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MNpepgncnoBne

Lienn, oCHOBHble NMPUHLUUNLI 1 06WMe npasuna NpoBefeHUs paboT No MeXrocyAapCcTBEHHONW cTaHgap-
Tn3aunm yctaHosneHol TOCT 1.0 «MexrocygapcreeHHaa cucrema craHgaptnsaunm. OCHOBHbIE MOJTOXEHNA»
n rOCT 1.2 «MexrocygapctBeHHaa cuctema crtaHgaptusaumn. CtaHfapTbl MeXrocynapcTBeHHble, npasu-
na v pekomeHgauuy No MexrocyfapCcTBeHHOW cTaHgapTtu3auun. Mpasuna paspaboTkn, NpuHATUA, 06HOBNE-
HUA N OTMEHbI»

CBefeHuA o cTaHaapTe

1 NOATOTOBJ/IEH depepanbHbiM rocygapCcTBEHHbIM YHUTAPHbIM Npeanpusatem «Bcepoccuiicknii Ha-
YUYHO-MCCNea0BaTeNbCKNA LEeHTp cTaHdapTusaumm, nHpopmaunun n ceptudukaymm colpbs, MaTtepuasnos 1 Be-
wecte» (Pryrn «BHNLCMB») Ha ocCHOBe COGCTBEHHOro MepeBoja Ha PYCCKUIA S13blK aHrN0S3bI4YHON Bepcumn
cTaHgapTa, yka3aHHOro B nyHkre 5

2 BHECEH ®epgepanbHblM areHTCTBOM MO TEXHUYECKOMY PeryimpoBaHuio M1 MeTposiornm

3 MPVHAT MexrocyfapCTBEHHbLIM COBETOM MO cTaHAapTusauuu, meTponoruu n ceptudukauumm (npo-
TOKOoN OT 20 okTA6psA 2014 r. Ne 71-)

3a nNpuHATUE nporosiocoBanu:

KpaTKoe HanMmeHoBaHne CTpaHbl KO,EI, CTpaHbl Co»(pau.l.eHHoe HanMeHoBaHne HalunoHa/IbHOro opraHa
no MK (MCO 3166) 004—97 no MK (MCO 3166) 004—97 no cTaHgapTmsaummn
Benapycb BY lFoccraHpapT Pecnybnvkn Benapycb
Knprusua KG KblpreisctaHgapt
Poccua RU PocctaHgapt
TamxukmcTaH TJ TamkukcTaHaapT

4 TMpukazom defepasibHOro areHTcTBa Mo TEXHUYECKOMY pPeryimpoBaHuio U MeTposiornn ot 21 anpens
2015 . Ne 275-cT MexrocyfapcTBeHHblit cTtaHgapT FTOCT 32984—2014 (ISO/TS 13605:2012) BBeaeH B aeli-
CTBME B Ka4eCTBe HauMoHanbHOro ctaHgapta Poccuiickoin depepaynn ¢ 1 anpensa 2016 r.

5 HacTtoswuii cTtaHgapT MoAMMUUMPOBAH MO OTHOLWIEHMKO K MeXAyHapoAHOMY AOKyMeHTYy ISO/TS
13605:2012 «TBepAble MUHepasibHble TonAMBa. Makpo- U MUKPO3/IEMEHTbI B 30/1€ KAMEHHOIO Yris N KOK-
ca. OnpegeneHvie peHTreHoMNyopecLEeHTHbIM METOAOM C NOMOLLbIO BOSTHOLUCNEPCUOHHOIO CNekTpomMeTpa»
(«Solid mineral fuels — Major and minor elements in hard coal ash and coke ash — Wavelenght dispersive
X-ray fluorescence spectrometric method», MOD). MNMpu 3TOM AONOAHUTENIbHbIE MOMOXEHUSA, BKIIOYEHHbIE B
TEKCT cTaHgapTa ANs yvyeta NoTpebHOCTEe 3KOHOMUKN U/MNN OCOBEHHOCTEN MeXrocyfapCTBEHHOW cTaHAaap-
TU3auuu, BblheNneHbl KypCUBOM.

MexayHapoaHblii cTaHgapT paspabotaH TexHuyeckum komutetom ISO/TC 27 «TBepAable MUHEpanbHbie
Tonauea»

6 BBEJEH BIEPBbIE

7 MEPEN3AAHWE. ABryct 2019 r.
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NHdopMaumna o BBeeHUN B AeidcTBMe (NpekpaweHun gelicTBuUs) HaCcTOSWEro cTaHgapra u usme-
HEHUI K HEMY HAa TEeppUTOPUMN YKa3aHHbIX Bbllle rocyfapcTB Nyb6/nMKyeTCsA B ykazaTensax HaunoHas bHbIX
cTaHfapTOB, M3gaBaeMblX B 3TUX rocyjapcTBax, a Takke B ceTu VIHTepHeT Ha caiiTax cooTBeTCTBY-
IOLWMX HaUMOHAaNbHbIX OPraHoB Mo cTaHgapTusauum.

B cnyyae nepecmoTpa, U3MEHEHWUSI NN OTMEHbl HACTOALWEro cTaHgapTa cooTBeTCTBYyWasa UH-
dopmayna 6ygeT onybsmMKoBaHa Ha opuuUMabHOM UHTEPHeT-caiiTe MexrocygapcTBEHHOro coBeTa Mo
cTaHjapTu3auum, MeTponorun n ceprTudukaumm B KaTanore «MexrocyfapcTBEHHbIe cCTaHAap Thi»

© I1SO, 2012 — Bce npaBa coxpaHsawTCcsa
© CraHgapTuHdopm, opopmieHne, 2015, 2019

B Poccuiickon depepaynmn HacTosWwmin ctaHAapT HE MOXET 6biTb NOSTHOCTBIO UMK
4acTMYHO BOCMNPOU3BEAEH, TUPAXMPOBAH U pacnpocTpaHeH B KayecTBe oduumanbHOro
nsgaHus 6e3 paspelweHns degepanbHOro areHTCTBa MO TEXHUYECKOMY PeryimpoBaHuio
n MeTposaornun
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BBepgeHune

HacTosawmii ctaHAapT rapMOHM3NPOBaH C MeXAyHapoaHbiM AokyMeHToM ISO/TS 13605:2012 (TexHu-
yeckune TpeboOBaHMA), KOTOPbLIA B HacToslee BPeMS He ABNAETCA MeXAyHapoAHbIM cTaHgapToM. PeleHwue
Bonpoca O pa3paboTke Ha ero OCHOBE MeXAyHapofHOro craHgaprta OyfeT NpPUHATO nocne anpobauum pe-
rnaMeHTUPOBAHHOIO TeXHUYecKnmMmmn TpeboBaHUSAMM MeTofa B YriexuMmmnyeckux nabopatopusax n ob6CcyxneHns
NOMIYYEHHbIX pPe3y/bTaToB Hay4YHO-TEXHWYECKOW 06LecTBEHHOCTbLI0. 3aTeM nocsiegyeTt rosiocoBaHne YNeHOB
ISO/TC 27 3a npugaHue fOKYMEHTY cTaTyca MexayHapogHoro ctaHgapTta.

Ana Toro 4tobbl yrnexmuMmukn crpaH — uyneHos CHI Mornu npuHATL yyactue B 3Tol paboTe, Ha oOcC-
HoBe ISO/TS 13605:2012 pa3paboTaH pernoHasbHbIl MEXrocyfapCTBEHHbI CcTaHAapT Ha onpepene-
HMe XUMWYEecKoro cocTaBa 30/bl TBepfAblX TOM/MB METOAOM PEHTIEeHOMNYOPEeCLEeHTHON CNekTpomMeTpuun
(Pd-cnektpomeTpum).

B pokymeHTe ISO/TS 13605:2012 oTCYTCTBYIOT AaHHble O npefesiax NOBTOPSAEMOCTU U BOCMNPOU3BOAU-
MOCTW pe3y/bTaToB, Tak Kak He 3aBepllieHa pa3paboTka KOMMbIOTEPHOW nporpamMmmbl 418 UX CTATUCTUYECKOM
o6paboTkn (pasgen 13).

OnpegfeneHne XMMNUYeCKoro coctasa 30/ TBEPAbIX TOMNAIUB HACTOAWMM MeToAOoM B nabopatopusax pas-
HbIX CTpaH MNO3BOJIUT HAKOMUTb MAaCCUMB 3KCMEPUMEHTasIbHbIX AAHHbIX U cTaTUCTMYeCcKun nx obpaboTtath. Ha
OCHOBaHWN 3TUX faHHbIX aBTOPbl AOKYMEHTa CYMEelT 3aKOHYUTb paboTy Haf NpPorpaMmoi NpoBefeHUs pacye-
Ta npegenos NOBTOPAEMOCTU U BOCNPOU3BOAMMOCTU MeToda. TpeboBaHUA K Npeum3noHHOCTM MeToda onpe-
JeneHna mMakpo- U1 MUKPO3/IeMEHTOB B 30/1€ TBEPAOro Tonauea 6yAyT BHECEHbI B JOKYMEHT Npu nepexoge oT
ISO/TS kK MmexgyHapogHomy cTaHAapTy ISO B3ameH MHOPMaLNOHHOTO NpuaoXeHusa A.

HacToAwwmii cTaHgapT uMeeT cnegytouime oTAMYnsa oT NPUMEHEHHOIO B HEM MeXAYHapOo4HOro AOKYMeH-
Ta ISO/TS 13605:2012:

- B 06/1aCTb pacnpocTpaHeHns BK/IOYEHbl BCe BUAbl TBEPAOr0 MUHEPAsIbHOTO TOMNNBA,

- NpMBEfEH NepeyeHb CCbINTIOYHbIX CTaHAAapTOB, B TOM YMC/le MEXrocyfapCTBEHHble CTaH4apTbl Ha pe-
aKTUBbI ¥ nocyay;

- NpMBeAEH apbuTpaxHblii MeToq onpedeneHnss XMMmMyeckoro coctasa 3076l — FOCT 10538.



