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HAULUMWOHANbBbHB MW CTAHAOLAPT POCCUNMCKOMN ®PELEPAULNM

YrNEBOAOPOAbLI HE®TAHbLIE CBET/IbLIE XUNAKWNE

KonnyecTBeHHOE onpejesieHne cefoB Cepbl METOAOM OKWC/IMTENbHOW MUKPOKY/TOHOMETPUHU

Light liquid petroleum hydrocarbons. Determination of trace quantities of sulfur by oxidative microcoulometry

fata sBefeHus — 2012—07—01

1 O6nacTb NPUMEHEHUSA

1.1 HacToswumnii ctaHaapT ycTaHaB/AMBaeT MeToA OonNpeAesieHNss KOHUeHTpauumn cepbl B npegenax oT 3.0
[0 1000 Mr/kr B CBET/IbIX XUAKUX yrneBogopoAax U ToNAnBax, coaepxalmnx oKCUreHaTbl, KUMAWNX NP TeM-
nepatype oT 26 °C go 274 °C (o1 80 T pgo 525 °F).

MpumevyaHne — T[peaBapuTesibHble AaHHble MOKasaan, YTO HACTOALWMNIA MeTO/ UCMbITAaHUA Takke NPUMeHUM
ANA onpejeneHns cepbl BAeHaTypUpoBaHHOM TOMIMBHOM 3TaHose (ACTM [, 4806). MOTOpHOM TOM/vBe AN ABUraTenei
C NCKpPOBbIM 3axkuraHnem (ACTM [, 4814). TonnmBHom aTaHone (Ed75-Ed85) (ACTM [, 5798) nnn TonMBHbIX 6EH3MHOBbLIX
CMecaX, CoAepXalinx OKCUreHaTbl, C KOHUeHTpauueli aTaHona 6onee 10 %. OAHAKO NPELU3NOHHOCTb A/18 yKa3aHHbIX Ma-
Tepruanos He onpegensanack. B HacToswee Bpema nogkomuTteT [, 02.03 paspabaTbiBaeT pOPMYIMPOBKY NPELNINOHHOCTHU
ANS yKa3aHHbIX Bbllle MaTepuasnos.

1.2 ipyrne maTtepuanbl, Haxogsumnecsa B npegenax remnepaTtypbl ot6opa pakynii, ykazaHHbix B 1.1. HO
C KOHUeHTpauwuei cepbl Bbilwe 1000 MI/KF. MOXHO MUCNbITbIBaTb, pa36aBaisisi NX. 4To6blI BBECTU B PaMKU yCTaHOB-
NeHHOTO BbllWe nNpegena. KpoMme Toro, HaCTOSIWLMUM MeTOAOM MOTYT 6bITb UCMbITaHbI 06pa3Lubl TOMJMB C Npefje-
namMun KUNeHWs, BbIXOASAWMNMUN 38 YCTAHOBJ/IEHHbIe FpaHuLbl, HaNnpuMep An3efibHble N 6M0AN3eNbHble TONNBA.

1.3 3HauyeHus, NpuBeAeHHble B efuHuLax cuctembl CW. cnepyeT paccmatpuBaTb Kak cTaHfapTHble.
3HauyeHUsi, NpuBefeHHble B eANHNLAX CUCTEMbI «AWAM-PYHT», NPpUBEAEHblI TONbKO AN UHDOopMauun. Mpeg-
NOYTUTENBbHBLIMU eUHNLLAMUN ABAATCA MUNAUTPAMMbI Ha KUNorpamMmm (Mr/kr).

1.4 B HacToAuWeM cTaHAapTe He NpelyCMOTPEHO pacCMOTpPeHNe BCex BONMpPocoB obecneveHuns 6esonac-
HOCTU. CBA3AHHbIX C €0 UCNosb30BaHMeM. MNosib30BaTeNlb HACTOSALLEro cTaHAapTa HeceT OTBETCTBEHHOCTb 3a
NPUHSATME COOTBETCTBYIOWMNX Mep 6€30MacHOCTU 1 3a COXpPaHeHVe 340POBbA NepcoHana, a Takxe onpegens-
eT uesecoo6pas3HOCTb NPUMeEHEHNS 3aKOHO4aTe/lbHbIX OrpaHWYeHnin nepes ero ucnosb3osaHnem. ®opmynu-
pPOBKN 0COGbIX C/ly4aeB ONacHOCTW NpuBeAeHbl B pasgenax 7— 9.

2 HopmaTtmnBHbIe CCbISIKA

B HacTosiwem cTaHAapTe UCNO/Ib30BaHbl HOPMATUBHbIE CChIJIKW Ha cnepylline cTaHgapTel. Ans gatu-
pPOBaHHbIX CCbINTIOK MPUMEHSAIOT TONIbKO YKa3daHHOEe n3faHune CCbIIOYHOro cTaHgapTa, 418 HeAaTUPOBAHHbIX —
nocnepgHee nsgaHve (Bkaoyas BCe U3MEHEHUA).

ASTM D 1193. Specification for reagent water (Cneuyndgukayma Ha Bogy)

ASTM D 1298, Test method for density, relative density (specific gravity), or crude petroleum and liquid
petroleum products by hydrometer method (MeToa onpepeneHns NAOTHOCTU, OTHOCUTENbHOW MNMIOTHOCTHU
(yfAenbHOro Beca) Uan NAOTHOCTM no API cbipoit Hed T M XNUAKUX HedpTenpoAayKTOB apeomeTpoMm]

ASTM D 4052, Test method for density and relative density of liquids by digital density meter (MeTop,
onpepeneHNa NJAOTHOCTU U OTHOCUTENbHOW NAOTHOCTY XNAKOCTEN UMM POBLIM NJIOTHOMEPOM)

ASTM D 4057, Practice for manual sampling of petroleum and petroleum products (PykoBogcTBo nho
py4YHOMY OoT6OpPY Npo6 HedpTN N HepTenNnpoaYKTOB)

ASTM D 4177, Practice for automatic sampling of petroleum and petroleum products (PykoBogcTBo no
aBTOMaTM4YeCKOMY OT60py Npo6 HedpTU U HedPTENPOAYKTOB)

N3paHne ocpuymnanbHoe
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ASTM D 4806, Specification for denatured fuel ethanol for blending with gasolines for use as automotive
spark-ignition engine fuel (Cneuyndwnkauna geHaTypMpoBaHHOIO TOMN/IMBHOIO 3TaHO/Ma ANA CMELWEeHNA ero c
6eH3MHaMMn, NPUMEHAEMbIMW B MOTOPHbIX TONAMBAX ANA ABUratenei ¢ UCKPOBbIM 3aXUraHMem)

ASTM D 4814, Specification for automotive spark-ignition engine fuel (Cneyndukauna Tonnuea Ans
MOTOPHbIX ABUTaTenen ¢ NCKPOBbIM 3aXUraHnem)

ASTM D 5798, Specification for fuel ethanol (Ed75-Ed85) for automotive spark-ignition engines (Cneuy-
ngnkauna TonanBHoro ataHona (Ed75-Ed85) gns MOTOpPHbIX ABUraTesieil C UCKPOBbLIM 3aXUTraHneMm)

ASTM D 6299. Practice for applying statistical quality assurance and control charting techniques to
evaluate analytical measurement system performance (PykoBOACTBO NO NPUMEHEHUIO CTATUCTUYECKUX MNpPU-
eMOB rapaHTUM KayecTBa A1 OLEeHKN paboTbl CUCTEM aHAIMTUYECKOTO N3MEPEHUS)

OSHA Regulations 29 CFR, paragraphs 1910.1000 and 1910.1200 (naparpadbl 1910.1000 1 1910.1200)

3 CyuwHoCTb MeToa

3.1 Xwupakuii ob6bpasel, BBOAAT B TPy6Ky ANA nNuponusa, B KOTOPOA nojaepxusaroT Temneparty-
py 900 °C — 1200 °C u 4yepe3 KOTOpPYK NpoTeKaeT MOTOK rasa, cogepxawuii 50 % — 80 % kucnopopga u
20 % — 50 % wnHepTHOroO rasa (Hanpumep, aproHa, renvs U T. 4.). [Ip¥ OKUCNNTENLHOM NUPOSIM3e cepa npe-
BpaljaeTcs B ABYOKUCb Cepbl, KOTOpasa 3aTeM nonajaeTt B TUTPOBa/IbHYIO Aveliky, rae oHa pearmpyeTt ¢ MOHOM
Tpunoanaa, NPUCYTCTBYIOLWMUM B 3/1eKTPONUTE. N3pacxoAoBaHHbI Npu 3TOM TpUMOANL KYyJTOHOMETPUYECKHU
BOCCTaHaB/NMBaeTCs, U CyMMapHbIA TOK (/ **), TpebyemMblli 4NA ero BOCCTAHOBNEHUS, ABNSIETCA Mepoii coaep-
XaHnA cepbl, NPUCYTCTBYOWENR B NCNbITyeMoM obpaste.
3.2 Mo mMepe NOCTYN/eHWA ABYOKACU cCepbl B TUTPOBa/IbHYIO A4eliky B Heill npoucxoauT cregytouias
peakums
13+S02+H20->S03+3r +2H". (1)

MN3pacxopoBaHHbIN B NpUBEAEHHON Bbille peakunum MOH TpUnoamnaa reHepupyeTcsi KYJTOHOMETPUYECKN B
COOTBETCTBUN CO creayloWwen peakymnei

31->13+2e. (2)

3.3 3T MUKPOIKBUBANEHTbI MOHA TpUMOoAMAa PaBHbl YMC/TY MUKPO3IKBUBANEHTOB MOHaAa S02 B TuTtpye-
MOM o6pasue, NnocTynarwWwmnx B TUTPOBA/IbHYH AYeliKy.

4 3HayeHne 1 NpMMeHeHne

4.1 HacTosiWwmnii MeTod UCMbITAHNS UCMOMb3YIOT 4151 ONPeAeeHns KOHUEHTPaLuuy cepbl B CBET/IbIX XUA-
KX yrnesogopogax, 6eH3nHe u An3e/bHbIX TONIMBAX M UX NpuUcajKax, rA4e Takme KOHLUeHTpauuu cepbl MOTyT
6bITb BpefHbl Npu UX NPOM3BOACTBE, aKCNAyaTaynum U UCNOb30BaHUN. MI3MepeHne KOHLEHTPALMUN Cepbl Npu
npousBoAcTBe 6€H3MHa U AN3e/IbHOTO TOMN/IMBA U B OKOHYaTE/IbHOM NMPOAYKTe TpebyeTcs Kak A5t yperynampo-
BaHUA. Tak U ANl o6ecrneyeHns BEpPOATHOIO MakKCUMasbHOTO cpoka CAyX6bl KaTa/iMTUYecKnx KOHBEPTOPOB,
MCNoNb3yeMblX B aBTOMOGUIbHOU NPOMbILITIEHHOCTHU.

5 Mewwatowpe aktopbl

5.1 HacTosiwunii mMeToA MCNbITAHWA MOXHO MPUMEHATbL NpPU 06l el KOHUEeHTpauun ranowpos, NpeBbl-
watweli B 10 pa3 ypoBeHb cepbl, N 06LW el KOHUeHTpauumn asoTa, npesblwatoweli B8 1000 pa3 ypoBeHb cepbl.

