MEXTOCYAPCTBEHHbIA COBET MO CTAHOAPTU3ALMUWU, METPONTOMMU U CEPTUDUKALIMK

(Mrc)
INTERSTATE COUNCIL FOR STANDARDIZATION, METROLOGY AND CERTIFICATION
(ISC)
MEXIFIOCYOAPCTBEHHBbBIHA roct
CTAHAAPT 31753
2012

MACJA PACTUTEIbHbIE

MeTtoabl onpeneneHus gocdopcoaepxalimux BewecTs

(ISO 10540-1:2003, NEQ)
(ISO 10540-2:2003, NEQ)

W3panune odpuumanbHoe

Mocksa
CraHgapTUHGOPM
2013


http://www.kruzhevo-len.ru/vyazanye-kardigany-kruzhevnye-bluzki.html

FOCT 31753—2012

MNMpeancnosue

Llenwn, ocHoBHble NPUHLIMNBI U OCHOBHOW NOPSAAOK NPOBEAEHUs paGoT No MEXrocyaapcTBeHHoW cTaHaap-
Tmsaumm yctaHoeneHol FOCT 1.0—92 «MexrocygapcteeHHasa cucteMa craHgaptusaumn. OCHOBHbBIE NOnoxe-
Hus» u FTOCT 1.2—2009 «MexrocyaapcTBeHHast cucteMa ctaHgapTusaumn. CTaHaapTbl MeXrocyaapCTBeHHbIe,
npasuna U pekoMeHaaLUmm rno MexrocyaapcTeseHHon ctaHaapTusauuun. Mpasuna paspaboTku, NPUHATUA, NpuMe-
HEeHWA, 0BHOBMNEHUA U OTMEHbI»

CBeaeHUA o cTaHaapTe

1 PASPABOTAH locygapcTBeHHBIM Hay4HBIM yupexaeHueMm «Bcepoccuitckuii HayuHo-uccneaoBare-
NbCKUN UHCTUTYT knpoB» Poccuiickoit akagemumn cenbckoxossancTeeHHbix Hayk (BHUWXK) npu ywactun OO0
«JIIOMBKC»

2 BHECEH ®epnepanbHbiM areHTCTBOM MO TEXHUYECKOMY PerynMpoBaHuio U METPONOrm

3 NMPUHAT MexrocyaapcTBeHHbIM COBETOM M0 CTaHAapTU3aLumn, MeTponorumn u cepTudukauum (npoto-
kon ot 15 HoAbpst 2012 1. Ne 42)

3a NPpUHATHUE Nporosiocosanu:

KpaTKoe HaumMmeHOoBaHue CTpaHbl KOL[ CTpaHbl Coxpau.leHHoe HaMMeHOBaHUE HAUWOHANbLHOrO opraHa
no MK (MCO 3166) 004—97 no MK (MCO 3166) 004—97 1o cTaHaapTU3aumn

ApmeHus AM MuH3akoHOMUKM Pecnybnukm ApmeHns

KazaxctaH KZ loccranpapt Pecnybnukm Kasaxcran

KblprbiactaH KG KbipreiacraHgapT

Poccunckas ®egepauus RU Poccrangapt

TamKUKnCTaH TJ TapxukcTaHaapT

Y3abekucraH uz YacraHgapt

4 TMpukasom PegeparnbHOro areHTCTBa MO TEXHUYECKOMY PeryniMpoBaHuio U MeTposriorim ot 29 Hosi6ps
2012 r. Ne 1678-cT mexrocygapcteeHHblin ctangapT MOCT 31753—2012 BBeeH B AeACTBUE B Ka4eCcTBe Ha-
unoHanbHoro ctaHaapta Poccuitckon ®egepaunm ¢ 1 nonst 2013 .

5 B HacTosiLeM cTaHaapTe y4TeHbl OCHOBHbIE HOPMaTUBHbBIE MOMOXKEHUs! CreayoLLNX MexxayHapoaHbIX
cTaHaapTosB:

1ISO 10540-1:2003 «Animal and vegetable fats and oil — Determination of phosphorus content — Part 1:
Colorimetric method» (PKuBoTHble 1 pacTuTenbHble Xupbl U Macna. OnpeaenexHne cogepxaHus docdopa.
YacTb 1. KonopumeTpurieckuin MeTon);

1ISO 10540-2:2003 «Animal and vegetable fats and oil — Determination of phosphorus content — Part 2:
Method using graphite furnace atomic absorption spectrometry» (KnBoTHble 1 pacTuTenbHbIe XUpbl U Macna.
OnpepeneHne coagepxaHus coccopa. HacTs 2. MeTog aToMHOM aGCopBLUMOHHON CNEKTPOMETPUN C NpUMeHe-
H1em rpadUTOBOM KIOBETHI)

CreneHb cooTBETCTBUSA — HeakBunBaneHTHas (NEQ)

Hacroswnin ctaHaapT noarotoBreH Ha ocHoBe npumeHerus FOCT P 52676-2006

6 BBEJEH BINEPBbIE

Uncpopmayust 06 usMeHeHUsIX K HacmosiueMy cmaHdapmy ry6rnukyemcs 8 exe200Ho u3dasaeMoM UH-
chopmayUuoHHOM yKkasamerne «HauuoHanbHble cmaHOapmbl», @ MEKCM U3MEHeHUl U MoNnpasok — & exemMe-
CAYHO u30agaeMoM UHGOPMAUUOHHOM yKasamene «HayuoHanbHele cmaHOapmel». B cnyyae nepecmompa
(3ameHbi) unu ommMeHb! Hacmosile2o cmaHdapma coomeememeyroujee yeedomneHue bydem onybnukosaHo
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8 eXxeMecsivHo u3dasaeMoM UHGOPMaUUOHHOM yKkasamerne «HayuoHabHsie cmaHdapmel». Coomeemcmey-
fowas UHgbopmauusi, yeedoMIeHUEe U MeKCMbI pa3MeLlaromcesl makxe 8 UHhopmMayuoHHol cucmeme obuieao
rofb306aHuUsi — Ha oghuyuansHoMm calime @edepasibHO20 a2eHMCMea o MeXHUYECKOMY pezyruposaHuio U
Mempornozauu e cemu ViHmepHem

© CrangapTtuHdgopm, 2013

B Poccuiickoin ®eaepaunmn HacTosaWwmiA cTanaapT He MOXET GbITb MOMHOCTLIO UMW YaCcTUYHO BOCTIPON3Be-
OEH, TMpaXnpoBaH MU pacrnpocTpaHeH B kadecTBe odmumanbHoro nsgaHusa 6es paspelueHns degepansHOro
areHTCTBa NoO TEXHUYECKOMY pPerynmpoBaHunio 1 METPOoriu
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~NOoOORWN -

MpunoxeHue A (cnpasoyHoe) TemnepaTtypHas nporpamma ans cnekrpometpa «MIA-915»
Bubnuorpadus

ConepxaHue

O6nacTb NpUMeHeHus
HopmaTvBHbIe CChINKA
MeTodbl OTOOPA MPOG . . . . . . . . o e e e e
POTOMETPUYECKUAN (KOFTOPUMETPUYECKUN) METOM . . .« o o v o v v i e e e e e e e e e e e e e e
MeTon aToMHO-abCcopbLIMOHHOM CNEKTPOMETPUN € MpUMeHeHneM rpaddUTOBOM KIOBETHI
TpeboBaHuA 6e3onacHOCTW Npu NpoBeaeHNW onpeaenenHns
TpeboBaHua k KBanudukaLmmn oneparopa
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M E XTOGCY.APGC CTHBEHHDbB H CTAHAOAPT

MACHNA PACTUTENbHbIE
MeToabl onpefeneHus doccdopcoaepxaliux BewecTs

Vegetable oils. Methods for determination of phosphorated substances

DNaTa sBeaeHna — 2013—07—01

1 O6nacTb npyMeHeHus

Hacroswuin ctaHaapT pacnpocTpaHaeTcsl Ha pacTuTesNbHble Macna (aanee — Macna) u yctaHasnueaet
cnegytowme Metodbl onpedeneHus docdopcoaepxallnx BeLecTs:

- (hoTOMETPUYECKUI (KONOPUMETPUYECKUIA);

- aTOMHO-a6CopPBLMOHHON CNeKTPOMETPUN C NPUMEHEeHWeM rpadpMTOBOI KIOBETDI.