MonpaBka Kk FTOCT 32984—2014 (ISO/TS 13605:2012) TonsinBo TBepAOe MUHepasibHOe. OnpenesieHne
MakKpo- 1 MUKPO3/1IEMEHTOB B 30/1€ METOAOM PEHTreHO(/TYOPECLLEHTHOM CMEeKTpoMeTpun

B kakom mecTe HaneuaTtaHo [lo/KHO 6bITb

Mpeaucnosue. Tabnuua corna- — TypKMeHust ™ nasroccnyx6a
coBaHuA «TypKMeHCTaHgapT/1apbI»

(MYC Ne 2 2023 1)






FOCT 32984—2014
(ISO/TS 13605:2012)

M E X T OCVY A4 APG CTUBEHH bl 1 CTAHAOAPT

TOMNNMBO TBEPAOE MWHEPAJ/IbHOE

OnpepeneHne Makpo- U MMKPO3/1IEMEHTOB B 30/1e METOA0M peHTFeHOC*)fIyODECLI,eHTHOI‘/JI
cnekTpomMmeTpun

Solid mineral fuel. Determination of major and minor elements in ash by X-ray fluorescence spectrometric method

[ata BBegeHuna — 2016—04—01

1 O6nacTb NpUMeHeHUs

HacToswunii ctaHgapT pacnpocTpaHseTcss Ha KaMeHHble W 6ypble YIu, NUTHWTbI, aHTpaunTbl, ropto-
yne cnaHubl, KoKkc, Topd, TONNUBHbIE BPUKETbI, TBEPAble NPOAYKT bl 060raweHnsi, nepepaboTKN U CXKU-
raHus TBepAoro TOnauBa, BKAYas 30y YHOCA, LWiaMbl M 301y KOTEe/IbHbIX YCTaHOBOK (ganee — TBepaoe
TONMAMBO) U ycTaHaBNMBaET PeHTreHodyopecUeHTHbIA MeToa onpeaeneHns Makpo- U MUKPO3NEMEHTOB B
30/1€ TBEPAOro TON/nBa C NOMOLLbO BOJTHOAUCMEPCUMOHHOIO CNeKTpoMeTpa.

K MakpoaneMeHTam 30/bl TBEPAOrO TOM/MBA OTHOCATCA 11 OCHOBHbIX 3/IEMEHTOB: KPEMHUIA, a/lOMUHUNA,
TpexBaneHTHOe Xeneso, KanbUWii, MarHuii, HaTpPWA, kanuii, TUTaH, mapraHel, gocgop M cepa, MaccoBble
[OIN KOTOPbIX B MepecyeTe Ha OKCUMAbl HaxoAsiTcs B npegesiax, ykaszaHHbiXx B Tabnuue 1. MepeyncreHHble
OKCMAbl BXOAAT B MOHATUE «XMMWYECKUIA COCTaB 30/1bl TBEPAOIO TOMAUBA».

B HacTosiweM cTaHAapTe B COCTaBe 30/1bl AOMOMHUTENILHO ONpeaenstT TPU MUKPO3ISIeMeHTa: 6apwii,
CTPOHUWIA W LUHK.

Ta6nuuya 1 — [pegenbl NPUMEHMMOCTU PEHTTEHOTYOPECLEHTHOTO METoAa OMNpeaesieHns XMMUYEecKoro coctasa
30/1bl TBEPAOrO TOMMBA

MaccoBasi 40/ OKCMaA 3/IEMEHTA B 30/1e TBEPAOro Tor/ivBa

Okecunp anemeHTa (ananasoH), %

Sio2 5—100
Al20 3 580
Fe20 3 0,1—25

cao 0,05—60

MgO 0,05—25
Na20 0,05—5

KD 0,05—5

TH02 0,056—5
Mn30 4 0,005—5

pzog 0,01—5

SO 0,05—25

BaO 0,01—1

Sro 0,01—1

Zno 0,005—1

Mpn onpegeneHnn XMMUYECKOro coCTaBa 30/bl apoMTpaXHbIMU ABAAKTCA MeTOoAbl XMMUYECKOTO
aHanunsa, pernameHTunposaHHble TOCT 10538.

MpumeuaHne — B HacTosWEM CTaHgapTe He npuBefeHbl TpeboBaHWs 6e30MacHOCTW, CBsSi3aHHble C Mpu-
MEHEHVEM PEHTFEHO/TYOPECLEHTHOTO CNeKTpoMeTpa. MpaBuia 6e30macHoi aKkcniyaTauum peHTreHodIyopecLEeHTHOMO
CMEKTPOMETPA COAEPXaTCs B AOKYMEHTaLmn K npuéopy.

M3paHne omnumnanbHoe
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2 HopmaTuBHbIE CCbIJIKU

B HacToAWeM cTaHAapTe MCMoSIb30BaHbl HOPMAaTUBHbLIE CCbINIKM Ha cnefyloline cTaHaapThbl:

FOCT ISO 687 Tonnueo TBepaoe MuHepanbHoe. Kokc. OnpegeneHne cogepxaHus Bnarv B aHanmtmye-
CKoi npob6e ans obuwero aHanunsal)

FOCT ISO 1171 Tonnuso TBEpPAOe MUHepanbHoe. OnpegeneHne 30/1bHOCTUZ)

FOCT ISO 5068-2 Yran 6ypbie v nurHntel. OnpegeneHne cogepxaHusa Bnarn. Yactb 2. KOCBEHHBbIW rpa-
BUMETPUYECKNIA MeToh onpeaeneHnst Brarn B aHaIMTU4Yeckon npoo6el)

FOCT 6563 M3genua TexHM4Yeckne ns 6,1aropofHbiXx MeTasisioB MU CNaaBoB. TexXHMYeckne ycnosus4)

FOCT 6613 CeTkn NPoOBOJIOYHbIE TKaHble C KBagpaTHbIMK siuelikaMun. TexHnYyeckne ycnoBus

FOCT 6709 Boga guctunnnpoBaHHasa. TexHuyeckne ycnosuas)

FOCT 9147 MNMocypa v obopynoBaHue nabopatopHble hapdopoBble. TexHUYeckne ycnosusa

FOCT 10538 Tonnneo TBeppoe. MeTtoabl onpenesieHna XMMM4YeCckoro cocrasa 30/1bl

FOCT 10742 Yrnu 6ypble, KaAMeHHble, aHTpauuT, roptoyune cnaHubl U yrosibHble 6pukeTbl. MeToabl OT-
60pa 1 NoAroToBKM NPo6 A1 N1abopaToOpPHbIX UCMbITAHUIA

FOCT 11303 Topth M MpoAayKkTbl eronepepaboTku. MeToA NpUroTOBNEHUA aHaINTUYECKUX Npob
FOCT 11305 Topdp u  npoaykTbl eronepepaboTKu. MeToabl onpegeneHns snaru
FOCT 11306 Topdp v  NpoAykTbl eronepepaboTku. MeToabl onpefesieHnsa 30/1bHOCTHU

FOCT ISO 11722 TonnavBo TBEPAOE MUHEpPasibHOE. YTo/b KaMeHHbIl. OnpegeneHne Bnaru B aHanmTu-
yeckoli npobe gna obuiero aHannsa BbiCylUMBaHMEM B TOke a3oTal)

FOCT 13867 MpoaykTbl xumnyeckne. O6o3Ha4YeHNe YNCTOThI

FOCT 17070 Yrnun. TepMuHbl 1 onpegeneHns

FOCT 19908 Turam, yawmn, cTakaHbl, KOnbbl, BOPOHKW, NMPOOMPKN M HAKOHEUYHMKN U3 NPO3payvyHOro Keap-
ueBoro crekna. O6wue TeEXHUYECKNE YCNOBUSA

FOCT 23083 KOKC KaMEeHHOYro/bHbI, NEKOBbIV U TepmoaHTpauuT. MeToabl oT60pa M NOArOTOBKM NPo6
0N UCNbITaHWIA

FOCT 27313 (MCO 1170—77) TonnmBo TBEpAOE MUHepanbHoe. O603HaYeHne nokasaresein kKayecTsa u
dopMysibl NnepecyeTa pe3ynbTatoB aHanmsa gNs pasfiMyHbIX COCTOSHUI TonanBae)

MpumeuyaHue — T[pn NOMb30BAHUM HACTOSILLMM CTaHAAPTOM Liesiecoo6pasHo NPoOBEepUTh AelCTBUE CChloy-
HbIX CTAHAAPTOB U KIACCUIUKATOPOB Ha O(hMLMaNIbHOM UHTEpHeT-calite MeXrocyapCTBEHHOTO COBeTa Mo CTaH4apTu-
3auum, MeTposiorMn 1 cepTudMKalmmy (www.easc.by) nnm no ykasatensM HauMOHa/IbHbIX CTaHAAPTOB, U3AaBaeMbIM B
rocylapcTBax, ykasaHHbIX B NPEAUC/IOBUN, WU HA OOULMASIbHBIX caliTax COOTBETCTBYIOLMX HALMOHAIbHbLIX OPraHoB Mo
CTaHAapTusauun. Ecnv Ha JOKYMEHT aHa HelaTWpOBaHHAs CCbIIKa, TO CieflyeT UCMO/b30BaTh AOKYMEHT, AeicTBYOLLMi
Ha TeKyLWii MOMEHT, C YY4ETOM BCEX BHECEHHbIX B HETO M3MEHEHUI. EC/ 3aMEHEH CCbIIOUHbIA AOKYMEHT, Ha KOTOpbIii
[laHa [aTMpoBaHHAs CCbifka, TO CEeAyeT UCMO/b30BaTh YKasaHHyH BEPCUI0 3TOr0 AOKyMeHTa. Ecnu nocne npuHSATUs
HACTOSILLETO CTaHAapTa B CCbUIOUHbINA JOKYMEHT, HA KOTOpPbI AaHa AaTvpOBaHHasi CCblka, BHECEHO U3MEHEHVe, 3aTpa-
rMBatoLLiEe MOJIOKEHNE, HA KOTOPOE AaHa CCbUIKa, TO 3TO MOJIOKEHNE NPUMEHSIETCS 6e3 yueTa AaHHOr0 U3MeHeHus. Ecim
CCbIUTOYHbIA JOKYMEHT OTMEHEH GE3 3aMeHbl, TO NOJIOKEHVE, B KOTOPOM JaHa CCbl/IKa Ha HEro, MPUMEHSIETCS B YacTy, He
3aTparvBatoLLeli 3Ty CCbUIKy.