5.1.1 NS 4OCTUXEHNA KOTMYECTBEHHOTO onpeAesnieHUs cepbl NO HAacTosIWeMy MeToAy HEO6X0AMMO TOY-
HO cfefoBaTb yka3aHUsIM, U BCe BO3MOXHble UCTOYHUKN 3arpsAA3HeHns cepoli f0/IKHbl 6bliTb yCTPaHEeHbI.

5.2 HactosAwMmnii meTo UCNbITaHW HeNpMMeHUM Npu obuem cofepXxaHun B obpasue TAXeENblIX MeTan-
noB (Hanpumep. Ni. V, Pb n 1. 4.) 6onee 500 mr/kr (ppm).

6 Annapartypa

6.1 MOXHO UCMNOMb30BaTb TPYGKY AN NMUPON3A W Medb N0600 POPMbI, HO OHU LOJIKHbBI COOTBETCTBO-
BaTb OMNpejesieHHbIM napameTpam. Ha pucyHke 1 npepctaBsieHa TUNWYHas annapatypa, Ucnosib3yemMas B
HacToswee BpeMs.

2
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1 — NeHTOYHbIi HarpeBaTenb (100 "CY 2 — nbixan. 3 — neuyb; 4 — UEHTP; 5 — BXoA.
6 — peareHTHbIli ra3 — KuUcopoA. 7 — ras3-HoCUTesNlb — aproH

PucyHok 1 — TunuyHas Tpybka ansa nuponunsa

6.2 TUNUYHBIA KOMNNEKT KYJ1TOHOMETpU4YeCcKOro annaparta M cxemMa NoTokKa OKUC/NINTENbHOIO rasa 4depes

Hero ANs onpejeneHnsi cnefoB cepbl NpeAcTaB/ieHbl HA PUCYHKe 2.

1 — kucnopopa; 2 — aproH; 3 — mem6paHa Ana BBoga o6pasya; 4 — BXo4; 5— MUPoNn3Has neub; 6 — 30Ha NMPoONN3a. 7 — BbIXOA.
8 — TUTpaynoHHas svelika. 9 — MUKpOKynoHomeTp; 10 — noTeHunomeTpUuyeckuii camonucet,

P1CYHOK 2 — CXxema TUMUYHOro Ky/IOHOMETPMYECKOro annapara A/si onpejesieHns Cnegos cepbl

6.3 Meub, o6ecneunBatowas Temnepatypy 900 °C — 1200 °C. gocTaTO4YHY AN NOJTHOFO TEPMUYECKOTO
pPas/ioXeHNsi OpraHNYecKoi MaTpuubl U NOJTHOTO OKUC/IEHNSA OPraHUYeckn cBsi3aHHOW cepbl 4o S 02. Hanuuyne
HEe3aBNCUMO peryimpyemMblX TemnepaTypHbliX 30H Ha BXOAe W BbIXoAe He siBNseTcs 06s3aTelbHbIM. MOXHO
MCNONb30BaTb 3/1EKTPUYECKYO NeYb.

6.4 Tpy6ka Ans nuponunsa, N3roToBJIEHHAA U3 KBapua M CKOHCTpyMpoBaHHas TakuM o6pa3om, YTo 06-
pasey ucnapsieTcss B HarpeToil 30He nepej Neybi U NEePeHOCUTCH UHEPTHbIM Fra30M-HOCUTENIEM B 30HY OKMUC-
neHuns. rae ncnapusBwuiics o6pasely cMeWwWmMBaeTCa C KAC/TOPOAOM U TepMUMYeCcKU pasnaraetcsa. BxogHoe oT-
BepcTMe JO0/IKHO 6blTb A4OCTATOYHO 60NbWMM, YTOObLI NOoAOYKa C 06pa3LOM MOSTHOCTbLIO NMOMelwanacb B 30He
OKWCNEeHUss TPYGKU 418 MMPOSIN3a UM MOXHO 6GblJI0O HENOCPEACTBEHHO BBOAUTL 06pasel, BHarpeBaeMyto 30HY
nepej neybto. Tpy6ka ANA nuponusa JONXHa MMeTb 60KOBble KO/leHa ANs BBOAA KMC/NOPOAa W MHEPTHOTO
raza-HocuTens.

6.5 TuTpoBasibHasA siueilka COCTOUT M3 Mapbl 3/1IEKTPOAOB: M3MEpUTE/IbHOTO 3/IeKTpoAa U 3fnekTpoga
CpaBHeHUA ANa onpefeneHns U3MeHeHU KOHLEHTPaLMM noHa Tpunoamnaa; napbl reHepaToOpHbIX 3N1€KTPOA0B:

3
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aHOAHOTO M KaTOA4HOT0 3/1EKTPOAO0B ANA NoAAepPXaHUS NOCTOAHHON KOHLUEHTpauun noHa Tpunoamnaa: BXxogHo-
ro oTBEpCTUA ANs razoo6pa3Horo o6pasuya u3 Tpy6GkM A8 NMPONN3a; BbIXOAHOINO OTBEPCTUS ANS Bbixoda u3
TUTPOBaNbHOW AYelikn oTpaboTaBWNX ra3os.

ONeKTpoj CpaBHEHUSI MOXeT 6blTb 3/1eEKTPOAOM, U3TOTOB/IEHHBIM U3 ABYX MaTepuanos — Ag/AgCl, nnun
B BUAeE N1aTUHOBOW NPOBOJIOKN B 3aMO/IHEHHO HANONOBUHY AYelike C HaCcblWeHHbIM TPUMOLNAOM.

N3MepuTenbHbIN 3N1eKTpoA, a TakXe aHOAHbIA W KaTOAHbIN 3/1eKTpoAbl reHepaTopa W3roToBAAKT K3
nnatuHbl. A4deiika ANS TUTPOBaHUA AOJ/KHA GbiTb TaKOW, YTOGbLI NMepeMelwnBaHne MOXHO Gbl/I0 BbINOMHUTbL
MarHUTHOW Melankoi, NOTOKOM rasa Uau ApyrumMmun noaxoaswmmmn cnoco6aMmm. MoXHoO ncnonb3oBaTb gpyrue
M3MEPUTENbHbIN 21€KTPOA W 3N1eKTPOJ CPpaBHEHUSA, eCM OHU OTBevyaloT Tpe6oBaHMAM HacTosAwWwero metoga
ncnbiTaHus.

MpumevyaHune — CrneayeT co6noaaTh akkypaTHOCTb, YTO6bI HE GbISI0 YPE3MEPHOTO MEPEMELLNBAHNSA 1 YTOGbI
HEe NOBpPeauTb 3/IEKTPOAbLI MeLasikoii. LlocTaTOUHO MIErKOro 3aBMXPEHUS MNPy NepeMeLlBaHnm.

6.6 MUKpPOKy/lOHOMETp — annaparT C pery/InpoBKO/i NpoLEecCOB 3aTyXaHUsa 1 Bo3pacTaHus, AO/IXeH o6e-
cneynBaTb M3MeEpPEHWe NOTeHLMana napbl «M3MepUTeIbHbIi 3/1EKTPOS — 3/1eKTPOJ CPaBHEHUSI» U CPaBHEHUE
3TOro NoTeHuMana c NOTEHUMANOM CMeleHna. TUTpaHT BOCCTaHaB/IMBaeTCA NyTeEM YyCU/IEHUSA 3TOW pasHOCTK
noTeHunasoB 1 Nepejayn 3TON pa3HOCTU K Nape reHepaTOPHbIX 3/1eKTPOAOB «pabounit anekTpos — BCMO-
MOraTe/ibHbli 31eKTpoA». MUKPOKY/TOHOMETP CYMMUPYET KOJTMHECTBO UCMO/Ib30BAHHOIO TOKAa, paccynTbiBaeT
3KBUBA/IEHTHYO Maccy TUTPYeMOi cepbl U KOHUEHTPaLunto cepbl B o6pasue.

6.7 JleHTOYHbIV camonucel, (N060i), NpeaHa3HaYeHHbIl 4Na c6opa faHHbIX U NOCTPOeHUs rpaduka
3aBUCMMOCTM noTeHuymana (mV) ot o6bemMa BBOAMMOroO B Npouecce aHannm3a TuTpaHTa B A4Yeiiky ANSA TUTPO-
BaHUA.

6.8 KoHTponnepbl notoka. Annapart A0J/IXeH 6bITb 060pyA0BaH KOHTpOJI/iepaMu NoToka, o6ecnevynBato-
WMMMN NOCTOSAHHYIO Nojavy KMC/opoaa U MHEPTHOrO rasa-HOCUTenNs.

6.9 Tpy6ka c ocywuntenem. OkucneHne o6pasua conpoBoxpgaetTca o6pazoBaHnemM BOAAHOro napa, Ko-
TOpbIii, ecAn AONYyCTUTb €ro KOHAEeHcaunto Mexay BXOAO0M M BbIXOAOM Tpy6Kn AN nuponunsa v aveiiko Ans
TuTpoBaHuAa, 6yaet abcopbuposatb o6paszoBaBwuniica S02. B pesynbTate nonyyalwT HU3KYIO CTeNeHb NnpeBpa-
weHua. Ana npegoTBpaweHmna 3Toro nomewatoT TpybKy ana gerngpartaumm ¢ pocopHOn KncnoTon mexay
AYeKON ANA TUTPOBAHUA U BbIXOAOM TPy6KM AN Nuponunsa. MOXHO NPUMeHSATb Apyrve cnocobbl, Hanpumep
MCNONb30BaTb JIEHTOYHbIN HarpeBaTesib UAKN Tpy6kn, oTBOAALLME BAary, ec/in nNpu 3TOM nokasaTenu npeynsn-
OHHOCTW COOTBETCTBYIOT YCTAHOBJ/IEHHbLIM A4/1A AAaHHOTO MeToAa.

6.10 Wnpuubl gns oT6opa Npo6. Heo6Xxoa4UM MUKpoOWNpPUL, o6ecneynBatroWmnii TOYHYO nopady oT 5 ao
80 cm3 o6pa3ua. BBogumbiii 06bem He f0nXKeH npeBbiwaTe 80 % BMeCTUMOCTM wWnpuua.

6.11 CncTtema BBoga ob6pasua. MoXHO ncnonb3oBatb N060N TN cuctembl BBOAa o6pasua.

6.11.1 Cuctema BBOAA NOA04YKN. Bxoa TpybKm ANna nuponnsa repMeTUYHO coeauHsaeTca (npunanBaeTcs)
ccucTemoii BBoga nofoykn. Cnucrema o6ecneunBaeT OXNaXAeHHYIO 30HY nepej neybto AN N10404KN C 06pas-
LOM [0 KOJIMYEeCTBEHHOro BBeAeHNA o6pasua B 10404KYy U NPOAYyBaeTCsA NHEPTHbLIM ra3om-Hocutenem. 3atem
MexaHuW3M, nepemMeljalo Ml 10A0UKY, MOSTHOCTLIO BBOAUT /1I0J04KY B 30HY OKUC/IEHUA MeYu.

MexaHN3M nepemeleHNs AOJHKeH NpoAaBuUraTb U BbIBOAUTb NOA0YKY AN o6pa3la B 30HY U U3 30HbI
OKUCNEHUA Neyn Cc perympyeMmoii m NOCTOAHHON CKOPOCTbLIO (CM. NnpumeyaHue K 6.11.2).