2 HopmaTuBHbI€e CCbINKN

B HacToseM cTaHaapTe UCMoNb30BaHbl HOPMATUBHBIE CChINKA Ha cregytolime ctaHaapThl:

MOCT 12.1.007—76 Cuctema ctaHaapToB 6esonacHocTu Tpyaa. BpegHele Bewectsa. Knaccudukauus
n obwue TpebosaHus GesonacHocTH

FOCT 12.1.018—93 Cuctema craHgaptoB GesonacHocTu Tpyaa. Moxapos3pbiBobe3onacHOCTL cTaTu-
yeckoro anekTpuyectsa. Obwme TpeboBaHUA

FOCT 12.1.019—79 Cuctema cTtaHaapToB 6esonacHocTu Tpyaa. dAnekTpobesonacHocTb. Obwme Tpe-
BoBaHuA n HOMeHKnaTypa BMOOB 3allUThbl

FOCT 1770—74 (MCO 1042—83, CO 4788—80) Mocyaa mepHasa nabopaTtopHas cteknsiHHas. Liunun-
Apbl, MEH3YPKN, konBbl, Npobupku. OBLLMe TEXHUYECKNE YCNOBUS

FOCT 3765—78 PeakTuBbl. AMMOHUI MONMBAEHOBOKUCBIN. TeXHUYeckue ycnoBus

FOCT 4198—75 PeakTusbl. Kanuii pochopHOKUCNBIA ogHO3aMeLeHHbIN. TexHUYeckue ycrnosusa

FOCT 4526—75 PeakTusbl. MarHuii okeng. TexHU4eckue ycnosus

FOCT 5471—83 Macna pacTuTenbHble. Mpasuna npuemMkn U metogbl oTéopa npob*

FOCT ISO 5725-6—2002 TouHoCTb (MPaBUMbHOCTb U NPELN3UOHHOCTL) METOAOB U pesynkTraToB u3Me-
peHwuid. YacTb 6. cnonb3oBaHne sHaueHnin TOMHOCTU Ha NpakTuke™™

FOCT 5841—74 PeakTusbl. MMapasnH cepHOKUCLINA

MOCT 6709—72 Boga auctunnuposaHHas. TexHN4Yeckne ycrosus

FOCT 9147—80 Mocyaa n o6opyaosaHue nabopaTtopHble dapdopoBble. TeXHUYECKUE YCIOBUA

MOCT 10157—79 AproH rasoobpasHblii 1 XUAKUA. TeXHUYeckue ycrosus

MOCT 10931—74 PeakTuBbl. HaTpuin MONM6AEHOBOKUCILIA 2-BOAHBIA. TeXHUYecKne ycrnoeus

MOCT 12026—76 Bymara cbunstposansHasi nabopatopHas. TexHUYeckue ycrnosusi

MOCT 14262—78 Kucnota cepHasi ocoboi YMCTOThI. TeXHNYecKne ycrosus

FOCT 14919—83 OneKkTponnuTbl, 3NEeKTPONIUTKA U XXapodHble anekTpolukadbl 6biTosblie. O6LME Tex-
HU4ecKkre ycrnosus

* Ha Tepputopun Poccuiickon ®epepauun gencteyet TOCT P 52062—2002 «Macna pactuTenbHsbie. [pasvna npw-
eMK1 1 MeTodpl 0TOopa Npo6».

** Ha Tepputopumn Poccuiickon ®epepaunmn gencreyet FTOCT P UCO 5725-6—2002 «To4yHOCTB (MpaBubHOCTb U
Npeum3voHHOCTb) METOAOB W pe3ynbTaToB namepeHuin. YacTe 6. icnonb3oBaHue 3Ha4eHWn TOYHOCTM Ha NMPaKTuKe».

WU3paHve odmumanbHoe
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FOCT 19908—90 Turnu, Yalun, ctakaHbl, Konbbl, BOPOHKK, MPOBUPKA N HAKOHEUYHUKL U3 NMPpo3paqHoro
kBapLeBsoro ctekna. ObLme TeXHNYeCcKue ycrnoBusi

FOCT 24104—2001 Bechkl nabopatopHble. O6LMe TexHnYeckne TpeboBaHms

MOCT 25336—82 lMocyaa n o6opyaoBaHve nabopaTopHble cTeKsHHbIE. TUMbl, OCHOBHLIE NapameTphbl
1 pasmepsbl

FOCT 28311—89 [osatopbl MeauuuHckue nabopatopHblie. O6Lne TexHuYeckne TpeboBaHNS U MeTOAbI
nenbITaHNA

FOCT 29227—91 (UCO 835-1—81) lNocyaa nabopaTopHasi cTeknsiHHas. MuneTkn rpagyMpoBaHHbIe.
YacTb 1. O6wune TpeboBaHns

FOCT 29251—91 (MCO 385-1—84) lMocyna nabopatopHas crteknsaHHas. Biopetkn. Yacts 1. Obwine
TpeboBaHus

M pumedHaHune — I'Ipvl noneL3oBaHNN HacCToAWMM CTaHOapPTOM uenecooGpasHo NnpoBeEPUTb ﬂeVICTBVIe CCbINnoY-
HbIX CTaHAaPTOB B UHAOPMAaLIMOHHON cucTeme obLWero nNonb3oBaHns — Ha odmumnansHom cante PegepansHOro areHT-
cTBa NO TEeXHU4YEeCKOMY peryrimpoBaHuio wn MeTponormm B CETU MHTepHeT nnn no exerogHo wusgaBaemMomy
MHOPMAaLMOHHOMY YkasaTento « HaumoHarnbHble CTaHAAPTbI», KOTOPLIN ONYBNUKOBAaH MO COCTOSIHMIO Ha 1 SitHBaps TeKylue-
ro roga, n no COOTBETCTBYIOLWUM EXEMECAYHO N3gaBaemMbim I/IHq)OpMaU'VIOHHbIM ykasarensam, OI'Iy6J'II/IKOBaHHbIM B TeKywem
rogy. Ecnu cceinouHbin ctanaapT 3ameHeH (M3MeHeH), TO Npy NoNb30BaHUM HACTOSILMM CTaHAAPTOM criefyeT pykoBoa-
CTBOBaTbCA 3aMEHALWUM (I/I3MeHeHHbIM) cTaHpapToMm. Ecnu ccbinoYyHbIv cTaHgapT OTMEHEH 6e3 3aMeEHbl, TO NonoXexHwe,
B KOTOPOM daHa CCblfika Ha Hero, NpUMeHAEeTCH B YacTu, He 3anarMBa|ou.|,e|71 3TY CCbIJIKY.

3 MeTtoabl oT6opa npob
OT160p Npo6 — no MOCT 5471.

4 doTomeTpnyecKkun (KONnopuMeTpUYEeCKUN) MeToA

4.1 O6nacTb NpMMeHeHus

Mertoa nossonseT onpedenuTb cogepxaHue docdopa B AgvanasoHe uamepeHuin ot 2,0 go 2300 mr/kr
(maccosyto gonto doccopcoaepxalimx BelecTs B nepecyeTe Ha cteapooneoneuntnH — ot 0,005 % ao
6,0 %, B nepecyete Ha okcup docdopa (P,05) — o1 0,0005 % Ao 0,53 %).

MeToa NpUMEHSIIOT NPpY BO3HUKHOBEHWU pPasHOrnacuii B OLIEHKe Ka4ecTBa NpoayKumu.

4.2 CywHocTb MeToAa

MeTog ocHoBaH Ha nepesoge ¢ocdopa, Bxogsiero B cocTaB doconvnMaoB pacTUTeNbHbIX Macen, B
BOJOPACTBOPUMOE COCTOSIHUE NyTEeM 030S51eHUs1 U Nocneayollem ero onpegeneHun hoToMeTpuyeckum MeTo-
A0M Mo ronybomMy MonmbaeHOBOMY KOMIITEKCY.

