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Mpeaucnosue

Lienn, ocHOBHbIe MPUHLMMBI 1 OCHOBHOW NOPAAOK NpoBefeHUs paboT Mo MeXrocyAapcTBeH Mol cTaHAap-
Tn3aumm ycrtaHosneHbl FTOCT 1.0—92 «MexrocyaapcTBeHHass cuctema ctaHgaptusaunn. OCHOBHbIE MO0Xe-
Hua» U FTOCT 1.2—2009 «MexrocyaapcTBeHHas cuctema ctaHgaptmsaumn. CtaHaapTbl MEXIrocy4apCTBEHHbIe,
npaswu/ia N pekoMeHAaLun Mo MeXrocyAapCTBEHHOM cTaHAapTu3auun. Npasuia paspaboTky, NPUHATUS, MpUMe-
HeHUsl. OGHOBNEHUSA N OTMEHbI»

CsefleHuns o cTaHgapTe

1 PA3PABOTAH locyaapCTBeHHbIM Hay4HbIM yupexzaeHuem «Bcepocculicknii Hay4yHo-uccregoBare-
NbCKUIA MHCTUTYT XMPOB» POCCUINCKON akageMnn cenbCckoxXo3saicTBeHHbIX Hayk (BHUWMXX) npu yyactum OO0
«JTOM3KC»

2 BHECEH ®degepasibHbIM areHTCTBOM MO TEXHUYECKOMY PerysimpoBaHuio 1 METPOsIormn

3 MPUHAT MexrocyaapcTBeHHbIM COBETOM MO CTaHAapTU3aLum, MeTpoaornn u ceptudunkaymmn (NpoTto-
kon oT 15 HoA6ps 2012 . Ne 42)

3a NpuHATUE NpPorosiocoBasn:

KpaTkoe HaviMeHOBaHWe CTpaHbl Kog cTpaHbl CokpallieHHOe HavMeHOBaH1e HaLWOHa/TbHOTO OpTaHa
no MK (MCO 3166)004-97 no MK (UCO 3166) 004-97 Mo cTaHJapTU3aLmm

ApmeHuns AM MWH3KOHOMUKM Pecny6ankun ApmeHns

KazaxcTtaH K2 FocctaHgapt Pecny6nmkn KasaxcrtaH

Kblprbi3ctaH KG KblprbisctaHgapt

Poccuiickas ®egepauus RU PoccTtaHgapTt

TagXuknctaH T TapgXukctaHgapT

Y36ekuncTtaH u2 Y3cTtaHgapTt

4 TMpukaszom PefepasibHOro areHTCTBa N0 TEXHUYECKOMY Pery/iupoBaHuio U MeTPosIornn ot 29 Hosbps
2012 r. N9 1678-CcT MexXrocyaapcTBeHHbIi cTaHgapT FOCT 31753—2012 BBefeH B AeCTBUE B KAYECTBO Ha-
LMoHanbLHOro ctaHgapTta Poccuiickoii ®epepaunm ¢ 1 mons 2013 r.

5 B HacTOslWeM cTaHAapTe YUTeHbl OCHOBHblE HOPMATMBHbIE MOSTIOXEHUA CNEAYIOWMNX MeXAYHAPOAHbIX
cTaHfapToB:

IS0 10540-1:2003 «Animal and vegetable fats and oil — Determination of phosphorus content — Part 1:
Colorimetric mothod» (KnBOTHble U pacTuUTesibHblE XUPblI U Macna. OnpegeneHve cogepxaHusa docdopa.
YacTb 1. KonopumeTpuyeckuini Metopn);

1S 010540-2:2003 «Animal and vegetable fats and oil — Determination of phosphorus content — Part 2:
Method using graphite furnace atomic absorptton spectrometry» ()KUBOTHblIe 1 pacTuTesibHblE XUPbl N Macna.
OnpepgeneHve cogepxaHusa oocdopa. Yactb 2. MeTog aTOMHOM a6CopOLNOHHOM CNEKTPOMETPUN C NPUMEHEe-
HMeM rpaddUTOBOM KIOBETbI)

CTeneHb COOTBETCTBUS — HeakBuBasieHTHasa (NEQ)

HacTosawmnii ctaHgapT NOAroTOB/IEH HA OCHOBE NpuMmeHeHnsa FTOCT P 52676-2006

6 BBEJEH BIMEPBbIE

NHopMaLma 06 n3MeHeHUAX K HacTosALeMy cTaHaap Ty Ny6/nKye TCs B eXerogHo n3gasaeMom UH-
opmalMoHHOM yKasaTene «HauMoHanbHble CTaHAapThi», & TEeKCT U3MEHeHUl 1 NoNpaBoK — B eXeme-
CAIYHO M3faBaeMoM MHOPMaLMOHHOM yKka3aTesie «HaunoHanbHble cTaHAap Thi». B cnyyae nepecmoTpa
(3amMeHbl) NN OTMEHbI HAC/TIOALLBIO CTaHgapTa CooOTBeTCTBYOLee yBeAOM/eHNe ByaeT ony6nnkoBas
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B XXEMECSIYHO 134aBaeMOM MHPOPMALMOHHOM yKa3aTe e «HaunoHanbHble cTaHgapThi». COOTBETCTBY-
toLLan MHchopmaLusi, yBeJOM/IEHNE M TEKCT bl pa3MeLLaloTCca Takxke B MHPOPMaLMOHHOW cucTeme o6Lero
Nnosb30BaHUsl — Ha omumManbHOM caliTe defepanbIloro areHTCTBa M0 TEeXHUYECKOMY PerynMpoBaHuio n
MeTposiorumn B ceTu IHTepHeT

© CTtaHgapTuHdopm, 2013

B Poccuiickoit defepaumm HacTosLWMi CcTaHAaPT He MOXET 6bITb MOSIHOCTbLIO U/IM YACTUYHO BOCNPOU3Be-
[OEH. TUPaXMpoBaH M PacnpocTpaHeH B KayecTBe oULMabHOIO n3gaHus 6e3 paspelieHus deaepasibHOIO
areHTCTBa Mo TeXHUYECKOMY PEry/iMpoBaHuio 1 MeTpPosIorim
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M E X IO CY 4 AP CTWBEWHH b # C T A HAOAUPT

MACJIA PACTUTENBbHbIE
MeToabl onpegeneHns ochopcoaepxawnx BeLecTs

Vegetable oils. Methods for determination of phosphorated substances

[aTta BBeAeHnihi — 2013—07—01

1 O6nacTb NpUMEHeEHUS

HacTosawuii cTaHgapT pacnpocTpaHsAeTCs Ha pacTuTesibHble Macna (ganee — macna) v yctaHaB/vBaeT
cnegyrouwme MetToabl onpeaeneHna ocdopcogepxalmx BelecTs:

- hoTOMETpPUYHECKNIA (KONOPUMETPUYECKWNIA);

- aTOMHO0-a6COpPOLMOHHO CNEKTPOMETPUN C MPUMEHEHVEM rpadTOBON KIOBETHI.