6.11.1.1 OxnapguTenb BBOAa NoAO0YKN (Nto6oIi). SleTydyecTb o6pasya U 06beM BNpbiCKka MOTyT notpe-
60BaTb NPMMeHEHNs ycTpoilicTBa, o6ecneymBaloLWero oxaaxaeHve nNoao4kn Ana o6pasua 40 BBeAeHUA 06-
pa3uya. HacToATeNbHO PEKOMEHAYITCA TEPMOINEKTPUYECKMEe OXNaAuTenn WAuM ycTpoicTeBa peuupkynsauunu
oxnaxefleHHOl xunakoctTn. OxnaxjeHne nofoyek ¢ o6pasLoM Mexjy aHanm3aMu MOXeT okasaTbcs addek-
TUBHbLIM NPU YCMOBUU, 4HTO 06bemM o6pa3ya He CAUWKOM 6ONbLWON.

6.11.1.2 loaoykn ana o6pasua U3roToOB/AEHbl U3 KBapua Uan M3 Apyroro nogxogsiwero marepuana, Ko-
Topbili He 6yAeT BCTynaTbh B peakuuto ¢ aHaiM3mpyemblM 06pasL,oM UM COeUHEHUAMU CePbl, U JOJIKHbI Bbl-
AepXuBaTb BbICOKME TeMnepaTypbl B YC/IOBUAX HACTOSIWEro MeToAa UCNbITaAHUSA.

6.11.2 CwncTema BBOJA MUKpOWNpULA AONXHA NofaBaTb OnNpefesieHHY0 Maccy o6pa3sya M3 Hero B Ha-
rpeTyto o6nacTb nepej 30HO OKMcAeHUsA TPy6KM ANSA NUPONN3a C Pery/sIMpyemMoil n NOCTOAHHO CKOPOCTbIO.
Tam ob6bpasel ncnapseTcs, U MOTOK MHEPTHOrO rasa-HOCUTe A, NpoAyBalLWNii HarpeBaeMyto 30HY, MepeHoOCuT
ncnapuslwmniica o6pasel, B 30HYy OKUC/IeHUA NUPONN3HOM neun. Heo6xoaum perynnpyemblii MexaHusm nepe-
MelleHns. obecneynBalonii BNpbiCKMBaHne o6paslia U3 MUKpoLWNpKLa Npy NOCTOAHHOW ckopocTu oT 0.5 Ao
1.0 cm3/c (cM. npuMeyaHue).

NMpumeuvaHue — CneayeT co6noaaTb OCTOPOXHOCTb, YTOGLI He BBOAWTL 06pasel, CANWKOM GbICTPO B 30HY
OKWUC/IEHUSI NMEYN U HEe YCKOPUTbL ero CxuraHue B Tpybke ans nuponusa. MNporpaMMupytoT cucTemy BBoga o6pasua ans

4



FOCT P 54288—2010

nogauv o6pasua npu AoCTaToOMHO KOHTPO/IMPYEeMOii 1 ornpeAesieHHOR cKopocTu, YTo6bl NPefoTBPaTMTL /1t060€e HENOoHOe
CXUraHne NoGOYHbIX NPOAYKTOB (KOKC UM caxa), 06pasylolnxcs Ha BbIXxoae U3 TPyGKM 415 NUposn3sa.

6.12 Becbl C TOYHOCTbIO B3BewmnBaHus £ 0,01 wr.

7 PeakTtyBbl N Matepnasibl

7.1 YnctoTa peakTnBoB. Bo Bcex MUCNbITaHUAX AONXHbI 6bITb MCNOMb30BaHbl peakTuBbl X. 4. Ecnun He
yKa3aHO WHOe, TO BCe peakTMBbl AO0/DKHbl COOTBETCTBOBaATb cneundunkaymam KomuTeTa no peareHtam Ans
aHaNIUTUYECKON XM AMEepPUKAHCKOTO XMMMUYecKoro o6uyecTsa, ecnum cneyndrkaumm goctynHbll PeakTuBbl
OPYroi cTeneHn YNCTOTbl MOXHO MCMNONb30BaTb, €C/IN NOATBEPXAEeHa rapaHTUsa, 4To peakTUB MMeeT CTeNeHb
YNCTOTbI, MNO3BOIAIOLLYIO €0 NCNO/b30BaHNe 6e3 CHUXEHNA TOYHOCTU ONpefeneHns.

7.2 YncToTa BOAbl. ECNM HET MHbIX yKa3aHWii, CCbI/IKM Ha BOAY cneAyeT MOHMMAaTb KaK CCbI/IKA Ha peak-
TUBHYO BoAy, cooTBeTcTBYOWYto ACTM [ 1193, tunbl Il n lll.

7.3 KBapueBasi BaTa BbICOKOro Kjiacca KayecTBa.

7.4 YkcycHas kucnoTta (CH3COOH). leasiHasa ykcycHasi KUcnioTa € yJe/ibHbIM BeCOM, paBHbIM 1,05 r/cm3
(MpeaynpexaeHne — An. Koppo3noHHo-arpeccusHa. Foptoyasa. NMpu npueMe BHYTPb MOXET MPUBECTU K
CMepTeNbHOMY UCXoAy. BO3MOXHbI CUbHbIE 0XOrn. BpeagHa npu BAbIXaHun).

7.5 ®ocdopHasa kucnota (85 % macc.). OptodpochopHasa kucnota (H3P04) (MpepgynpexageHne — Aa.
Koppo3noHHo-arpeccuBHa. Npu npveme BHYTPb MOXET NPUBECTU K CMeEPTEeNIbHOMY MUCX0Ay. Bbi3blBaeT CUMb-
Hble 0XO0ru).

7.6 NHepTHbIM ras. AproH unuv rennii BbICOKOro ksacca ynctotbl (HP) (He meHee 99,995 %), ucnonb3sye-
Mble B KayecTBe raszoB-Hocutenei (MpepgynpexgeHne — CxaTblli ra3 nof BbICOKAM AaB/ieHUEM. YMeHblwaeT
B aTmoctepe cogepxaHue kncnopoga ANA AblXaHNS).

7.7 Kucnopog. a3 Bbicokoro knacca 4yuctotbl (HP) (He meHee 99.995 %), ncnosnb3yemblii B KayecTBe
rasza-peaktusa (MpeaynpexaeHne — Kucnopopg cywecTBeHHO YCKOPSAET CXuraHume).

7.8 Fa3oBble perynatopbl. N8 KMcnopoja U UHEPTHOrO rasa-HoOCUTeNs AOMXHblI 6bITb MCNO/Ib30BaHbI
ABYXCTyneH4YaTble ra3oBble perynsitopbl.

7.9 PacTBOpbl 3a/eKTponuTa Ana advelikn. PacTBopAT B MepHoOi konb6e 0.5 r ioguaa kanua (KI) n 0.6 r
asnpa Hatpua (NaN3) npumepHo B 500 cm3 BOAbl BbICOKOW 4YMCTOTbI, A06aBAAOT 6 cM3 NneAsiHOW yKCycHOW
kncnotel (CH3COOH) n gosoaaTt Ao Mmetkn — 1000 cm3 nnu cnegytoT cneymndmKkaymam M3rotoBuTens.

Mpumeuvyanne — CneayetcobnogarTb OCTOPOXKHOCTL U XPaHUTb 60/bLIME KONIMYECTBA 3/1EKTPONIUTA B TEMHOM
MecTe. PekoMmeHAyeTCs Kaxable TpU MecsiLia roToBUTb CBeXuii SNIEKTPONNT.

7.10 A3upg Hatpusa (NaN3), menkue rpaHynbl (MpeaynpexageHne — TokCu4YeH. Bbi3biBaeT pa3gpaxeHue
rnas n Koxu. BapbiBoonaceH).

7.11 Noaunp kanua (K1), MENKO rpaHyIMpPOBaHHbIiA.

7.12 Xnopup kanus (KCIl). MENKO rpaHy/IMpoBaHHbIN. ICNONbL3YOT ANSA 3/1eKTpoAa CpaBHEHUA U3 ABYX
maTtepuanos. 1M Ag/AgCl.

7.13 Hutpat kanua (KNO03). Menko rpaHyNMpoBaHHbIN. IcNonb3yloT ANa anekTpoja CpaBHEHNS U3 ABYX
maTepuanos, 1IMAg/AgCl.

7.14 Nogpg (1) pasmepom yacTuy 20 Mell UKW MeHee ANA HACbILEHHOTO 3/1eKTPOoAa CPaBHEHNA.

7.15 Tonyon, KCUNonbl, N300KTaH, X. 4. (MOXHO NPUMEHATbL ApYyrne pacTBOpPUTENN, aHaNOrnUYHble TeM,
KOTOpble BCTpevalTcsA B aHanu3npyemblx obpasuax). TpebyeTca KOPPeKTUpOBKa XO/IOCTOro OonbiTa No pac-
TBOpPUTENt. 06ycnoBaeHHas cepoii, NpUCyTCTBYOLWeA B pacTBOPUTENAX, NPUMEHSAEMbIX A/1 MPUTOTOB/IEHNSA
cTaHpgapTa un pas6aBneHua ob6pasua (MpepynpexaeHne — BocnnameHswwmnecs pactsopuTenn. BpegHbl
npu BAbIXaHUWU. Mapbl MOTYT ABUTLCSA NPUYMHON noxapa).

NMpumeyaHne — TpyuMeHeHUe pacTBOPUTENEN C HeAeTEKTUPYEMbIM (HEONpeaensieMbiM) YPOBHEM Cepbl OT-
HOCUTE/IbHO COAepXaHus cepbl B 06pa3Lie MOXeT CAe/aTb HEHYXHOV KOPPEKTUPOBKY PacTBOPMTESIs MO XOSIOCTOMY OMbITY.

7.16 Anb6eH3oTnopeH — FW (monekynsapHblii Bec) 184,26; 17,399 % macc, no S.

Xvmunueckne peaktusbl. Crneynukaumum AMepuKaHCKoro xmMmuyeckoro obujectsa, American Chemical Society,
Washington DC. [1nA OueHKM BO3MOXHOCTU UCMNONIb30BaHUA peareHToB, He NepeyncrieHHbIX B cneuyudukaummn Amepu-
KaHCKOro Xnmuyeckoro o6uiectsa, cregyeT o6pawaTtbca kK Annual Standards for Laboratory Chemicals, BDH Ltd.. Poole,
Dorset. U.K., n k United States Pharmacopeia and National Formulary. U.S Pharmaceutical Convention, Inc. (USPC),
Rockville. MD.
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MpumeuyaHne — TlpuMeHeHMe pacTBOpPUTEsIEN C HeAeTEKTUPYEMbIM (HEoMNpeaensieMbIM) YPOBHEM CEPbl OT-
HOCUTENIbHO COAEPXaHUsi Cepbl B 06pa3Lie MOXET cAenaTb HEHYXHO KOPPEKTUPOBKY PacTBOPUTENS MO XONOCTOMY ONbITY.

7.17 m-bytnncynepung — FW 146,29; 21,92 % macc, no S.