4.3 YcnoBus npoBefeHUA onpeneneHus

Mpu noaroToBke U NpoBeAeHUN onpeaeneHns AoSKHbI BbiTb cobnogeHbl crneayoL e YCroBust:

- TeMnepartypa okpyxawwen cpeabl . . . . . . . . . .. ot 10 °C 0o 40 °C;

- OTHOCUTENbHasA BMaXHOCTb BO3AyXa . . . . . . . . . . oT 40 % no 95 %.

4.4 CpepcTBa M3MepeHUi, BcnoMoratenbHoe o6opyaosaHue, peakTUBbl U MaTepuarnbl

4.4.1 CnextpodoToMeTp, (DOTOSMEKTPOKONIOPUMETP UNN aHanoruvHble npubopsbl, obecneunsaiowve
nposedeHve UsMepeHuin B aManasoHe AnmnH BonH oT 630 Ao 750 HM ¢ npunaraeMbiM KOMIMIIEKTOM KIOBET.

4.4.2 Bechbl nabopatopHble no MOCT 24104 ¢ npegenomM gonyckaeMon abCcontoTHON NOorpeLuHoCcT oa-
HoKpaTHoro B3BelLuuBaHusi He 6onee + 0,0002 r n He Bonee + 0,02 1.

4.4.3 IMNnutka anektpudeckas no MOCT 14919 sakpbiToro TUNa, o6ecnevnsaroLLlas Harpes B guanasoHe
160 °C—180 °C.

4.4.4 UWkad cylwumnbHbIA abopaTopHbIA ¢ TepMOpErynaTopom, obecneynsarowmm noaaepxaHve Tem-
nepaTypbl B paboyei kamepe (105 + 2) °C.

4.4.5 Tleyb mydenbHas, obecneumsaroLlas nogaepkaHne Temnepatypbl B paboveil kamepe B guanaso-
He 800 °C—1000 °C.

4.4.6 Okcukatop 2—190 unu 2—250 no NOCT 25336 ¢ achheKTUBHBIM OcyLuMTENEM (HanpuMep, Kanb-
LWiA XNOpUCTEIN, 6e3BOAHbIN).

4.4.7 Annapar Cokcneta, COCTOSILLNA U3:

Hacagkn H3T-250 TC no MOCT 25336;

xonoaunbHunka XLW-1-200-29/32 XC no MOCT 25336;

kon6wbl M-1-250-29/32 no MOCT 25336.
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4.4.8 Kon6bl 2-100-2 1 2—-1000-2 no MOCT 1770.

449 bropetkn 1-1-2-2-25(50)-0,1 no MOCT 29251.

4.4.10 Munetkn 1(2,3)-1(2)-1(2,5, 10, 25) no MOCT 29227.

4.4.11 Uunungpel 1(3)-25 u 1(3)-100 no MOCT 1770.

4.4.12 Yawa-100 vunu turens H-100 no MOCT 19908.

4.4.13 CrakaHbl B-1-50(100) TXC no MOCT 25336.

4.4.14 Bans BoasHas.

4.4.15 ®unbrp 6€330MbHBIA.

4.4.16 Marnuin okeng no MOCT 4526, ceexenpokaneHHbId, He coaepXaluuii conei ocdopHoit kucno-
Thl.

4.4.17 AmmoHuiA monubaeHoBokucnbii no FOCT 3765 unu HaTpuii  MonNnBGAEHOBOKUACHBLIA No
FOCT 10931.

4.4.18 Kanui bocopHokncnbin ogHozaMeleHHbii no MOCT 4198, x. u.

4.4.19 InapasuH cepHokucnbii no FOCT 5841.

4.4.20 Kucnota cepHas no FOCT 14262, nnoTHOCTbIo 1,84 r/cm3.

4.4.21 Bopa auctunnuposaHHasa no MOCT 6709.

4.4.22 Bbywmara dunstposanbHaa no NOCT 12026.

4.4.23 OtokcuaTaH (3cbup ANSTUNOBLIN).

4.4.24 TocynapcTBeHHbIA cTaHAapTHLIN 06pasey, (FCO) coctaBa pacTBopa hochaT-MoHOB.

[JonyckaeTtca ncnonb3osaHne Apyrux cpeacTs U3MepeHuin, BeriomoraTtesnibHoro obopyaosaHus, no MeT-
PONOrMYecknM, TEXHUYECKUM XapaKTePUCTUKAM He XYXKe YKasaHHbIX B HACTOSILLEM cTaHAapTe.

[onyckaeTcs ncnonb3oBaHue Apyrux peakTUBOB, MO Ka4eCTBY U YUCTOTE HE HUKE BbllleyKas3aHHbIX.

4.5 lMoAaroTtoBka Kk onpeneneHuIo

4.5.1 MNpurotoBneHMe monu6aeHoBOro peareHTa (pacTtBopa MoNMGAEHOBOKUCIIOrO HaTpuUs Unu
MoNM64eHOBOKUCIIONO aMMOHUA)

B crakaHe no MOCT 25336 B3sewwuBatoT 6,85 r monnbaeHosokucnoro Hatpus no MOCT 10931 unu mo-
nubaeHosokucnoro ammonus no MOCT 3765, 3anvcbiBatoT pesynsTaT 40 BTOPOro AeCATUYHOMo 3Haka. B apy-
rom ctakaHe BasewvsatoT 0,40 r rmgpasuHa cepHokucrioro no FOCT 5841, sanuckiBaioT pesynsrar 4o BTOPOro
AecATdHoro 3Haka. Cogepxmnmoe 060MX CTakaHOB C MOMOLLLHO AUCTUANMPoBaHHo Boabl no FOCT 6709 ko-
NNYEeCTBEHHO NepeHocAT B MepHyto konby no FOCT 1770 BmectuMocTbio 1000 cm3. Mpu NOCTOAHHOM OXakK-
AeHun noctenerHo gobasnaoT 100 cm3 KoHLEHTpUpoBaHHON cepHoi KncnoTel no MOCT 14262 NNoTHOCTLIO
1,84 r/cmB. OBpasyroWmMicss TEMHO-CUHUIM pacTBOP MNPU MOCTOSIHHOM TMepeMellMBaHuM oxnaxdatoT 0o
(20 + 3) °C, noBoaaT o6beM A0 METKUA AUCTUMNMPOBAHHOM BOAOW 1 BHOBL NepemMelunBatoT. Pactsop neped Ha-
Yyanom MCronb3oBaHUs BblAEpXKNBaT B TEMHOM MecTe B TedeHue 10 4. MornydeHHbI CBETNO-KOPUYHEBHIN
pacTBop XpaHAT He 6onee 30 cyT B TEMHOM MecCTe.

4.5.2 MpuroToBreHWe pacTBOpa CEPHOW KUCNOTLI MOMNAPHOM KoHueHTpauuen c(H,S0,) =
=1 monb/am3

B mepHyto konby BmecTuMocTbio 1000 cm® HanmeatoT 300—350 cm® AMCTUNNMPOBaHHOM BoAbI, NocTe-
neHHo 0BaBNsAT NPy NOCTOAHHOM OXNaxkaeHUM 53 cM® cepHoi KUCNOTLI NNOTHOCTLIO 1,84 rfem®, gosoasaT
06beM 40 METKN AUCTUNNNPOBAHHOM BOAOW U NepeMeLLnBaloT.

4.5.3 MpurotoBneHue rpagyMpoBOYHbIX pacTBOPOB

4.5.3.1 MpuroToBneHMe 0CHOBHOMO pacTBopa MacCoBON KoHLeHTpauuein docdopa 100 mkr/icm® (pac-
TBOp 1)

BaseluumsatoT B cTakaHe 0,4392—0,4394 r ogHo3ameLeHHOro hochOpHOKUCIIOro Kanusl, BblCYLLIEHHOro
00 NOCTosAHHOM Macchl Npu Temnepatype (105 £ 2) °C, ¢ NOMOLLI0 AUCTUNITUPOBAHHOM BOAbI KONMYECTBEHHO
rnepeHoCcAT B MepHyto konby BMecTMMocTbio 1000 cm® npu Temnepatype (20 + 3) °C 1 goBoaaT o6beM AUCTUM-
NMpPOBaHHOW BOAOW 40 METKAU.