3 TepMuHbI 1 onpeaesnieHns

B HacToAwem ctaHgapte npumeHeHbl TepmuHbl no TOCT 17070.
O603HavyeHUa nokasaTesnein kayecTBa M UHAEKCHI K HUM — no TOCT 27313.

1) B Poccuiickoin ®epepaunn geiicteyet MOCT 27589—91 (MCO 687—74) «Kokc. MeTog, onpefeneHus Bnaru B
aHa/IMTUYecKol npobe».

2) B Poccuiickoli depepauyn pericteyeT NOCT P 55661—2013 (MCO 1171:2010) «TonnveBo TBEPAOE MUHEpasib-
Hoe. OnpegeneHve 30/1bHOCTU».

3) B Poccuiickoin ®epepaunn geiicteyeT FOCT 33503—2015 «TonavBo TBepAoe MuHepanbHoe. MeToapl onpege-
NeHns Bnarv B aHaNIMTUYeCckol npobe».

4) 3ameHeH Ha MOCT 6563—2016.

5) B Poccuiickoin degepaunn gelicteyet FOCT P 52501—2005 (MCO 3696:1987) «Boga Ans nabopaTopHOro aHa-
nm3a. TEXHUYECKNE YCITOBUSI».

6) 3ameHeH Ha MOCT 27313—2015.


https://meganorm.ru/Data1/6/6950/index10465.htm
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4 CyuwHoCTb MeToga

MeTop, peHTreHo(pIyopecueHTHON CNeKTPOMEeTPMM OCHOBaH Ha 3aBMCUMOCTU MHTEHCMBHOCTM XapakTtepu-
CTMYECKON PEHTreHOBCKOW h/lyopecueHunn afemMeHTa OT ero MaccoBoil fonu B npobe. B peHTreHodnyopec-
LEeHTHOM CneKkTpomMeTpe aToMbl aHasiM3upyemoi npobbl BO36YXAat0TCA NEPBUUHLIM U3/TyHEHNEM PEHTreHOBCKOW
TpybKkun, BCNeacTBUE YEro reHepupyeTcs X COGCTBEHHOE XapaKkTepucTuyeckoe peHTreHoBCKoe u3nyyeHue. MoTok
n3nyyeHuns nNpobbl pasgensaeTcsa B CNEKTP NO A/IMHAM BOJIH C LENbI0 N3MEPEHNS AETEKTOPOM CNEeKTPOMeTpa UHTEH-
CMBHOCTW XapakTepucTuyeckoi thyopecueHunn oTAeNbHO AN KaXA0ro aHaIn3npyeMoro afieMeHTa.

AHanusvpyemyl npoby TBepAoro TOnAuBa O030MAI0T B CTaHAAPTHbIX YCNOBUAX Npu Temnepatype
(815 £ 10) °C. 30/bl, NONYYEHHbIE B APYTUX UM HEU3BECTHbIX YCNOBUAX (Hanpumep, YHOCHI, WWaMbl), Mpo-
KanuBalwT A0 MOCTOAHHON Macchbl B CTAHAAPTHbIX YCOBUAX.

300y cnaaBAsT ¢ hairocamn Ha ocHoBe 6opaToB NUTUS A0 MOMHOW romoreHmsauunm pacnnaea. M3 pac-
nnasa HoOpMUPYIOT Npenapar ANa aHanusa B BUAE INTOT0 CTEKNOBUAHOrO AMcCKa NYyTEM MOMELLLEeHUs pacnnas-
NIeHHO Maccbl B NOAJ/I0XKKY COOTBETCTBYlOLW el hopMbl UM GbICTPOr0 OXNaXAEHUS N0 Harpyskoi nayHxepa.
Mpu ncnonb3oBaHUM Takoro npenapara ycTpaHAaeTcsa BAUAHWE TeTepOoreHHOCTU Npobbl Ha pesynbTar aHanusa
N MUHUMU3UPYIOTCA MOTPELLIHOCTU, CBSAA3aHHbIE C MaTpPUYHbIMU adhheKkTamu.

FpafyvpoBKYy cnekTpoMeTpa MPoOBOAAT C NMOMOLLLI0 YUCTbIX XUMUYECKUX PEAKTUBOB WAWU CTaHAAPTHbLIX
o6pa3suoB. MNpn HEOO6XOAMMOCTN BBOAUTCA KOPPEKLMSA MaTPUUHbIX 3D (heEKTOB.

MpenapatT nomMew,awT B PEHTTEHO(NYOPECLEHTHbIA CNeKTPOMeTp. V3MepeHHble CMeKTPOMEeTpPOM WH-
TEHCUBHOCTW XapakTepucTuyeckolii duyopecueHumMn onpefensemMbiX 3/eMeHToB obpabaTbiBalOT C MCNOJb-
30BaHMeM nporpamMmHOro obecneyvyeHns no nNpeaBapuTesibHO BbIMOSIHEHHbIM rpagyvnposkamM. Takum obpas3om
ycTaHaB/IMBAKOT MacCOBYIO [0/110 OKCUAOB Makpo- U MUKPO3/IEMEHTOB B 30/1€.

5 PeakTtuBbI

Mpn npoBefeHWN WCNbITAHUA cnepyeT UCNOMb30BaTb XMMUYECKME PeakTMBbl KBaMnguKaLum He Huxe
y. 4. a. no NOCT 13867.

5.1 Boga gnctunnupoBaHHas no NOCT 67091).

5.2 PeakTuBbl Ans nnaBneHus 30/bl — 6opartbl NTUS WK UX cMecu: TeTpabopaT nntus 6e3BOAHbIN
(Li2B40 7), meTabopat nutusa (UB02).

MnaBHU MOryT 6bITb NpUOGpeTeHbl B FOTOBOM BUAE WAW MPUrOTOBMEHbI B nabopatopum nytem cmelle-
HUS peakTMBOB WU CMIaB/IEHUA CMECU peakTUBOB.

MpumeuaHue — CneayeT NPOBepsiTb YPOBEHb 3aArpsi3HEHVSI M/1aBHS, MOCKOSIbKY A/ Pas/IMUHbIX YNakoBOK
MMaBHA OH MOXET 6biTb pasHbIM. [Npu NPOBEAEHUM WCMbITaHUI CTaHAAPTHLIX 06Pa3LoB U MPO6 HEOGXOAMMO MCMOSb30-
BaTb M/1aBeHb U3 OZHOI U TOM e ynakoBku. Mpu UCNo/b30BaHWUM HOBOW YNAKOBKW Mf1aBHS NPUrOTAB/IMBAIOT C HAM HOBbIe
[NCKU U3 CTaHAApPTHOTO 06pasua v aHa/IM3npYT UX, YTO6bI OLIEHUTb HEOBXOAMMOCTbL NeperpagyvpoBk1 npuéopa.

5.3 lF'ocypapcTBeHHble cTaHAapTHble 06pasubl (FTCO) xMMuyeckoro coctasa 3071 TBEPAbIX TONAUB, CUINKAT-
HbIX TOPHbIX MOPOJA C aTTeCTOBAHHbIM COAEPXaHWeM onpegensembiX aieMeHToB. CofepxaHusa onpegensembix
3/1IEMEHTOB B CTaHAAPTHbIX 06pa3uax A0/MKHbl OblTb 6AN3KUMN K X COAEPXAHUI0 B aHau3npyemblx npobax.

5.4 AHTucmaumBawLwme gobasku, Hanpumep 6pomug nutus (LiBr), hoaung kanus (Kl), nogng nutnsa (Lil).
[o6aBkn BHOCAT B TUrenb (6.3) 40 nnaBneHus 408 NpefoTBpalleHns NpuaMnaHua pacniasa K CTEHKam TUrns.
3Tn fo6aBKM 4acTo COAEPXAaTCH B rOTOBbIX NAaBHSX.

6 Annapatypa

Bcsa annapatypa fo/mkHa 6biTb U3roTOB/EHA U3 MaTepuasioB TEPMUYECKN CTOMKUX U XUMUYECKN UHEepT-
HbIX B YC/TOBUAX UCMbITAHNA.

6.1 MydenbHas neyb 415 030/1€HUA NPO6 C 3/IEKTPOHArPEBOM, TEPMOPETyIATOPOM U OCTATOUYHOW BEH-
Tunayuneli B cooTBeTcTBUN € TpeboBaHmamm FTOCT ISO 1171. MNeuyb Ao/mkHa obecneynBatb NOALEM Temnepa-
Typbl A0 (815 + 10) °C c ycTaHOBJIEHHOI CKOPOCTbH W NoAAepXaHue 3Toi TemnepaTypbl NpyM NpoKasnBaHun
30/1bHOT0 OCTaTka A0 NOCTOSHHOM Macchl.

1) PekomeHayeTca MCnosb3oBaTb BoAy 2-i cTeneHy umnctotel no FOCT P 52501. AMcTUNIMpOBaHHY BOAy ABax-
[bl MEePEroHA0T B annapaType 13 KBapLeBoro CTeksia wuim nogsepralTt genoHnsaumm. B cooTBeTcTBuMM € TpeboBaHUAMUN
FOCT P 52501 Bopy 2-i1 CTENEHN YUCTOTbI XPaHAT B repMETUYECKN 3aKPbITOM Tape U3 NONNITUIEHA BbICOKOTO AaB/EHMS
W1 NonunponuieHa.
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6.2 MydenbHas neyb WM Apyroe HarpeBaTes/ibHOE YCTPOMCTBO, NMpefHa3HauvyeHHble ANSA NjaBneHus
npo6 c pa6bouyeli TemnepaTtypoit He meHee 1200 °C.

6.3 Turnn gna nnasneHnsa 30/.

- 13 rpadMTa WaM CTekKIoyrnepona BbICOKOW CTEMEHU YUCTOThI;

- U3 30/10TO-NAaTUHOBOTO cnnasa mapku Mn3n-5 no FOCT 6563.

[na Toro 4to6bl pacnnas He npuaunan K CTeHKaMm TUI/SA, MPUMEHSIOT TUMN U3 HECMadMBaeMbIX cnna-
BOB (30/10TO-NNaTMHA, 30/10TO-NaTUHA-poANI) UM BO (hIlOC BHOCAT aHTMCMaduBawume godasku (5.4).