NMpumeyaHue — TIpMMeHeHVe pacTBOpUTeNeil C HefeTEKTUPYEMbIM (HeonpeaensieMbiM) YPOBHEM Cepbl OT-
HOCUTENIbHO CoZepXaHusi cepbl B 06pa3Lie MOXeT cAieNlaTb HEHYXXHOI KOPPEKTUPOBKY PacTBOPUTENA MO XOI0CTOMY ONbITY.

7.18 TnoHadTeH (6eH30TnodeH) — FW 134.20; 23,90 % macc, no S.

MpumeyaHunsa

1 MNpumMeHeHWe pacTBopuTeneli ¢ HeJeTeKTMpyeMbIM (HeonpeaesisieMbiM) YPOBHEM Cepbl OTHOCUTENIbHO CoAepXa-
HUA cepbl Bo6Gpaslue MOXeT cenaTb HEHY)XHOW KOPPEKTUPOBKY PacTBOPUTESIAi MO XOSI0CTOMY OMbITY.

2 Ecnv Heo6Xx04MMO, TO MOXHO NMPUMEHATb KOPPEKTUPOBKY Ha XUMUYECKMNE NPUMECH.

7.19 Cepa, cTaHAapTHbI pacTBop (Npu6an3nTenibHO 1000 Mr S/cM3); rotoesT ucxoanw it PACTBOP, akKy-
paTHoO B3BewMnBas Npu6an3nTenbHo 0,5748 r anbeHsotnodeHa nam 0.4652 r H-6yTuncynbcpunga nnm 0,4184 r
TUoHadTeHa B MepHYyl konby tmuna A o6bemom 100 cm3. lonmBaloT A0 MeTKN BblGPaHHbIM pacTBOpUTENeMm.
OTOT UCXOAHBIN pacTBOP MOTOM MOXHO pa36aBNAaATb 418 NPUTOTOBAEHUA paboynx U KaNNGPOBOUYHBLIX CTaH-
[apTHbIX 06pa3uoB (CTaHAApPTOB) cepbl, Kak ykazaHo B Ta6nunuax 1— 3 (CM. npuMedaHus)

4y A8C106 n
MKrS/cmt - , . (3)
100cm3 o
rae A — Ko/nmMuyecTBO cTaHgapTHOro o6pasua, r;
B — wmaccoBas gons cepbl S BcTaHAapTHOM o6pasue;
C — mMaccoBas A0/ YNCTOro cTaHAapTHOro o6pasua B peakTuBe (CTeNeHb ero YNCTOThl). % Macc.

MpumeyaHnsa

1 Pa6oune n kanmbpoBOUHble CTaHAapPTHble 06pa3lbl, MPUrOTOB/IEHHbIE HAa PErynsapHoOii OCHOBe, peKoOMeHayTCs
B 3aBWCMMOCTW OT YacTOTbl MPUMEHEHUSA U CPOKa rogHOCTU. OBbIYHO Y NCXOAHbLIX PACTBOPOB CPOK rOAHOCTM cocTaBnseT
oKono 3 mec.

2 KannbpoBouHble cTaHAapTHbIEe 06pasLbl MOXHO MPUrOTOBUTL UM pa3baBuUTb NO «Macca’Macca». ecnun pesynbTaTbl
pacuyeTa TOYHO YCTaHOBJIEHbI, YUTO6bI NX COrnacoBaThb.

3 MOXHO MCNONb30BaTb NCXOAHbIE, paboyne N KanMbpoBOUHble CTaHAAPTHbIE 06pasLbl U3 KOMMEPYECKUX NCTOUYHM-
KOB. €C/IN NOC/Ie NPOBEPKN HA TOYHOCTb OHW COOTBETCTBYIOT XapakTepmcTukamMm HacTosILEero metoga UCnbiTaHus.

Ta6nuuya 1— PekomeHAyemMoe NpUroToBsieHNe pabounx ctaHgapToB

KoHueHTpaums paboyero KOHLIeHTpaLms NCcxogHoro O6beM VICXOAHOTO O6Wwwnin 0bbem paboyero
cTaHgapTa, Mur S/cm3 pactBopa, MKr S.'em3 cTaHfapTa, cm3 cTaHgapTa, cm3
500 1000 25 50
50 1000 5 100
10 500a 2 100

n Pa6ouwnit ctaHgapT.

Tabnuuya 2 — PekoMeHAyeMble KalMOPOBOYHbIe CTaHAapTHbIe 06pasLibl B 3aBUCUMOCTU OT XesTaeMOro KasimbpoBouy-
HOro AnanasoHa

. KOHLeHTpauus Kaim6poBOYHbIX CTaHAaPTHLIX 06pasLoB, MT Sicm3
Kanu6poBouHbIii AnanasoH, uenTpay p nap pasy

mr Sta

KoHueHTpauusa 1 KoHueHTpayusa 2 KoHueHTpauus 3
Cnegbl — 2.5 0,2 1.0 2.5
0.5—50 0.2 5 50
1,0—250 0.5 10 250
2.5—500 1.0 25 500
5.0— 1000 2.5 50 1000
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Ta6nunuya 3 — PekomeHayemMoe MPUroTOB/IeHME KaIMBGPOBOYHBIX CTAHAAPTHLIX 06Pa3L 0B

KoHLUeHTpaLms pa6oyero 06bem pa6oueto O6wnii obwem KoHueHTpayus
crangapra, uktSlcm3 crangapta, obi3 KaM6pPOBOUHOK CTaHAapTa. KanMGPOBOUHOI CTaHAApTa,
! ’ cm3 iw S/cm3
10 2 100 0.2
10 5 100 0.5
50 2 100 1.0
50 5 100 2.5
50 10 100 5.0
500 5 100 25
500 10 100 50
loooa 25 100 250
500 _ _ 500
1000A — — 1000*

A CTaHpapTHbI (MCXOAHbIN) pacTBop.

7.20 Cepa, cTaHfapTHbIi pabounii pacTBop: roToBAT pabouue cTaHAapThl, Kak yka3aHo B Tabnuue 1,
MCNosb3ys CTaHAapTHYO MepHYI0 nMuneTky Tuna A.

7.21 O6pa3ybl rapaHTum kavyectBa (QA). O6pa3ybl, ABAAOWMECS HEPTAHbIMM MaTepuanamMmm UIN cTaH-
AapTHBIMU NPOAYKTaMW C U3BECTHbIM COZlepXaHNeM cepbl, KOTOPble He NCMO/b30BaSIMCb NPU NOSTYYEHUN Ka-
NMGPOBOYHOW KpMBOW annapaTtypbl. 3TN o6pa3ubl (QA) AOMKHBLI UCNONBL30BaTLCA A48 NMPOBEPKN [OCTOBEpP-
HOCTM Mpouecca UCNbITaHWUSA, KaK ykasaHo B pasfesie 11. B Hanuuuu A0/KHO 6biTh O0CTATOYHOE KONIMYECTBO
o6pasua QA AnA npegnosaraeMoro nepuvoja NpuMeHeHns, o6pasel J0/1KeH ObiTb TOMOreHHbIM 1 CTabunb-
HbIM MpPU XPaHEHUU U B OXMAAEMbIX YC/IOBUSAX.

8 Bonpocbl 6e3o0nacHOCTA

8.1 McnblTaHWe NO HacTosAlWwemMy MeToAy NPOBOAAT MPW BbICOKONW TemnepaTtype. Heo6xoammo co6nio-
AaTb KpaliHIOl0 OCTOPOXHOCTbL B C/lyyae NMPYMEHEHUA BOCN/aMeHSAWMXCA MaTeprnanos B6AM3N neyn.

8.2 CnepyeT co6niogatbh AelicTBYOWME B HACTOsWee BpeMs npaBusa M NpoTOKO/bl NOCTaBLWMKa AaH-
HblIX MO 6€30MacHOCTU MaTepunasnoB, UCNOJb3yeMblX B HACTOSLeM MeToAe UCTbITaHUA.

9 OT60p NpPO6

9.1 Mpoby ANnsA ucnbiTaHWa nonydyakwT B cooTBeTcTBUM ¢ ACTM [ 4057 n ACTM [ 4177. YTo6bl coxpa-

HUTb NeTy4yne KOMMOHEHTbI, UMel W Necss B HEKOTOPbIX Npo6ax, UX He XPaHSAT OTKPbITbIMU AONblUE, YEM 3TO
Heo6xoanMo. Mocne oT60opa Npobbl criefyeT NPOBOAUTL aHaNM3 Kak MOXHO 6bicTpee, 4TOGbl NPeAOTBPaATUTL
3arpsi3HeHNe UIn NoTeplo cepbl B pe3ynbTaTe He3alWNWeHHOCTU UIN KOHTaKTa C KOHTeliHepoM.

9.1.1 (MpeaynpexaeHne — Mpob6bl, oTo6paHHble NPU TemnepaType HUXEe KOMHaTHOI, MOryT yBenu-
UNTbCSA B 06bEMe U pa3opBaTb KOHTeliHep. M03TOMYy KOHTeliHEep He cnenyeT 3ano/IHATL NPo60W fOBEpPXY, He-
o6xoAMMO Hag Npo6oii ocTaBUTb J0CTaTOYHOE BO34YLWHOE NPOCTPAHCTBO.)

9.2 Ecnun npo6y He mcnonb3ylT cpa3y, To nepeg oT60pomM o6pasua ANA UCNbITAHUA COAEPXUMOE KOH-
TeliHepa TwaTe/IbHO NepemMeLlWnBatoT.

10 MNopgroTtoBka annapaTypsbl

10.1 AKKypaTHO BCTaBNAT KBapueByt Tpy6Ky A48 NUPONN3a B NeYb U NPUCOEAUNHAIT INHUN KNCNOPO-
Aia N UHepPTHOrO rasa-HocuTens.

10.2 MNpucoeanHAIOT CUCTEMY NepeMeLLeHNs NOA0YKM U CUCTEMY, MPUBOAALLYIO B ABVXEHUE WNpuL, K
Tpyb6ke Aona nuponusa.
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10.3 BbINOMHAIOT NPOBEPKY HA YTeUYKy B COOTBETCTBUMN C MHCTPYKLUAMU N3rOTOBUTENS.

10.4 B cOOTBETCTBUUN C MHCTPYKLUMAMU N3TOTOBUTENA cobupatoT Aveliky NS TUTpOBaHMA U fo6aBnsatoT
BCe TpebGyeMble pacTBOpPbI, BK/OYAA 3/1EKTPONUT ANA AYelKN.

10.5 MpucoeAnHAIOT A4eiiky 4NA TUTPOBaAHUA K annapaTy B COOTBETCTBUM C MHCTPYKLUSAMWU N3TOTOBUTENSA.

10.6 PerynupytoT NOoTOK ra3os 1 ycTaHaB/iMBalOT TeMnepaTypy neynm mu MHCTpyMeHTal/ibHble napameTpbl
(TexHnyeckne) B COOTBETCTBUMN C UHCTPYKLUAMUN M3TOTOBUTENS.

10.7 Npwn ncnonb3oBaHUM cMCTEMbl BBOAA 1OA0YKMN NOA0UKY 418 aHaM3a npeABapuTeslbHO NpokanmBea-
0T COrN1aCHO UHCTPYKLUAM M3rOTOBUTENS.