MpWroToBMEHHbIN pacTBop XpaHAT He Gonee 30 cyT B NSIOTHO 3aKpbITOW Konbe.

Mpwn Hanuuum rocyaapcTBeHHOro cTaHdapTHoro obpasua (IMCO) cocTtaBa pacTBopa docdar-noHoB no
4.4.24 ocHoBHOM pacTBop (pactBop 1) roToBAT M3 ykasaHHoro CO paseegeHueM [0 KOHLEHTpauun
100 mKr/cm3.

4.5.3.2 lMpuroToBneHWe pacTeopa MaccoBOM KoHLEHTpaumen docdopa 10 mkr/cmd (pactsop 2)

B mepHyto konBy BMecTuMocTbto 1000 cm3 oT6upatoT nuneTkoi 100 cm® pacTeopa 1 npu Temneparype
(20 £ 3) °C v posogAT 06bem ANCTUNNMPOBAHHON BOAOW 40 METKM.

Onsa rpagyvpoBKy UCnonb3yeMoro Ans aHanuaa npubopa pacTBop 2 KaXabli pa3 roToBAT 3aHOBO.
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4.5.3.3 MpagynpoBOYHbIE pacTBOpPbI

Ona nonyyeHns rpagyvMpoBOYHBIX PAcTBOPOB MaccoBOW KoHUeHTpauuen doccopa 0,025; 0,05; 0,1;
0,15; 0,2; 0,3; 0,4; 0,5; 0,6; 0,7; 0,8; 1,0; 1,2; 1,4; 1,6; 1,8; 2,0 MKr/cM® B MepHble KOMBbI BMECTUMOCTbLIO MO
100 cm3 ot6upatoT ¢ nomolubio nunetok unu Giopetok 0,25; 0,5; 1,0; 1,5; 2,0; 3,0; 4,0; 5,0; 6,0; 7,0; 8,0; 10,0;
12,0; 14,0; 16,0; 18,0; 20,0 cm® pacTBopa 2 COOTBETCTBEHHO M A0BOAAT 06beM B Kaxkaomn konbe AUCTMNInpo-
BaHHoM BoAoi Ao 20 cm® (cyMmapHsblii 06bem pacTeopa 2 1 Bofbl). B kaxayto konby npunusatot no 20 cm® cep-
HOW KMCNOTbI MOMAPHON KoHUeHTpaumen 1 monb/am® n gobaensiot (0,75 +0,02) r okcuaa MarHust no
MOCT 4526. Konbbl co cMecbio MOMeLLaloT B KUMSLLYIO BOAsiHYI0 6aHI0 0 NONHOMo pacTBOPEHUsl okcuaa mar-
HUA. 3aTeM B Kaxayto konby npunueatoT no 20 cm® monmbaeHoBoro peareHTa, NpUrotToBreHHoro no 4.5.1. Pac-
TBOPbI XOPOLLIO NepeMeLInBaloT, BbiagepxuaaioT 30 MUH B kKunsiLen BoaaHow 6aHe, oxnaxagarot 0o (20 £ 3) °Cu
OOBOAAT AUCTUSIITMPOBAHHON BOAOW A0 METKU.

4.5.3.4 PactBOp cpaBHeHus roToeaT no 4.5.3.3 6e3 nobasneHus pactsopa 2.

4.5.3.5 UsmepsiloT onTu4eckylo MIOTHOCTb rPagynpoBOYHbIX pacTBopoB (cM. 4.5.3.3) oTHocuTenbHO
pacTBopa cpaBHeHuUs (CM. 4.5.3.4), ucnonb3ays oauH us npnbopoB, ykasaHHbIX B 4.4.1. NamepeHust npoBoasT
nocnegosaTenbHO B KIoBeTax pa3Hoi pabouent AnuHbl. PesynsraTtbl UsMepeHuWil npeacTaBnsaioT B Buae 1abnu-
Ubl 1 rpacuka. Ans KaXkaomn KIOBETbI CTPOSIT OTAENbHBIA rpagyMpoBOYHBIA rpaduk, Bbibupas AvanasoH Macco-
BbIX KOHUeHTpauuit docdopa Takum 06paszom, 4YTOObl 3HAYEHUs] ONTUHECKOW NNOTHOCTU YKNaabliBanuch B
AnanasoH naMepeHuin npubopa.

Mpu paboTe Ha cnekTpoMeTpe C aBTOCEMNMNIEPOM UCTOSb3YIOT (PYHKLIMIO aBTOMAaTUYECKON rpaayupoBKU.

4.5.4 MNocTpoeHue rpagyMpoBOYHbIX rpadukoB

[na nocTpoeHus rpagyvMpoBOYHBIX rpadmKoB Mo ocu abcuuce oTKIIaAbIBalOT MACcCOBYHO KOHLEHTPaUuUio
thochopa B rpagyrpoBOYHLIX pacTBOpax B MKI/CM3, Mo 0CU opaAMHAT — ONTUYECKYIO MIIoTHOCTb. MpaayupoBoY-
Hble rpachukn npeacTasnsitloT coboi NpsiMbIe NIMHWK, NPoXoasLLMe Yepes Havano KoopauHar.

4.5.5 KoHTponb cTabunbHOCTY rpagyMpoBOYHON XapaKTepucTUKA NPOBOAAT Nepuognuyeckn, Ho He pexe
04HOro pasa B MecsiL, a Takke NP1 NPUroTOBIIEHNN HOBbLIX MOpLMIA MonnBaeHoBoro peareHTa. Obpasuamu ans
KOHTPOMNSA ABMAOTCA ABa 3aHOBO NPUrOTOBIEHHbIX rPadynpoBOYHLIX pacTBopa. U3mepstoT onTuyeckyro NnoT-
HOCTb NPUroTOBMNEHHbIX paCTBOPOB U MO AeNCTBYOLLEMY rPaaynpoBO4HOMY rpaduKy BeIMUCAIOT cogepkaHue
docdopa. MpagympoBouHas xapakTepucTuka npusHaeTcsl CTabubHON, eCnu OTKNOHEHUE U3MePEHHBIX 3Have-
HWI MaccoBoW KoHUeHTpaumn doctopa OT UCXOAHBIX He NpeBbIWaeT + 5 %.

Ecnu 310 ycrnoBure He BbINOMHAETCA, FpagyupoBOUHbIN rpaduk CTPOSIT 3aHOBO, UCMOMNb3YA HOBbIA MOMUG-
[OEHOBbIA peareHT.

4.5.6 MopgroTtoBka Npo6bl

MpoBy aHann3nMpyemMoro macna XopoLlo nepemMeLlnBatoT, HarpesatoT 4o Temnepatypbl 70 °C—75 °C u
oThMNLTPOBLIBatOT Yepes 6e3305bHbIN hunbTp (6enasa unu xxentas neHTa) Nnpu Tol xe Temneparype. [lonyc-
KaeTcs Mcrnonb3oBaTh unbTPoBanbHY bymary no FOCT 12026, npeasapyTenbHO 06e3XXUPEeHHYI0 AUSTUIO-
BbIM 3b1pOM B TedeHue 3 4 B annapate CokcneTa.

4.5.7 NopgrotoBka nabopaTopHoi NocyAbl

ITaBopaTtopHyto nocyay, Mcnons3yemyto 4na onpeaeneHna cocdopcoaepkallmx BelecTB, He peKoMeH-
AyeTca MblTb OLITOBEIMI MOOLLMMIK CPEACTBAMMU, TaK Kak OHU cogepXaTt coeaunHeHusa docdopa. [ns mMbiTba
NocyAbl MOXHO NPUMEHSITL PACTBOP CEPHON KACMOThLI UK Boay. PekoMeHayeTca NCNonb3oBaTh OTAENbHbIN Ha-
6op nabopaTtopHoi nocyabl.