2 HopMaTuBHbIE CCbISIKM

B HacTosAWeM cTaHAapTe UCMNoJb30BaHbl HOPMaTUBHbLIE CCbIJIKM Ha criefytolme cTaHaapTbl:

FOCT 12.1.007—76 CwucTtema cTaHgapToB 6e3onacHOCTU Tpyga. BpegHble BewecTBa. Knaccudumkayms
1 obwme TpeboBaHMs 6e30MacHOCTU

FOCT 12.1.018—93 CwucTtema cTaHgapToB 6e3onacHocTy Tpyga. MNoxapoB3pbiBO6e30MacHOCTbL cTaTu-
Yeckoro anekTpuyecTsa. O6lwmne TpeboBaHNA

FOCT 12.1.019—79 Cwuctema cTaHgapToB 6e3onacHOCTM Tpyda. 3dnekTpobe3onacHocTb. O6uwme Tpe-
60BaHMs 1 HOMeHKaTypa BMAOB 3alunThbl

FOCT 1770—74 (NCO 1042—83. CO 4788—80) MNocyna mepHasn nabopartopHasa cTeknsaHHas. LlmnuH-
APpbl. MEH3YPKW, KONbbI, NPpobupkn. ObLwme TeEXHNYECKME YCNOBUSA

FOCT 3765— 78 PeakTuBbl. AMMOHUWI MOSIMB64EHOBOKMCbIN. TeXHUYecKkune ycioBus

FOCT 4198— 75 PeakTuBbl. Kanuii dhocdopHOKMCAbIV 0gHO3aMelleHHbI. TeXHUYeckne ycnosums

FOCT 4526—75 PeakTuBbl. MarHuii okcua. TeXHU4eckue ycroBus

FOCT 5471—83 Macna pacTtuTesnbHble. MpaBuia NnpuemMkKn n mMetodbl oTéopa npob*

FOCT ISO 5725-6—2002 To4HOCTb (MPaBWUIbHOCTb Y NPELM3NOHHOCTb) METOAOB N pe3ynbTaToB n3me-
peHunin. YacTb 6. Vicnonb3oBaHne 3Ha4YEeHNN TOYHOCTU Ha NpaKTuKe**

FOCT 5841—74 PeaktuBbl. FMapasnH CepPHOKUC/IbIN

FOCT 6709—72 Bopga gucTuinupoBaHHas. TeXHUYecKue ycroBus

FOCT 9147—80 MMocypa n obopyaoBaHue nabopaTopHblie dpapdopoBble. TeXHUYeCKne ycnosus

FOCT 10157—79 AproH ra3oobpasHblii 1 XnaKnii. TEXHUYECKNE YyCoBUs

FOCT 10931—74 PeakTuBbl. HaTpuii MONM6GAEHOBOKUCABIN 2-BOAHBIA. TexHuyeckue yciosus

FOCT 12026—76 bBymara chunbTpoBasibHaa nabopartopHasi. TexHn4yeckune ycroBus

FOCT 14262—78 KucnoTta cepHast 0co60li YACTOTbl. TEXHUYECKME YCOBUS

FOCT 14919—83 32neKkTponAnTbl, 31IEKTPOM/IUTKN U XapoUHble 3M1eKTpoLlkadbl 6biToBble. ObLne Tex-
HUYeckve ycroBus

* Ha TeppuTopumn Poccuiickoli ®epepaunn geiictByet FTOCT P 52062—2002 «Macna pacTutenbHble. MpaBuaa npu-
eMKM 1 MeToabl 0T6opa Npo6».

* Ha Tepputopumn Poccuiickoii ®epepauumn geiicteyetr FOCT P UCO 5725-6—2002 «TOYHOCTb (NPaBU/IbHOCTb U
NPeun3noHHOCTb) METOA0B U pe3y/ibTaToB U3MepeHuid. HacTb 6. Micnonb3oBaHne 3Ha4YeHU TOYHOCTU Ha NPaKTUKe».

N3paHne odurumnanbHoe
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FOCT 19908—90 Twurnm, 4awu, ctakaHbl, KOfibbl, BOPOHKN, NPOOGUPKN N HAKOHEYHUKN U3 NPO3payHoro
KBapLeBoro crekna. ObLwme TeXHU4Yeckme ycnosus

FOCT 24104—2001 Becbl nabopaTopHble. O6LWMe TexHUUYeckne TpeboBaHus

FOCT 25336—82 Tllocyaa n o6opyaoBaHue flabopaTopHble CTEKNSAHHbIE. TUnbl, OCHOBHblE NapamMeTpbl
1 pasmMepbl

FOCT 28311—89 [lo3aTtopbl MeAULNHCKME nabopaTopHble. O6LMe TexHnyeckne TpeboBaHnsa U MeToapbl
ncnbiTaHni

FOCT 29227—91 (UCO 835-1—81) Mocypa nabopartopHas CTekNAHHasA. MNMuneTku rpagynpoBaHHble.
YacTtb 1. Obwme TpeboBaHms

FOCT 29251—91 (NCO 385-1—84) lNocypa nabopatopHasa cTeknsHHasn. BiopeTkn. Yactb 1. O6wwme
TpeboBaHus

n punmedyaHune — |_|pI/I nonb3oBaHNM HacToAWMM CTaH4apTOM u,enecoo6pa3H0 npoBepunTb ,qeﬁcname CCbl104-
HbIX CTaHAAPTOB B MHOPMALNOHHOW cnucTeMe o6LLEr0 NOMb30BaHUA — Ha odmumanbHOM caiTe PefepanbHOro areHT-
cTBa MNO TexXHNW4YeCcKoMy peryampoBaHnw u”n MeTposiormnm B CeTu |/|HTepHeT uwnn  no exerogHo wusgaBsaemMomy
VIHCtJOpMaLI,VIOHHOMy ykasaTtesnto «HaLI,VIOHaanbIe CTaHgapTbl», KOTOprVI 0I'Iy6/1VIKOBaH MO COCTOAHUIO Ha lﬂHBapﬂ Tekyuie-
roroga, n Nno COOTBeETCTBYHOLWUM eXxeMeCA4YHO nsgasaemMbim VIHC*)OpMaLI,VIOHHbIM yKasaTtensam, Ol'lyﬁl'IVIKOBaHHbIM B TeKkyulem
rogy. Ecnu ccblnouHblii cTaHgapT 3aMeHeH (M3MeHeH), TO NpY NOoMb30BaHUN HACTOAWMM CTaHAApPTOM cnefyeT pPyKoOBOA-
CTBOBaTbCA 3aMeHA WM (I/I3MeHeHHbIM) CTaHO4apToM. Ecnuv ccbinoyHblii CTaHOapT OTMeHeH 6e3 3aMeHbl, TO NoJI0XeHune,
B KOTOPOM fiaHa CCbl/IKa Ha Hero, NpUMeHsAeTCca B 4acTu, He 3aTparnBatolen 3Ty CCbInky.

3 MeTtoabl oT60pa Npobd
OT60p Npo6 — no NOCT 5471.

4 doToMeTpMYECKUIA (KOSTOPUMETPUYUECKNIA) METOA

4.1 O6nacTb NpUMeHeHNs

MeTopa no3BoNseT onpeaenuTb cogepxaHne docdopa B AnanasoHe namepeHuii ot 2,0 go 2300 mr/kr
(maccosyto fonto hocdopcogepxalymx BelecTB B MepecyeTe Ha cTeapoosieoneuntum — ot 0,005 % go
6.0 %. B nepecyeTe Ha okcug dhocdopa (P20s) — o1 0.0005 % n0 0.53 %).

MeToA NPUMEHSIIOT NPY BO3HUKHOBEHUW Pa3HOr1acuii B OLLEeHKe KavyecTsBa NpoayKLUun.

4.2 CyuwHocTb MeToa

MeTopa ocHOBaH Ha nepeBofe hochopa, BXoAALLEro B cocTaB hochonunuaoB pacTUTesibHbIX Macen, B
BO/J0OPacTBOPUMOE COCTOSIHME MyTEM O30JIeHNS U NocneaytollemM ero onpegesieHNn oToMeTpnu4eCKUM MeTo-
[,0M 110 rosly6oMy MOMBAEHOBOMY KOMIJIEKCY.

4.3 YcnoBusa nposefeHusa onpefeneHns

Mpw noAroToBke 1 NpoBeAeHUN onpeaesnieHnsa A0/MKHbI ObITb COB60AEHBI ClieyoLne YC/I0BUA:

- TemnepaTypa OKpyxatoLein cpe bl ot 10 °C pgo 40 °C;

- OTHOCUTe/IbHasA BNaXHOCTb BO34YyXa oT 40 % no 95 %.

4.4 CpepactBa UsMepeHuil, BcnomorartesibHoe o6opyfoBaHue, peakTuBbl U Matepuarbl

4.4.1 CnektpocoTomeTp, (POTOI/IEKTPOKONOPUMETP WAN aHaslornyHble Npubopbl, obecneyunBaroLme
npoBefeHne N3MEPEHNI B Arana3oHe AJ1MH BoSH OoT 630 Ao 750 HM C npuiaraembiM KOMIM/IEKTOM KHOBET.