Pa3mep Turns pgosmkeH 6biTb Takum, 4TOObl B HEr0 MoOMelLanncb Heo6XoAMMble KonmyecTBa NaBHA ©
npo6bl. 159 NpUroToBAEHUA AUCKOB AnameTpoM 32 MM MCNOMb3YKT TUTAM BMeCcTMMOCTbio 15 cm3, a anda guc-
KoB gnametpom 40 MM — TUIIN BMECTUMOCTbIO 25 cm3.

Heob6xopmmo cobnwpate Mepbl NPefoCTOPOXHOCTY Npu paboTe € packasieHHbIMU TUFASAMU U3 NAaTUHO-
BbIX CMM1aBOB: UCNO/Mb30BaTh LWUMLbI C NAATUHOBbLIMYA HAaKOHEYHMKAMM 1 NOACTaBKY U3 OTHEYNOPHOro matepu-
ana AN oxnaxpeHus Turnen.

Ona poctmxeHnsa TpebyeMoin NpeunmsnoHHOCTM pe3ysbTaToB MOC/Me KaX[oro naaBfeHus TUMIU odunuia-
10T. 1159 OYNCTKM TUTNEeNn anbTepHATUBHO NPUMEHSIOT:

- pacTBOp IMMOHHOW KMCNOTblI C MaccoBOi aosein 20 %;

- pacTBOp CO/ISAHOI KUCMOTbl ¢ 06beMHON goneit 10—50 %;

- OYMCTKY B y/IbTPa3BYyKOBOW BaHHe;

- pacnnaBfieHne B TUT/IE HEKOTOPOTrO KOJIMYECTBA MMIABHA U OYULLEHWE BHYTPEHHEW MOBEPXHOCTW TUMNSA
pacnnaB/ieHHOV Maccoil C NOMOLLbI BpalwaTtesibHbIX ABVXEHUI TUINSA, NOCAe Yero pacnnas yaansior.

6.4 Moanoxka Ana N3roToB/EHUA OUCKOB, CAeNaHHas M3 HecMauyvBalwLlierocs marepuana.

[vckn nsrotaBnmMBawT OAHMM M3 ABYX CNOCO6GOB: NyTEM OT/IMBKMA WM BbICTPOro OXJaXAeHWSA Mof Ha-
rpyskoli nnyHxepa. B nepBom cnydae nofnoxky M3rotaBnvealT M3 NAaTMHOBOrO cniasa, BO BTOPOM — U3
antoMnHNa nam rpacuta.

B nepBom cnyyae pab6oueli CTOpPOHOI/ gucka SABASETCS CTOPOHa, He KOHTakTMpoBaBllas Cc AHOM nofg-
NOXKN. OHO AO/MKHO OblTb POBHLIM U [OCTATOYHO TOJICTbIM, YTOObLI €ro TPyAHO O6bINO0 gedhopmupoBaTtb. Ans
NIerkoro U3BnevYeHns Ancka AHO MOAJIOKKN PerynspHoO NoAupytoT.

Bo BTOpOM cnyvae rnybuHa noA/I0XKW AO/HKHA NaBHO YBENMUYMBATbLCA K LEHTpy. Paboueil noBepxHo-
CTblO AMNCKA B 3TOM C/lyyae ABASAETCA NOBEPXHOCTb, KOTOPAas KOHTaKTMpoBasia C NyHXepoM.

6.5 TurenbHble WWNLbl, UMEKOLWNE HAKOHEYHWKN W3 NAaTuHbl WM W3TOTOB/MIEHHbIE U3 HEpXaBeloLlein
cTanum unun TuTaHa.

6.6 DKCMKaATOpP CO CBEXUM WIN pereHepupoBaHHbIM cunukaresnem. CteneHb NPUTO4HOCTU CUMMKarens
onpenensT No BHELHEMY BUAY.

6.7 [epxatenb npob6bl. B gepxatens nomewawT N3roTOB/IEHHbIA ANCK U BU3yaslbHO NPOBEPSIOT Kaye-
CTBO €ro U3roToBeHus.

6.8 PeHTreHopniyopecueHTHbIli cnekTpomeTp (Pd-cnekTpomeTp) ANs U3MEPEHUS UHTEHCMBHOCTM Xa-
pakTepucTuyeckon cayopecueHuumn onpeaenseMbiX 3/1€EMEHTOB.

[Ona npoBegeHWs ucnbiTaHUA MOXeT OblTb MCMNONb30BaH 60N AOCTYNHbLIA BOJIHOAUCNEPCUOHHBbIN
Pd-cnekTpomeTp, CHaGXEeHHbIi BakyyMHOW KaMepoW WM CUCTEMON NPOAYBKM U3MEPUTENIbHOW KamMepbl re-
nuem. MNMpubop No3BOMSET PErMcTpMpoBaTb U3NYHYEHUSA NOC/ef0BaTebHO UK O4HOBPEMEHHO (/IM60o 060MMK
cnocobamun) n obecneynBaeT Tpebyemyo NPeUnM3NOHHOCTb pe3ynbTaToB UamepeHus, pasHyt 0,1 %, yTo co-
oTBeTCcTBYeT nogcyety 106 KBaHTOB.

YnpasneHne P®-cnekTpOMeTpoOM 1 BblYMC/IEHNE KOHLEHTpaLMy KOMMNOHEHTOB 30/1bl OCYLLECTBAATCS C
NOMOLLbI0O KOMNbIOTEPA U NPOrpamMMHOro ob6ecnevyeHuns, 06bLIYHO BXOAALWMX B KOMMIEKT CNEKTPOMETPOB.

Tun npubopa [OMKEH ObIThb CcepTUPUUMPOBAH W 3aperncTpupoBaH B locyfapCTBEHHOM peecTpe
cpefcTB n3MepeHnii Poccuiickon depepaumm n cTpaH CHI 1 gonylieH K npUMEHEHNI0 B 3T X FocyAapcTBax.

7 MoparotoBka Npo6bI

7.1 TBeppoe TONAMBO

Mpo6a TBEpPAOro TonauBa NpeAcTaBnseT co60li aHaNUTUUYECKyl MNpoby, M3MENIbYEHHYK [0 MPOXOX-
[EeHVS Yyepe3 CUTO C pa3MepoM OTBepcTuin 212 MkM, npurotoBaeHHyw no FOCT 10742, TOCT 11303 wnwu
FOCT 23083. lNMpob6a foMkHa HaAXoAUTbLCA B BO3AYLWHO-CYXOM COCTOSHUU, A/19 Yero ee packiafblBatoT TOHKUM
C/I0EM U BblAEPXMBAKOT Ha BO3A4yXe NPV KOMHATHOIM TemnepaType B Te4eHMe MUHUMasnbHOrO BPEMEHU, HEOb-
XOAMMOTO AN AOCTKEHUA paBHOBECUS MeXAy BMaXHOCTbI TOMAMBa U aTMocdepoin nabopatopuu.
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Mpoby TwaTesbHO NepemMeLwmnBalT 1 0T6MpaT nopuum Ans o3oneHns no 8.1.

OfHOBpEeMEHHO OTO6UpalT HaBecku [ANA OnpefesieHUs COAepXaHus aHalIuTUYecKoin Brarm no
FOCT ISO 687, TOCT ISO 5068-2, TOCT ISO 11722 wnn TOCT 11305 un 3onbHocTM no FOCT ISO 1171
unm TOCT 11306, 4TOo6bI MOXHO 6bII0 NepecynTaTb pesysbTaTbl aHa/nn3a Ha ApyrMue COCTOAHMA TonsmBa no
FOCT 27313.

Bce B3BelwmBaHUA NPOBOAAT Ha Becax C npefesioMm AonyckaeMon norpewHocTn £0,1 mr.

7.2 TBepAable OCTaTKu NPOMbILUIEHHOIO CXUraHusa Tonsmea

MpeacTaBUTENbHYIO NOPLUIO TBEPAOro OCTaTKa OT CXUraHusa TONAMBa M3MenbyalT 40 MPOXOXAEHUSA
yepes cuMTO C padMmepoM oTBepcTuin 63 (71) mkm no TOCT 6613 n BbicywnsaT npu 105 °C A0 NOCTOSAHHO
maccbl. XpaHAT B aKCuMKaTope Haf cunukarenem (6.6). NoTepto Macchbl Npu BbICYLUMBAHUN WUCMNONBL3YIOT 415
nepecyeta pe3y/bTaToB aHa/M3a Ha WCXOLHOE COCTOsIHWE MPOObI.

8 MNpurotosneHne 30/bl

8.1 O30/1eHME aHAINTMYECKOW NPO6bLI TBEPAOro Ton/mBa

3ony nonyyawT M3 NpefcTaBUTENbHOW MNOPUMM TWaTe/lbHO MepeMeLllaHHON aHanMTUYEeCKOn npo6bl
TBEPAOro Tonsmea, NPUroToBAEHHONM no 7.1.

Mopuun TOonAMBa NOMeLLalT B NpeABapuTeNIbHO MpoKaneHHble N0Tkn u3 hapcopa (no NOCT 9147),
kBapua (no NOCT 19908) unu nnatuHbl (no FOCT 6563). TonwmHa c/oa Ton/MBa He [OJKHa npeBbilaTb
6 mMm. O30/1eHNEe NPOBOAAT MeToL4O0M, ycTaHoB/eHHbIM TOCT ISO 1171.

Mocne npokanueaHWsa 30/bl 40 MOCTOAHHON MacChbl ee OX/axaalT 1 TWaTeNlbHO pacTMpalT B aratoBoi
CTynke A0 MPOXOXAEeHUs yepe3 cUTo C pa3MepoM oTBepcTuin 63 (71) mkm. lMocne pacTupaHusa 307y Mpoka-
nueakT npu Temnepatype (815 + 10) °C B TeueHue 1 4, ox/axparwT U XpaHAT B 9KCUKATOpe Hapg cuiunkare-
newm (6.6).