4.6 MpoBeaeHne onpepeneHus
4.6.1 Hasecky aHanmaupyemoro Macna 6epyT B 3aB1CMMOCTH OT €ro BUAa B COOTBETCTBUM € Tabnuuen 1.

Ta6nuua 1

Bug macna Macca HaBecku, 1
HepadvHnpoBaHHoe 010,2000,4
FmapaTMpoBaHHoe » 0,5 » 0,9
PatuHupoBaHHoe »1,0 » 1,5

4.6.2 K HaBecke aHanuanpyemoro macna, B3ATOW B COOTBETCTBUN C Tabnuuen 1 1 B3BeLLeHHOW B Yalle
unn Turme no FOCT 19908 c sanucblo pesynbTaTa A0 YETBEPTOro AECATUYHOrO 3Haka, AobasnsioT
(0,75 £ 0,02) r okemaa marHusi n HarpesatoT 10 MUH B cyLLMNbHOM Lkadpy npu Temnepatype (105 £ 2) °C ana
TOro, YToBbl aHaNU3UpyemMoe Macno aacopbupoBanoch OKCUAOM MarHus. 3atemM TUrenb UK Yally HarpesatoT
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Ha anekTponnutke no FOCT 14919 go obyrnuBaHNs cCoaep>KUMOro, a 0cTaToK NpokanmeatoT gobena (030Nat0T)
B MycbensHol nedn npu temnepatype 800 °C—1000 °C (onuTensHOCT 030M1eHUsS 3aBUCUT OT MacChl HAaBECKU
aHanusnpyemMoro Macna 1 temnepartypbl MydensHon nevn n coctasnseT ot 20 MUH Ao 1 4).

4.6.3 Mpu UCNOMb30BaHNM KBAPLEBLIX TUIME Nocne nx oXNaxaeHUs npunmsatoT K ocagky 10—20 cm®
ANCTUNNUPOBaHHON Bodbl, 20 cM3 CepHO KUCMOTEI MOMAPHOI KOHLeHTpau e 1 mons/am3 u HarpesatoT oo
NOMHOrO PacTBOPEHUs okcuaa MarHusl. MonydYeHHbIN pacTBOP KONMMYECTBEHHO NEePeHOCAT B MepHyto Konby
BMeCTUMOCTb0 100 cM3, TpuxkAabl ononack1sas TUrenb HeGOMLLIMMMI NOPLUAMA AUCTUNNTMPOBAHHON BOAbI.

Mpu ncnonbsoBaHun papdgoposbix TUrnein no FOCT 9147 ocagoK KONMMYECTBEHHO NEPEHOCAT B MEPHYIO
konBy BMecTMMOocCTbio 100 cM3 ¢ MOMOLLLIC TPEX MNOPLMIA AUCTUNNPOBaHHON Boabl 06LWMM o6bemom 20 cm3,
npunueatoT 20 cM3 cepHO KUCMOTHI MOMSIPHOM KOHLeHTpauueld 1 Monb/am3 1 HarpesatoT Konby 40 MOMHOro
pacTBOpeHUs1 oKcuaa MarHusl.

4.6.4 K pacteopy, nonyderHomy ro 4.6.3, gobasnsiot 20 cm® MonubaeHOBOro peareHTa v HarpesatoT B
TeveHue 30 MUH B kunswei BoasiHol 6aHe. Mocne oxnaxaeHus cogepxumoro ao Temnepatypsl (20 = 3) °C go-
BOOAT 06bEM ANCTUIMITMPOBAHHOW BOAOW A0 METKN.

4.6.5 VamepsitoT oNTUYECKYIO NITOTHOCTL pacTBOpa, NPUroTOBNEHHOro No 4.6.4, 0THOCUTENBLHO pacTBopa
CpaBHEHWs1, MPUroTOBMNEHHOro no 4.5.3.4.

OnuHy KoBeTbl NogbupatoT Tak, YTobbl 3HaYeHMe onTuYeckon NrnoTHocTK Beino B npeaenax 0,1—0,8.
Mpn aHannse padUHUPOBaHHBLIX Macen pekoMeHAYeTCst NPUMEHSITL KIOBETY MakcuMarnbHOM AnvHbl. Mcronb-
3ysl rpagyMpoBOYHEIN rpaduK, MOCTPOEHHBIA A1 COOTBETCTBYIOLLEA KIOBEThI, MO U3MEPEHHON OMNTUYECKOW
MAOTHOCTU OMPEAENST MacCcoBYH KOHLEHTpaLuio docdopa B aHanMaMpyemMoM pacTBope, MKr/cmS.

4.7 O6paboTka pe3ynbLTaToB
4.7.1 CopepxaHue cocdopa X, Mr/Kr, BlUMCnsAoT no popmyne

X:a~100’ (1)

m

roe a — maccoBasl KoHLeHTpauust docdopa, HahaeHHas no 4.6.4, Mxr/cms;
m — mMacca HaBecku macna, T;
100 — o6bem aHanusnpyemMoro pacteopa, cM3.
PesynbTaT MOXHO Takke Bbipa3uTb Kak MacCoByl AOM0 CTeapoorneoneuntuHa unu okenaa gocdopa,
%, ncnonb3ya dopmynbl nepecyeTa:

X, =0,002544 X, 2)
X, ¢ = 0,000229 X, (3)

rae X, — maccoBas aons gocpopcoaepkallmx BeWecTs B nepecyeTe Ha cTeapooneoneunTt, %;
X, ¢ — Maccosas fions docdopcoaepkawmx BelwecTs B nepecyeTe Ha okeng cocdopa, %;

X — copepxanue doccopa, Mr/Kr, BeluncnieHHoe no copmyne (1).

4.7.2 3a okoHYaTernbHbIN pesynsTar onpeaeneHna NPUHUMaloT cpeHeapudmeTnieckoe sHavdeHne AByX
napannenbHbIX onpeaeneHnin, yaoBneTBopsIloLLmMX YCIoBUIO NoBTOpsieMocTy (cMm. 4.8.1).

Mpu BO3HUKHOBEHUM pa3HOITIACUIA B OLIEHKE Ka4eCcTBa NpodyKLMM 32 OKOHYaTENbHbIN pesynstaT npuHuma-
10T cpeaHeapudMeTUdeckoe 3Ha4YeH1e He MeHee YeTbipex napannensHbix onpegenenuia no FOCT ISO 5725-6.

Pesynkrar onpeaeneHust BLIMACTISIIOT:

- NpV BbIpaXXeHUM pe3ynbratoB B MI/kr choccopa:

Ans 3HayeHwui B guanasoHe ot 2,0 Ao 10,0 Mr/Kr BKNOYUTENLHO — A0 BTOPOrO U OKPYIAAT 40 NepBOro
DEeCATUYHOIO 3HaKa;

anst 3HadeHui cebiwe 10,0 Mr/kr — A0 NepBOro AeCSATUYHOIO 3HaKa U OKPYITISIOT A0 Lenoro ynucna;

- MpW BbIpaXXEHUW pe3ynkTaToB B NpoLeHTax okeuaa goccopa — [0 4ETBEPTOro U OKPYIAAT 40 TpeTbe-
ro eCATUYHOrIO 3HakKa;

- NpU BblpaXXeHUW pes3ynbTaToB B MpoLeHTax B nepecyeTe Ha cTeapooneoneuutuH — Ao TpeTbero u
OKPYrNAT A0 BTOPOro AeCATUYHOTO 3HaKa.

4.8 MeTponoruyeckue XxapaktepucTtuku MetToaa

4.8.1 MNpepgen noBTOpPAEMOCTU
PacxoxaeHve mexay pesynbrataMyd ABYX HE3aBUCUMbIX €AMHWYHBLIX onpedeneHui, BbINOMHEHHBbIX
0iHUM METOAOM, Ha MAEHTUYHOM aHaNM3upyemMoM maTepuarne, B oaHoM nabopaTtopum, O4HUM aHanUTUKOM, Ha
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ogHoM obopyaoBaHNK, 3a KOPOTKUA NMPOMEXYTOK BPEMeHMW, Npyu foBepuTenbHOn BepoaTHocTM P = 0,95, He
OOMKHO MpeBbILaTh 3Ha4YeHN Npeaenos NOBTOPSIEMOCTU I, yKasaHHbIX B Tabnuue 2.