4.4.2 Becbl nabopartopHble no TOCT 24104 ¢ npefeniom gonyckaemoli abCcositoTHOM NOrpewwHoCcTn oa-
HOKpaTHOro B3BewBaHnsA He 6osiee i 0.0002 r n He 6oneei 0.02 1.

4.4.3 NMnuTtka anekTpuyeckas no NOCT 14919 3akpbITOro Tmna, obecnevymBatollasl Harpes B gManasoHe
160 °C—180 *C.

4.4.4 Wkad cywnnbHbIA NabopaTopHbI/i ¢ TepMOperynaTopomM, obecneymBalolwmm noggepxaHme Tem-
nepaTtypbl B pa6oyeil kamepe (105 i 2) aC.

4.4.5 Meyb MydpenbHasn, obecneunBaroLwas nogaepxaHne Temnepatypbl B paboueii kamepe B gnanaso-
He 800 °C— 1000 °C.

4.4.6 Okcukatop 2— 190 wim 2—250 no FOCT 25336 ¢ achdhekTMBHbIM OocylwnTenem (Hanpumep, Kasb-
LMiA XNOPUCTBIN, 6€3BOAHbIN).

4.4.7 Annapat CokcneTa. COCTOALWNA n3:

Hacagknm H3T-250 TC no NOCT 25336;

xonoannbHuka X1 -1-200-29/32 XC no FOCT 25336;

konb6bI M-1-250-29/32 no NOCT 25336.
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4.4.8 Konbbl 2-100-2 1 2-1000-2 no FOCT 1770.

4.4.9 bropeTtkn 1-1-2-2-25(50)-0,1 no FOCT 29251.

4.4.10 Munetkn 1(2.3)-1(2H(2,5. 10. 25) no FOCT 29227.

4.4.11 UnnuHgpbl 1(3>-25 n 1(3)—100 no NOCT 1770.

4.4.12 Yawa-100 vnv turenb H-100 no FOCT 19908.

4.4.13 CtakaHbl B-1-50(100) TXC no FOCT 25336.

4.4.14 baHA BOAAHaA.

4.4.15 ®unbTp 6€330/bHbINA.

4.4.16 MarHuii okemg no FOCT 4526. cBexenpokasieHHbI. He coaepxalmini coner docOpHOR KMcno-
Tbl.

4.4.17 AMMOHMIA MoOMGAeHOBOKMCALIA no TOCT 3765 wnu HaTpuii  MOMMGAEHOBOKUC/LIA MO
FOCT 10931.

4.4.18 Kanuin hocthopHOKMCAbI ogHO3amelleHHbI no TOCT 4198. x. u.

4.4.19 TwapasuH cepHokucbli no FOCT 5841.

4.4.20 Kncnota cepHasa no NOCT 14262. nnotHocTbio 1.84 r/cm3.

4.4.21 Bopga guctunnupoBaHHasa no NOCT 6709.

4.4.22 Bbymara chunbTpoBasibHas no N'OCT 12026.

4.4.23 OTOKCMATaH (3hUp ANITUNOBBIN).

4.4.24 TocypapCTBeHHbIN cTaHAApPTHbIN obpasel, (FTCO) cocTaBa pacTBopa hocdar-noHoB.

[onyckaeTcsa ncnonb3oBaHve ApYrnX CPeAcTB U3MepeHuid, BCroMorateibHoro o6opyAoBaHus, No MeT-
PO/IOTNYECKNM. TEXHUYECKNM XapaKTePUCTUKAM He XyXXe YKa3aHHbIX B HacTOsILLEeM CTaHAapTe.

JonyckaeTcsa ucnonb3oBaHve ApYrMx peakTUBOB, MO KAYECTBY M YNCTOTE HE HUXE BbllleyKa3aHHbIX.

4.5 TMoprotoBka K onpegeneHuio

45.1 MpuroTtoBneHne MONNGAEHOBOro peareHTa (pacTtBopa MOIM6AEHOBOKMCNOro HaTpUsa uUnu
MOIMGAEHOBOKNC/IONO aMMOHUS)

B ctakaHe no N'OCT 25336 B3BewwnBatoT 6.85 r MmonmbaeHOBOKMCNOro Hatpms no FOCT 10931 wnnun mo-
nnéaeHoBoKNCI0ro ammoHus no FOCT 3765. 3anucbiBalOT pesybTaTt 4,0 BTOPOro AecATUYHOro 3Haka. B apy-
rom ctakaHe B3BelwwmBaroT 0.40 r rugpasmHa cepHokucnoro rno NOCT 5841. 3anuceiBaroOT pe3y/bTaT 40 BTOPOro
[ECATMYHOIO 3Haka. CoaepXxmoe 060UX CTakaHOB C MOMOLbH ANCTUNIMPOBaHHOW Bogpbl Mo TOCT 6709 Ko-
JINYECTBEHHO NEPeHOCAT B MePHYH0 Konby no FOCT 1770 BmecTuMOCTbiO 1000 cm3. Mpy NOCTOAHHOM OXJ1aX-
AeHUn nocTeneHHo fo6asnsaoT 100 cM3 KOHLEHTPUPOBAHHOW CcepHOl kncnotbl no FTOCT 14262 NAOTHOCTLIO
1.84 r/cm3. O6pa3sylowuniicas TEeMHO-CMHUI pacTBOP Mpu MOCTOSHHOM MNepeMellMBaHuM OXJIaXAaloT Ao
(201 3) °C. poBOAAT 06BbEM A0 METKM AUCTUNIMPOBAHHOW BOAOW U BHOBb NepemMelunBatoT. PacTBop nepeps Ha-
Ya/IOM WCNO/Ib30BaHWSA BbIAEPXUBAIOT B TEMHOM MecTe B TedeHue 10 4. MNony4veHHbIi CBETN0-KOPUUYHEBDIN
pacTBop XpaHAT He 6o0siee 30 CYT B TEMHOM MecCTe.

4.5.2 MpuroToB/sieHne pacTBopa CEepHOM KWUCNOTbl MOJIAPHON KOHUeHTpauuein c(H2S504)=
=1 monb/gm3

B MepHyto Konby BMecTUMocTbio 1000 cm3 HanmsaroT 300— 350 cmM3 ANCTUNIMPOBaHHOM BOAbl, NOCTe-
NeHHO J06aBNAKT MPU NOCTOAHHOM OXNaxAeHUn 53 cM3 cepHOli KACMOTbl NIOTHOCTLIO 1.84 r/cm3, foBoasT
06beM A0 METKU ANCTUNNNPOBAHHOM BOAOW M NepemMelLunBatoT.

4.5.3 TpurotoBsieHe rPagynpoOBOYHbIX PacTBOPOB

4.5.3.1 [NpuroToB/ieHNE OCHOBHOIO pacTBOpa MacCOBOW KOHLUeHTpaumeii cocchopa 100 mkr/cm3 (pac-
TBOpP 1)

B3BelwmBaloT B cTakaHe 0.4392—0.4394 r ogHo3aMeLeHHOro pocthopHOKMCAOro Kansl, BbICYLLIEHHOro
0,0 NOCTOSAHHOW Macchl npu Temnepatype (105 + 2) °C, ¢ NOMOLLbIO ANCTUNIMPOBAHHOW BOAbI KOSIMYECTBEHHO
nepeHoCcAT B MepHYHO KONby BMecTumocTbio 1000 cm3 npu Temnepatype (20 + 3) °C n 4oBOAAT 06beM AUCTUN-
SIMPOBaHHOM BOAOM A0 METKN.

MpUroTOBNEHHBIN PacTBOP XpaHAT He 60siee 30 CyT B MN/IOTHO 3aKPbITOW Kosbe.

Mpu HanMumMn rocyaapcTBEHHOro ctaHaapTHoro obpasua (FCO) coctaBa pacTtBopa hocar-MoHOB Mo
4.4.24 ocHOBHOW pacTBop (pactBop 1) rotoBaT M3 ykasaHHoro CO pasBefeHMEeM [0 KOHLUeHTpauum
100 mkr/cm3.