Ecnv B nabopaToputo nocTynaeTt 30/1a TON/MBa CO CTOPOHbI, TO HENOCPEACTBEHHO nepej oT6OpPOM Ha-
BECKM ANS UCNbITaHUSA 3071y NnpokanuBalT npu Temnepatype (815 + 10) °C B TeyeHue 15 MUH 1 oxnaxgarT B
akcukatope (6.6).

8.2 O30neHue TBEpAbIX OCTAaTKOB MPOMbILUIEHHOIO CXUraHma TorsinBa

Heobxognmoe KonnmyecTBO MpoOGbl, MPUrOTOBAEHHON nNo 7.2, nmoMewakwT B NpeABapuUTenbHO npo-
KaneHHble NoTku. TonwmMHa cnoss nNpobbl AoMXHA 6biTb He 60nee 2 MM. Mpo6y 030M510T NpU TemnepaTtype
(815 £ 10) °C no N'OCT ISO 1171. NMocne npokanvMBaHWA 30/1bHOT0 OocTaTka A0 NMOCTOSIHHOMW MaccChbl €ro oxaax-
[alT 1 XpaHAT B akcukatope (6.6).

9 MNoaroToBKa K UCMNbITaAaHUAM

9.1 lMpwuroTtoBsieHne npenapaTtoB 418 aHa/In3a

9.1.1 N3roToBNEHNE MNABJ/IEHbIX CTEK/TIOBUAHbIX UCKOB

Mpenapat onsa peHTreHodIyopecueHTHOro aHanmsa (M3nydatenb) npegcrasnseT cobov nutoin (nnas-
NEeHblA) ANCK, U3TOTOB/IEHHbIN NyTEM CNAaBAEHUS aHaNM3nMpyemoin 3016l ¢ dpatocamu (NaaBHAMKU) Npu Temne-
patype 1000— 1200 °C.

[ns “3rotoBNeHWs AUCKOB UCNOJb3YHT CBEXENPUIOTOB/IEHHYIO 30/1y. ECNKn 301y XpaHunum B TeYeHue He-
KOTOPOro BpeMeHU, TO nepej B3ATMEM HaBeCKW ANA ChAaB/eHUs 3071y BHOBb NPOKasiMBalT Npu TemnepaType
(815 + 10) °C B TeueHue 15 MuH.

Macca HaBecku 30/1bl onpefenserca pasMepoMm AUCKA M COOTHoweHnem npoba/nnaBeHb. O6GbIYHO 3TO
cooTHoweHne coctasngeT ot 1.5 go 1:10, a gnameTp gucka — 32 mm mam 40 mm. CymmapHass macca npoo6bl
W naBHA ONA AUCKa AnameTpoM 32 MM cocTaBsfifeT 4 1, a ona gucka gnametpom 40 mm — 7,51

MnaBHU (5.2) rTMIPOCKONNYHBI, NO3TOMY MX 06bIYHO BbICyLUMBAKT nepej ucnonb3osaHnem (400 °C, 2 v)
UNn onpesensoT B HUX NOTEPD Macchbl NpU NaaBfieHnn, NPoBOASA NaaBsieHne 6e3 HaBecky 30/bl. MonyyYeHHbI
pe3ynbTaT UCMONb3YIOT AN1A NepecyeTa HABECKU MJ1aBHA Ha CyXOe COCTOSIHUE.

HaBecky 30/bl, nosiyyeHHoW no 8.1 wnu 8.2, n peakTuBbl Ans nnaenenusa (5.2), a Takke aHTUCMa4vnBa-
oy fobasky (5.4) B KONMYECTBE HECKONBLKUX MUNIUTPAMM, €C/N OHa NnpeaycMoTpeHa MeToAMKol nnasne-
HMA, MOMeLLaloT B CTEK/IAHHbIA cTakaH 06bemMoM He 60see 50 mn, rae TwaTebHO NnepemMeLnBaloT CTEKIAHHOM
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nasioyHol, nsberas CUAbLHOIO HaXNWMa Ha AHO U CTEHKM cTakaHa. [locse 3Toro noslyd4eHHy cmecb nepecbina-
10T B TUrenb Ans nnaenenus (6.3).

Turesnib CO CMeChI0 30/1bl U NJIABHA NOMeLaloT B My e bHYI0 Nevb Unn B jpyroe HarpesaTtesibHoe yCTPOoWi-
CTBO, NpegHa3Ha4YeHHOe AN nnaeseHus npob (6.2), rae BblgepXusakT npu TemnepaTtype 1000 °C — 1200 °C
B TEYEHWEe BPEMEHMU, [LOCTATOUYHOIO A/ NONyYeHUs OAHOPOAHOro pacnnasa. Pacnnas 6opatHoro nnasHs (5.2)
pacTsopseT 30/y. BpaliatenbHbiM ABKEHUEM TUTISA pacnsiaB OCTOPOXHO NepeMelunBaloT C MOMOLbIO LWuM-
LOB C MNaTUHOBbLIMU HakoOHe4yHukamu (6.5) 4O MOMHOro pacTBOPEHUA 30/bl N yAaneHuUs My3blpbKoB BO3AyXa.
Xwngknii pacnnae 6bICTPO NepenuBakT B NOAMOXKY A1 U3roTOBAeHUs guckos (6.4).

MpumeyvaHnd

1 Mpn cnnaeneHuy npenapartoB npu Temneparypax Bbiwe 1050 °C MOXeT NpPoMcXoguTb NOTeps Macchbl 3a cyeT
yneTyynBaHusa cepbl.

2 Mpu cnnaeneHnn Npob TBEPAbIX OCTATKOB MPOMBILLIEHHOTO CXUIaHUs TOM/IMBA, MPUrOTOB/IEHHBLIX MO 7.2, HO He
OroJIEHHbIX B labopaTopun B COOTBETCTBUM C 8.2, MOXET NPOUCXOANTL NOTEps Macchl. UTO6bI ee yyecTb, pacniaB/EHHYHO
CMeCb Npo6bl U NAaBHA OX1aXAAKT B TUIE M B3BELUMBAIOT. PasHOCTb Macc A0 W Nocre naas/eHnss cocTasseT noTepto
Maccbl. 3aTeM TuUresl CHoBa HarpeBaroT U NMPOAO/HKAT NpoLeaypy U3roTOBMEHUS MNaBMNEeHOro AucKa.

Aunckn wn3rotaBnMBalT METOAOM OT/IMBKM WM BbICTPbIM OXNaXAEHUEeM M0 Harpyskol nayHxepa
(cm. 6.4). B HacTosLEe BPEMA KOMMEPYECKN AOCTYMNHbI Npubopbl A1 CNAaB/IEHUSA 3071 CUIMKATHbLIX MOpoa 1
N3roToBsieHnNA 60paTHbIX CTEKNMAHHbIX ANCKOB.

N3roToB/iEHHbIE AMCKU NMPOBEPSIOT BU3yasibHO, obpawas oco60e BHMMaHWE Ha pabovyd NOBEPXHOCTh.
LOnckn He [O/MKHbI coAepXaTb BKpan/ieHuii HecnjlaB/IEHHOrO MaTtepuasia WM MNy3blpbKOB BO34yXa, OHU He
JO/MKHbI UMEeTb MPU3HAKOB KpucTanamsauuu WanM HapyleHWus LenoCTHOCTW. BpakoBaHHble AUCKM NOBTOPHO
pacnnaBnslT WA BbibpacbiBalT, N3roTaB/MBass BMECTO HUX HOBbIE ANCKM.

9.1.2 XpaHeHVe nnaBJ/ieHbIX AUCKOB

MnaBneHble OUCKM cpa3y Nocfe M3roToBMEeHMA nomeuialT B akcukaTop (6.6), 4TO6bl MUHUMU3NPOBATH
BO3MOXHOCTb 3arpsis3HeHnss paboyeii NOBEPXHOCTU W NOTMOWEHNS Bnaru.

Pa6oTta ¢ guckamm TpebyeT onpefeneHHOro HaBblka. 3anpeliaeTcsl KacaTbCs pykamu paboueii no-
BEPXHOCTU AMCKA, HO paspellaeTca KacaTbCa TopueBbiX (Hepaboumx) nmoBepxHocTel. Mpu obpaleHumn c
Anckamu criegyeT cobnaaTb OCTOPOXHOCTb BO M3bexaHne nopesos. XKenaTenbHO UCNOMb30BaHUe TKaHe-
BbIX MepyaTok.

9.1.3 KayecTBO nJiaB/iIeHbIX 4UCKOB

KauyecTBO NoAroToBKM npenapatoB ANA PEHTreHo(/IlyOpeCcUEeHTHOTO aHain3a He MeHee BaXHO, YeM Ka-
4eCcTBO U3MEPEHUI Ha CNeKTpoMeTpe.

He3aBucumo OT cnocoba NpPUroToBAEHUS NUTOrO Aucka (npenaparta), Ha3blBAeMOro Takxe msnydyarte-
nleM, OH JO/DKEH YA0BNETBOPATbL cneaywmum TpeboBaHnaM:

- 6bITb OHOPOAHBIM;

- UMEeTb TO/WMHY, 60oMblWyo YeM rNybuHa BbiIXOA4a XapaKTepUCTUYECKOro U3NyvyeHus onpepensiemblx
3/IEMEHTOB;

- UMETb NNIOCKY, OAHOPOAHYIO, TNafKYH M YACTYI0 paboyyo NOBEPXHOCTh.

C yxyAleHneM nepeyncieHHbiXx CBONCTB npenapata nNpeLu3noHHOCTb U3MEPEHMNIA CHUXAaeTCS.

KauyecTBO M3roTOB/IEHHbIX AUCKOB AO/HKHO COOTBETCTBOBATL TpebOBaHUAM NpUIOXeEHUA B.

KauyecTBO W3roTOB/IEHUSA AMCKOB MPOBEPSAKT COM/TACHO MPUJIOXEHUID B npu o6yvyeHUM HauuHawLw,ero
onepaTopa, a Takxe exerofHo npu pyTuHHOI paboTe He3aBWCMMO OT cTaxa paboTbl onepartopa.

9.2 MopgrotoBka P®-cnekTpomeTpa K paboTte

9.2.1 O6ume NoNoXeHUs

P®-cnekTpomMeTp AO/HKEH ObiTb MOBEPEH M MMETb COOTBETCTBYIOLW NI AOKYMEHT.