4.8.2 lMNpepen BocnpouU3sBOAUMOCTHU

PacxoxaeHune mexay pesynbratamu ABYX €AUHNYHBIX OrpeaeneHuin, BbINONHEHHbBIX OA4HUM MEeTOA0M, Ha
NOEHTUYHOM aHanusMpyemomMm mMatepuane, B pasHbix abopatopusx, pasHbiMW aHanmMTuKamm, Ha pasnuyHom
obopyaoBaHuK1, Npu goBepuTenbHON BeposiTHocT P = 0,95, He AOMKHO NpeBbIWaTh 3HaYeHWIA NpeJenoBs BoC-
Npou3BOAMMOCTU R, ykasaHHbIX B Tabnuue 2.

4.8.3 MNokasaTenb TOYHOCTU

MpaHuLbl OTHOCUTENbHONM NorpelHocTM Metoaa 5 npu P = 0,95 npusegeHsl B Tabnnue 2.

Tabnuuya 2

MpaHuLb! Mpenen nosropsiemocTn r Mpenen Bocnpoussoaumoct R
WHTepBanbl 3Ha4€HU MaccoBoi OTHOCUTENLHOI
KoHUeHTpauum doccopa, Mr/kr S
MOrpeLLlHocT! £ 0 abe. % OTH. abe. % OTH.
Ot 2,0 go 10,0 BrAtOY. 80 1,2 — 24 —
Cs. 10,0 go 20,0 Bkritou. 40 — 30 — 60
Cs. 20,0 go 2300 Bknitou. 10 — 8 — 16

MpumevyaHus

1 YunTblBasi, 4TO B AeNCTBYIOWMX CTAHAAPTaX Ha pacTUTENbHbIE Macna nokasarernbs «docdopcoaepalume BeLec-
TBa» B HEKOTOPbIX Cly4asix HOPMUPYETCH KaK «OTCYTCTBUEY (UTO OOBACHAETCS MeHbLUEN YyBCTBUTENbHOCTBIO AENCTBO-
BaBLUVX paHee MeTOAOB aHanmaa), 40 NepecMoTpa ykasaHHbIX CTaHAapTOB HOPMY «OTCYTCTBUE» crieflyeT MHTeprnpeTu-
poBaTb Kak «meHee 20 Mr/kr B nepecyeTe Ha hocdop».

2 Mpwn HeoBXOAMMOCTY BbIPaXXEHUsI peaynbTaTa kak MaccoBOW Aonu cTeapoorieoneuntuHa unu okenaa dgocdopa
albConioTHbIe 3Ha4eHUs! NPeAenoB NOBTOPSEMOCTU N BOCMPOM3BOAVMOCTY PacCUUTLIBAIOT, UCMONb3ys hopMynbl (2) n

(3).

5 Meton aToMHO-aGCOPOLIMOHHON CNEKTPOMETPUUN C NPUMEHEeHNeM
rpachMTOBON KIOBETDI

5.1 O6nacTb NnpMMeHeHus

MeToa nossonsieT onpegenuTb coaepxaHue docdopa B AvanasoHe uamepeHuin ot 2,0 oo 2300 mr/kr
(MaccoByto gonio doccopcoaepxalumx BewecTB B nepecyeTe Ha cTeapooneoneuntuH — ot 0,005 % ao
6,0 %, B nepecuete Ha okcup docdopa (P,0g) — o1 0,0005 % ao 0,53 %).

5.2 CywHocTb MeToaa

Mertop 0CcHOBaH Ha UcMapeHUn aHanM3upyeMoi Npobbl Macna, CMeLaHHo| ¢ MoaudUKaTopoM, B rpacu-
TOBOW KiIOBETE aTOMHO-abcopbLMOHHOIO cnekTpoMeTpa 1 NocneayoLemM U3mMepeHun pesoHaHCHOro NornoLye-
Husi cBoboaHbIMKM atomamu choccopa Ha anuHe BonHbl 213,5 HM. CoaepxaHue doccopa onpegenaeTca
BEMNUYMHON UHTErpanbHOro aHanUTUYECKOro CUrHana v paccyuTbiBaeTcs Mo NpeABapUTerNbHO YCTaHOBMEHHON
rpagyvpoBOYHON 3aBUCUMOCTW.

5.3 YcnoBusa npoBeAeHUs U3MepeHUin

Mpw noaroToBKe 1 NPOBeAEHUN U3MEPEHUIA AOMKHBI BbITb COBMIOAEHDbI cneayloLme ycroBus:

- TemMnepartypa okpyxawowen cpegbl . . . . . . ... .. o1 10 °C no 40 °C;

- OTHOCUTESIbHAA BMNAXHOCTbL BO3AyXa . . . . . . . . . . oT 40 % no 95 %.

5.4 CpeacTtBa usMmepeHuid, BcnoMoratenbHoe o6opyaoBaHue, peakTUBbI U MaTepuanbl

5.4.1 CnektpomeTp aToMHO-abcopbumoHHbI « MITA-915» ¢ aneKTpoTEPMUYECKMM aTOMU3aTOPOM.

5.4.2 KioeTbl rpachuToBbIE C MMPONOKPLITUEM, C NNaTdopmoin unu bes Hee.

5.4.3 Wkad cywmnbHbIN NabopaTopHbIA ¢ TePMOperynaTtopoM, obecneunsaoLm nogaepxaHme Tem-
nepaTypbl B paboyei kamepe (60 + 2) °C.

5.4.4 MukpoaosaTop ogHOKaHarmbHbIA BMECTUMOCTLIO 10 MM3 unu aosaTop oaHOKaHanbHbIN NnepemeH-
Horo o6bema 5—50 Mm3 no MOCT 28311.

5.4.5 HakoHe4Hukn ana Mmukpogosatopa (BXoAAT B KOMMNMEKT MukpogosaTtopa).

5.4.6 Becbl nabopatopHbie no FOCT 24104 c npeaenom gonyckaemon abCcomnoTHOM NOrpeLHocTH oa-
HoOKpaTHOro B3BeluuBaHus He 6onee + 0,002 r.
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5.4.7 Mpobupku M1(2)-10-XC no MOCT 25336.

5.4.8 UwnknorekcaH.

5.4.9 INaHTaH-opraHomMmeTannuyeckiii ctangapT no [1] c coaepxxaHuem nantaHa 5000 mr/kr.

5.4.10 KoHTponbHbIn obpasel, Macna: Macno pactutenbHoe papmHUpoBaHHOE XNakoe NilieBoe ¢ co-
AepxaHnem doctopa MeHee 2,0 mr/kr anga pasbasneHus rpagyMpoBOYHbIX PacTBOPOB U aHANU3UPYEMbIX
npo6. CogepxaHne doccopa B KOHTPONLHOM 06pasLie Macria onpeaensoT GOTOMETPU4EeCKUM METOLOM B CO-
OTBETCTBUM C pasaenom 4.

5.4.11 JleunTnH coeBblin, OYMLLEHHEIN, MaccoBon Aonein occopa okono 2 %.

5.4.12 Aprox no MOCT 10157, ¢ cogepxaHneMm OCHOBHOIO BelllecTBa He MeHee 99,98 %.

[JonyckaeTcs Ucnonb3oBaHne Apyrux CpeacTs U3MepeHuin, BeriomoraTtenbHoro obopyaosaHus, no MeT-
PONOrM4eCcKUM, TEXHUYECKAM XapaKTepucTUKaM He XyKe yKasaHHbIX B HACTOSALWeM cTaHAapTe.

[JlonyckaeTcs ncnonb3oBaHue Apyrux peakTUBOB, MO KaYeCTBY U YUCTOTE He HUKE BbllLeyKas3aHHbIX.