4.5.3.2 MMpurotos/ieHne pacTBopa MaccoBoOli KOHUeHTpauuel doccopa 10 mkr/cm3 (pacTBop 2)

B mMepHyto konby BmectumocTbio 1000 cm3 oT6upatoT nunetkor 100 cm3 pacTBopa 1 npu Temnepartype
(20 £ 3) °C n goBoAAT 06BEM AUCTUNIMPOBAHHOK BOAOW A0 METKU.

[nsa rpagyvpoBKn MCMNO/Ib3yeMOro A1 aHainsa npuéopa pacTBop 2 KaxAblli pa3 roToBAT 3aHOBO.
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4.5.3.3 'pagyvpoBOYHbIE PacTBOPbI

[ns nony4veHns rpagyvpoOBOYHbLIX PacTBOPOB MacCOBOW KOHUeHTpauwei docdopa 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/cmM3 B MepHble KO/IGbl BMECTUMOCTbIO MO
100 cm30T6MpatoT C NoMoLL bl NMneTok unn 6ropetok 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 cm3pacTBOpa 2 COOTBETCTBEHHO M A40OBOAAT 06bEM B KaXA0W KON6e AUCTUNNNPO-
BaHHO BoAoi A0 20 cm3 (cymMmMapHbIi 06bem pacTBopa 2 1 Boabl). B kaxayto konby npunmsatoT no 20 cm3cep-
HOW KWUCMOTbl MOJISIPHOM KOHUeHTpaumneid 1 monb/gm3 n gobasnswoT (0,751 0.02) r okcuga MarHus no
FOCT 4526. Konbbl CO CMECbIO NOMELLAT B KUMSLLYH BOASHY 6aHI0 A0 NOHOrO pacTBOPEHUSA oKcuaa mar-
HUs. 3aTeM B KaxAayto Konby npunamsatoT no 20 cM3Momb4eHOBOro peareHTa, npurotoBneHHoro no4.5.1. Pac-
TBOPbI XOPOLLO NepPEMELLNBAIOT, BblaepxunBatoT 30 MUH B KANsLWel BogsAHOM 6aHe, oxnaxgarT o (201 3) °Cnu
[0BOAAT ANCTUNIMPOBaHHOW BOAOV A0 METKU.

4.5.3.4 PacTBOp cpaBHeHUs roToBAT rno 4.5.3.3 6e3 gobaBneHns pacreopa 2.

4.5.3.5 M3mepsaoT ONTUYECKyt M/IOTHOCTb FpagyMpoOBOYHbIX pacTBopoB (cM. 4.5.3.3) OTHOCUTE/IbHO
pacTBOpa cpaBHeHUs (CM. 4.5.3.4). UCMoNb3ys OAMH U3 MPUGOPOB, ykasaHHbIX B 4.4.1. I3mepeHns npoBoAAT
nocnepoBaTenbHO B KIOBeTax pa3Hoi paboueli AnnHbI. Pe3ynbTartbl U3MepeHnin NpeacTaBnatoT B Buae tabnu-
ubl 1 rpadpmka. 4N Kaxaol KioBeTbl CTPOAT OTAE/bHbIV FpagyvpoBOYHbI rpaduk, Bblbnpas guanasoH Macco-
BbIX KOHLEHTpauuin docdopa TakuMm o6pa3omM, YTOGbl 3HAYEHMUSI OMNTUYECKON M/IOTHOCTU YKNaAblB/IMCh B
LmanasoH n3MepeHuii npubopa.

Mpwn paboTe Ha CNeKTpPOMeTpe C aBTOCEMIN/IEPOM UCMO/b3YIOT PYHKLNIO aBTOMATMUYECKOW rpafynpoBKy.

4.5.4 MNocTpoeHue rpafynpoBOYHbIX rpaddnkoB

[ANA nocTpoeHns rpagynpoBOYHbIX FPadduKoB Mo OCK abcuncc OTKNaAbIBalOT MacCOBYHO KOHLEHTpauu o
cocdopa B rpaflyVpoBOYHbIX pacTBOpax B MKr/CM3, N0 OCY OpAMHAT — ONTUYECKYHO NNOTHOCTb. padypoBoY-
Hble rpacvkn NpeacTaB/saOT CO60M NPAMbIE IMHUMU, NMPOXOASILINE Yepe3 Hayaslo KoopavHar.

4.5.5 KOHTpOsb CTabUNbHOCTY rpagynpoBOYHOM XapakTepUCTUKN NPOBOAAT NepMoANYECKN, HO He pexe
OfHOro pa3a B Mecsl, a TakKxe nNpyv NPUroToBIEHNN HOBbIX NOPLMIA MOMBAEHOBOrO peareHTa. O6pasuamu ans
KOHTPONA ABAAKOTCA ABa 3aHOBO MPUIroTOBJ/IEHHbIX FPaAyMpPOBOYHbIX pacTBopa. M3mepsatoT onTUYecKyto naoT-
HOCTb MPUrOTOB/IEHHBIX PACTBOPOB U MO AENCTBYOLWEMY rpasynpoBOYHOMY rpadnky BbIMUCASIOT coaepxaHune
cocdopa. NpagynpoBoYHas XxapakTepucTnka NPU3HaeTcsa cTabusibHON, eCNN OTKIOHEHWE N3MEPEHHbIX 3Haye-
HWUIA MacCOBOI KOHLeHTpauuu docdopa OT UCXOAHbIX He NMpeBbiwaeT * 5 %.

Ecnn 370 ycnoBue He BbINOMHAETCH, rpaaynpoBOYHbIA rpaddvk CTPOSAT 3aHOBO, UCMO/b3YS HOBbIV MOSIMG-
[EeHOBbIN peareHT.

4.5.6 MoarotoBka nNpob6bl

Mpoby aHanNM3MpyemMoro mMacsia XOpoLlo nepemeLlunBatoT, HarpeBatoT Ao Temnepatypbl 70 °C—75 °C n
OT(hMNLTPOBLIBAKOT Yepe3 6e330/1bHbll PUnbTP (6enas uam xxentas neHTa) Npy Tok xe Temnepartype. Jonyc-
KaeTcs ncnosib3oBaTb (hnnbTpoBasibHYIO 6ymary no FTOCT 12026. npefBapuTe/ibHO 06Ee3XUPEHHY AUITUN0-
BbIM 3pMpoM B TeveHue 3 4 B annaparte CokcreTa.

4.5.7 TMoproToBka nabopaTopHON nocyabl

NabopartopHyto nocyay, NCnonb3yemyto Ans onpegeneHms pocgopcoaepxalinx BewecTs, He peKOMeH-
[YyeTCsi MbITb 6bITOBbIMY MOIWOLMMWU CPeACTBaMU, Tak Kak OHM cofepXaTt coefuHeHns dpoccopa. ANa MbITbS
nocyfibl MOXHO NPUMEHATL PACTBOP CEPHOI KUCNOTbI NNK Bogy. PEKOMeHAYyeTCA UCNO/b30BaTh OTAE bHbIN Ha-
60p nabopatopHoli nocyasbl.

4.6 lpoBepneHne onpepeneHnsa
4.6.1 Haecky aHaIM3MpPyeMOro macsa 6epyT B 3aBUCMMOCTU OT ero BUAia B COOTBETCTBMM C Tabnuueli 1.

Ta6nunuya 1

Bug macna Macca HaBecky, t
HepadunHnpoBaHHoe 0T10.2 0004
FmapatnposaHHoe »0.5 * 0.9
PadmHupoBaHHOe * 1.0 » 1.5
4.6.2 K HaBecke aHa/IM31MpyeMOro macsia, B3siTO B COOTBETCTBUM € Tabnuueli 1 n B3BeLLeHHO B valle

vwan turne no FOCT 19908 c 3anucbio pesysbTaTa A0 YETBEPTOro AeCATUYHOro 3Haka, A06aBAsalT
(0.75 £ 0,02) r okcupa marHma 1 HarpesatoT 10 MyH B cylwumnsibHOM Wwkady npu Temnepatype (105 + 2) °C gana
TOro, 4Tobbl aHaIM3MpyeMoe Macsio aAcopobMpoBaioChb OKCMAOM MarHus. 3atem TUrenb UK Yally HarpeBatoT
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Ha anekTpornimTke No FOCT 14919 Ao 06yriMBaHMS COAEPXKMMOro, a OCTaTOK NpokanuearloT gobena (03015t0T)
B Myde/ibHOW neun npu Temnepatype 800 °C— 1000 °C (4/1MTe/IbHOCTb 030/1EHMSA 3aBUCUT OT MacChl HaBECKM
aHanM3Mpyemoro macna u temnepatypbl MydenbHOW neun n coctaBnsaeT ot 20 MuH Ao 1 u).