MoAroToBKY CNeKTpoMeTpa K BbIMOJIHEHUIO U3MEpEeHWii MPoBOASAT B COOTBETCTBUU C UHCTPYKUUENR MO
06CNYXMBAHWIO N 3KCMyaTaLuu.

P®-cnekTpomeTp npefABapuTeNIbHO NPOBEPSIOT Ha MPELU3NOHHOCTL MOoJlyYaeMblX pe3ynbTatoB B COOT-
BETCTBMM C WMHCTPYKUMEW MO 3KcnayaTauuu oT U3roToBUTENs npuéopa u/mnm MeToauKol NoBepKu.

Mpu BbINOMHEHMM aHanM30B HeobxoaMmo cobnwgatb Mepbl 6€30MacHOCTW, NPeAyCMOTpPeHHble B VH-
CTPYKLUU MO TeXHMKe 6e3onacHoCTy npu nabopaTtopHbix paboTax 1 B pyKOBOACTBE MO 3KcMnayaTauum npuéopa.

9.2.2 I'pagyvpoBka P®d-criekTpomeTpa

FpagyvpoBKy Pd-cnekTpomeTpa BbIMOMHAKT C NOMOLbI0 NpenapatoB, M3roTOBMAEHHbIX No 9.1 M3 cTaH-
[apTHbIX 06pa3uoB cocTtaBa 301 TBepAbix TonAus (5.3). [ONOMNHUTENBHO MOTYT 6biTb MCNO/Mb30BaHbl CTaH-
JapTHble 06pasLbl cocTaBa CU/IMKATHbLIX TOPHbLIX NOPOA,.

6
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JonyckaeTca NpUroToB/ieHNE rpafyMpoOBOYHbIX NPO6 MYyTEM CMELIEHUS B MOAXOAALWMX MNPONOPLUAX XM-
MWYECKUX peakTMBOB CO CTeNeHb 4YUCTOTbl He mMeHee 99,99 %. PeakTuBbl, NpurogHole gNs NPUroToBEeHUSA
rpafyvpoBOYHbIX NP0ob, a Takke TpeboBaHWA K UX NpeaBapuTesibHON MOArOTOBKE MNpUBEAEHbl B Mpuaoxe-
HUN B.

CtaHgapTHble o6pasubl M rpagynpoBOYHble NPOoObI AO0/WKHbI ObiTb 6/IM3KMMMKM MO COCTaBY K aHanu-
3upyembiM npo6am. MNpu aTom guvanas3oH cogepXaHuii onpefensemMbiX 3/IEMEHTOB B MCMNO/Ib3YEMOM KOM-
niekTe cTtaHAapTHbIX 06pa3yoB AO0/HKEH NepeKkpbiBaTb 06/1aCcTb COAEPXAHUN 3TUX 3/IEMEHTOB B aHann3un-
pyembix npob6ax.

Cnoco6bl NpUroToB/EHMA MNpenapaToB M3 CTaHA4apTHbIX 06pasyoB W aHanM3npyeMbiX NPo6 AO/MKHbI
6bITb abCOMIOTHO OAMHAKOBbLIMU. [laxe nNpy HEGOMbLINX M3MEHEHUAX Mpoueaypbl HEOGXOA4MMO 3aHOBO M3rO-
TaBnuBaTb npenapaTbl BCeX CTaHAapTHbIX 06pas3LoB 415 rpajyMpoBKM C YHETOM 3TUX U3MEHEHUA.

B coBpemeHHbIX Pd-cnekTtpomeTpax rpagynpoBOYHbie XapaKkTepucTukn (ypaBHeHus, rpaduku, tTabnu-
Ubl) yCTaHaBNMBAKTCS C NOMOLLbIO NPOrpaMMHOro obecrnevyeHuns.

10 MpoBepgeHne n3mepeHnii Ha P®-cnekTpomeTpe

10.1 YcnoBua paboTbl npubopa

PEKOMeH,EI'yeMbIe ana n3MmepeHua cnektpasibHble JTMHUWM 3N1EeMEHTOB U YCNIOBUA U3MEPEHUA, a TakKxe
HeKOTOpble KpucTassbl-aHann3aTopbl, KOTOpPble MOTryT 6biTb MCMNO/b30BaHbl NPY U3MEPEHUSX, NPUBEAEHbI B
Tabnuue 2. Pa3BuTtne aHasIMTMUYECKOro PEHTIEHOBCKOro NPM6GOPOCTPOEHNSI NPUBEIO K KOMMEpPUECKO aocTyn-
HOCTW CNEKTPOMETPOB C aHaATNTUYECKMMUN XapaKTepuctnkamu, sHadynTesibHO npeBocxoadaWmMMmn, ykasaHHble B
Tabnuue 2. Nepeg rpadynpoBKoil cnekTpomeTpa cnegyet yb6eanTbes, YTO BblGpaHHble KpucTannbl-aHannsa-
TOpbl M KON/IMMATOPbI NMO3BO/IAT M36eXxaTb CneKkTpasibHbiX MHTEpP(EPEHUNIA HA NMHUM onpefenseMblX 3ne-
MEHTOB.

Ta6nuuya 2 — AHaIUTUYECKUE JIMHAU 3M1EMEHTOB, KPUCTaUI/Ibl-aHaIM3aToOpPbl U PEKOMEHAYEMbIE KOIMYECTBA HaKO-
MAEHHbIX KBAHTOB

MVHMMasIbHOE KOMMYECTBO KBAHTOB, YCTAHOB/IEHHOE C MOMOLLbHO

cnggfaﬂimgyﬂeﬂxm npmﬁﬁggfgggn& rpafyvipoBOYHOIO ,u,MCKaO ﬁp%%%i?éwfgozg%ﬁmz B CepefinHe avianasoHa

Si Koc PE 2 x 05
Al Koc PE 2 x HO5
Fe Koc LiF (200) 4 x K05
Ca Kc LiF (200) 105

Mz Koc LSMa (MAP) 105

Na Koc LSMa (MAP) 2 x K04
K Koc LiF (200) 4 x 104
M Koc LiF (200) 4 x 04
Mn Koo LiF (200) 4 x 04
P Koc Ge (111) 4 x 104
S Koo Ge (111) 4 x 04

a Layer synthetic multilayer (MCKyCCTBEHHbI MHOTOC/10MiHbIN).

NCTOYHMKOM NepBUYHOTO 061yHeHUA CAYXUT peHTreHoBckas Tpybka. MIsmMepeHns npoBoAAT B Bakyyme,
NCNONb3yAa HaACTPOWNKY CNekTpomeTpa, COracHO pekoMeHAauusam U UHCTPYKLMAM OT npoussBoguTens npuoo-
pa. Ecnn BO3MOXHO, c/liefyeT UCNo/ib30BaTb YCTPONCTBO A/19 BpalleHMsa npenapaTta BO BpeMs U3MepPeHUii.

PekomeHgyeTca MCnoNb30BaTb AETEKTOP C BbICOKMM CMEKTpasibHbIM paspelleHnem ANA perncrpauyum
JINHUI 31IeMEHTOB, KOTOPble MPUCYTCTBYIOT B 30/1aX B HEGONbLINX KONNYecTBax. B xapakrepucTtnyecknx cnek-
Tpax dyiyopecueHumMn N3MepsatoT MHUKM Koc, 3a UCK/IIOYeHneM Tex ciyvyaes, Korfa Ha 3TW JIMHUU OKasblBaeT
BNUsAHUE 3apPeKkT MHTepdepeHLmnn.
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BpeMs HakonneHns curHana geTekropa ycTaHaB/IMBalT N0 BPEMEHW HAKOM/IEHUS MWHUMAasIbHOTO YumC-
na KBaHTOB NpW M3MEPEeHUU rpagyupoBOYHOIO npenapara € CofAepXaHuem onpepesiseMoro afneMeHTa, KoTo-
poe COOTBEeTCTBYeT cepeAuHe AnanasoHa, ykasdaHHoro B tabnvue 1. Micnonb3ys ycTaHOB/IEHHOE BPEMS HaKo-
NNEHUS cUrHana, perncTpupyroT UHTEHCUBHOCTb XapakTepPUCTUYECKOTO U3TYYEHUS 3N1IEMEHTOB.

PekomeHayeTCcs MCNONb30BaTh KONNMMATOPbl CPeAHEero 1 BbICOKOro kayectBa. Konammartopbl BbICOKOTO
KayecTBa HeobxoAMMbI Npu onpegeneHnn mapraduya u tutadHa (Mn Ka, Ti Ka), 4yTo6bl CBECTU K MUHUMYMY B/N-
aHne adhdpekTa uHTtepgepeHumn. Ecnu kpuctani-aHanansaTtop He N03BONSET N36aBUTbLCA OT (POHOBLIX NOMEX,
NCMONb3YIOT KOM/IUMATOP BbICOKOTO KayecTBa, Hanpumep npyv OonpefesieHun MarHus 1 HaTpus C NOMOLLbHO
kKpuctanna TIAP.

10.2 MeTogunka namepeHus

Mocne rpagynpoBkn npubopa no 9.2.2 NnpoBOAAT aHaAU3 npenapara, U3roTOB/IEHHOIO M3 CTaHAAPTHOrO
obpasya kak obpasua HEM3BECTHOrO cocTaBa. K aHann3y npo6 npucTtynakwT TO/ILKO B TOM c/lyvyae, ecnum pac-
XOXAEHNE MeXAy NacnopTHbIMWU 3HAYEHUAMU MacCOBOW L0NN 3/1IeMeHTa B CTaHAapTHOM o6pasLe n MaccoBOW
[Onei, NoNy4yeHHON aKkcnepuMeHTanbHO, yaoBneTsopseT TpeboBaHMAM HacToslWero ctaHgapra.

M3 kaxgoli npo6bl M3roTaBAMBaOT MO KpaiHen mepe ABa npenapaTa ANd aHanui3a. ViamepeHue MHTEH-
CUBHOCTW M3NYYEHUS Kax[O0ro npenapara nNpoBoAAT ABaX/bl, MpUYeM A/ NOBTOPHOrO u3MepeHunsa npenapart
nomewiaroT B Npnbop 3aHoOBO.

