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FOCT ISO 14596—2016

MNpegncnosne

Llenn, ocHOBHbIE NPVHLMMLI M 06LLMe NpaBuia NPoBeAEHNSA paboT Mo MeXrocy4apCTBEHHON cTaHAapTM3aLmm
yctaHoBneHsl FTOCT 1.0 «MexrocygapcTBeHHas cuctema craHgaptnsauumn. OCHOBHble nonoxexus» n FOCT 1.2
«MexrocyiapcTBeHHas cuctema ctaHgapTmaumn. CtaHAapTbl MEXTOCYAAPCTBEHHbIE, NpaBuia U pekoMeHaaLmm
No MEXrocyAapCTBEHHOW cTaHAapTu3auun. Mpasuna pa3paboTku, NPUHATWS, OGHOB/IEHUSI U OTMEHbI»

CBepeHna o cTaHgapTe

1 NOATOTOBJIEH MexrocyaapCTBEHHbIM TEXHUYECKAM KOMUTETOM Mo ctaHgaptusaumm MTK 31 «He-
PTAHbIE TOMMMBaA M CMa3oyHble mMaTepuanbl», OTKPbITbIM akLUMOHEPHbIM 06LLecTBOM «Bcepoccuiicknii Ha-
YYHO-MUCCNeAoBaTeIbCKUN NHCTUTYT No nepepaboTtke HedpTn» (OAO «BHWW HIM») Ha 0OCHOBE COGCTBEHHOTO

nepeBoja Ha PyCCKWii A3bIK aHTI0NA3bIYHON BEpCUM cTaHaapTa, YKasaHHOro B MyHkTe 5

2 BHECEH ®epepasibHbIM areHTCTBOM M0 TEXHUYECKOMY PerysimpoBaHuio 1 MeTposiorum

3 MPUHAT MexrocygapcTBeHHbIM COBETOM MO CTaHAapTM3aunv, MeTposiorm n ceptudmkauum (npo-
TOKON OT 22 Hos16psA 2016 r. Ne 93-11)

3a NpuHATME NPOrosiocoBanu:

KpaTKOe HanmeHoBaHWe cTpaHbl KOA CTpaHbl O MK COKDaLLteHHOe HanMeHOBaHWe HayuuoHasibHOro opraHa
no MK(MCO318B) 004-97 <NCO0 31BB) 004-97 no ctaHgapTusaumun
ApmeHuns AM MuH3KOHOMUKKN Pecny6nmku ApmeHuns
Benapycb BY FocctaHgapTt Pecny6nvkn Benapycb
Knprusums KG Kbiprei3ctaHgapt
Poccus RU PoccTtaHgapT
TapXukuctaH TJ TamxunkcraHgapT
Y36ekucraH uz Y3ctaHgapT

4 Tlpukasom CDe,u,epaanoro areHTcTBa Mno TeXHNWYEeCcKoMy peryimpoBaHuio U METPOIOTN OT 4 anpens

2017 . No 246-cT MexrocyaapcTBeHHblin ctaHgapT FTOCT ISO 14596—2016 BBeAeH B AelicTBME B KayecTBe
HaLMoHa/IbHOro cTaHaapTa Poccuiickoin ®epepaunmn ¢ 1 nions 2018 .

5 HacTosAwwuii ctaHfapT naeHTuYeH MexayHapogHomy ctaHgapTy ISO 14596:2007 «HedTenpogyKThbl.
Onpegenexune cogepxaHus cepbl. PeHTreHodlyopecLeHTHas CnekTpoMeTpusa ¢ gucnepcuen no gamHe BOs-
Hbl» («Petroleum products — Determination of sulfur content — Wavelength-dispersive X-ray fluorescence
spectrometry». IDT).

MexayHapogHblii cTaHAapT paspaboTaH TexHMYeckM KOMUTETOM Mo cTaHgaptu3auum ISO/TC 28
«HedTenpoaykTbl U CMa3oyHble MaTepuasbl» MexayHapoAHol opraHm3auuy no ctaHgapTtusauymm (1SO).

HanmeHoBaHue HacTosLero crtaHjaprta U3MEHEHO OTHOCUTE/IbHO HaMMEHOBAaHUSA yKa3aHHOro Mexay-
HapoaHoro ctaHgapTa As1s npveegeHus B cootsetcteue ¢ FOCT 1.5 (nogpasgen 3.6).

Mpu NprMeHeHNn HacToALero cTaHjapTa pekoMeHAyeTCs UCNo/b30BaTb BMECTO CCbIJIOYHbIX MeXAy-
HapoAHbIX CTaHAAPTOB COOTBETCTBYIOLME UM MEXIOCYAapCTBEHHbIE CTaHAAPTbI, CBEAEHUSA O KOTOPbIX Npu-
BefeHbl B JONONHUTENILHOM Npunoxenun JA

6 BBEJEH BIEPBbIE

7 NMEPEN3OAHWE. Asryct 2019 r.
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WNHopmaLuus o BBegeHun B feiicTBME (NpekpaLleHun AeiicTBUS) HacToALWero cTaHgapTa u n3ve-
HEHWUI K HeMY Ha TeppuTOpMM yKa3aHHbIX Bbille rocyfapcTB Ny6avMkyeTCs B yKazaTensx HauMoHa IbHbIX
CTaH4apTOoB, N3aBaembix B 3TUX rocyAgapcTBax, a Takke B ceTU VIHTepHeT Ha caliTax CoOOTBeTCTBY-
OLLLMX HaLMOHasIbHbIX OPraHoB No cTaHAapTu3auun.