4.6.3 Tlpn UCnosb30BaHUM KBapLEBbIX TUMNE NOC/e UX OXNaXAeHUs1 NpuaMBakoT K ocagky 10—20 cm3
OVUCTUNNNPOBaHHON Boabl. 20 CM1 CEPHO KUCNOTbl MONSIPHOM KOHUEHTpauunern 1 MonbYaM3 1 HarpeBatoT A0
NOJSIHOrO PacTBOPEHNSA oKcuaa MarHus. MosyyeHHbI pacTBOP KOJIMYECTBEHHO MEPEHOCAT B MEPHY Kooy
BMeCTUMOCTbI0 100 cM3, TpWXAbl ononackMBas Turesib He60IbLWVMY NOPUUSAMU ANCTUISIMPOBAHHON BOAbI.

Mpw ncnonb3osaHun hapdopoBbix TUrneli no FOCT 9147 ocafoK KONYECTBEHHO MEPEHOCAT B MEPHYIO
KONBY BMECTUMOCTbIO 100 cM3 C NOMOLLLIO TPeX NOpLUUi AUCTUANINPOBAaHHON BoAbl 06WNM 06beMoM 20 cM3,
npunusatoT 20 cM3 CEPHOI KUCIOTbI MOSIAPHOM KOHLUeHTpauyvein 1 monb/amMm3 un HarpeBatoT KOGy A0 NOSHOTO
pacTBOpeHUs OKCuaa MarHus.

4.6.4 K pactBopy, nony4yeHHomy no 4.6.3, no6asnstot 20 cmM3 MoIM6AEHOBOroO peareHTa u HarpeBaroT B
TeueHune 30 MVH B K/NSLWEN BogsHOW 6aHe. Moce oxnaxaeHns cogepXxmmoro go Temnepatypbl (20 + 3) °C go-
BOAAT 06BbEM ANCTU/I/IMPOBAHHOM BOLOW A0 METKN.

4.6.5 N3mepsAOT ONTUYECKYIO MIOTHOCTb pacTBopa, NPUroToB/IEHHOrO Mo 4.6.4. OTHOCUTESIbHO pacTBopa
CpaBHEHUS, NMPUroToBNEHHOrO No 4.5.3.4.

[nvHy KioBeTbl NoAGMPAlOT Tak. YTOObI 3HAYeHVe ONTUYEeCKOW MAOTHOCTM 6bi1o B npegenax 0,1—0.8.
Mpn aHanu3e padUHNPOBaHHbIX Macesl peKOMeHAyeTCs MPUMEHSTb KIOBETY MakCUMasibHOM A/VHbIL. Vcnonb-
3ys rpagyvpoBOYHbIA rpaduk, NOCTPOEHHbIN A/19 COOTBETCTBYIOWEN KIOBETbI, MO W3MEPEHHOW OMNTUYeCKOM
NJIOTHOCTW OMNpefensatoT MacCcoBYHO KOHLUEHTpauuio hocdopa B aHaIM3NpPyeMOM pacTBope, MKr/cM3.

4.7 O6paboTKka pe3y/ibTaToB
4.7.1 CopgepxaHue doccopa X. MI/Kr. BbIMMCASAIOT o chopmyne

n-----—- \«/

rae a — maccoBasi KOHUeHTpauus dpoccopa, HaligeHHasa no 4.6.4, Mkr/icm3:
T — Macca HaBeCKu macna, T;
100 — ob6bem aHanM3npyemoro pacTsopa, cM3.
Pe3ynbTaTt MOXHO TakxXe BblpasvTb Kak MacCOBYIO [jO/1I0 CTeapoosieosieyTmHa uin okcmaa gocgopa,
%. ncnonb3ysa hopMy/ibl NepecyeTa:

Xar = 0,002544 X. 7))
X0 ¢p=0.000229 X, @)

rge Xct — maccoBas fons ocopcogepxalinx BelwecTs B NepecyeTe Ha cTeapoosieoneunTuH. %;
Xc cb— maccoBas gonsa gocgopcoaepxalmx BewecTB B nepecyeTte Ha okeug ooccopa. %;

X — copepxaHue docdopa, Mr/Kr, BblumMceHHoe no chopmyne (1).

4.7.2 3a OKOHYaTesIbHbI pe3yibTaTt onpeaesieHns NPUHUMaloT cpeaHeapngMeTMHecKoe 3HaYeHne AByX
napannenbHbIX ONpeaesieHN, yA0BeTBOPSOWMX YC/IOBUIO NOBTOPsieMOCTU (M. 4.8.1).

Mpy BO3HNUKHOBEHWN Pa3HOTI/1acuii B OLleHKe KayecTBa NpoAyKLMN 3a OKOHYaTe IbHbIN pe3ynbTaTt NpuHnuMa-
10T cpefHeapudMeTMHeCcKoe 3Ha4YeHne He MeHee YeTbipex napasiienbHbIx onpedesieHnii no FOCT ISO 5725-6.

Pe3ynbTat onpefeneHns BbIYUCSAIOT:

- NpU BbIpaXeHnn pe3ynbTaTtoB B Mr/Kr cpocdopa:

[ON1A 3HaYeHuiA B gnanasoHe ot 2.0 4o 10.0 mr/kr BK/IOYMTEeIbHO — A0 BTOPOro W OKPYI/ISOT 40 NepBOro
[ECATUYHOTO 3HakKa;

015 3HaYeHuiA cBblwe 10,0 Mr/Kr— [0 NepBOro AecsATUYHONO 3HaKa U OKPYI/IAKT 40 Lesioro Ynicna;

- MNPV BbIPaXEHWM Pe3y/IbTaToB B NpoLeHTax okcuga dpocdopa — A0 YeTBePTOro 1 OKPYI/IAKOT A0 TpeTbe-
ro AeCATUYHOrO 3HaKa;

- NpY BbIPaXeHUN pe3ynbTaToB B MPOLEHTaX B NMepecyeTe Ha CTeapooseosieUnTUH — A0 TPEeTbero u
OKPYT/IAOT 40 BTOPOro AECATUYHOIO 3HaKa.

4.8 MeTponormyeckme xapakTepmcTukm metoga

4.8.1 Tlpepnen NoBTOPAEMOCTU
PacxoxgeHue mexay pesynbTaTamu ABYX He3aBUCUMbIX €AWHUYHbIX OonpefesieHNiA, BbIMOSHEHHbIX
OAHWM METOAOM, Ha MAEHTMYHOM aHaNIM3npyeMom Matepuane, B O4HOM naboparopuu, O4HUM aHaTUTUKOM, Ha
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0fHOM 060pyA0BaHWN, 3a KOPOTKWI MPOMEXYTOK BPEMEHU, NpU AoBepuTenbHOW BeposiTHocTh P - 0,95, He
OOJ/DKHO NpeBbilwaTb 3HaYeHWl NpefesioB NOBTOPSAEMOCTM I. yKa3aHHbIX B Tabnuvue 2.

4.8.2 Mpepen BocnponM3BoauMOCTU

PacxoxgeHune Mexay pe3ynbTartaMmu ABYX eAVHUYHbIX ONpeaeneHnii, BbINO/THEHHbIX OAHUM METOAO0M, Ha
MAEHTUYHOM aHa/IM3MPyeMOM MaTepuasne, B pasHbixX /1abopatopusx, pasHbIMU aHaTMTUKaAMK, Ha Pa3In4yHOM
obopyaoBaHUW, Npu AOBEPUTESIbHON BEPOATHOCTU P = 0.95. He J0/HXHO MpeBblIWaTb 3Ha4YeHUn npeaenos BOC-
npon3BoOAUMOCTU R, yKasaHHbIX B Tabsimue 2.