B Hauyane 1 B KOHLE KaxAoi cepuun onpefeneHnin, NpoBeaeHHbIX He 6onee yem Ha 25 guckax, npoBoaAaT
n3MepeHne Ancka, N3roToBIEHHOIO U3 cTaH4apTHOro obpasua.

10.3 KOHTpoO/Ib 3a n3MepeHnammn

Bce nsmepeHusi Ha P®-cnekTpoMeTpe, CBsi3aHHble C MAeHTUUKauueli 1 onpeaesieHNeM WHTEHCUMBHOCTYU
cnekTpasbHbIX IMHUIA XapakTepucTUYeckoii hyopecLeHLM aTOMOB 3/1eMEHTOB, COLepXalLMxcsa B aHanuaupye-
MbIx 06pasuax, creayeTt NpoBOANTL B YC/TOBUSIX, OAUHAKOBBIX C YC/IOBUSIMU M3MEPEHUs KOHTPO/ILHOTO o6pasua.

Ans onpefeneHns pasfiIMyHbIX 3/IEMEHTOB MOXHO WCMO/Ib30BaTb pPasHble KOHTPOJibHble 06pasubl, HO
yfo6Hee Nonb3oBaThCA OLHUM 06pasLLOM, cofepXal MM BCe 3/IeMeHThl, onpejensieMble B npo6e. KOHTpOob-
Hblli 06pasel, A4O/MKEH UMETb CTaBU/IbHBIA XMMUYECKUA cOoCTaB XOTsA Obl B TEYEHUE BPEMEHU, HEOBXOAMMOT0
ANst NpoBeAeHUss U3MepeHuin cepumn npob, a MHTEHCUBHOCTb CMEKTPasibHbIX NIMHUIA Pa3/InyHbIX 3/IEMEHTOB
KOHTPO/IbHOTO 06pasua Ao/kHAa 6biTb CONOCTABUMOW W, XenaTesibHO, HEMHOrO MNpeBbIWaTb CNeKTPasbHYHo
MHTEHCUMBHOCTb 3/IEMEHTOB B aHa/IM3UPYEMbIX npenaparax.

KOHTpO/bHbI/i 06pasel, M3roTaB/MBatOT CN/IaBeHUEM CMECU XUMUUYECKUX PEaKTUBOB C MJIaBHEM.

YacToTa NpoBefeHNs KOHTPOJIbHbIX U3MepeHuii 3aBUCUT OT cTabunbHocTU paboTbl P®-cnekTpomeTpa,
npy YC/IOBUM MCMO/Ib30BAHUSA KOHTPOJIbHBIX 06pa3L,0B YA0B/IETBOPUTENIBHOIO KauecTBa.

11 O6paboTka pe3y/sibTaToB

11.1 O6uwme NOMOXEHMUSA

MaccoBble 071 onpefensiembix 3fieMeHToB (Tabnuua 1) B 30/1€ TBEPAOro TOM/IMBA PACCUMTLIBAIOT C
YYETOM MHCTPYMEHTa/IbHOM NOMpaBKM M NonpasBky Ha «MepTBOE BPEMA», a TakKe KOPPEKTUPYIOT C y4eToMm
MaTPUYHOTO BIUSHUSA.

11.2 NHCTpyMeHTas/IbHaA nonpaskKa

Uncno 3aperucTpupoBaHHbIX KBAHTOB XapaKTEPUCTUYECKOro U3NydyeHus 3/IeMeHTa C Y4eTOM WHCTpYy-
MeHTaNbHO nonpasku N BbIYUCNAT MO hopmyrne

rae JUO — yucno 3aperucTpupoBaHHbIX KBAHTOB XapakTepUCTUUYECKOro U3NyYeHUs 00 BHECEHUS WHCTPYMEH-
TanbHOl nonpaBkn (M3MEPEHHOE);
M* — yncno 3aperucTpupoBaHHbIX KBAHTOB XapakTepUCTUYECKOro W3NYyYeHUs OT KOHTPOJIbHOro AUCKA,
nosly4eHHOe B Havyane cepun U3MepeHuit;
M — 4yncno 3aperncTprpoBaHHbIX KBAHTOB XapakTepuUCTUYECKOro W3/lyYeHUs OT KOHTPOJIbHOrO Aucka,
Nosly4eHHOEe B KOHLEe Cepun N3mMepeHuii.
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11.3 TlMonpaBKa Ha «MepTBOE BpemMs»

Mocne BHECEHWS MHCTPYMEHTa/IbHOW NONPaBKy B Pe3ynbTaT U3MepPeHNsi BHOCSIT MONPaBKy Ha CHUXEHWE WH-
TEHCMBHOCTM W3MyYEHUA BCMEACTBUE «MEPTBOr0 BPEMEHU» AeTeKkTopa. YnC/10 3aperncTpmpoBaHHbiX KBAHTOB Xa-
PaKTEPUCTUYECKOTO M3/TyYeHUsl 3/1IeMEHTa C yYeTOM MNoMnpaskn Ha «MepTBoe BpeMs, JUC, BbIUMCASIOT No hopmye

\ N
. 2)
¢ T-Nt
roe N — uucno 3aperncTpnupoBaHHbIX KBAHTOB XapakKTepUCTUYEeCKOro nsnyvyeHuma 3a/1eMeHTa (nocne BHecCe-
HUSI UHCTPYMEHTA/IbHON MonpaBKKu), HakomnsieHHoe 3a [ cekyHn;
T — Bpems Hakon/eHus curHana geTtekropa, C;
t — «MepTBOE BpeMsA» AeTeKTopa, C.

MpumeuyaHue — TIpn KOPPEKTHOM YCTAHOBMIEHUM «MEPTBOTO BPEMEHM» AeTeKTopa MonpaBKy Ha «MepTBOe
BpEMsi» B pe3y/ibTaT M3MepEeHNsi JoNyCcKaeTCsl BBOAUTL aBTOMATUUECKU.

11.4 MaTpuyHbIe nonpasBKu

Be/iMunHbl MHTEHCUBHOCTEN XapakTepUCcTUYECKUX PEHTTEHOBCKUX U3/yYyeHWii aHanmM3upyemoro npena-
paTa C NOMOLLbI rpafyupOBOYHbLIX XapakKTepucTuk npubopa npeobpasyoT B MacCOBble A0/N 3/1EMEHTOB.
B nocnegHue Heo6XoAMMO BHECTU MOMpPaBKW, YTOGbI yYecTb B3aMMHOE B/IMSIHNE 3/1IEMEHTOB, BXOASILIUX B CO-
cTaB n3mepsieMoro o6pasua (BMsiHMe MaTpuLbl, HANIOXEHWE CNEKTPasIbHbIX MMHUIA). Takylo Koppekuuto npea-
MOYTMTENIbHO OCYLECTBASATb C MOMOLLbIO KO3 (PULMNEHTOB, pacCUMTaHHbIX B COOTBETCTBUN C TEOPETUUECKUMMU
OCHOBaMu MmeToja.

JonyckaeTcs onpefenaTb MaTpuuyHbie NONPaBkW APYrMM cnoco60M MpW YCAOBUU AOCTUXEHUS NPU 3TOM
npYemMsIEMOI NPELM3NOHHOCTU M TOYHOCTU pe3ysibTaToB aHanm3a (CM. NpUoXeHne A).

MpumeuyaHue — B HacTosiliee BpeMsi paspaboTaHbl KOMMbIOTEPHbIE MPOrpamMMbl 11 BHECEHUS] MATPUUHbIX
Nonpasok.

12 lNpepactaBrieHne pes3ynbTatoB

PesynbTatbl onpegenexns, npeacraBnsaowme coboii MaccoBble 0NN OKCUAOB OTAE/bHbIX 3/IEMEHTOB,
OKPYINAT A0 COOTBETCTBYIOLWMX 3HAKOB NOC/e 3anATol, Kak nokasaHo B Tabnauue 3.

CyMMa MaccoBbIX f0feli OKCUAO0B BCEX 3/IEMEHTOB He Bcerga coctaBnseTr 100,0 %, 4To MOXeT 6bITb
BbI3BAHO CNneAylLWnUMnU NnpuynHamm:

a) gonyckaemble OTKNOHEHUA pe3ynbTaToB ONpefeneHns OTAENbHbIX 3/1IEMEHTOB NPU CAOXEHUN fakwT
cymmapHoe gonyckaemoe OTK/IOHEHUE;

6) B aHanusupyemom obpasle NpuCyTCTBYIOT CNnefoBble KonmyecTBa APYrMX 3/1IEMEHTOB, Hanpumep
6opa, 6apus, CTPOHLMSA, LUUHKA.

MpumeuaHue — OnpegeneHne PeHTTEHO(YOPECLEHTHLIM METOAOM APYIX 3/IEMEHTOB, HE NpeAcTaB/ieH-
HbIX B Ta6mue 1, BO3MOXHO, ec/i NPaBUIbHOCTb UX OMPEeAEseHnsl NOATBEPXAAETCA aHa/IM30M COOTBETCTBYHOLLMX CTaH-
[apTHbIX 06Pa3LoB;

B) B 30/1€ NPUCYTCTBYIOT ApYyrMe MuHepanbHble hopMbl OnpeaenieMblX 3/1EMEHTOB, OT/INYHbIE OT OKCUAOB.
OO6bIYHO CymMMa MacCOBbIX [0/1eil OKCMAO0B BCEX 3/IEMEHTOB B 30/1aX HaxoauTcsa B npegenax oT 98,5 %
fo 101,5 %.

