MNPOU3BOSIbHbIN
CcTabunbHbIN 00pasel, KOTOPbIA MOXHO NEepMoanYeckn UCMbITLIBATL C LIENbI KOHTPONS Apenda nokasaHun
nameputenbHoro npubopa.

17 MpoTokon ucnbiTaHus
17.1 3anuceiBalOT B NPOTOKOS UCMbITAHUS KOHLEHTpaLuuMo anemeHTa B % (m/m) ¢ TOYHOCTbIO A0 Tpex

3HavaLmx umdp (x,xx; 0,xxx; 0,0xxx).
17.2 YKa3blBatoT, Kakon MeToq UCMbITaHWs UCNOMb30Barics.

10
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18 AHanu3 o6pa3L 0B KOHTPONSA KayecTBa

18.1 AHanua QC-obpa3sua BbIMOMHSAKT KaXAblil pa3 B AeHb UCMNbITaHMSA AN NPOBEPKU MPaBUNbHOCTU
paboTbl npubopa ¥ BbINOMHEHWUS Mpoueaypbl UCMbITaHWs. MOXHO MNPOBECTM aHanM3 OOMOSTHUTENbHbIX
QC-o6pasuoB. QC-0bpasLbl cregyeT aHanuanpoBaTb B COOTBETCTBUMU C yKa3aHWUsIMU, MPUBELEHHbIMU B
pasgene 19.

19 MNpoBeaeHne UcnbITaHUA

19.1 3anonHAT PEHTTEHOBCKME AYENKN HE MEHee YeM HaMonoBMHY Npobammn aHanM3mMpyemMbiX NPOAYKTOB.
Y6exaalTca B OTCYTCTBMM CKIMAAOK U BbINYKNOCTEN HA NfIeHKe OKHa sderku. MNneHka gomkHa ObiTb rnaakomn.

19.2 lMNony4atoT MHTEHCUBHOCTU AN BCEX 3NIEMEHTOB B KaxJow npobe Takmm e cnocodom, KOTopbIv
YCTaHOBIEH 4118 KanMbpOBOYHbIX CTaHAAPTHLIX pacTBoOpoB (16.2).

19.3 KoHLeHTpaLuy 3neMeHTOB B KaXgow Npobe MCnbITyeMOoro NpoAykTa paccYUTbIBalOT, UCMONb3yst M3Me-
PEHHbIE MHTEHCUBHOCTM Y NOMpPaBoYHble KOAULMEHTBI, NOSyYEHHbIE NPU BbINONHEHUM Kanubposku (16.3).

19.4 B Tex cnyyasix, Korga KoHLeEeHTpauum anemeHToB npesbiwatT 1 % (m/m) gna 6apus, kanbuws,
doccopa 1 umHka unmn 2 % (m/m) gnsa cepol, npouenypsl 19.1 — 19.3 noBTOpsAOT ANs pa3baBrneHHbIX Npod
NCNbITYEMbIX MPOAYKTOB.

20 KoHTponb ka4yecTBa

20.1 MNoaTeepxaatoT NPaBUIbLHOCTL Npouedypbl UCNbITaHWs, aHanusmpys QC-obpasubl (pasgen 12 ang
mMeToda ucnoitaHus A unu pasgen 18 aona metoga ucnoitaHus B).

20.1.1 Ecnu npoTtokonbl koHTpons kadectBa (QC)/rapaHTum kavectBa (QA) Ans ucnbiTatensHon anna-
paTypbl Y& UMEeTCS B Hanuyinn, To UX MOXXHO MCMOSb30BaTh AN NOATBEMKAEHUS JOCTOBEPHOCTU Pesyrib-
TaToB UCMbITAHUS.

20.1.2 Ecnu Bbllweyka3aHHbIX NMPOTOKOIIOB B HaNM4yum HET, TO B KayecTBe cxembl npoBeaeHms QC/QA
MOXHO UCnonb3oBaTh npunoxeHue X1.

21 TOYHOCTb M OTKNOHeHue?

21.1 TOYHOCTb OMMCaHHbIX B HACTOSLLIEM CTaHAapTe METOA0B UCMbITaHUS, onpeaerneHHas B pesyrnbraTe
CTaATUCTUYECKOTO aHanu3a pes3ynbTaToB MexnabopaTopHbIX UCTIbITaHWUIA, NPUBEOEHa HUKE.

21.1.1 CxopumocTb

PacxoxaeHve mexay AByMsi nocrnefoBaTefbHbIMU pe3ynbTaTamMu UCNbITaHWUKI, NONyYeHHbIMU O4HUM U
TEM >Xe ornepaTtopom npu paboTe Ha OAHOM U TOM ke 000pYyLOBaHUK MPU OAMHAKOBbLIX YCIOBUAX HA MAOEH-
TUYHOM MCMbITYEMOM MNPOAYKTE B TEHEHUE ANUTENBHOr0 NPOMEXYTKa BPEMEHU NPU NPaBUITbHOM BbINOMHEHUN
MeToza, TONMbKO B OQHOM cry4ae 13 ABaguaTvi MOXeT NPeBbICUTb 3HaYeHUs, NPUBEAEHHbIE HUXE.