11 KanmbpoBka v cTaHgapTusaums

11.1 Cnepys npoueaypam, pPekOMeHAYeMbIM W3roToBUTENEeM, ycTaHaB/MBalOT paGoune napameTpbl
annapaTtypbl AN BHYTPeHHeN kanub6poBku. Ecnm annapaTtypa He CHabGXeHa BHYTPeHHel Kann6GpoBKOW, TO
aHanM3npyT XO0MOCTON pacTBOP M KasiM6POBOYHbIE CTaHAapTHble 06pasubl, PErucTPUPYIOT UX 3HAYEHUS B
MUKpOTrpaMmax WUaW HaHorpammax cepbl U BPYUHYIO CTPOSAT KasiMG6POBOYHYIO KPUBYIO.

11.2 KannbpoBO4YHble CTaHfgapTHble o6pasybl

Bbi6upatoT no tabnuue 2 Heo6xoaMMbIN Anana3oH kannb6posku. AinA BbIGPaHHOro gnanasoHa rotoBaT
COOTBeTCTBYlOLWMNE KaNMGPOBOUYHbIE CTaHAapTHble 06pasybl, yka3aHHble B Tabnuue 3. KoOHUueHTpauuum kanu-
6pOBOYHbLIX CTaHAAPTHbIX 06pa3uoB, MKr S/cm3, paccynTbiBalOT NoO cneaywuwein popmyne

KoHUueHTpayna kKanm6poBOYHOTro cTaHAapTHOro o6pasuya = (4)
roe A — kKoHueHTpauus pa6oyero UauM UCXOAHOTO pacTBopa, MKr S/cm3;
B — konunuectBo pa6ouyero nam McxogHoro pacteopa, cm3.

MpumeyvaHuns

1 PekomeHayeTca KanM6poBOYHas KpuBasi C TPeMsl CTaHAapTHbIMU o6pa3slaMu. PekoMeHAyeTCs NPUMeHATb CTaH-
[apTHble o6pas3ubl, OXBaTbiBaloLWMe NpegnonaraeMblii Anana3oH KOHUEHTPaUnii cepbl B aHann3npyemblix o6pasuyax. Mox-
HO UCMOMNb30BaTb Ka/IMGPOBOYHbIE KPUBbIE C OHUM UKW ABYMS CTaHAAPTHbIMK 06pasuamu, a Takke 60/bline KOMNIeKTbl
cTaHapTHbIX 06pasLoB, eC/IM MOHATHO, YTO KAIMGPOBOYHAsH KPUBAs SIBNISETCA INHEHO No BCeMy M3MepsieMOMY Aunana-
30HY KOHLEHTpaLuUn 1 cTaHAapTHble 06pas3Llibl COOTBETCTBYIOT 3HAUYEHMAM XapakTepUcTUK HacToALero MeToAa NcnbiTaHns.

2 Vicnonb3oBaHune KaMB6pOBOYHbIX CTaHAAPTHbIX 06Pa3LOB C Pa3HbIMU KOHLEHTPaLUsIM/A BO3MOXHO NPpU YC/I0BUM,
4YTO OHU OXBaTbIBaIOT NpejnosiaraemMblil AnanasoH KOHLLEHTPaL it aHannsmpyemblx 06pasL0B 1 COOTBETCTBYIOT 3HAUYEHUAM
XapaKTepucTUK HacCTOsILLero MeToAa UCMbITaHWs.

11.3 Bbl6GMpPalOT COOTBETCTBYIOWMI MUKPOWNPUL, YYnTbiBas o6beMbl o6pasua KOHLeHTpauuii cepbl B
CTaHAapTHbIX 06pa3uax, UCNOob3yeMbIX A1 KAMGPOBKM annapaTtypbl, B COOTBETCTBUM C Tabnuuei 4.

11.4 MepeA aHaNIM30M MUKPOLWNPUL NPOMbIBAOT HECKO/IbKO pa3 o6pa3uomM. ECNvM B XUAKOCTU eCTb ny-
3bIPbKN, TO MUKPOLIMNPUL, CHOBa NMPOMbIBalOT U OTGMpPalT HOBbIV 06pasel,.

11.5 KonuuyecTBo o6pasya MOXHO ONpeaesiMTb C UCNOMb30BAaHWEM MUKpoOWMNpuua nNo 06beMy Uau no
Macce. KonnuyecTBo o6pasua fO0/IXHO COCTaBNATL He 60onee 80 % BMECTUMOCTU MUKpOLWNPpULA.

Ta6bnnuya 4 — PekoMeHayemble 06beMbl 06pasLa Ana npegnonaraembiX KOHUEHTpauui cepbl

KoHueHTpauus cepbl B o6pasie, Mr Stof BBefeHHbIN 06bem obpa3ua. M« Macca cepbl. M«T S
Cnepgbl — 5.0 80 Cnepbl — 0.25
0.5—50 60 0.03—15
1.0—250 30 0.03—5.0
2.5—500 20 0.05—5.0
5.0— 1000 10 0.05— 10

11.5.1 WN3mepeHue obpasua Nno ob6bemy
O6bem BBOAMMOro ob6pasua nosiyyawT, 3aNONHAS MUKPOLWNPULY A0 BbibpaHHOro o6bema, oTBoAsA Mop-
WeHb TaK. YTO6bI HMKHUI MeHUCK o6pa3ua Haxoauncs Ha 10%-Holi oTMeTKe WKanbl Wnpuua, u perucTpupyroT

8
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o6bem XnakocTun Bwnpuue. NMocne BBegeHns o6pasya OTBOAAT NOPWEHb CHOBA, YTOGbI HUXHWUI MEHUCK XN J-
KOCTU Haxoaunca Ha 10%-HOM oTMeTKe WKasbl, U CHOBA PErTMCTPUPYIOT 06bEM XMUAKOCTM B wnpuuye. PasHnua
Mexay ABYyMA 3TUMU NOKasaHWSIMWU cocTaBnseT o6beM BBeAeHHOro o6pasua.

NMpumevyaHne — MOXHO UCMONbL30BaTb YCTPOWCTBO aBTOMATMYECKOro 0T60pa Npo6 1 BnpbICka BMECTO Mpo-
Lefypbl. ONUCaHHOV AN PyYHOTro BBOAA LIMPULEM.

11.5.2 3mepeHne obpasya No macce

Wnpuy AnA o6pasla B3BeWNBAKOT 40 U Nocse BBoAA A4 TOro, YTO6bl onpeAenTb KOIMYECTBO BBe/leH-
HOro o6pasua. 3ToT Nnpuem obecneymBaeT 60NbLWYH NPELU3INOHHOCTb, YeM MeTOo[ U3MepeHus obbema, npu
YCNOBWUN, 4HTO UCNOJMb3YIOT BECbl C NPeyU3noHHOCTbIO = 0.01 wMr.

11.5.3 Kak ToNlbko Mukpownpuuem 6yneT n3mepeHO COOTBeTCTBYlOLLee KonmyecTBo o6pasia, o6pasel, Haj-
nexauwmnm o6pa3omM KOSIMHeCTBEHHO NepeHOCAT B annapart. CylwecTByeT fBa a/lbTePHATUBHbIX TEXHUYECKMX Nprema.

11.5.4 Cuctema BBOAA NOA0UYKN: KONMMYECTBEHHO BBOAAT o6pasel, Me/IeHHO BbiNyCcKas cogepXumMoe wnpu-
Lua B N1004Ky AN o6pa3ua, cojepxallylo KBapLeByl BaTy, 4TO6Gbl y4eCTb NMOC/Ie[HIO Kan/al C KOHYMKA UMbl
wnpuua. YaanaT Wnpuy 1 HeMe4/leHHO HauynHalT aHanu3. basoBas NMHWUS annapaTa A0J/1XHa ocTaBaTbCs cTa-
6unbHOI f,0 Tex NOpP. NokKa NoA04Ka He JOCTUTHET NeYM U He HayHeTCcA ncnapeHue obpasya (CM. NnpumevaHume).

NMpumeyaHne — PekoMeHAyeTCSA NPU HEOGXOANMOCTN YMEHbLUNTL CKOPOCTb ABWXEHUSA JTOA0YKM UM OCTAHOBUTD
NTIOACHKY Ha KOPOTKOe BpeMs, YTo6bl o6ecneunTb CropaHne Bcero o6pasua n nsbexarb neperpys3km CUCTEMbI CXUTAHUSA.

Mporpamma cucteMbl BBOAA A0/I)XHA COXPaHATb 1OA0YKY MOTHOCTHIO B 30HE OKWUC/IEHUSA NeYn B TeueHune
BpeMeHun (BpemMeHU npebbliBaHWsA), 4OCTATOYHOTO, YTO6bLI MOJIHOCTLIO OKUC/UTL O6pasel, npexae 4em yaa-
NUTb N0A0YKY C 06pa3yom M3 neun. Cnegytowmnini BBog o6pasilia OCyUWecTBAAIOT He MeHee YeM vepes 2 MUH
nocne oxfaxefeHus IOA0YKN M AOCTUXEHUSA €10 MO3ULUUN «MOSTHOTO OTBEeAEeHUs Ha3ag» (CM. MpuMedaHus).

MpumevaHus

1 Bpemsa npe6biBaHMA B neuyu, Tpebyloweecs ANA NOMHOr0 OKUC/IeHUs Nto60oro ocTaBLUErocsi B JI0A04Ke ocTaTka,
3aBMCUT OT MaTpumubl o6pasuya. O6bIYHO fOCTaTOUYHOE BpeMs nNpebbiBaHua cocTtaBnseT 120 c. YTo6bl o6ecneynTb NosHoe
cropaHve obpasua, yBesiMymBaloT Bpems nNpebbliBaHUA /TO40UKN B NeYNn.

2 CTeneHb Tpe6GyeMOro oxsaxaeHUs N0404K1 0 BrpbiCcka 06pasLa 3aBUCUT HENOCPEACTBEHHO OT /leTy4yecTu 1 pas-
Mepa obpasua. YCTPONCTBO ANA OXNaXAEHUS NOA0YKMN, YBENMYEHNE BPEMEHU OXNaXAeHUSA NOA0YKN UAW U TO. U gpyroe
MOXHO MCNO/b30BaTh A1 KOHTPO/A McnapsaeMocTn o6pasiia 0 Tex Nop. noka f1o4o04ka He JOCTUTHeT neun.

11.5.4.1 YMeHbLW AT CKOPOCTb ABWXEHUA TOA0YKN, pa3mep obpasua uam m To. n gpyroe, ecsim Ha Bbl-
XOAHOM KOHLUe TPYy6KU ANns nuponuni3a HabnwaawT Harap Uamn caxy.

YBenununsaloT BpemAa npebbiBaHUA N040YKN B 30HE OKWCNEHWUSA Neyun, ecnu Ha nopouke Habnwpgaertca
Harap unu caxa nocse TOro, Kak aHasin3 3aKOHYEeH.

11.5.5 Cuctema BBOAa wnpuua

Ana HenocpeACTBEHHOrO BMNPbICKa akKypaTHO BCTaBAAT UIAY WNpULa BO BXOAHOE OTBepCcTUe TPyOKu
ONA CKUTAaHUA M NPUCOEAVHAIT WNPULY K NepemMeljalowjemMy MexaHnsmy. [laloT BpeMs AN8 UCnapeHunsa ¢ urnbl
ocTaTkoB o6pa3ua (XonocToih onbIT Urnbl). Kak ToNbko 6a3oBasn MHUA GyaeT ycTaHOB/IeHA, TOTYAC HayMHawT
aHanun3. Kak Tonbko o6pasel 6yaetr HabpaH B WNPUL, U NOTHOCTLIO BBEAEH, WNPUL cpa3y yaansatT, a aHanums
CUMTAKT 3aKOHYEHHbIM.