B cnyyae nepecmoTpa, U3MEHEHVA WAN OTMeHbl HAaCTOALWEro cTaHjapTa cooTBeTCTByLWas
nHdopmMauua byaeT onybnnkosaHa Ha odpuLManbHOM MHTepHeT-caliTe MexrocyfjapcTBEHHOro coBeTa
no cTaHjapTu3auui, meTponorum n cepTudurkauum B kaTanore «MexrocygapcTBeHHblE CTaHaapTbi»

© 1SO. 2007 — Bce npaBa coxpaHsoTca
© CtaHgapTuHdopm. opopmneHne. 2017, 2019

B Poccuiickoii ®efepauuy HaCTOALWMIA CTaHAAPT HE MOXEeT 6biTh MOSIHOCTbLIO UK
YacTMYHO BOCMPOU3BEMEH, TUPaXMPOBaH M pacnpocTpaHeH B KayecTBe ouLManbHoro
u3gaHna 6e3 paspelleHuss defepasibHOr0 areHTCTBa Mo TEXHUUYECKOMY pPerynpoBaHuto
1 MEeTPONormn
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M E X T OCUY 4 APCTBEHH bl 7 CTAHAOAPT

HE®TEMNPOAYKThI

OnpefeneHHO cofepXaHus cepbl METOLO0M PEHTreHog/lyopecLeHTHOi cnekTpoMeTpum
c gucnepcuveil No ANUHEe BOJHbI

Petroleum products.
Determination of sulfur content by method of wavelength-dispersive X-ray fluorescence spectrometry

Nata BBegeHns — 2018—07—01

MpepynpexaeHne — MpUMEHEHWe HACTOSILLEro CTaHAapTa CBA3aHO € UCMOMb30BAHMEM OMAacHbIX Be-
LOCTB. Mpoleayp 1 o6opypoBaHus. HacToswuii cTaHAapT He CTaBUT CBOEW Liefiblo PeLlnTs BCe BOMPOCHI
6e30nacHoOCTU, CBsI3aHHbIe C ero Ucnosib3oBaHneM. Monb3oBaTesib HACTOSILLEro cTaHgapTa HeceT OTBETCTBEH-
HOCTb 3a YCTaHOB/IEHWE COOTBETCTBYIOLMX Mep 6€30MacHOCTY 1 OXpaHbl 340P0BbSA NepcoHasna v onpeaenset
Llenecoo6pasHOCTb MPUMEHEHNSI 3aKOHOAATE/bHbLIX OFPaHWYEeHW nepes NPUMEHEHUEM HACTOSLLEro CTaH-
JapTa.

1 O6nacTb NpUMEHEHs

HacTosawwwii ctaHgapT ycTaHaBIMBaeT MeTOZ onpeeieHns cofepxaHns cepbl B AnanasoHe ot 0.001 % macc,
8o 2,500 % macc, B Xuakux HedpTenpogykrax, npucagkax K Hedprenpogykram, nosyTBepAbliX U TBEpAbIX He-
dTenpoaykTax. KoTopble nNepexoanT B XWAKOE COCTOSIHME NPV yMEPEeHHOM HarpeBaHuu Wau pacTBOPSAOTCA
B OpraHnyeckux pactsopuTensix (CM. 4.1) ¢ He3HauMTe NbHbIM WAV TOYHO U3BECTHbIM COAEPXaHMEM Cepbl.
Bonee BbicOKOe cofiepaHne cepbl MOXHO onpefennTb C NOMOLLbI0 pasbasneHus. MNpu cob0AeHNn HacTo-
Alero MeToga Apyrue anemeHThl, cogepxalinecs B npegnonaraemMoii KOHLeHTpauuy B obpasie, He BAUAT
Ha pe3ynbTaT AaHHOro aHansa.

MpumeyaHue 1— B HaCTOALIEM CTaHAAPTE TEPMUH «¥% MACC.» VUCTIOMNbL3YHOT /151 0603HAYEHS| MACCOBOIA A0/M
BELLECTBA.

Bbicokve cogepxaHus gpoccopa unm xnopa (06bI4HO Bbilwe 3 % macc.) MOryT Bbi3BaTb OTK/IOHEHUS B
pesynbTaTe aHann3a 3a cYeT pasHoro nornowenns Zr-Lu n S-Ku. B atux cnyyasax Heo6xoAMmMo NpoBecTU uc-
cnepfoBaHne 45 onpegeneHns 3Ha4MMOoCTU NOTEeHUNabHbBIX MOMEX.

Mpn HanMuMm 60MbLIMX KONUYecTB MonnbaeHa (06bI4HO cBbiwe 50 mr/kr n Ao 100 Mr/kr) MoXeT BO3-
HVIKHYTb NOBbILLEHHOEe (POHOBOE M3/TyYeHVe 1 CNeKTpasibHOe NepekpbiThe C CUrHanoM cepbl. B aTux ciyvasx
Heo6XxoAMMO TWaTenbHO U3YUYUTb CNekTpasbHble 061acTv, Hanpumep uccriefoBaTb 3HaYMMOCTb 3TOro Mo-
TeHUMaIbHOTO UCTOYHMKA MOMEX.

2 HopmaTtmnBHbIE CCbINKU

B HacTosilem cTaHAapTe MCNo/b30BaHbl HOPMAaTVBHbIE CCbISIKM Ha crefyiolue ctaHgapTsl. Ana gatu-
POBaHHbIX CCbISIOK MPUMEHSAIOT TOJIbKO YKa3aHHOe n3faHve CCbI/IOYHOro CTaHAapTa, 419 HeJaTupOoBaHHbIX —
nocnegHee usgaHve (BkioYasa Bce U3MEHeHUs).