5.5 MNMoaroTtoBkKa Kk UI3BMepeHUI0

5.5.1 MogroToBKa cnekTpoMeTpa — B COOTBETCTBUU C UHCTPYKUMEN NO 3KcnyaTauun. TemnepatypHasi
nporpaMmma ans crnekrpoMeTpa — B COOTBETCTBUM C NpUNoXxeHuem A.

5.5.2 MpurotoBneHue maTtpuyHoro mogucdukaTopa

PacteopsaoT 1,00 r naHTaH-opraHoMeTannuueckoro craHgapta no [1] ¢ cogepXaHueM naHTaHa
5000 mr/kr 8 10 cM® LmkrorekcaHa. [lo6aBneHue NaHTaHa HeO6X0AMMO AN NOMyYeHWs1 JOCTOBEPHBLIX Pesyrib-
TaToB onpegeneHus obuero cogepxanus docdopa. B npoTusHOM cnydae pesynbtat aHanusa OyaeT 3aBu-
ceTb OT Tvna cocthaTvaos, MPUCYTCTBYIOWUX B aHanu3uMpyemon npobe.

5.5.3 MpurotoBneHue rpafyMpoBOYHbLIX pacTBOpPOB

5.5.3.1 MpwurotoBneHne OCHOBHOIO rpalyMpOBOYHOrO pacTeopa ¢ coaepxaHueM docdopa 400 Mr/kr

PacteopstoT 1,00 r coeBoro neuntuHa B 4,00 r uuknorekcaHa n gobaensarot 45,00 r koHTponbHOro obpas-
ua macna no 5.4.10. OnpeaensitotT cogepxaHue cpoccopa hoToMeTpU4eCkUM MeTOA0M B COOTBETCTBUM C pas-
nenom 4.

5.5.3.2 MpurotoBneHWe pabounx rpagympoBOYHBLIX PacTBOPOB € copepxaHuem coccopa 10, 20,
40 mr/kr

Pas6asnsioT 1,00; 2,00 1 4,00 r ocHoBHOrO pacTBopa ¢ coaepxaHuem doccopa 400 mr/kr ao 40, fobae-
nasa 39,00; 38,00 n 36,00 r koHTponebHoro obpasua macna cooTBeTcTBeHHO. Ecnu cogepxanue cdoccopa B
OCHOBHOM pacTBOpe, onpeaeneHHoe no pasaeny 4, He coctasnAeT To4HO 400 Mr/Kr, BLIMMCNAIOT TOMHOE coaep-
XaHue cocdopa B paboumx pacTBopax UM COOTHOLLEHUE MacC OCHOBHOIO pacTBopa U KOHTPOSbHOro o6pas-
La Macna KOppeKTUpYlT Tak, 4Tobbl mnonyuutb paboune rpagyvpoBOudHbIE PacTBOPbl € YKa3aHHbIM
cogepxaHuem docdopa.

5.5.4 MpenBaputenbHaa noaroToBka NpoGbl aHanU3UpPyeMoro Macna, KOHTponbHoro o6pasua
Macna u rpagyMpoBoO4HbIX pabounx pacTBOpoB

He meHee uem 3a 15 MWH o0 Havana onpegeneHus noMeLaoT Npoby aHanU3MpyemMoro Macna, KoH-
TpOnbHbIN 06paseLl, mMacna W rpagynpoBodHble paboune pacTBopbl B TepMocTaT MNpu TemnepaTtype
(60 £2) °C.

HenocpeacTeBeHHO Nepea M3MepeHueM Npoby aHanu3npyemoro Macra, KoHTpornbHbI 06paseL, Mmacna un
rpagyvpoBoYHble paboure pacTBOPbLI XOPOLLO NepeMelunBatoT. Ecnv npeanonaraetcs coaepxanue ocdopa
6onee 40 mr/kr, To Npoby aHanM3npyemoro Macna pasbaBnsoT KOHTPOMNbHLIM 06pasLoM Macna. B atom cny-
Yyae MoryyYeHHbIN pesynsTaT YMHOXalT Ha koadduumeHT pasbasneHums.

5.5.5 BbinonHeHUe usMepeHun

Mepen kaxabpiM BBOAOM pacTeopa Npobbl NnpeasaputensHo 06pabaTtbiBaroT HAaKOHEYHUK MUKpO4o3aTo-
pa, Habupas u cryckas 10 mm? LmknorekcaHa. O6pasoBaBLIasiCs NMeHKa LMKIoreKkcaHa Ha CTeHKaX HakoHeu-
HWKa obneryaeT BOCNPOM3BOAMMBIA NepeHoc pacTBopa Npobbl B KIOBETY.

5.5.5.1 MNogroToBka rpadUTOBON KIOBETHI

PervnctpupytoT aHanMTuyeckuii curHan ot rpadpuToBON KIoBETHI Ge3 BBeAEHUS aHann3nMpyemon npodel 4o
CHWXEeHUs curHana 4o npefenbHOro sHav4eHus (B NpUoxkeHun A ykasaHo 3HadeHWe npedensHoro aHanuTu-
yeckoro curHana ans cnekrpomerpa MrA-915).

5.5.5.2 MNpoBegeHne namepeHUst KOHTporbHOro obpasla Macna

BaBelumsatoT B npobupke 1,00 r npeaBapnTenbHO NOArOTOBNEHHOTO KOHTpONbHoro o6pasua mMacna. Jo-
6anstoT 1,00 r maTpuyHoro mogndukaTopa, NpUroToBAeHHoro rno 5.5.2, 1 TwarenbHo nepemMeluneatoT. Beo-
AaT 10 mm2 3TOI CMecK B rpadpUTOBYIO KIOBETY, UCMONb3Ys MUKpoaosaTop. MpoBoasT namepeHmne 1 hUKCUpyoT
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aHanuTU4eckuit curHan. MoBTopAIOT BBOJ CMecK A0 MoyyYeHUsi NOCTOAHHOIO aHannTUYeCcKoro curHana. Kpl/l—
TepuemM NOCTOAHHOro aHanMTU4eCckoro curHana sasnsieTCcA BblNoNHeHNe HepaBeHCTBa

S<6%, (4)

roe

roe S — cpeaHekBagpaTU4eckoe OTKITOHEHUE;
X = X;, X,,...X, — NATb NOCNeaoBaTeribHO Nory4YeHHbIX 3Ha4eHUi aHanUTYecKoro curHana;

X — cpefHee apudmeTndeckoe NaTH nocnenosBaTenbHbIX 3HaYeHUA aHaNMTUYecKoro curHana;
n — 4ncno nocnegoBaTenbHbIX U3SMEPEHU, pasHoe 5.
5.5.5.3 MpagyvpoBka cnekTpomeTrpa
BssewwusatoT no 1,00 r kaxaoro 13 Tpex npeasapuUTeNlsHO MOArOTOBMEHHBIX PaBovnX rpagynpOBOYHbIX
pacTBopoB Mo 5.5.3.2 B Tpu npobupkun. B kaxayto 13 HUx gobasnsioT no 1,00 r matpuyHoro mogudukartopa un
TwartensHo NnepeMelumsatoT. Beoasar 10 Mm3 3Toli cMeck MUKPOO03aTOpOM B rpachutoByto KioBeTy. MposoaaT
namepeHmne U UKCUPYIOT aHanuTuyeckuii curHan. MoBTopsAoT BBOA CMECU NATL pas A0 NonyyYeHUs NocTosH-
HOro aHanuTuyeckoro curHana (cm. 5.5.5.2).
CTposiT rpady poBOUHbIf rpachuk 3aBUCMMOCTN @aHanUTUYeCcKoro curHasna Tpex cMecei ¢ Nonpaskon Ha
BEMUYMHY aHanMTUYECKOro curHana KoHTponbHoro obpasla Macna oT codepxaHns B H1X doccopa.
Mpu paboTe Ha CNeKTPOMETPE C aBTOCEMIIEPOM UCMONb3YIOT (PYHKLMIO aBTOMaTUYECKON rpagynpoBKU.
5.5.5.4 KoHTponb cTabunbHOCTY rpagyMpoBOYHON XapaKTepucTukm
KoHTpoNb cTabunsHOCTM FpaynpoBOYHOM XapakTepuUCTUKA NPOBOAAT neped HavanoM paboyero aHa v
yepes kaxable 10—15 aHanuanpyembix Npob. STa npoueaypa saknovaeTcs B NpoBeAeHUM He MeHee ABYX Na-
pannenbHbIX USMepPeHnin 04HOMo U3 rPaayMpPOBOYHBLIX PACTBOPOB, NPUIrOTOBMEHHbIX Mo 5.4.3. Mpu kaxaom us-
MepeHuu onpeaenstoT cogepxaHue docdopa no AeicTayloLei rpagynposodHon xapaktepuctuke (C, n C,
COOTBETCTBEHHO) M BbIMUCIIAIOT cpeHeapudmMeTnyeckoe sHadyeHne Ccp.
PacxoxaeHne Mexay pesynstatamu napansenbHbIX U3MepeHuin NpusHaeTca NpuemMnemMsim, ecnum Bbl-
MOSHSAETCA HePaBEHCTBO