NMpumedyaHne — UTOGbI N3bexaTb Nnepesarpysku CUCTEMbI CXUraHNsA, PpeKOMeHAyeMble CKOPOCTH BNPbICKMBa-
HUs o6pasua HaxoasTcs B AnanasoHe oT 0,5 go 1.0 mkn/c.

11.5.5.1 YMeHblalT pasmep o6pasla, CKOPOCTb BNPbICKMBAHUA UAN U TO, U APYroe BMecTe Npu Heno-
CpeACTBEHHOM BMPbICKMBAHUM MUCNbITYeMOro o6pasua B NeYb, €C/IN Ha BbIXOAHOM KOHLE TPYy6KM ANA NMponu-
3a Habn galwT Harap Uan caxy.

11.6 OAHMM 13 ABYX CNeAYLWNX TEXHUYECKNX NPpMeMoB KanubpytoT npuéop.

11.6.1 ABTOMAaTu4yeckas BHYTPeHHAA KannbpoBkKa

N3mepsalT KanMbpoBOYHble CTaH4apTHble 06pa3lbl U XONOCTON pacTBOp NO O4HOW M3 npoueayp, onu-
CaHHbIX B 11.3— 11.5.5. AHanu3npyloT XONOCTON pacTBOpP M KaxAblii cTaHAapTHbLIN o6pasel, He MeHee Tpex
pa3. Mpub6op KannbGpyT COrNacHo MHCTPYKUUAM M3rotoButens. Ytobbl onpenesintb KOSIMYECTBO CEPbl B He-
n3BecTHOM ob6pasue, MCMOMb3YIOT JIMHEHY0 perpeccuto NepBoro Uam BTOPOro nopsjgka uan kanmbpoBOUHYO
KpuByto. PaboTy cucTembl cnegyeT NpoOBepPATb NPU NPUMEHEHUN Kaxablii aeHb (pasgen 12).

11.6.2 KannbpoBo4YHaa KpuBas, NoNy4yeHHas BPYYHYIO

N3MepaloT X0N0CTOW pacTBOP M Kannb6poBOUYHble CTaHAapTHble o6paslbl NO O4HOW M3 nNpoueayp, yka-
3aHHbIX B 11.3— 11.5.5.
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He meHee Tpex pa3 aHanM3UPYyOT XO/I0CTOV PacTBOpP U KafM6POBOUYHbIE CTaHAapPTHbIe 06pasybl U perv-
CTPMPYIOT MX aBCOMIOTHbIE 3HAYEeHUsI B MUKpOrpammax WM HaHorpamMmax cepbl. BblunMTaloT cpegHee 3Haue-
HWe XO/I0CTOro pacTBOpPa M3 KaX/A0ro KaIMGPOBOYHOTO CTaHAapPTHOIO o6pas3la  CTPOSAT KPUBYO 3aBUCMMOCTH
MaccCbl Cepbl, M3MEPEHHON AN KaXAOro KaMGpoOBOYHOro CTaHAapPTHOro o6pasua (0Cb y), OT TeOpeTUYecKoi
Maccbl BBeAeHHOI cepbl (0Cb X). ICNOMb3YIOT IMHEHY0 Perpeccuio Nepsoro WAy BTOPOro nopsgka u CTposT
Kann6poOBOYHYO KPMBYI, UTOGbLI ONpeaeniMTb KONMYECTBO Cepbl B HEM3BeCTHOM o6pa3ue. Pa6oTy cucTeMbl
cnefyeT NPOBepPsATb KAXAbIA 4eHb NMPUMeEHeHUs.

MpumeyaHne — He Bcs cepa o6pasya, HAXOASALWErocs B 30He OKUCMIEHUA NeYvn, MOXeT GbITb OTTUTPOBaHa
B Buae S02. Kpome TOro, B yC/IOBUAX CU/IbLHOTO OKUC/IEHUA B TPy6Ke ANA NMPOsIM3a Kakoe-TO KOJIMYEeCTBO cepbl npe-
Bpauwaetcsa B S03 1 He pearupyeT ¢ TuTpaHToM. COOTBETCTBEHHO, CTaHAapTbl Cepbl, COOTBETCTBYIOLWME Anana3oHy
KuneHusi o6pasya u TUNy cepbl, PeKOMeHAYTCS ANs rapaHTUM afekBaTHOW KanubpoBku. BoccTaHOBNeHMe MeHee
75 % [0NXKHO paccmaTpmMBaTbCs Kak COMHUTeNbHOe. Ecnu HabnogaeTcs BoccTaHOBeHME MeHee 75 %. To onepatopy
pPeKoMeHAyeTCcsi NPOBEPUTL Ky/IOHOMETPUUYECKY CUCTeMY, napamMeTpbl naMepeHus un paboTy annapatypbl, KOTOpble
AOMKHBLI 6bITb B Hagnexaulem nopsgke. Npu npaBunbHol pa6oTe annapaTtypbl BOCCTaHOB/IEHWE [OJ/IXHO GbiTb OT
75 % po 90 % (pucyHoK 3).

11.7 Ecnu pons cepbl, npeBpawaeMoin B S02 (KoachdurLuMeHT npeBpaleHns), HUWxe 75 % crtaHgapT-
HbIX PacTBOPOB, C/eAyeT NMPUIOTOBUTb CBEXMWEe cTaHAapTHble 06pasubl, YTO6bl MPOBEPUTb, U3MEHUNUCH SN
npeablgyuine ctaHgapTHble opasybl. ECM coxpaHATCA HU3KMe KO3 (PMLUMEHTbI NpeBpalweHuns, To creagyeT
npoBepuTb AeTanu npoueaypbl UCNbITAHUA.

11.8 OuyucTKa M1 NOBTOPHasA KanmbpoBKa

MpoBoAAT 04YMCTKY NO6bLIX YacTell OT Harapa M CaxXu COrnacHO WHCTPYKUMSIM M3roToBuTens. lNocne
OUYNCTKM U PEryMpPOBKN COFNacHO MHCTPYKLUMAM M3roTOBUTENs annapaT co6upatT u npoBepsitoT. Kannbposky
npu6opa NOBTOPSIOT Nepes NOBTOPHLIM aHa/IM30M UCMNbITYEMbIX 06pa3LoB.

12 TapaHTus kadecTBa (QA)

12.1 NMopTBepxpatoT paboune xapakTepucTukn npubopa ANs NPOBeAEHUS UCNbITaHUA, aHanu3npys obpa-
3el, KOHTponsa kadectBa (QC) nocne KaxAon KaNnMGpPOBKN 1 Aanee NPU NPUMEHEHUN He peXxe YeM Kaxablii AeHb.

12.2 Ecnn NpoTOKONbI KOHTPONA KauBcTBa/rapaHTum kavyectBa (QC/QA) yXe ycTaHOB/EHbI B YCNOBUAX
NCNbITAHNUSA, UX MOXHO NMPUMEHATb ANSA NOATBEPXAEHUA HALEXHOCTU pe3yibTaTOB UCMbITaHUSA.

12.3 Mpwn OTCYTCTBUWN NPOTOKOA KOHTPONA KavecTBal/rapaHTum kadectBa (QC/QA). ycTaHOBNEHHOTO B
YCNOBUAX UCMNbITAHUA, KOHTPO/Ib Ka4ecTBa MOXHO MPOBOAUTbL NO NPUMOXEHNIO X1.

13 lMpoBegeHMe ncnbiTaHNA

13.1 CornacHo npoueaype, NnpuBeAeHHOW B pa3gene 9. nonyyarT ucnblTyeMblii o6pasel,. KOHUeHTpaumsa
cepbl B HEM A0J/1XHa 6bITb MEHbLIe KOHLUeHTpauuy cTaHgapTHOro o6pasya C caMbiM BbICOKUM COAEpPXaHNeM
cepbl M 60Nble KOHUEHTPaLUM cTaHA4apTHOro o6pasya c caMbiM HU3KUM COAepXaHueM cepbl, UCNOMb3yeMbIX
B Kann6poske. NMpu Heo6xoAMMOCTN cnefyeT NpoBOAUTL pa3dbaBsieHne B NepecyeTe Ha Maccy nnm o6bLem.

13.1.1 TpaBumeTpuyeckoe pazbaBneHune (macca/macca)

PernctpupytoT maccy ncnelityemoro obpasya n o6uyto maccy ncnblTyemMoro o6pasua u pacTBopuTtens.

13.1.2 O6bemHOe pa3dbaBneHne (macca/ob6bem)

PernctpupytloT maccy ucnbliTyemMoro o6pasta n o6uwunii o6sbem ncnbiTyemMoro o6pasuya u pacteBopuTtens.

13.2 MpombiBalOT WNpuy Ana ot6opa NPo6 HECKONbKO pa3 Hen3BeCTHbIM o6pa3yom. Mo ogHON 13 npo-
ueayp no 11.3— 11.5.5 onpefenstoT KOHUEHTpaLuto cepbl.

13.3 lnsa npoBepKN NOSIHOTbI OKMC/IEHNSA UCMNbITYyeMOro o6pasla ocMaTpusalwT TPYy6KN ANSA CKUTaHUA U
ApYyTne cocTaBnslOWNE YaCTH.

13.3.1 CucTtembl BBOAA NTOJO0YKN

YMeHblWaloT CKOPOCTb BBEAEHUA 10J04YKN, pa3mep obpasua Uamn u To. U 4pyroe, ecAy Harap uam caxa
OTMeYalTCs Ha BbIXOAHOM KOHUE TPYOGKM ANA nuponusa. YBenmynBalwT BpeMs npebbiBaHWA /TOL04YKM B 30HE
OKUCNEHUs Meyun, ecqiv Nocsie OKOHYaHUA aHasn3a Ha /1004ke OTMevaloTCsA Harap u caxa.

13.3.2 CucTembl BBOJa wnpuya

YMeHblWwalT pa3mep ob6pasya, CKOPOCTb BBOAA WU U TO. U ApPYroe Npu HenocpeACcTBEHHOM BBeAEeHUU
ncnbiTyeMmoro o6pasuya B neyb, €C/IM Ha BbIXOAHOM KOHLe Tpy6GKu ANs nuponunsa HabnwgaloTca Harap 1 caxa.

o



FOCT P 54288—2010

13.3.3 OuwncTka n NnoBTOpHasa KkanmbpoBKa

YacTu c N06bIMM HArapooT/IOXKEMUAMUN UNN CaXel OUnLatoT COrNacHo MHCTPYKUMAM n3rotoentens. MNo-
CNle OYNCTKU N PeryiMpoBKN COr/TaCHO UHCTPYKLMAM M3roToBUTENA annapaTt cobupatoT U NPOBepAOT Ha yTey-
Ky. Mepen NOBTOPHbLIMW aHasnM3aMmn UCNbITyeMbiXx 06pa3L,0B NOBTOPSAIOT Kanm6poBKy npubopa.