ISO 3170:2004. Petroleum liquids — Manual sampling (OKugkne HedpTenpoaykTbl. Py4uHoil oT6opa npob)

ISO 3171:1988. Petroleum liquids — Automatic pipeline sampling ()Kngkne HecbTtenpogykTbl. ABTOMaTH-
yeckuii oT60p Npob6 13 Tpy6onpoBosa)

Mn3paHune opuynanbHoe
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3 CywHocCTb MeToda

HaBecky o6pasua AN UCMblITaHUsa U pacTBOP LUPKOHWA B KayeCTBe BHYTPEHHEro craHgapta CMeLu-
BaloT B 3a/lJaHHOM MAacCOBOM COOTHOLLEHMM, NMOMELLAIOT B KIOBETY A1 06pa3ua u noasepratwoT nepsnuyHoMy
N3Ty4YEeHUI0 PEeHTTEHOBCKON TPYOK.

M3MepsoT cKOpOCTM cyeTa MMNynbcoB 0T S-Ku chayopecueHunn npu ganHe BoaHbl 0,5373 HMm, oT
Zr-La, dnyopecueHunm npu AnnHe BofHbl 0,6070 HM M CKOPOCTb cyeTa MMMY/bCOB (DOHOBOrO M3NyyeHus
npv AnunHe BonHbl 0,545 HM 1 BbIYMCAAIOT OTHOLLEHWE Pe3yNbTUPYIOLMX CKopocTel cueta. CogepxaHne cepsbl
B 06pasue onpeaensitoT Nno KaM6poBOYHOW KPUBOWA, NOMYyYEHHOM HA OCHOBE Ka/SIMBPOBOYHBIX CTaHAAPTHbIX
pacTBOpOB Cepbl.

MpumeyaHne 2— B HaCTOSILLEM CTaHAAPTE KCMNO/b3YHOT 0603HAYEHVIE PEHTTEHOBCKOM /IMHWM Mo CurbaHy S-K;
PEHTreHOBCKyH MMHMK0 No cucteMe IUPAC o6osHavatoT S K-L2 3

4 PeaKTnBbl 1 MaTepuasbl

4.1 benoe macno (nerkoe napatmMHoBOe Macsi0) BbICOKOW CTENEeHN YACTOTbl C COAEPXaHNEM Cepbl He
6onee 1 mr/kr.

4.2 O6pasubl C U3BECTHbIM C TOYHOCTbIO A0 0.01 % macc, cogepxaHuem cepbl, UCNOb3yeMble 418 Npu-
rOTOBJ/IEHUSA NEPBUYHBLIX CTAH4APTHbLIX PACTBOPOB.

MOXHO Mcnonb30BaTh COEANHEHUA, NpuBeeHHbIe B 4.2.1—4.2.3. HOMWHAsIbHbIE 3HAYEHUA copepxa-
HUSA cepbl B HUX NPUBEAEHbI HWKe. Ecnn unctoTa aTnx coeguHeHnii meHee 99 %, To HEOOXOAMMO NPUMEHATb
cepTdnLMpoBaHHble Matepuasnbl UAv Ao/HkHa GbiTb TOYHO M3BECTHA NPUPOAA BCeX Npumecei u nx cogep-
XaHve ¢ ToyHocTbio A0 0.01 % macc.

4.2.1 nbeHsotnodeH (DBT) ¢ HOMUHaNbHBIM cogepxaHuem cepbl 17.399 % macc.

4.2.2 Aneytuncynbcug (DBS) ¢ HOMVHaNbHBIM cogepxaHvem cepbl 21,915 % macc.

4.2.3 TuoHadTeH (6eH3oTnodeH) (TNA) ¢ HOMUHaNbHLIM codepxaHneM cepbl 23,890 % macc.

4.3 CepTuduumpoBaHHble 3TasIOHHbIE BeLLecTBa C U3BECTHbIM CoepXaHnem cepbl. VIcnonb3yoT seLle-
CTBa OT HaLMOHa/IbHOIO opraHa no ctaHAapTusauuy unv oT akKpeAuToBaHHOTO NocTaBLiMKa.

4.4 PacTtBop uMpKoHUA A

PacTtBop oKkTOoaTa LUMPKOHWUA C codepXaHneM LMPKOHUSA B AnanasoHe oT 12 % macc, o 18 % macc, wim
Apyroe macnopacTBOpMMOe COefiMHEHNE LMPKOHWUSA, He cofepxallee cepy, pacTBOpeHHoe B 6esioM macne
(4.1), c maccoBoii fonei LMPKOHUS B TOM Xe AuanasoHe.

4.5 PacTtBOp UMpKOHUA B

PacTBopstoT pacTBop uuMpkoHuns A (4.4) B 6enom macne (4.1) AN nonyvyeHus cogepXaHus LUPKOHUSA
npumepHo 1 % macc.

5 Annapartypa

5.1 PeHTreHodnyopecueHTHbIn cnekTpomeTp (WDXRF) ¢ gucnepcueit no g/iMHe BOJIHbI

MoXxHO wmcnonb3oBaTtb Nt060I peHTreHodyopecLeHTHbI cnekTpoMmeTp WDXRF. cooTBeTCTBYHOLLMiA
TpeboBaHuAM, NpuBefeHHbIM B Tabnuue 1. YctaHaBnvMBaloT U HacTpamBatoT CMEKTPOMETP B COOTBETCTBUN C UH-
CTPYKUMUAMUN N3rOTOBUTENS.