21.1.1.1 MeTtop ucnbiTaHua A. 3HayeHus MoryT ObiTb MOMNy4YeHbl AMs KaXOOro anemMeHTa u nobown
3a[laHHON KOHLIEHTpauuu B npegenax obnactn npuMeHeHUs HacTOSILLEro MeToda UCMbITAHWUS C UCMONb30-
BaHMEM MaTeEMaTUYECKUX BbIPAXXEHWI, NPUBEAEHHbIX B Tabnuue 5, 1 KpUBbIX, MOKa3aHHbIX Ha pUcyHke 1.

21.1.1.2 MeTton vcnbiTauus B. 3HauyeHnss MoryT GbiTb NONyYeHbl ANs KaXOOro anemeHTa un nwobon
3a[jJaHHON KOHLIEHTpauuMn B npegenax obnactn NnpuMeHeHUst HaCTOSALWEro MeToda UCMbITaHUS C UCMOSNb30-
BaHMEM MaTEMATUYECKUX BbIPAXXEHWI, NPUBEAEHHbIX B Tabnuue 5, 1 KpUBbIX, NOKa3aHHbIX Ha pUcyHke 1.

21.1.2 Bocnpou3sBoaMMoCTb

PacxoxgeHve mexay ABYMsi OTAENbHbIMU M HE3aBUCUMbIMW pe3ynbTaTamMu UCMbITaHUA, NOy4YEHHbIMM
pasHbIMK onepatopaMy B pas3Hbix nabopaTtopusx Ha WOEHTMYHOM WUCMBbITYEMOM MPOAYKTE B TeYyeHue
ONUTENbHOIO NMPOMEXYTKA BPEMEHM, TOMbKO B OOHOM Criyyae w3 ABafuaTti MOXET MPEeBbICUTb 3HaYeHus,
NpuUBEAEHHbIE HUXE.

21.1.2.1 MeTtoa ucnbiTaHua A. 3HadyeHust MOryT ObiTb MOMyYeHbl ONsl KaXOoro ariemMeHTa u nobon
3a[jaHHON KOHLIEHTpaLuMuK B npegernax obnactun npumMeHeHnst HacTosILLEro MeToga MCMbITaHusl C UCMOSb30-
BaHMeEM MmaTeMaTnv4eCKkmnx Bblpa)KeHI/IVI, npmBeaeHHbIX B Ta6nv|ue 5, M KPpUBbIX, NOKa3aHHbIX Ha PUCYHKe 1.

) NopTeepxaaloLMe MaTepuanbl MMEIOTCS B HaNMuUn B apxuBe WTab-ksapTupsl ASTM International  MoryT GbiTb
nony4eHsbl No 3anpocy nccregosarensckoro ot4eta RR:D02-1259.
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21.1.2.2 Metoa ucnbiTaHus B. 3HaueHnsa moryT ObITb MonyyeHbl ANS Kaxaoro anemeHta u nwobou
3aaHHON KOHLUeHTpauuu B npedenax obnactu NpUMeHeHMs HacTosLWero MeToaa UCMbITaHWs C UCMONb30-
BaHMEM MaTeMaTU4eCKMX BblPaXXEeHWIN, MPUBEAEHHbIX B Tabnuue 5, 1 KpUBbIX, NOKa3aHHbIX Ha pUCYHKe 1.

Tabnuua 5 — CxoAMMOCTbL U BOCNPON3BOAUMOCTb

3nemeHT CxoamMmocTb | BocnpounssognmocTtb
MeTon BHYTpeHHero craHgapTta
Bapwuit 0,03214 X"%° 0,07105 X*%°
KanbLwii 0,0285 (X + 0,003)*"" 0,078 (X + 0,003)%""
docop 0,0411 X*"° 0,078 X°7%°
Cepa 0,03966 X 0,2098 X
LinHk 0,0157 X*% 0,0373 X°%
MeTog maTemaTu4eckon Koppekumum
Bapwii 0,02028 X 0,1593 X
Kanbuuii 0,018 X>™ 0,07841 X*™
docchop 0,033 X%8% 0,1138 X%8%?
Cepa 0,05335 (X + 0,001) 0,1669 (X + 0,001)
LinHk 0,0197 (X + 0,001)*** 0,1206 (X + 0,001)"**

21.2 OTKNnoHeHue. [Ing HacToALWNX METOA0B UCMNbITAHMUSA OTKITOHEHUE HE YCTaHOBJ1EHO M3-3a OTCYTCTBUA
noaxoadulero atteCtoBaHHOro CtaH4apTHOro oGpasu,a C N3BeCTHbIM COCTaBOM.
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MpunoxeHue X1
(pekomeHgyemoe)

KoHTponb kayecTBa

X1.1 dyHKuMoHMpoBaHMe o6opyaoBaHMs 1 NPOLEAYpPY MUCMbITaHUS NOATBEPXKOAT, aHanu3mpysa obpasubl
KOHTponsi kavyecTBa (QC-obpasubl).