4.8.3 MNokasaTeslb TOYHOCTUN

paHnLbl OTHOCUTENBHOW NorpelwHocTM Metoaa 5 npu P =0.95 npuBeaeHb! B Tabnuue 2.

Ta6bnuuya 2

MpaHvup! MNpeaen NoBTOpPsSiEMOCTY I Mpeaen BoCcnNpon3BoaMMOoCTM R
MHTepBasibl 3HAYEHWI MaccoBo o
KOHLeHTpauun chocchopa, bium orHocuTeNbHON
MOFPELUHOCTU + A a6e. % OTH. a6e. % oTU.
OT 2.0 go HO.OBK/IOY. 80 1.2 — 2.4 —
Cs. 10.0 go 20.0 Bk/tOM. 40 — 30 — 60
Cg. 20.0 go 2300 Bk/tOU. 10 — 8 — 16

MpumevaHuns

1 YunTbiBas, 4To B AeiiCTBYIOLWMX CTaHAapTax Ha pacTuTesibHble Macsia nokasaTeslb «ocdopcoaepxatine Beljec-
TBa» B HEKOTOPbIX C/y4asix HOPMUPYETCH KakK «OTCYTCTBUE» (UTO 06 bACHSAETCA MeHblUel YyBCTBUTE/IbHOCTbIO AelicTBO-
BaBLIMX paHee MeTOA40B aHann3a), 40 NepecMoTpa ykasaHHbIX CTaHAAPTOB HOPMY «OTCYTCTBME» crieflyeT MHTepnpeTu-
poBaTb Kak «MeHee 20 Mmr/kr B nepecyeTte Ha chocdop».

2 Mpu Heo6X0AMMOCTU BblpaXKeHUs pe3ysbTaTta Kak MacCcoBO foNn cTeapooseosieynTuHa nnm okeuga gocdopa
a6Cco/MOTHbIE 3HAYEHVS NMpeAenoB MOBTOPAEMOCTU U BOCNPOM3BOAMMOCTMN PacCUMUTbIBAIOT, UCMOMb3ya opmy/ibl (2) 1
<3)-

5 MeToa aTOMHO-abCOpPOLUMOHHON CNEKTPOMETPUM C NPUMEHEHNEM
rpadoMToBOW KIOBETBI

5.1 O651acTb NPUMEHEeHns

MeTopg, No3BoISIET ONpefennTb cogepxaHne occopa B granaszoHe namepeHuii ot 2.0 go 2300 mr/kr
(maccoByto gonto chocopcogepxalimx BelecTB B MepecyeTe Ha cTeapoonieoneuntnH — ot 0.005 % go
6.0 %, B nepecyeTe Ha okcug cpocchopa (P20 5) — ot 0,0005 % Ao 0.53 %).

5.2 CywHocCTb MeToAa

MeTof 0cHOBaM Ha ncnapeHun aHaIM3npyemMmon npobbl Macsia, CMeLllaHHOoMW ¢ MoandnkaTtopom, B rpadu-
TOBO/ KIoBeTe aTOMHO-a6COPOLIMIOHHOrO CeKTpoMeTpa 1 nocsieAytoweM n3MepeHn pe3oHaHCHOTo NorsoLLe-
HUS cBOGOAHBLIMM atomamu chocdopa Ha AanHe BonHbl 213.5 HM. CogepxaHue cdhocdopa onpegensercs
BE/IMYNHOW MHTErpasibHOro aHaUJTIMTUYECKOTO CUTHaNa 1 paccunTbIiBaeTCA No npeasBapuTenibHO YCTaHOBEHHOM
rpafynpoBOYHOl 3aBMCUMOCTH.

5.3 YcnoBusa npoBeAeHUs U3MEPEHUA

Mpu noarotoBke 1 NPOBEAEHUN N3MeEPEHUI AOMKHBI ObITb COG/TIOAEHbI CriefytoLLMe YCIO0BUS:

- TemnepaTypa OKPY>XAIOLWEN CPEADBI ..o ot 10 °C go 40 5C;

- OTHOCUTE/IbHAA BAAKHOCTb BO3AY X8 ..eevririeaiiieerieeennnnes oT 40 % po 95 %.

5.4 CpepgcTtBa n3MepeHuii, BcnomoratesnbHoe o6opyaoBaHue, peakTuBbl U matepuasbl

5.4.1 CneKkTpomMeTp aTOMH0-abCOpPOLUNOHHbIN «MIA-915» € 3/1eKTPOTEPMUYECKUM aTOMU3AaTOPOM.

5.4.2 KioBeTbl rpapToBbIe C MMPOMOKPbITUEM, C NIATCIOPMON N 6e3 Hee.

5.4.3 Llkad cywnbHbIA NabopaTtopHbIli C TepMOperyaTopom, obecneyvBalolnm noggepxaHve Tem-
nepartypbl B paboueli kamepe (60 * 2) °C.

5.4.4 MuvKpoao3aTtop OfHOKaHas/IbHbIi BMECTMMOCTbI0 10 MM3 1N A03aTOP OAHOKaHa IbHbIN NepeMeH-
Horo o6bema 5— 50 mm3no TOCT 28311.

5.4.5 HakoHe4HuKN Ans Mmkpogo3satopa (BXo4AT B KOMMNIEKT MUKPOA03aTopa).

5.4.6 Becbl nabopatopHblie no FOCT 24104 c npefeniom [oMyckaeMoil abCcoMOTHOM NOrpeLwHoCT of-
HOKpaTHOro B3BelnBaHns He 6onee 1 0.002 r.
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5.4.7 Mpo6upkn M1(2>-10-XC no NOCT 25336.

5.4.8 LuknorekcaH.

5.4.9 JlaHTaH-OpraHoMeTaNInyecknini ctaHgapT no (1) c cogepxaHnem naHtaHa 5000 mr/kr.

5.4.10 KOHTpO/NbHbI 06pasel, Macna: Macso pacTutesibHoe padnHUPOBaHHOE XUAKOe NuLeBoe C Co-
nepxaHunem cocdopa MeHee 2.0 Mr/kr ana pasbaBneHns rpagympoBOYHbIX PacTBOPOB W aHa/IN3UPYeMbIX
npo6. CoaepxaHune pocchopa B KOHTPOSILHOM 06pasLe Mmacna onpeaenstoT hoTomeTpnyeckumMm MeToA0M B CO-
OTBETCTBUW C pa3fesniom 4.

5.4.11 JleunTUH COEBBIN, OUMLLEHHbIN, MaccoBo aoneii chocchopa okoso 2 %.

5.4.12 AproH no rOCT 10157, c cogep>xaHnem OCHOBHOroO BelwecTBa He meHee 99.98 %.

[onyckaeTcsa ncnonb3oBaHve ApYrnx CpefCcTB U3MepeHuii, BCrnomoraresibHOro obopyaosaHus, No MetT-
POSIOTMYECKUM. TEXHUYECKNM XapakKTePUCTUKAM He XYXXe YKa3aHHbIX B HaCTOsILLEeM cTaHAapTe.

JonyckaeTca Ucnonb3oBaHne APYrMx peakTUBOB, MO KAYeCTBY M YNCTOTE HE HUXEe BbllleyKa3aHHbIX.

5.5 loarotoBka K U3MepeHuto

5.5.1 lMoaroToBKa CMEKTPOMeTpa — B COOTBETCTBUM C UHCTPYKLMEN MO aKcnayaTaumn. TemnepatypHas
nporpamma fas crekTpoMmeTpa — B COOTBETCTBUMU C NPUJTIOXKEHNEM A.

5.5.2 MpuroToBneHne maTpuyHoro moaundukaropa

PacTtBopstoT 1,00 r naHTaH-opraHomeTan/IMyeckoro craHgapta no [1] ¢ copgepxaHwem naHTaHa
5000 mr/kr B 10 cm3 uyuknorekcaHa. JJo6aBneHne naHTaHa Heo6xoAMMO A1 NOSTyYeHNss AOCTOBEPHbIX pe3ysib-
TaToB onpegeneHus ob6liero cogepxaHma gocdgopa. B npoTMBHOM criyyae pesynbTaT aHanusa 6yaeT 3aBu-
ceTb OT TMNa pochaTnaos, NPUCYTCTBYIOWNX B aHA/IM3NPYEMO npobe.