Ta6nuua 1— O6wme TpeboBaHUsA K CreKTPOMETPY

KOMMNOHEHT Tpe6oBaHue
AHoA Poauia, ckaHaunii nnm xpom
HanpsxeHue**, kB 30—50
Cuna Toka*1 MA 30—70
Konnumvarop KpynHO3epH1CTbIN
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OKOH4YaHue Tabnuubl 1

KomnoHeHT Tpe6oBaHue
KpucTtann-aHanusarop FepmMaHuii, NBHTa3pUTPUT UK rpacput
OnTUYecKnii KOHTYp Fenuit
OKOLLKO KHOBETbI MneHka 13 nonnacmpa UaM NOAUNPONUAEHA TONWMHON 2—6 MKM. He coaep-

xawas cepy

feTtekTop a3oBbIii I'IpOTOHHO-I'IpOI'IOpLJ'I/IOHaﬂbeIﬁ CYEeTYMK C BbHOOKOaAMN/INTYAKbIM aHa-
nn3atopom

A>MOXHO NCNosb30BaTb CUCTEMbI C MasIO MOLLHOCTbIO, €C/I NOATBEPXAEHO COOTBETCTBUE TPEGOBAHMAM, NpU-
BefeHHbIM B 8.3 1 pa3gene 12.

5.2 AHanuTnyeckne Bechbl

AHanuTnyeckue Bechl, 06eCI'Ie‘-WIBaIOLIJ,VIe B3BeLUMBaHWe ¢ TOYHOCTbIO A0 0.1 wr.

5.3 F'omoreHunsartop

[omoreHusartop, He Bbl3bIBa}OLLI|I/IIZ aspaumio, c BbICOKO/A CKOpPOCTbH caBura, naM MmarHuTHas HarpeBsae-
Mas MelwaJsika, nan yﬂpraSByKOBOVI cmecuTersb.

5.4 Kon6bl

Kon6bl KOHM4Yeckoli hopMbl C Y3KUM rOpsIOM BMECTUMOCTbI0 50 CM3, N3rOTOBMIEHHbIE U3 GOPOCUIMKATHOTO
CTekNa, c NpUTepTbIMU Npo6kamu. [11s NCXOAHbIX PACTBOPOB MUCMO/b3YIOT KOM6bI 66/1bLIE BMECTMMOCTY (CM. 7.2).

6 OT60p NpPo6

6.1 Ecnu HeT apyrux ykasaHuii, npo6bl 0T6MpatoT no npoueaypam, npmeegeHHbIM B 1ISO 3170 n ISO 3171.

6.2 VcnbiTyeMmblli o6pasel, 0TOMpaloT oT Npo6bl Nocne ee TWaTe/IbHOro NepemMeLlMBaHna U AeneHus.
Bsaskve obpasLibl HarpesatoT A0 TemnepaTypbl, NPU KOTOPOI 06pasew, NepexoAnT B XMAKOE COCTOAHME, 1 MpK
HEeOH6X04MMOCTM FTOMOrEeHMN3MPYIOT C MOMOLL b0 romoreHusartopa (5.3).

NMpumeuyaHune 3 — B HacTosieM cTaHhapTe TEPMUH «ob6paseu» BK/OYAeT B cebs Takke pacTBOpbl, NPUro-
TOBJ/IEHHbIE N3 NPUCAA0K, MONYTBEPAbIX U TBepAblX HE(TENPOAYKTOB, NPeABapUTesIbHO HAarpeTbiX U/Man pas6asBnieHHbIX.

7 KannbpoBo4Hble pacTBOpPbI

7.1 O6wume nonoxeHms

[lns npuroToBneHNa NCXOAHbIX PAcTBOPOB Cepbl COOTBETCTBYIOLLErO Anana3oHa UCcnosb3yoT cepTudu-
LMpoBaHHble 3TasloHHble Matepuanbl (4.3) UAn nepsBuYHbIe CTaHapTHbIE PacTBOPbI, NPUrOTOB/IEHHbIE U3
coeauHeHunn cepsl (4.2), pacTBOpPEHHbIX B 6e/10M Macne.

7.2 TIpUroToB/EHNE NCXOAHbIX PACTBOPOB

[na npuroToBneHMs UCXOAHbIX PACTBOPOB C COAepXaHWem cepbl Npuban3ntTensHo 2.50 % macc, u
0,10 % macc., BbluUCNsiEMbIM € TOYHOCTLIO A0 0.001 % macc., B3BelIMBatoT onpefesieHHoe KOIMYecTBO COo-
efMHeHuns cepbl Mo 4.2 nanM cepTunLMPOBaHHOIO 3TaJIOHHOTO MaTepuasna no 4.3 ¢ TOYHOCTbo 40 0.1 Mr un
pacTBOpAIOT ero B 6e510M Macse npu TemnepaTtype okpyxatLieli cpegpl. TwaTtenbHO nepemMeLlunBatoT cogep-
Xunumoe romoreHnsatopom (5.3).

[na npurotoBneHns MCXoAHbIX pacTBopoB K 100 r 6enoro macna f06aBnaT coeanHeHe cepbl Npu-
6113UTENBHO B CNeayoLeM KONnyecTee:

DBT (4.2.1): 16.75r (2,50 % macc.) n 0.50 r (0,10 % macc.);

DBS (4.2.2): 12.85 1 (2.50 % macc.) n 0.45 r (0.10 % macc.):

TNA (4.2.3): 11.65 1 (2.50 % macc.) n 0.40 r (0,10 % macc.).