13.4 YT0o6bI NONYUYNTb OANH pe3ynbTaT, pacTBOP KaXA0ro MCNbITyeMoro o6pasua M3mMepsatoT Tpu pasa u
3aTeM paccyuTblBalOT cpefHee 3HayeHue.

13.5 Ecnu pasmep o6pa3ua paccyuTbiBaldT Mo 06beMy, TO 3HaAYEeHUA MNNOTHOCTU, Heo6xoAMMbIE ANA
pacuyeToB, AOMXHbI 6bITb N3MepeHbl (No meTogam ACTM [1 1298. ACTM [, 4052 nnn aHanornyHblM meTtogam)
npu TemnepaType, Npu KOTOPON 661N UcnbiTaH o6pasel.

Ecnun pasmep o6pasua onpegeneH no macce, 3Ha4eHUsi NIOTHOCTU He TpebytloTCH.

14 PacyeTbl
14.1 KoHueHTpayuio cepbl B ucnbiTyemom ob6pasue, Mr/kr (ppm), paccumTbiBalOT No cnepgywwmm gop-
Mynam.
_ C 1000
Cepa~—m I U ®
Ctoo
Cepa =
VD
roe C — macca cepbl, o6HapyXxeHHasi B ucnbiTyemoM o6pasue (HemocpeACTBEHHO Ha npu6ope unm paccuun-
TaHHaa BPYYHYIO MO KPUBOW KanMbGpPOBKU), MKr;
M — macca BBeAeHHOro pacTBopa uUcnbiTyeMoro o6pasua, MU3MepeHHast HEMOCPeACTBEHHO WM paccyu-
TaHHada No N3MepeHHOMY BBeAEeHHOMY 06‘bemy v nnotHoctn. V. O. MTr;
K — koappuymeHT rpaBumeTpuyeckoro pas6asneHus. Macca ucnbiTyemoro o6pasua/macca mcnbitye-

Moro o6pasua 1u pacTBOpPUTENsA. IYr.
V — o06bem BBEAEHHOTO pacTBopa UCMbITyeMoro o6pasua, U3MepeHHbli HEMOCPEACTBEHHO MM paccyu-
TaHHbI No BBeAaeHHOW macce n nnotHoctu. MID, mkn;
D — nnoTtHocTb o6pasua, r’cm3:
1000 — koadphuumneHT aNnsa nepesoja MKr/Mr B Mr/kr (ppm).

MocaTioTWT, %

THunditypAa kktp*n*un, *C

(10 ppm 8) C bKHOTE30MMEIOM aNOTMXNITU

Cn6p6CTHL NOTTWI
O6o0oMHMa MoToponAproH CmnHowMMObLMpNH
B— B 40 100 1A
0— e loo 100 11
A—A 100 40 41

PucyHok 3 — TMpOUEHT BOCCTAHOB/IEHUSI B 3aBUCMMOCTH OT Temnepatypsbl (”C)
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15 TMpeymn3noHHOCTb U OTK/IOHEeHne

15.1 MpeunsMoHHOCTb HacTosALWEero MmeToAa UCMNbITaHUA onpejesieHa CTaTUCTUYECKUM nUcCnegoBaHnem
pe3ynbTaToB UCMNbITAHWUA, NONYyYEHHbIX B ABYX OTAeNbHbIX NabopaTopHbIX nccnegoBaHnax. NMoapobHble ceBe-
AeHnsa nepBoro mexnabopaTopHOro nccnegosaHusa (cnydal ) MOXHO HaliTu B uccnenoBaTe/sIbCKOM oTyeTe
RR:D02-1036.

BTopoe mexnabopatopHoe nccnegosaHue (cnydain Il) Bknroyano 16 o6pa3uoB 6eH3UHA U AM3eNbHbIX
TONNNB, KaxX/Ablli C HU3KUM COAEepPXXaHNem cepbl, KOTOpble 6bINN NpoaHanu3npoBaHbl 8 nabopatopusamu. MNpak-
TUYeCKU npepen KonmyecTBeHHOro onpegeneHuna (PLOQ). paBHbI npn6am3ntTenbHo 3 MKr/r S. 6bi1 onpe-
peneH ansa o6pa3uoB 6eH3MHOB W paBeH NpuU6AN3MTeNnbHO 5 MKr/r S ans o6pa3uoB Tuna An3enbHbIX TOMNINB
(cm. nccnepoBatenbckme otdyeTbl RR: D02-1546 n RR:D02-1547).

15.1.1 NoBTOpPAEMOCTb

15.1.1.1 Cnyu4aii |. PacxoxaeHune mMexay ABYMS pe3y/nbTataMu UCNbITaAHWUA, MONYYEHHBIMU OAHUM N TeM
Xe onepatTopom Ha OAHOM W TOM Xe annapaTe NPU NOCTOAHHbLIX YC/IOBUAX paboTbl HA UOEHTUYHOM UCNbITYye-
MOM MaTepuasie Nnpu ANUTeNbHOM npouecce paboTbl NP HOPMasIbHOM U NPaBU/IbHOM BbIMO/IHEHUN MeToaa,
MOXEeT nNpeBblWwaTb CedylolWne 3Ha4eHns ToNbKO B O4HOM Criy4yae u3 geaguatu, rae X — cpegHeapugmeTun-
yeckoe 3HaYeHue ABYX pe3y/ibTaTOB UCMbITaHNA

r=0.2802X1° 7M ,> (7)

15.1.1.2 Cnyuaii Il. Bblnn npoaHanM3npoBaHbl o6pa3ubl 6eH3MHA C cofdepXaHUem cepbl NMPUMEPHO
oT 3 go 100 MKr/r n o6pasybl AN3ebHbIX TONJINB C COAEPXAaHUEM cepbl NPpUMepHO OoT 5 A0 40 MKr/r.

OnpepesieHHble 3HaYeHUA NOBTOPSAEMOCTU 6blNN cregyome:

BeH3uH: 003194 (X ¢ 7.4502)13228;

Ouns3enbHoe Tonnueo: 0.08520 (X ¢ 0.65758),
roe X — cpefHeapudmMeTnyeckoe 3HauYeHue napansenibHblX UCNbITAHWA, MKI/T.

15.1.2 Bocnpou3BOAUMOCTb

15.1.2.1 Cnyuaii |. PacxoxgeHue Mmexay eANHNYHbIMU U HE3ABUCUMbIMWU pe3ynbTaTamMmun, NONyYeHHbIMU
pa3HbIMK onepatopamu, paboTalWmMmMmn B pasHblix nabopaTopuax, Ha UAEHTUYHOM UccnegyemMom matepuane
B TeYeHNe A/IMTeNbHOTO0 BPEMEHU NPU HOPMarbHOM U NPaBU/IbHOM BbINMOJIHEHUN MeTOAa UCNbITAHUS, MOXET
npesBbllWaTh ceaytolu,ee 3Ha4YeHMe TO/IbKO B O4HOM cry4vyae U3 gsaguatun, rae X — cpegHeapudMmeTnyeckoe
3HavyeHne ABYX pe3yNbTaToB UCNbITAHUA

A =0.5793X<0 7904 (8)

15.1.2.2 Cnyuali Il. Bblnn npoaHanM3npoBaHbl o6pa3ubl 6eH3MHa C cofepXaHUeM cepbl NPUMEPHO
oT 3 Ao 100 MKr/r n o6pa3ybl AN3e/IbHbIX TONJINB C COAEPXAaHUEM cepbl NpUMepHO oT 5 a0 40 MKr/r.
OnpepeneHHble 3HaYeHNUs BOCNPON3BOANMOCTUN GblNn cregytolume:
BeH3nH: 0,1470 (X = 7.4502)1-3226;
Ans3enbHoe Tonnmneo: 0.5152 (X + 0.65758),
roe X — cpefHeapudmMeTUnyeckoe 3HaYeHue napanasiesibHblX UCMbITAHWA, MKI/T.

15.2 OTKNOHeHUe

Tpu cTaHAapTHBLIX 3Ta/lOHHbIX MaTepuana (SRM) HaunMoHaibHOTO MHCTUTYTa CTaH4apToOB M TEXHOIOTUN
(NIST) 6bin Nnpoann3npoBaHbl A4NA onpefeneHns OTKNOHeHUA. OHK 6blNn NpeacTaBaeHbl o6pasuamn: SRM
6eH3nHa 2298 (4.6 Mkr/r S) n 2299 (13.6 mkr/r S) 1 SRM agnsenbHoro tonnmea 2723a (10 mkr/r S). Ana o6pas-
uoB SRM 2299 n 2723a He 6bl/10 3aperncTpupoBaHo 3aMeTHOe OTK1oOHeHne. OaHako AnsA o6pa3uya SRM 2298
6bl/10 yCTAHOB/IEHO OTK/IOHEHMe, paBHoe 1,25.
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MpunoxeHune X1
(cnpaBo4YHOE)

KoHTponb kavecTtBa (QC)

X1.1 MoateepxaatoT paboTy npubopa v nNpoueaypy UcnbiTaHnsa, aHanu3npys obpasel, KOHTponsa kadectsa (QC).

X1.2 MNepep npoBeAeHMEM KOHTPO/ISA KayecTBa pe3y/bTaToB MCMbITaHUS (MPOLEcc M3MepeHuns) Nonb3oBare/lb MeTo-
Aa [N0/1KEeH NPOBEPUTL CpeHee 3HaYeHne onpeaensieMoli Be/IMUMHbI U rpaHUYHble 3HaYeHWUA KOHTPOSIbHOro o6pasua Ans
QC (cm. ACTM [ 6299 nASTM MNL 71)).

X1.3 Ansa ycTaHOB/IEHUA cTaTyca CTaTUCTUYECKOro KOHTPONA BCero npouecca WCNbITaHUsA PerncTpupyrot pe-
3ynbTatbl QC 1 aHa/M3MpPylT C MOMOLLbIO KOHTPOJIbHbLIX KapT WA ApPYroi cTaTUCTUYeCKU pPaBHOLEHHOW npoueaypbl
(cm. ACTM [, 6299 nASTM MNL 7 1)). MpnunHbI NOSABNEHUSA NMOGbIX BbINafatowmnx AaHHbIX A40/MKHbI ObITb UCCNEA0BaHbI.
Pe3ynbTaTbl nccnefoBaHNs MOTYT, HO He 0653aTe/IbHO, yka3aTb Ha HE06XO0ANMMOCTb NOBTOPHOW rpagynpoBky npubopa.

X1.4 Mpun OTCYTCTBUM KOHKPETHbIX TPE6OBaHWA, NPYBEAEHHbIX B METO4e UCNbITaHMA, YacToTa ncnbiTaHusa QC onpe-
AensieTca 3Ha4YMMOCTbIO KayecTBa NPOBOAUMOrO M3MepPeHMs, a Takke CTabU/IbHOCTbIO NpoLlecca UcnbiTaHusa u Tpe6osa-
HUAMU noTpebuTens.