5.5.3 lMpurotoBsieHne rpagympoBOYHbIX PacTBOPOB

5.5.3.1 TllpuroToBneHne 0OCHOBHOIO rpaayMpoBOYHOrO pacTBopa c cogepxaHuem doccopa 400 mr/kr

PacTtBopstoT 1.00 r coeBoro neuntrHa B4.00 r umknorekcaHa n o6asnsatot 45.00 r KOHTPOSILHOro 06pas-
ua macna no 5.4.10. OnpegenstoT cogepxaHue docdopa GoToOMeTpUYeCKUM MeToA40M B COOTBETCTBUM C pas-
aenom 4.

5.5.3.2 lMpuroTtoBneHne paboymx rpagyMpoBOYHbIX PacTBOpPOB C cogepxaHuem doccopa 10. 20,
40 mr/kr

Paz6aBnsaoT 1.00:2.00 14.00 r oOCHOBHOro pacTBopa ¢ cogepxaHuem cpocdopa 400 mr/kr go 40 r,gobas-
naa 39.00; 38.00 n 36.00 r KOHTPONbLHOrO 06pasya Macnaa cooTBeTCTBEHHO. Ecnu copepxaHune occopa B
OCHOBHOM pacTBope, onpeaesieHHoe No pasgeny 4. He coctaBnsAeT TO4HO400 MI/Kr, BbIYMCASAKOT TOYHOE coaep-
XaHune doccopa B pabounx pactBopax UM COOTHOLLEHNE MacC OCHOBHOrO pacTBopa 1 KOHTPOJ/IbHOro 06pas-
La macsia KOpPpeKTUpPYHT TaK. 4ToBbl MosyunTb paboune rpagyvpoBOYHblE PACTBOPblI C  YKa3aHHbIM
cofepxaHuem docdopa.

5.5.4 NMpegBapuTenbHas NOAroToBka Npobbl aHa/IM3MPyeMOro macsa, KOHTPOo/NbHOro o6pasua
Macsia u rpafymMpoBoYHbIX pabouymx pacTBOpPOB

He meHee yem 3a 15 MUH A0 Havasa onpejesieHns NoMeLlarT Npoby aHaIM3NPyeMoro Macsa, KoH-
TPONbHbIA O6pasel, mMacna u rpagyvpoBoyHble paboume pacTBOpbl B TepMocTaT Mpu TemnepaTtype
(60 + 2) °C.

HenocpeacTBeHHO Nepes n3mepeHvieM NPody aHa/IM3NPYEMOro Maca, KOHTPOJIbHbIA 06pasel, macsia 1
rpafynpoBoYHble paboyre pacTBOPbI XOPOLUO nepemeluMBatoT. Ecnv npegnonaraeTtcs cogepxaHue coccopa
6onee 40 mr/kr, TO NPoBy aHaNM3NPyeMoro Macsia pasbasnatoT KOHTPO/IbHbIM 06pa3Lom Macna. B atom cny-
YaB MOJTyYeHHbI pe3ynbTaT YMHOXaIT Ha Ko3dhduLneHT pasbaBrieHums.

5.5.5 BbINO/IHEHNE U3MEPEHNIA

Mepepn kaxabiM BBOAOM pacTBopa npobbl NpegsaputesibHO 06pabaTbiBalOT HAKOHEYHUK MUKPOAO3aTo-
pa. Habupasa ncnyckasa 10 Mm3uyuknorekcaHa. O6pa3oBaBLUAsACS MNJIeHKa LMK/OrekcaHa Ha CTeHKaX HakoHeuY-
HUKa ob6neryaeT BOCNPOMN3BOANMBIN NEPEHOC pacTBOpa MPO6bl B KIOBETY.

5.5.5.1 lNoprotoBka rpachnTOBO KIOBETbI

PerncTpupytoT aHaIMTUHECKNIA CUTHaN OT rpacdMTOBOM KIoBETLI 6€3 BBeAeHUSA aHanM3npyemoi npobbl 4o
CHWXEHUA cUrHana A0 npeaesibHOro 3HavyeHus (B NPUIOXKEHUN A yKa3aHO 3HavyeHue npeaesibHOro aHainTu-
4ecKoro curHana gnsa cnekrpometrpa MrA-915).

5.5.5.2 lpoBegeHne n3mepeHns KOHTPOJIbHOro o6pasua mMacna

B3BelwwmBatoT B Nnpobupke 1.00 r npeaBapuTeNbHO NOATOTOBIEHHOIO KOHTPO/IbHOro obpasua macna. [Jo-
6aBnsA0T 1,00 r MaTpuyHOro MoandvkaTtopa, NpUroToBAeHHOro no 5.5.2. u TwaTtenbHO nepemeluvBatoT. Beo-
AAT 10 MM33TOM cmecu B rpaddUTOBYHO KIOBETY, UCMO/b3YA MUKpOA03aTop. MpoBoAsaT namepeHune n hukcupyrot
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aHaNIMTUYeCKNiA curHan. MoBTOPAIOT BBOA CMeCU A0 NONYYEHUSA NMOCTOAHHOIO aHaUTMTUYECKOro curHana. Kpm-
Tepnem NoCTOAHHOIo aHa/IMTUYEeCKOro CurHana ABnsAeTcAa BbINOJ/IHEHNE HeEpaBeHCTBa

SE£ 6%. (4)
roe
2
X -X)
n-1
S= ©)
X
rae S — cpepgHekBagpaTtnyeckoe OTK/IOHEHUE;
X, = X,. X2,..X,, — nATb nocnegoBaTesibHO NOIyYEeHHbIX 3HAYEHUI aHaSIMTUYECKOrO curHana;

X — cpepgHee apumeTnyeckoe NATU NocrefoBaTelbHbIX 3HAYEHUM aHa/IMTUYECKOro CUrHana;
N — 4Yncno nocriefoBaTe/lbHbIX N3MepeHuiA, paBHoe 5.
5.5.5.3 'pagyupoBKa cnekTpomeTpa
B3BewwBatoT no 1.00 r Kaxgoro u3 Tpex npeaBapuTenibHO NOArOTOB/IEHHBIX Paboynx rpagympoBOYHbIX
pacTBopoB No 5.5.3.2 B Tpu npobupkun. B kaxayto 13 Hux gobasnstoT no 1,00 r maTtpuyHoOro mogndmkaropa u
TwarenbHO NepemewwnBaoT. BeBogat 10 MM3 3TO cMec MUKPOA03aTOPOM B rpaduTOBYHO KIOBETY. MpoBOAAT
n3mepeHue 1 hUKCUPYIT aHaIMTUYeCKunii curHan. MoBTOPAKOT BBOA CMeCH NATb pas A0 NOJSTyYeHUS NOCTOSH-
HOro aHannTM4yeckoro curHana (cm. 5.5.5.2).
CTpoAT rpafypoBOYHbI/ rpadrk 3aBUCUMOCTM aHa/IMTUHECKOTO CUTHas1a TPexX CMecel ¢ NonpaBKol Ha
BE/INYNHY aHa/TMTUYECKOrO CUrHana KOHTPOIbHOIo 06pasLa Macsa oT coaepxaHusa B HUX chocdhopa.
Mpwn paboTe Ha CNeKTpPOMeTpe C aBTOCEMI/IEPOM UCMO/b3YIOT PYHKLNIO aBTOMATMUECKOW rpafynpoBKy.
5.5.5.4 KOHTpONb CTaBU/IbHOCTY rPagyMpoOBOYHONM XapakTepucTuKn
KOHTpO/b CTabnNbLHOCTU rPafyMpOBOYHONM XapaKTepuCTMKM NPOBOAAT Nepes Hayanom paboyero aHA n
yepes Kaxable 10— 15 aHann3npyemblx Npo6. 3Ta npoLeaypa 3ak1yaeTcs B NPOBEAEHUU HE MeHee ABYX Na-
pannenbHbIX U3MepeHunii 0AHOro 13 rpagynpoBOYHbIX PACTBOPOB, MPUrOTOB/EHHbIX N0 5.4.3. MNpu KaxaoM 13-
MepeHUN onpeaensiioT cogepxaHue coccopa no aencTBytoWen rpagynpoBoYHoOl XxapakTepuctuke (C. n C2
COOTBETCTBEHHO) U BbIYNC/IAIOT cpefHeapudmMeTnyeckoe 3HavyeHue Cca.
PacxoxaeHne mMexay pesysbTaTaMy NapasiyiefibHbIX N3MEPEeHUii Npu3HaeTcs NpuemseMbiM, eC/ii Bbl-
NoNHAETCA HepaBeHCTBO

|Ct — C2/£0,14 Cep. (6)
MpagyvpoBKa NPU3HaeTCst CTabWU/IbHOM, eC/IN BbINOJHAETCA yCoBUe
[Cp— CO0[< 0,1 CO, %)

rae CO— copepxaHue cdocdopa B rpagyMpoBOYHOM pacTBoOpe, NPUroToBAEHHOM no 5.5.3.2, mr/kr.