X1.2 MNepepn npoBepKoON npouecca 3mMepeHnst Nosib30BaTENO HACTOALLEro MeToAa UCTbITaHUS HeobXxo-
oMo  onpedenuTb cpedHee 3HadeHue W npedensl  JonyckaemblX OTKMoHeHun Aana  QC-obpasua
(cM. ASTM D 6299 1 ASTM MNL 7%).

X1.3 [na noaTBepXaeHUst CTaTUCTUYECKON NOAKOHTPOSIbHOCTU BCEro npouecca UCMbITaHUs perncTpu-
pytoT pe3ynbTaThl UcnbiTaHna QC-06pasuoB M aHanM3npyT NX C NOMOLLbI0 KOHTPOSbHBIX KapT unv apyrown
CTaTUCTUYECKN paBHOLIEHHOW npoueaypbl (cM. ASTM D 6299 n ASTM MNL 7). Hannune nobbix BbinagaroLmx
KOHTPOIbHbIX AaHHbIX obycrnaBnmBaeT HEOOXOAUMOCTb UCCMNef0BaHWs MO BbISIBIIEHNIO OCHOBHOW MPUYMHbI
(Mpu4mMH) nx nosiBnNeHus. Pe3ynbTaTbl AaHHOrO UCCNELOBaHUSA MOTyT yKasblBaTb HA HEOOXOOUMOCTb, HO HE
006s3aTenbHO, MOBTOPHOW KannbpoBKU n3aMepuTensHOro npubopa.

X1.4 Tlpn oOTCyTCTBMM oOnpedeneHHblXx TpeboBaHW B METOAE WCMbITaHMSA 4YacToTa WCMbITaHUN
QC-06pasLoB 3aBMCUT OT KPUTUHHOCTU U3MEPSIEMOTO MokKasaTens, cTabunbHOCTM Mpouecca UCTbITaHns U
TpeboBaHun notpedbutens. O6bIYHO aHann3 QC-obpasua BbINOMHAT eXeAHEBHO MpU NPOBEAEHMN MOBCE-
OHEBHbIX uchbiTaHun. lNMpu noBcegHeBHOM aHanu3e 6onblIOro KonuyecTsa Npob 4acToTy npoBedeHus
KOHTpOMs KayecTBa crnegyeT yBennuntb. OgHaKo, ecrniv NnpoaeMOHCTPUPOBAHO, YTO UCTbITaHWE HaxoauTCs
nof, CTaTUCTUYECKMM KOHTPOSIEM, YacTOTy NPOBEAEHUsI KOHTPOMS KayecTBa MOXHO yMeHbwnTb. Heobxogmmo
NpoBepsTb TOYHOCTbL aHanuM3a QC-obpasLoB Ha cooTBeTcTBME TPeboBaHMAM TOYHOCTU, YCTaHOBIEHHbLIM B
MeTodax ucnoitTaHnsa ASTM, ansa obecnevyeHns kavyecTsa NonyvyaemblX pedynbTaToB UCNbITaHUS.

X1.5 PekoMeHOyeTcH, ecnu aTo BO3MOXHO, YTOOLI TUM perynspHo ucnbiTbiBaemoro QC-obpasua 6bin
npeacTaBUTENbHBIM MO OTHOLLEHUIO K NOBCEOHEBHO aHanuavpyembiM MaTepuanam. Ha npegnonaraembiii
nepviof, NPoBeAEHUS UCTIbITAHUIA B Hanu4uMm SOJMKHO OblTe AocTaTouHoe KonmvecTBo QC-06pas3uoB, KoTopkle
OOIMKHbI BbITb OOHOPOAHBLIMU U CTAOUINBHBIMU NPU YCTAHOBIEHHbIX YCITOBUSAX XPaHEHUS.

X1.6 JononHuTenbHble ykasaHusa Mo NpoBeAeHWIo npoLeaypbl KOHTPOMS KayecTsa U npoueaypbl ¢ UCnorsb-
30BaHWEM KOHTPOJSIbHbIX KapT npmBeneHbl B ASTM D 6299 n ASTM MNL 7.

® ASTM MHL 7 PykoBoACTBO No npeactaBrieHUIo AaHHbIX aHanu3a B KOHTPOSbHLIX KapTax, 6-e n3gaHve, ASTM
International, W. Conshohocken, PA.
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