Ona nepemelunBaHnsa COAEPXMMOro KOMGbl NCMOMb3YIT MarHUTHYIO MeLlanky uim nepemeluvsaioliee
YCTPOICTBO C NOKPbITUEM U3 CTEKNa WK nonuTeTpadTopaTuieHa.
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BbluncnsioT TouHoe cogepxaHue cepbl Ws 2(% Macc.) C TOYHOCTbIO 40 TPeTbEero 4ecATUYHOrO 3Haka no
KonmuyecTBy 6€10ro macna 1 Ucnosib3yemMoro CoeguHeHus cepbl nNo hopmyse

ws.2 e e e

TC +TO'
rge TC — macca CoeuHeHus cepsbl, T,
ks , — cogepxaHue cepbl B cepocofepxaliem coegnHeHmm. % macc.,
T0 — macca 6enoro mMacna, .

7.3 TMpuroToBfieHMe cTaHAapPTHLIX PacTBOPOB

7.3.1 [Onana3oH BbICOKMX KOHUeHTpauuii (0,1 % macc. — 2,5 % macc.)

FoToBAT NPM6AU3NTENLHO NO 25 T CTaH4AaPTHbIX PacTBOPOB C COAEpPXaHWem cepbl NpUbGAN3NTENbHO
2.0 % macc.; 1.5 % macc.; 1.0 % macc.; 0.7 % macc, u 0.4 % macc. 14 3Toro B Ko/16bl BMECTMMOCTbIO 50 cm3
(5.4) B3BelWMBAOT COOTBETCTBYHLLEE KOIMYECTBO NCXOLHOTO pacTBopa C cogepxaHuem cepbl 2.5 % macc, ¢
TOYHOCTbLI0 A0 0.1 mr. lo6aBnaoT 6enoe macno (4.1) Takum o6pa3om, UTOGbLI Macca pacTBopa 6bisia npuéau-
31TenbHO 25 I 1 CHOBa B3BELUMBAKT C TOYHOCTbIO A0 0.1 Mr. BbluncnsioT cogepXaHue cepbl B CTaHAApPTHOM
pacTtBope ws 3¢ ToyHocTbio A0 0.001 % macc, no oopmyse

(m2-m,)w
Ys: 13

rae T2 — macca Kosbbl C UCXOA4HbIM pacTBOPOM, T;
T, — macca Konbel, T;
WS 2 — cofepxaHue cepbl B UICXOAHOM pacTBope, % macc.;
[T73 — macca Kosbbl C UCXOAHbIM PacTBOPOM U 6e/bIM Mac/ioMm, T.

7.3.2 [vana3oH HU3KnMX KoHueHTpauuii (0,001 % macc. — 0,1 % macc.)

CTaHfapTHble pacTBOpbl C codepxaHuem cepbl npubnuamtensHo 0,075 % macc.; 0,05 % macc.;
0.025 % macc.; 0.010 % macc.; 0.005 % macc, 1 0,001 % macc, rotoBAT aHanorMyHo npoueaype no 7.3.1,
1CNosb3ys UCXOAHBIN PacTBop C cofepxaHuem cepbl 0,10 % macc. (CM. 7.2). BbluncnsaoT cogepxaHve cepsbl
no gpopmyne (2) ¢ TouHocTbio Ao 0.0001 % macc.

2

7.4 TpuroToBneHue KanMbpoBOYHbIX PacTBOPOB

7.4.1 lnana3oH BbICOKNX KOHUeHTpauuii (0,1 % macc. — 2,5 % macc.)

B3BewmBaloT B oTAesNbHbIe K016kl (5.4) no (20.00 + 0.01) r ctaHAApPTHLIX pacTBopoB no 7.3.1 n AByx nc-
XO[HbIX pacTBoOpoB no 7.2 n go6asnstoT no (5,00 + 0.01) r pactBOpa UMPKOHNS A. TlaTeNlbHO NepemeLunBatoT
copepxmmMoe Kos6 romoreHmsatopom (5.3) npyu TemnepaType okpyxatwein cpeabl ot 18 ®C go 28 °C.

7.4.2 lnana3oH HN3KMX KoHUeHTpaumii (0,001 % macc. — 0,1 % macc.)

B3BelunsatoT B oTAeNbHbIE KOM6bI M0 (20.00 + 0,01) r MCXOAHOro pacTsopa C HU3KUM COAEePXKaHNeM cepbl
(cm. 7.2) n cTaHpapTHLIX pacTBopoB (cM. 7.3.2) n go6asnsAT no (2.00 + 0,01) r pacTBopa unMpkoHus B (4.5).
TwaTtensHO nepemMeLlunBatoT romoreHnsatopom (5.3) npy TemnepaType okpyxatowleli cpegpl oT 18  go 28 °C.

7.5 XpaHeHue cTaHfapTHbIX PacTBOpPOB

XpaHAT cepTUCMLMPOBaHHbIE 3TA/IOHHbIE CTAaHAAPTHI B COOTBETCTBMM C UHCTPYKLUAMU cepTudunumpy-
loLLell opraHmM3auumn 1 UCNosb3yHT B Npefenax yCTaHOBIEHHOTO CPOKa roAHOCTN.

XpaHAT cTaH4apTHble pacTBOpbl, NPUrOTOB/IEHHbLIE U3 6€/10T0 Macna ¥ coeauHeHuid copbl, B TEMHbIX
CK/IsIHKaX C NpUTEPTLIMU NPo6GKaMu B NPOXI1aAHOM TEMHOM MECTE.

MpumeyaHune 4 — CpOKXpPaHEHUS NPUrOTOBMEHHbIX CTAHAAPTHbLIX PACTBOPOB B BbllleyKa3aHHbIX YCNOBUAX —
He 6onee 6 mec.

8 Kanubposka
8.1 O6wume noNoxeHms
Mocne yctaHoBKM 1 npoBepku cnektpomeTpa (5.1) TwaTesibHO NPOAYBalT ONTUYECKWIA KOHTYP refimem.