IC,— C,|<0,14 C,, (6)
I'pa,uyMpOBKa npusHaeTcAa CTaGMﬂbHOl;'I, €CJ1M BbINOJTHAETCA yCroBue
ICep— Col 0,1 Gy, 7)

rae C, — coaepxaHuve cocdopa B rpaaynpoBo4HOM pacTBope, NPUroToBIeHHOM no 5.5.3.2, Mr/kr.

Mpw HeCOOTBETCTBUM NONYYEHHBIX Pe3yNbTaToB YKasaHHOMY HOpMaTUBY rpagyupoBKy CnekTpomeTpa no-
BTOPSAIOT.

5.5.5.5 MpoBeaeHWe nsmepeHnsa aHanNM3upyemMoin npodel

BsgewwnsatoT B Nnpobupke 1,00 r npeasaputensHO NOAroTOBMNEHHOMO aHanuaupyemoro macna. flo6asnsa-
toT 1,00 r maTpuuHoro mogudukatopa 1 TwatensHo nepemMelunsatoT. Beoaat Mmukpoagosatopom 10 mm3 cmecn
B rpacduToByto kioBeTY. MpoBoaaT namepeHue 1 puKCMpyIoT aHanuTU4eckuin curHan. MoBTopsAoT BBOA CMecu
[0 NonyyYeHUs NOCTOSIHHOMO aHanNUTUYeCcKoro curHana (cMm. 5.5.5.2).

5.5.6 ObpaboTka pesynsraToB

5.5.6.1 CopgepxaHue docdopa B aHanuaupyemoi npobe onpenensiot No rpagynpoBOYHOMY rpaduky.
Pesynbrar BoipaxatoT B Mr/kr. [py Heob6xoanMocTu peaynbTaT BblpaXaloT Kak MacCoBYI0 AO0 cTeapooneorie-
uuTUHa Unu okeraa cocdopa, ucnonbays opMynel nepecyeta (2) u (3).

3anucb pesynsTatoB U3MEPEHUS U OKPYTTeHUe pesynsratoB — no 4.7.2.

3a oKkoH4aTenbHbIA pesynsraT u3MepeHnUst NIpMHUMaloT cpegHeapudmMeTudeckoe 3HadYeHue pesynsTaTtoB
ABYX napannenbHbiX UsMepeHuin, yAOBNeTBOPSIOLLMX YCITOBUIO NOBTOPSIEMOCTH (CM. 5.5.7.1).

5.5.7 MeTponoruyeckue xapakTepucTMKu Metoaa

5.5.7.1 lpegen NOBTOPAEMOCTHU

PacxoxgeHve mexdy pesynbrataMyd OBYX HE3aBUCUMbIX €4WHWYHbIX OfpefaeneHwi, BbINOSHEHHbIX
0AHVUM METOAOM, Ha UAEHTUYHOM aHanNM3upyeMom matepuarne, B o4Hol nabopaTtopvum, oqHUM aHaNUTUKOM, Ha
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ogHoM 06opyaoBaHUM, 3a KOPOTKUIA MPOMEKYTOK BpeMeHW, Npu AoBepuTenbHON BeposATHocTM P = 0,95, He
OOMKHO NpeBbIWaTh 3Ha4YeHU NpeaenoB MOBTOPSIEMOCTU 1, yKa3aHHbIX B Tabnuue 3.

5.5.7.2 Mpegen BOCNPOU3BOAUMOCTH

PacxoxgeHve mexay pesynbrataMu ABYX e4UHUYHbBIX OrpeaeneHunia, BbIMOMHEHHBIX OQHUM METOAOM, Ha
WOEHTUYHOM aHanu3MpyemMoM maTepuare, B pasHbiX Nabopatopusix, pasHbiMy aHanuTMkamMu, Ha pasim4yHom
obopyaoBaHuK, Npu AoBepuTensHoN BeposAaTHocTU P = 0,95, He A0MKHO NpeBbILWaTh 3Ha4YeHUIA BOCTIPON3BOAN-
MOCTW R, yKasaHHbIX B Tabnuue 3.

5.5.7.3 lMNokaszaTenb TOUHOCTU

MpaHWMLbl OTHOCUTENBLHOM NorpelwHocT MeToda 5 npu P = 0,95 npuBeaeHbl B Tabnuue 3.

Ta6bnuuya 3

. . . Mpenen Mpenen
MHTepBaﬂbl 3Ha4YEeHUN MaccoBoun I'panubl OTHOCUTENBHOU
NOBTOPSIEMOCTH 1, BOCMPOM3BOAUMOCTYU R,
KOHLeHTpauuu occopa, Mr/kr norpewHocT™ +3, % % oTH % oTH
Ot 2,0 go 10,0 Bkrtou. 35 25 50
Ce. 10,0 go 30,0 Bkritou. 30 20 40
Ce. 30,0 20 15 30
MpumeyaHune—Cm. npumevanHne 1 k Tabnuue 2.

6 Tpe6oBaHusa 6e3onacHOCTU NpuU NpoBeAeHUN onpeaeneHus

Mpu BbINONHEHWM oNpeaeneHUa Heobxoaumo cobniogaTs TpeboBaHUs TexHUKKM 6esonacHoOCTM Npu pabo-
Te ¢ xumudecknumin peaktusamm no MOCT 12.1.007, TpeboBaHms noxapHou besonacHoctn no MOCT 12.1.018 n
anekTpobesonacHocTu Npu paboTe ¢ anekTpoycrtaHoBkamu no MOCT 12.1.019.

MomelleHne, B KOTOPOM NPOBOAAT paboThl, AOMKHO BbITb CHabXXEeHO NPUTOUYHO-BLITSDKHOW BEHTUNSAILMENA.
PaboTbl ¢ pacTBOpUTENsAIMA HEOBXOANMMO NPOBOANUTL B BbITSDKHOM LUKady.

7 TpeGoBaHuA k KBanugukauum oneparopa

K BbInonHeHuo onpeaeneHuin gonyckarotca cneuunanucTtel, n3ydmslline MeToauku U npolueauuve
NHCTPYKTaX Mo TeXHUKe H6ezonacHocTu.
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Mpunoxenne A
(cnpaBoyHoe)

TeMnepartypHas nporpamma AnAa cnekrpomerpa «MIrA-915»
A.1 TemnepaTypHas nporpamma ansi cnekrpometpa «MIA-915» npueeaexa B Tabnmue A1,

Ta6bnuuya AA1

Cragus Temnepartypa, °C Bpewms Harpesa, ¢ Manebii knanax
Cywka 100 20 Bkn.
Muponus 1 600 30 Bkn.
Muponusa 2 1600 40 Bkn.
Atomnzaumsi 2800 2 OTkn.
Ounctka 2800 3 Bkn.

3HaueHune NpepenbHOro aHanuTuyeckoro curHana — 0,004 y. e.
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Bubnuorpadua

[1] ®upmbl Continental Oil Company, JlaHTaH-opraHomeTannMyeckue cTaHgapThbl
Ponca City, Oklahoma, USA
(Conostan, 5000 wmr/kr) unn Merk,
D-1600 Darmstadt, Germany
(meTtann B cTtangapte macna 1000 mr/kr)
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