Mpn HeCcooTBETCTBUM MOJTYHEHHbIX Pe3y/IbTAaTOB YKa3aHHOMY HOpMaTuBY rpaynMpoBKy CreKTpomeTpa rno-
BTOPSIIOT.

5.5.5.5 TpoBeaeHne n3MepeHnsa aHann3npyemMmoim npoobl

B3sewwBatoT B npo6upke 1,00 r npeaBapuTesibHO MNOAroToB/IEHHOro aHam3npyemoro macna. flo6asns-
toT 1.00 r maTpuyHoro mogudmkaTopa v TaTesibHO rnepemelunsaroT. BBoaaT mukpogosatopom 10 Mm3 cmecu
B rpatpmToByIO KIOBETY. poBOAAT n3MepeHne n UKCUPYIOT aHa/IUTUYeCKniA curHasn. NMoBTopsaloT BBOA CMecu
0,0 NoslydeHnss NOCTOSAHHOIO aHa/IMTM4eckoro curHana (cm. 5.5.5.2).

5.5.6 O6paboTka pe3ynbTaTtoB

5.5.6.1 CopepxaHue doccopa B aHa/IM3Mpyemoi npobe onpefenstoT No rpagynpoBOHHOMY rpadinky.
Pe3ynbTaT BblpaxatoT B MI/Kr. [pn He06X04MMOCTN pe3y bTaT BbIpaXatoT Kak MacCoBYIO [0/110 CTeapoosieose-
uMTuHa nnn okenga cocdopa, ncnosb3ysa dopmysnbl nepecyeta (2) u (3).

3anncb pe3y/sibTatoB U3MEPEHUA N OKPYr/ieHne pe3y/ibTatoB — Mo 4.7.2.

3a OKoHuaTesIbHbIV pe3ybTar U3MepeHus NMPUHUMAlOT cpeHeapumeTnyeckoe 3HaYeHe pesy/ibTaToB
ABYX napasiiefibHbIX U3MepeHuii, y0BNeTBOPSAIOWMX YC/I0BUIO NoBTOpsieMocTH (cM. 5.5.7.1).

5.5.7 MeTposiornyeckne xapakTepnctmkn metoga

5.5.7.1 Tpepnen noBTOPAEMOCTU

PacxoxgeHne Mexay pesy/ibTaTtamy [ABYX He3aBWCUMbIX €AVHUYHbIX OMpefesieHuni, BbINOIHEHHbIX
OHVM MEeTOAO0M, Ha MAEHTUYHOM aHa/TIN3PyeMOM MaTepuasie, B O4HON nabopaTtopun, O4HUM aHaIMTUKOM, Ha

8



FOCT 31753—2012

ofHOM 06GopyAoBaHMW, 3a KOPOTKWI MPOMEXYTOK BPEMEHW, Mpu AoBepuTesibHOM BeposATHOCTM P =0,95. He
[,0/DKHO NpeBbIWaTh 3Ha4YeHnli NpeaesioB NOBTOPAEMOCTH I. yKa3aHHbIX B Tabnuue 3.

5.57.2 Mpepen BocnpousBoauMOCTU

PacxoxaeHve mexay pesysibTaTaMu ABYX eAUHNYHbIX OonpeAeneHunii, BbIMO/THEHHbIX O4HUM METOA0M, Ha
MAEHTUYHOM aHanM3npyemMoM matepuasne, B pasHbix naboparopusax, pasHbIMU aHaIMTUKaMU, Ha Pas/IN4yHOM

obopyaoBaHumn, Npy 4oBePUTENbHON BEPOATHOCTM P = 0.95. He AO/IKHO NpeBbIlaTh 3Ha4eHU i BOCNPOn3Boau-
MOCTM R. yKasaHHbIX B Tabnvue 3.
5.5.7.3 Tloka3aTesib TOYHOCTU

paHunLbl OTHOCUTENbHOM NorpewHocTn meToaa 5 npyu P = 0.95 npuBeneHbl B Tabauue 3.

Ta6nuuya 3

o o o Mpepen MNpepen
VHTepBasibl 3Ha4YeHW MaccoBoit paHuLbl OTHOCUTEbHOI
comuemTpaLym dhocthopa, MUk FOMPELHOCTY ¢ 2,5 NOBTOPSIEMOCTY T. BOCTPOVU3BOAVIMOCTY R,
’ ' % OTH. % oTW.
OT 2.0 go 10,0 BK/tOY. 35 25 50
Cs. 10.0 go 30.0 Bk/tOM. 30 20 40
Cs. 30.0 20 15 30
NMpumeyaHune — CM. npumeyaHue 1k Tabnuue 2.

6 TpeboBaHMA 6e30MacHOCTM Npyn NPOBeAEHNN OnpeaeneHns

Mpw BbINONHEHWM ONpeeneHns HeobXoANMO cobAaTb TPeboBaHNA TEXHUKN 6e30NacHOCTY Npu pabo-
Te ¢ xuMmunyeckmmmn peaktnsamm no FOCT 12.1.007, TpeboBaHMA noxapHoi 6e3onacHocTy no NOCT 12.1.018 n
3N1eKTpo6e30nacHoOCTM Npu paboTe ¢ anlekTpoycTtaHoBkamu no MOCT 12.1.019.

MNMomelleHne, B KOTOPOM NPOBOAAT PaboThl, JO/DKHO 6bITb CHAGXXEHO NMPUTOYHO-BbITSXKHON BEHTUNALMEN.
PaboTbl C pacTBOpUTENIAMU HEOBXOAMMO NPOBOAUTL B BbITSXKHOM LUKady.

7 Tpeb6oBaHusi K KBaNIMhrKaLMm1 oneparopa

K BbINOMHEHNIO OMpeenieHnin AonyckakTca chneunanncTbl, U3yuyMBLUME METOAMKA W Npolelive
MHCTPYKTaX Mo TeXHMKe 6e30nacHOCTH.
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MpunoxeHune A
(cnpaBo4HOE)

TemnepaTypHasa nporpamma s cnekrpometpa «MIA-915»
A.l TemnepaTypHas nporpamma ans cnektpometpa «MIA-915» npuBegeHa a Tabnuue A.1.

Ta6bnnya Al

Cragus Temnepartypa. 'C Bpewmsa Harpesa, ¢ Manbliii knanaH
Cyuwka 100 20 Bkn.
Muponus 1 600 30 Bkn.
Muponns 2 1600 40 Bkn.
ATomuzauusa 2800 2 OTKAN.
OuuncTka 2800 3 Bkn.

3Ha4veHue npefesibHOro aHaIMTUYecKoro curHana — 0.004 y. e.
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Bubnunorpadpuns

J1J dupmbl Continental Oil Company. NaHTaH-opraHomeTasi/inyeckne crtaHgapTbl
Ponca City. Oklahoma. USA

(Conoatan. 5000 mr/kr) nnn Merk.
D-1600 Darmstadt. Germany

(meTann B cTaHgapTe macna 1000 mr/kr)
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