8.2 KannbpoBoyHas kpuBas Ana guanasoHa BblCOKMX KOHUeHTpauwuii (0,1 % macc. — 2,5 % macc.)

MepeHoCAT Kaxablil KanMbpoBOYHbIA pacTBop (cM. 7.4.1) B KlOBeTy AN obpasua B nopsgke Bo3pacTa-
HUS cCoAepXaHUs cepbl U NOMeLLaloT B CNEKTPOMETP A8 BO3AENCTBUA NEPBUYHOTNO 061yHeHNs.

4
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i3MepsoT CKOPOCTU cueTa MMMYNbCOB /3 U /2r dolyOpecLeHTHOro M3nyyeHus, ucnyckaemoro S-Ku
(0,5373 HM) u Zr-La, (0,6070 HMm).
BblunCASI0T COOTHOLIEHME CyMMapHOro cyeTa MMnynbcoB R no dopmyne

(3)
'zr
rae R — COOTHOLIEHWe CyMMapHOro cyeTa UMMyJ/ibCoB /19 COOTBETCTBYIOLLLETO OnNpeaeneHus;
/8 — ckopocTb cueTa UMNynbLCoB S-Ku dnyopecueHunn npu anvHe BonHbl 0.5373 HMm;
[2r — ckopocCTb cyeTa MMnybCoB Zr-La, dhayopecueHunn npu gnvHe BosHbl 0.6070 HM.
[ns nocTpoeHns kannbpoBOYHON KPMBOIA Ha rpadiuke OTKNafbiBaloT COOTHOLLEHME cyeTa UMNynbLCoB R
B 3aBMCMMOCTU OT COAEPXaHNA Cepbl B KA/IMOPOBOYHOM PacTBOPE; KaIMOPOBOUHYIO KPUBYIO PACCUUTLIBAIOT 1
COXPaHAT C UCMOMb30BaHNEM NIMHENHON Mogenn no hopmyne

R(X) = a + bx, 4

roe R[X) — COOTHOLEHME CYMMapHOro cueTa UMMy bCOB, BbIYNC/IEHHbLIX KOMMBIOTEPOM C MOMOLLbIO perpec-
CUM NS CoAepXaHus cepsbl X;
a. b — napameTpbl, BbIYMC/IEHHbIE C MOMOLLLIO perpeccuy;
X — COfepXaHne cepbl B COOTBETCTBYIOLLEM Ka/IMGPOBOYHOM pacTBope. % Macc.
BbluMCNieHe perpeccuyt MOXHO BbINOHATE OTAE/bHO UM C NOMOLLbIO BbIYUCAMTENLHOMO YCTpoiicTBa
CrekTpomMeTpa.

8.3 KanubpoBouHas kpuBas AN AuanasoHa HU3KMX KoHueHTpauui (0,0010 % macc. — 0,1 % macc.)

[ns kannbpoBOYHBbIX PacTBOPOB AManas3oHa HU3KMX KOHLEeHTpauuii (cM. 7.4.2) NpoBOASIT UCMbITaHue
no 8.2 n usmepsAT oHoBoe usnyveHue /B npu 0.545 HM. T. K. OKOLIKO KiOBETbI A/ o6pasua ocrabnser
doniyopecueHTHoe nsyyeHune (cM. Tabnuuy 1). A8 ucnbiTaHUn KaMbpoBOYHbLIX PACTBOPOB U HedhTENPOAYK-
TOB C HU3KUM cofepXaHuem cepbl (CM. 9.2) NCNOo/b3YIOT TOHKYI NIEHKY TOMLWMHOW NPUGIN3UTENIBHO 2 MKM
(nonuadpmp) v npnbamanTenbHo 4 MkM (MONMMPOMUIEH). YCTaHOBKa CrnekTpomeTpa Ao/HKHa ObiTb TakoW,
4YTO6bI B TEUYEHNE BCEro nepuoga uaMepeHus ana nuHum Zr-La, cuutbiBanocb He meHee 50 000 oAMHOYHbIX
MMMYNbCOB.

BbIUMCASI0T YNCTOE COOTHOLEHNe cyeTa umnynscoB RO no opmyne

«0 (5)

rae KO — uucrtoe contuneHne pesynibTUPYIOLLEro cyeta MMNY/1bCOB COOTBETCTBYIOLLENO onpeeneHuns;
/3 — cKkopocTb cyeTa uMnynbLCoB S-Ka dhyopecueHymmn npu gavHe BosHbl 0.5373 Hv;
/B — CKOpOCTb cyeTa UMMybCOB (DOHOBOTO U3MTyYEHUS NpU ANUHE BOMHbI 0.545 HMm:
/2r — cKopocCTb cyeTa UMNynbLcoB Zr-Lu, dnyopecueHumm npu gavHe BonHbl 0.6070 HM.
[na nocTpoeHnss kanMbpOBOYHON KPUBOIM HAHOCAT Ha rpaduk 3HauYeHWe YUCTOro COOTHOLLEHNA cuyeTa
UMMYNbCOB B 3@BUCMMOCTUN OT COOTBETCTBYIOLLENO COAEPXAHUS Cepbl B Ka/IMGPOBOYHOM PacTBOPE; 3aTeM Bbl-
YNCNAT KaNMBPOBOYHYIO KPUBYIO 1 COXPaHAIOT B BUAE NMHEHOM Mogenu no dopmyne

/20 (x) = a + bx. (6)

rae /?0(X) — 4McToe COOTHOLWEHUe Pe3y/bTUPYIOLLEro cueTa WMMY/bCOB, BbIYMC/IEHHOTO KOMMLIOTEPOM W3
pacueTa perpeccuu AN cogepxaHus cepbl X;
a. b — napameTpbl U3 pacueTa perpeccuu;
X — COfepXaHue cepbl B COOTBETCTBYIOLLEM Ka/IMGPOBOYHOM pacTBope. % macc.
BbluMCNiEHNE PErPECcCUM MOXHO BbINOMHATL CaMOCTOSATE/IbHO WM C MOMOLLbH  BbIYNCIUTENBHOTO
yCTpoiicTBa CnekTpoMeTpa.