O6bI4YHO KOHTPO/bHbIV 06pa3eu 4na QC cneayeT aHanM3nMpoBaTh Nepej KaxablM UcnblTaHneMm o6pa3uoB. YacToTy
QC cnepyeT yBeNuunTb, €C/iM NOBCEAHEBHO aHanuaupyeTca 60nblloe KonnyectBo obpasuos. OfgHaKoO, ecnv HariagHo
BU/JHO, YTO WCMbITAHWE HAXOAUTCA MO/ CTaTUCTUUYECKUM KOHTPOJIEM, MOXHO YMEHbLWUTbL YacToTy ucnbiTaHns QC. Mpe-
LM3NOHHOCTb Pe3y/IbTaToB UCMbITaHNSA KOHTPO/IbHOrO o6pa3ua npyu QC AO/MKHA NEPMOAUYECKN NPOBEPATLCA NO NokasaTte-
NAM npeunsnoHHocTn metoga ACTM. 4To6bl y6eanTbCca B KAYeCTBE NOoJlydaemMbiX JaHHbIX.

X 1.5 PekomeHayeTCcs No BO3MOXHOCTU BbIGUPATb TUN KOHTPO/IbHOrO 06pa3ua, NpeacTaBUTEe/IbHOTO MO OTHOLIEHUIO
K 06bI4HO aHaIM3npyemMbiM o6pasuam. Ha nepuof npoBegeHUs ncnbiTaHWii QC KOHTPO/IbHbIe 06pasLbl A0/KHbI 6bITh B
[OCTaTOYHOM KOJINYECTBE U B YC/IOBUSAX XPAHEHUS [O/HKHbl COXPaHATb TOMOTEHHOCTb U CTa6U/IbHOCTb.

OTHOCUTENLHO AOMOJIHUTESIbHBIX UHCTPYKUUIA no npoueaypam QC 1 AaHHbIX aHann3a B Bu/e KOHTPOJbHbIX Ana-
rpamm — cm. ACTM [] 6299 nASTM MNL 7 4

T'Manual on Presentation of Data Control ChartAnalysis. 6th ed.. goctyneH BASTM International. W. Conshohocken.
PA 19428.
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MpunoxeHne X2
(cnpaBou4HOe)

BblBOA ypaBHeHU’ AN KYJTOHOMETPUYECKUX PACUYeTOB, MCNONb30BaHHbIX B pasgene 14

X2.1 BbiBOA, ypaBHEHMUI

X2.1.1 BbIBOA, YpaBHEHU, NCNOMb3YEMbIX B pasgene 14 «PacyeTbl», OCHOBbIBAETCS Ha KY/IOHOMETPUYECKO 3aMeHe
VOHOB Tpunoauaa (ifoga), noTpebnsieMbIX B peakuymmn, Npoxoasweii B MUKPOKY/TOHOMEeTpuYecxoii siueiike (I- +2B -* 31).
KonuuectBo o6pa3oBaBLIerocsi NpoAyKTa peakuum (MOHOB TpUMoOANAA) MexXAy HavyasioM U OKOHYaHWeM NPOTeKaHUs Toka
N0 OKOHYAHUU TUTPOBAHWUSI NPOMOPLMNOHANIBHO KOJIMYECTBY MpOTeKLero pesynbtupytouiero 3apsiga Qt.

X2.1.2 B 60/1bLUMHCTBE NPUMEHEHWI MCNOJBb3YIOT NMOCTOSIHHbI TOK Tak. YTO Npou3BejeHve Toka / B amnepax (Kyso-
Hax B cekyHy) Ha Bpemsi T B cekyHaax, Tpebyemoe A5 JOCTMKEHUS] KOHEYHOW TOUKM, o6ecneunBaeT BennunHa 3apsiga O
(Ky/10HbI), HEO6XOAUMAS A/1A MONYyYEeHUsi NOLHOrO SKBUBASIEHTA pearnpyoLlero BewecTea, 1. e. O = iT, Mo3aTomMy unco ak-
BMBa/IEHTOB pearupytowero sewectsa pasHo QfF, rae F — noctosiHHas ®apages, pasHas 96 500 Ky/IOHOB Ha 3KBUBAJIEHT.

X2.1.3 Mo3aToMy ypaBHeHUe AN HaX0XAeHUA Macchl pearmpyoLllero BelecTsa creaytollee:

O(C) Ry |
A
KoHueHTpauus cepbl = macca cepel.t o ; (X2.1)
macca o6pasua,r Maccao6pasua
0.1 mMB 2mum BOC 10 ae 16 r 10* mkr
MKFS :A,CI,IOVIMZ AOAM  AAM  MUH uB axa r (X2 2)
96500C A's '
A(Om)
rae A — n3MepeHHas nsowajb nuka, giim2
0.1 — YyBCTBUTENbLHOCTb A8 3annucu camonucua, mB/atoiim;
2 — CKOPOCTb MPOTSXKW NEHTbI camonucua, MUH/AoNm;
60 — KO3(h(hMLUMNEHT NepeBoga BPeMeHN U3 MUHYT B CEKYHZbI, C/MUH:
10'3 — KO3dhpULUMEeHT NnepeBoa HanpsXXeHUs U3 BONbT B MUIIMBObTLI. B/MB:
16 — rpamM-3KBUBAasIEHT Cepbl, [/3KB;
R — yCTaHOBKa Mepekoyatens Auana3oHa MUKPOKy/noHoMeTpa. OM. npu noactaHoBke WR = 1 (amnepbi)
nosny4yaem:
. _oime 2mun e0c 108
Aproiim2 N .
Q(AS):- aoiim - gloiAM  Mue - US (x2.3)
R(Om) '
F 96 500 C/3kB, KOHCTaHTa ®apagesil) (3neKTpuyeckunii IKBUBaNEHT MacChbl O4HOrO rpaMM-3KBUBasieHTa
no6oro BewecTsa):
A -sic - nepeBOJ KyNOHOB B aMnep-cekyHAbl;
f KoahhULMeHT npesBpalleHns (OTHOWeHNe ppm S. onpejesieHHON ANa cTaHJapTa, K u3aBeCTHOMY ppm S
B CcTaHgapTe).
Moatomy
1. 16 10* mkr
A 12 10°/ s -
mktS= " (X2.4)
ap500C A's
CnepoBartesibHO,
s A 12 10's 1B 10eblIkr (x2.5)
MKF S = .
R 96500 1
CnepoBaTenbHO.
MKF'S = (J1 «1.99)/(/?+/). (X2.6)
MockonbKy ppm = MKr/r, TO
ppmsS = nr" NAOTHOCTb.— ; (X2.7)
R ( o6bcMm.MKAN M« Mn

113HauveHMe KOHCTaHTbl ®apases 6b1710 NOBTOPHO onpeaesieHo B 1960 r. HaymoHanbHbIM 610po cTaHgapToB. HoBoe
3HayveHne = (96 489 + 2) KynoHa (XMMUYeckas wwkana).
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A 1.99 10*
ppmsS = (X2.8)
R ( o6bem nAOTHOCTb

Tak Kak macca = 06beMm ¢ MNI0THOCTb, TO
ppm S = (J1 «1.99)/ (R «f*macc. r). (X2.9)
X2.1.4 BblBOA yPaBHEHUS MPU UCMO/Ib30BaHNM AVCKOBOIO MHTErpatopa A B ypaBHeHUn X2.6 BbIpaXaeTcsi B KBaApPaTHbIX

Atoiimax. OAHaKOo 3TOT NapameTp [IOKeT ObITb BblpaXeH B e4uHMLax oTcyeTa. Moatomy A AloiiM2 = oTcyeTbl - 10~3. NOCKO/bKY
1 proiirn”™ = 1CO0 oTcyeToB. CnefoBaTesibHO, NOACTaHOBKAa BMecTO A B ypaBHeHMe X2.6 3HaueHusi otcueTbl « K I 5aaet

mktS = (oTcueTbl - 1.99 O 3)/Iff /) (X2.1Q)
n Torga
oTcyeTbl 1,99
ppmS=—""— — (X2.11)
R o6bem, MKN NAOTHOCTb, r/mn /
ppm S = (oTcyeTbl m1.99 « 10_3)/ (ff »macca, r =f).
MpumeyaHnne — OTcuyeTbl = 100- nokasaHune MHTerpartopa fnpu OTK/IOHEHUW Ha NOJIHYIO LUKany.
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MpunoxeHne OA
(cnpaBou4YHOE)

CBefeHNa 0 COOTBETCTBUN CCbIZTOYHbIX CTaHAAPTOB HaLMOHa/IbHOMY
M MexXrocysapcTBeHHOMY cTaHjapTam

Ta6nuuya JA1

O603Ha4EHNE CCbITOYHOrO CreneHb
cTanmapTa COOTBETCTRMS O603HaveHMe N HaMMeHOBaHVe COOTBETCTBYIOLLIErO HaLWIOHa/IbHOro CTaHaapTa

ACTM/A 1193 — .

ACTM/[ 1298 MOD FOCT P 51069—97 «HedTb u HedTenpoaykTbl. MeTon onpegeneHus
NI0THOCTN, OTHOCUTENBLHOM NOTHOCTU U NIOTHOCTK B rpagycax APl apeo-
MeTpomM»

ACTM [ 4052 — ]

ACTM [ 4057 NEQ FOCT 31873—2012 «HehTb 1 HedbTeNpoAyKTbl. MeToAbl py4HOro oT6opa Npo6»

ACTM[ 4177 — A

ACTM [] 4806 — .

ACTM/[, 4814 — A

ACTM [} 5798 — .

ACTM [, 6299 7

MNpaBnna OSHA29CFR. ‘

naparpacbl  1910.1000

1 1910.1200

* COOTBeTCTBYIOLWMNIA HaLMOHANbHbI CTaHAAPT OTCYTCTBYeT.

MpumevaHne — B HacToAwe TabanLe NCNOb30BaHbl CrieAyoLne YC/I0BHble 0603HAa4YeHNs CTeMeHn CooT-
BETCTBUA CTaHAApPTOB:

- MOD — moaucunumpoBaHHbIi CTaHAAPT:

- NEQ — He3KkBMBa/IeHTHbI cTaHgapT.

YAK 621.892:543:006.354 OKC 75.080

KnioueBble cnoBa: CBeT/ible HEPTAHbIE XUAKME YINEeBOA0POAbI, Cepa, criefbl, MUKPOKY/TOHOMETpUS

PepakTop E.B. AkoBneBa
TexHuueckue pegaktopsl B.H. Mpycakosa. V.E. Yepenkosa
KoppekTtop E.FHO. Kabonosa
KomnbtoTepHast BepcTka [ 6. KapaaHoBCKoOiA

CpaHo o Ha6op 23.08 2019 MoanucaHo B nedatb 17.09.2019. ®opmat 60 * 841/B. FapHutypa Apuan
Yen. neu. n. 2,33. Yu.-u3g. n. 2,30.

MOArOTOB/IEHO HA OCHOBE 3/IEKTPOHHOV BEPCUM, NMPEJOCTaBNEHHON pa3paboTyMKom cTaHaapTa

na «fpucnpygeruynax, 115419, Mocksa, yn. OpgxoHuknase, 11
www jurisizdal.ru y-book@mail.ru

Co34aHo B eANHNYHOI ncnonHenun Bo ®ryrn «CTAHAAPTUH®OPM»
ANs KoMnnekToBaHusa defepasnbHOrO MHPOPMaLMOHHOTO hoHAa CTaHAapToB.
11741B MockBa. Haxumosckuii np-1, 4. 31. k. 2.
www.goslinfo.ru info@gostmfo.ru
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