8.4 TpoBepka

Mepeg npoBeAeHUEM U3MepeHuii (KaM6poBKU MUKW N3MEPeHUs) crelyeT exeAHEBHO NPOBEPATL npa-
BW/ILHOCTb pab0Tbl CNEKTPOMETPA N0 crneyudmKkauusaM U3roToBUTeNs Ans o6ecneyeHnst oNnTUMasIbHOTO PeXu-
Ma paboThbl ¥ COOTBETCTBYIOLLEr0 HAUBLICLLIENO KauecTBa U3MepeHuii.



FOCT ISO 14596—2016

NMpumeuvyaHne 5 — MHoOrme coBpeMeHHble cucteMbl WDXRF nCnonb3yoT MOHUTOPUHT 1 KOppekuuo gpelida
nokasaHuii, YTo6bl rapaHTMpPOBaTh BblJayvy CUCTEMON TOUHbIX MOKa3aHW Ha NPOTSXEHUN ASINTENILHOTO BPEMeHU 6e3 npo-
BeJeHNs MOBTOPHOW KanimbpoBKu.

MpoBepkn paboumx xapakTepUCTUK CrekTpomMeTpa LO/KHbI NPOBOAUTLCS PErynspHO, MOCKO/IbKY OHU
[atoT LEeHHYH MH(opMaLMio 0 cTabubHOCTU NoKasaHuii cnekTpomeTpa.

PerynsipHo He pexe 0fHOro pasa B 3 MeC Npy 06bIYHOM MCMOJSIb30BAHWUM NPOBEPSIIOT HE MEHee ABYX
TOYEK Ha KannMbBpOoBOYHBIX KPMBbIX C MCMO/b30BaHNEM 06pasL0B KOHTPOIA KauyecTBa C W3BECTHbIM CofepXa-
HueM cepbl. Mpu NCNONb30BaHNN HOBOW NapTUK NJIEHKU cpasy NPoOBOAAT NpoBepKy. Ecnu pe3ynbTaT npoBepku
oTnnyaetcs 6onee yem Ha 0.71 OT BOCNPOM3BOAMMOCTM METOAA, YCTAHOB/IEHHOTO B HACTOSILLEM CTaHapTe
(cm. 12.2), BbINOMHAIOT MOBTOPHYH KaJIMOPOBKY.

PekomeHayeTCsi NPOBECTW aHanIM3 KOHTPO/IbHON KapTbl.

9 NpoBeaeHve UCMbITaHUSA

9.1 O6Lwue NoNoxeHms

Mpu ncnbITaHUN HEKOTOPBIX NPOAYKTOB, TakMX Kak HeTAHblE OCTaTk1, 6biBaeT HEO6XOAMMO U3MEHUTH
ycnosus, npusefeHHble B 9.2 1 9.3. T. €. NOBbLICUTL MakcUmasibHy0 Temnepatypy ot 100 °C go 120 °C gns
obecneyeHns roMoreHHoCcTH obpasua. 3To N3MEHEHNE AOMKHO GbiTb YKa3aHO B MPOTOKOME UCMbITaHWUiA [pas-
aen 13, nepeuncneHue e)].

9.2 O6pasybl ¢ cogepxaHuem cepbl ot 0,1 % macc, o 2,5 % macc.

B3sewwnsatoT (20.00 £ 0.01) r aHanusupyemoro obpasua (cm. npumedaHue 3 B pasgene 6) B konoy (5.4)
n go6asnsoT (5.00 £ 0,01) r pactBOpa UMpKOHNUS A (4.4). TwartenbHO roMOreHusnpyoT, NpyM Heo6Xo0aMMOCTH
HarpesaloT obpaseL, 40 Temnepatypbl He Bbiwe 80 °C. MNocne oxnaxaeHuns obpasua 4o Temnepartypbl 18 BC —
28 °C. npoBoAAT npoueaypbl No 8.2 1 BbIYUCAAOT COOTHOLEHME CyMMapHOro cyeta nmMnynLcos R.

9.3 O6pasubl c cogepxaHnem cepbl oT 0,0010 % macc, go 0,1 % macc.

B3sewwnsatoT (20.00 £ 0.01) r aHanusnpyemoro obpasua (cm. npumevaHue 3 B pasgene 6) B konby (5.4)
n pobasnstoT (2.00 £ 0.01) r pacTBopa UUPKOHUA B (4.5). TwartenbHO roMoreHnsnpytoT, Npu Heo6XxoaMMoCTH
HarpeBaloT o6pasel, 40 TemnepaTypbl He Bbiwe 80 °C. MNocne oxnaxaeHus obpasua Ao Temnepatypbl 18 *C —
28 °C npoBogAT npoleaypbl N0 8.3 1 BbIYUC/IAIOT YACTOE COOTHOLUEHME pe3y/bTupytoLlero cyeta /0.

10 BbluncneHus
OnpefensalnT cofepxaHue cepbl N0 KaIMBPOBOYHLIM KPUBbLIM, NOCTPOEHHbIM no 8.2 nuan 8.3. Mpu co-
AepxaHun cepbl 6onee 2.5 % macc, obpasel, pa3daBnsaT 6e1bIM MacioM U MOBTOPSAIT npoueaypy no 9.2.

NMpumeyaHne 6— MHOIVE COBPEMEHHbIE NPUBOPLI COAEPXKAT MUKPOMPOLIECCOP, KOTOPbIV COXpaHaeT Kannbpo-
BOYHYIO KPUBYIO 1 06ecrevnBaeT CHATUE LUPOBbIX 3HAUYEHWA.

11 OchopmrieHre pe3ybTaToB

3anucbiBaloT cofepxaHue cepbl B agnanasoHe ot 0.0010 % macc, Ao 0.0099 % macc., oKpyrnss ¢ Toy-
HocTbio A0 0,0001 % macc.; npu cofepXaHuun cepbl B gnanasoHe oT 0.010 % macc, Ao 0.0999 % macc. —
€ To4YHOCTbI0 A0 0.0001 % macc, u npu cogepxaHuun cepbl B gnanasoHe oT 0,10 % macc, o 2.50 % macc. —
C TOYHOCTbIO A0 0,01 % macc.

12 MpeynsnoHHOCTb

12.1 TloBTOPAEMOCTb

PacxoxgeHne pesynbTatoB ABYX UCMbITaHWI, MOJYYEHHbIX OAHWM U TEM XXE OMepaTtopoM Ha OAHON 1
TOW e annapaType Npu NOCTOSIHHbIX Paboynx YCNOBUSX HA UAEHTUYHOM UCMLITYEMOM MaTepuasnie B TEYEHNE
ONINTENbHOTO BPEMEHU NPU HOPMa/TbHOM W NPaBW/IbHOM BbINOJTHEHUN METOAA, MOXET MpPEBbILLATb 3HAYEHUS,
yKka3saHHble B Tabnmue 2. To/ibko B 04HOM ciy4yae u3 20.

6



FOCT ISO 14596—2016

12.2 BocnpousBoAMMOCTb

PacxoxzeHne pesynbTaToB ABYX €4UHWUYHbIX U HE3ABUCKUMbIX UCMbITAHWA, NONYYEHHbIX pasHbIMU one-
patopamu. paboTalWwumn B pasHbix nabopartopusix, Ha UAEHTUYHOM WCMbITYEMOM MaTtepuasie B TeyeHue
ANUTENbHOTO BPEMEHW NMPU HOPManbHOM U NPaBWUIbHOM BbINO/IHEHUN METOAA, MOXET MpeBbILLaTh 3HaYeHus,
yKasaHHble B Tabnuue 2, To/Ibko B 0gHOM cnyyae u3 20.

Ta6nunuya 2 — lokasaTtenu nNpeun3vMoHHOCTH

CopepxaHue cepbl. % Macc. MoBTOpPAEMOCTb (CXOAUMOCTb) I BocnpoussogumocTtb R
0.0010—0.0029 0.0003 0.0005
0.0030—0.0049 0.0006 0.0010
0.0050—0.0099 0.0010 0.0020
0,010—0.0299 0.002 0.003
0.030—0.0499 0.003 0.005
0.050—0.0999 0.005 0.010

0.10—0.99 0.01 0.02
1.00—2.50 0.02 0.04

13 TpoToKon MCnbITaHWUMi

MpPOTOKON MCMbITaHUIA AO/IKEH CoAepxXaTb:

a) 0603HauYeHMe HaCTOsALLEero CTaHAapTa,;

b) TMN N MAEHTUMKALMIO NCMBITYEMOro NPoAyKTa;

C) ncnosnb3yemyto npoueaypy otéopa npob (cm. pasgen 6);
d) pesynbTathl ncnbitanuin (cm. pasgen 11);

€) OTK/IOHEeHMe OT YCTaHOB/IEHHO npoueaypbl (M. 9.1);

0 gaty npoBeAeHns UCNbITaHWiA.

Mpunoxexnune A
(cnpaBo4YHOE)

CBefeHNA 0 COOTBETCTBUM CChbI/TOYHbIX MEXAYHAPOAHbIX CTAaHAAPTOB
MEeXrocyapCTBEHHbIM CTaHAapTam

Ta6bnunuya [OA.1

O603Ha4YeHne CCbINIOYHOTO CTeneHb O603HavYeHNe N HAMMEHOBAHNE COOTBETCTBYHOLLErO
MeX/AyHapoAHOro ctaHgapTa COOTBETCTBUSA MeXrocyapCTBeHHOro cTaHjapTa

ISO 3170:2004 — .

1ISO 3171:1988 — °

* COOTBETCTBYIOLWMI MEXroCyAapCTBEHHbIV CTaHAapPT OTCYTCTBYET. 1O ero NpuHATUS PEKOMEHAYETCSI UCMOJ/1b30-
BaTb NEPEBOJ HA PYCCKWI 53blK 4AHHOTO MEXAYHapOAHOro cTaHhapTa.
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YK 665.71:543.632.46:543.427.4:006.354 MKC 75.080

KntoyeBble cnoBa: HedpTENPOAYKTbI, ONpefeneHne COAepXaHWsi Cepbl, METOZ PEHTTEeMOM/lyOPOCLLEHTHOM
CMEeKTPOMEeTPUN, AUCNepcus No A/IMHE BOJHbI

PepakTtop E.N. Mocyp
TexHu4yeckne pegaktopbl B.H. MNpycakosa. V.E. Yepenkosa
KoppekTop E.P. AposiH
KomnbloTepHas BepcTka A.B. Codheituyk
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MoAroTOBNEHO HAa OCHOBE 3/IEKTPOHHOI BEPCUMN, NPEJOCTaB/IEHHON Pa3paboTUMKoM cTaHaapTa
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