Ta6nuuya 3— OKpyr/ieHe pesy/ibTaToB OMNpejesieHnsl OKCUA0B MakKpO3/IEMEHTOB B 30/1€ TBEPAOro TOM/IMBA METOLOM
PEHTrEHO/TYOPECLEHTHOI CNEKTPOMETPUM

OKcug anemenTa Ob6nacTb onpz,(u)ﬁg;’e%lx MacCoBbIX Oprrnengicaz?/g;zﬂ;(;g\’casoﬁ nonv
Sio2 5—100 0,1
ai2o 3 5—80 0,1
Fe203 0,1—5 0,02
5—25 0,1
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OkoHuyaHue Tabnuubl 3

O6r1acTb onpeaessieMbIX MacCoBbIX

OKpyrneHue pesynbTata (MaccoBoli [om

Oxcup, anemeHTa noneii, % oKcuaa anemeHTa), %
CaO 0,05—5 0,01
5—25 0,1
MO 0,05—5 0,01
5—25 01
Na20 0,05—5 0,01
K20 0,05—5 0,01
T2 0,05—5 0,01
Mn30 4 0,005—0,05 0,001
0,05—1,0 0,01
o bo 0,1
P20 5 0,01—1 0,01
1—5 01
so3 0,05—5 0,01
5—10 0,1
Cymma 98,5—101,5 0,1

13 MNMpeun3snoHHOCTb

ONsi OuEeHKM NPeUn3noHHOCTU PEHTIEHOM/TYOPECLEHTHOrO MeToAa onpeAeneHnss XMMmM4yeckoro coctaBa
30/1bl TBEP/AbIX TOM/MB UCMNOMb3YIOT CTATUCTUUYECKYD 06pabOoTKy pes3y/ibTaToB WCMbITAHUA CTaHAAPTHbLIX 06-
pasLos.

[JaHHble O MOBTOPSEMOCTU WM BOCMNPOU3BOAMMOCTM Pe3y/NbTaTOB OTCYTCTBYHOT, TakK Kak He 3aBeplueHa
pa3paboTka KOMMNbIOTEPHON NporpaMmbl 415 06paboTKN pe3y/bTaToB.

14 TpOTOKON UCNbITAHWUI

MpoToKoN ucnbITaHNn AOMKEH coAepXaTb Cneaywly nHpopmaymio:

a) naeHTuukaymsa npoobsbl;

6) CCbl/IKa Ha HaCTOSLMIA cCTaHAapT;

B) pe3yfbTaTbl UCMbITAHUA, BKIOYAA CYMMapHbIil pe3ynbTar, BblpaXXeHHble Ha CyX0e COCTOSAHUEe Npobbl 1
npefcTaB/ieHHble B BUAE MacCOBbIX 0/1el/i OKCMAO0B 3/1IEMEHTOB, OKPYI/IEHHbIX B COOTBETCTBUN C Tabnuuei 3,
a Takke cnegywouwas opMynnpoBka:

«CyMMapHbIil pe3ynbTaT onpegesieHns XMMNUYECKOro cocTaBa 30/1bl MOXET He ObiTb paBHbIM 100 %»;

r) HaumeHoBaHue nabopaTopuun, NPOBOAUBLLEN UCMbITAHUS;

[) fata ucnbiTaHus;

e) Tun n napameTpbl P®-cnekTpomeTpa;

X) nobble 0CO6EHHOCTU, 3aMeyYeHHble BO BpeMS WUCNbITaHUA, KOTOPble MOIM NOB/UATbL Ha ero pe-
3ynbTar.

10
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MpunoxeHne A
(cnpaBoO4HOE)

MpoBepka pe3y/ibTaToB onpeaeneHns Makpo- U MMKPO3/1IeMeHTOB B 30/1e
METOZOM PEHTreHO(/TyOpPeCcLEHTHOW CnekTpoMeTpum

PacxoxaeHve Mexzay pe3y/bTaToM UCTbITaHWsl CTaHAAPTHOro 06pasLa 1 NacrnopTHbIM 3HAYEHUEM ONPEefEnsiemMoro
napaMeTpa 3Toro o6pasua A0/MKHO ObITb CTATUCTUYECKM HE3HAUYUMBIM. [pU 3HAUUTENTBHOM PaCXOXAEHUM ITUX BEMMUMH
aHanM3 MoBTOPsOT. EC/M pacxoxaeHne CHOBA OKa3blBAETCS 3HAUUTE/bHBIM, TO aHa/IM3NPYIOT APYroli CTaHAapTHbIA 06-
pasel, Ecnv pacxoxaeHne CHOBa OKa3blBAETCS 3HAUMTE/IbHLIM, CeAyeT BHUMATE/IbHO M3yUnTb UHCTPYKUMM 1 YCTPAHUTD
MeTOANYECK/e OLMBKU. K BO3MOXHBIM OLIMGKAM OTHOCSATCS HMU3KOe KauecTBO M/laB/eHbIX UCKOB, HEMOJHOE Cr/laB/eHue,
3arpsisHeHVe NPoGbl, a TaKkkKe HenpaBWibHAs AKCryaTaums Pd-cnekTpomeTpa.

HauvHaTb vcnbiTaHne Npo6 MOXHO Noc/e TOro, Kak PacxXoXAeHWe MeXZy nacrnopTHbIM COAepPXaHWEM 3/1eMEHTa B
CTaHAapTHOM 06pasLe U CoAepKaHNEM, NMOJTyHEHHbIM 3KCNEPUMEHTA/IBHO, CTAHET CTATUCTUYECKU HE3HAUMMBIM.

[JNs OLEHKM 3HAUMMOCTY PacXoXaeHuli pe3ynbTaToB CTaHAApPTHbI 06paseL, UCTbITbIBa/IM He MeHee yeM B 10 na-
6opaTopusix PasHbIMU METOAAMM, MPaBULHOCTL U MPELM3NOHHOCTb KOTOPbIX CPaBHUMA C NPaBU/IbHOCTbIO U NPELM3N0H-
HOCTbIO HacTosiLero Metoga. [onyckaeMoe pacxoXAeHWe pesynbTaToB ONpPeAeseHnsl PacCunThbiBaUIN MO CreAyoLEMY
YpaBHEHUIO:

(A1)

rae Ac — nacnopTHOe 3HaUYeHUE COAEPXKaHUsi onpeaenseMoro afieMeHTa B CTaHAAaPTHOM 06pasue;
A — pesynbTaT uim cpegHeapuMeTMYecKkoe pesybTaToB OnpeaeneHnst 3/IEMEHTA, NOYyYEeHHbIE 3KCNEePUMEHTab-
HO A1 CTaH4apTHOro obpasya;
SLc — nabopaTopHoe CTaHA4apTHOE OTKIOHEHWE PEe3y/bTaToB, MOYYEHHbIX B CEPTUINLMPOBAHHbIX 1abopaTopusx;
— BHYTpWnabopaTopHoe CTaHAapTHOE OTK/IOHEHWE, MOMTyYeHHOE B CEPTUMLIMPOBAHHBIX NabopaTopusix;
NWE — cpegHee KOIMYeCTBO NapasifieNibHbIX onpeaeneHnii B cepTudmumMpoBaHHbIX 1abopaTopusix;
NC — KOMMYecTBO cepTUhMLUMpoBaHHbIX N1abopaTopuii;
N — KOMMYECTBO NapasifienbHbIX onpeaeneHnii (B 60NbLIMHCTBE CnydYaes n = 2);
ar — BHyTpunabopaTopHOe CTaHAapPTHOE OTK/IOHEHWE Pe3y/bTaTos;
oL — mexnabopaTopHOe CTaHAapPTHOE OTK/IOHEHUE Pe3y/bTaToB.
Ecnn pesynbtaT onpegeneHna oTBevyaeT npuseieHHOMY Bbille YC/I0BUIO, T. €. JIeBas 4acCTb BbIPKEHUA MeHbLlue
WM paBHa €ro nNpaBoil YacTu, TO PaCcXOXAEHNE AAHHOTO pesynbTara C UCTUHHOW BEIMYMHOIA CTaTUCTUYECKN HE3HAUMMO.
B NpoTUBHOM C/lyuae 3TO pacxoXeHne CTaTUCTUYECKU 3HAYUMO.
Ecnmn oTcyTCcTBYET NONHasA MHAopmaumsa 06 MCNob3yeMoM CTaH4apTHOM obpasue, TO MOCTynakT criegyrowmm 06-
pasom:
a) MpW OTCYTCTBUW AA@HHbIX, MO3BOJSIOLLMX CPABHUTL Pe3y/bTaTbl C pesynbTataMu Apyrux naéopatopuii, Bennuu-

S
Hy —£  uMCKIOYaloT, a BMECTO S? WCNoMb3ylT CTaHAapTHOE OTKIOHEHWE pesy/bTaToB, NOJyYEHHbIX B labopartopuu;
6) ecnn cepTudnkauust obpasLa npoBefeHa TONbKO B OAHON fnabopaTopumn unu pesynbTaTbl ApYrvx nabopatopuii

HEW3BECTHbI, TO Takoli 06paseL, He PeKOMeHAYEeTCS 1CMOJIb30BaTh Kak CTaHAapTHLIN AN JaHHOro MeToga aHanmsa. Ecnim
3TO HEBO3MOXHO, TO [i/11 MPOBEPKU MOJTYYEHHbIX PE3y/IbTaToB MUCMOMb3YIOT BblpaXXeHWe

(A.2)



FOCT 32984—2014

Peaktus

Si02
ai2o3
Fe20 3

CaCo03
MO
Na2S04

KH2P04
Ti02
Mn30 4
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MpunoxeHve b
(cnpaBo4yHOE)

PeaKTuBbIl, UCMOJ/Ib3yeMble AJ/1s1 MPUTOTOBJIEHUS TPAAYMPOBOUYHbLIX NPO6

MpeaBapuTenbHast 06paboTka

MpokanusatoT B n1atTmHoBOM Turne npy 1000 °C B TeueHue 14, oxNakaarT B aKCUKaTope.
[MpokanusatoT B N1aTMHOBOM Turie npn 1250 °C B TeueHue 2 4, OX/1ax4aloT B 9KCuKarTope.
MpokanusatoT B n1atTmHoBOM Turne npy 1000 °C B TeueHue 14, OXNakarT B aKCUKaTope.

BobicywmsatoT npu 100 °C B TeueHne 14, OxnaxgaroT B IKCUKaTOpE.
MpokanusatoT B n1atTMHOBOM Turne npy 1000 °C B TeyeHue 14, OXNakarT B aKCUKaTope.
BobicywmsatoT npu 100 °C B TeveHne 14, oxnaxnaroT B IKCUKaTOpE.

Bbicywimsatot npu 105 °C B TeyeHne 14, oxnaxnatoT B IKCUKaTOpE.

MpokanusatoT B natmHosom turne npu 1000 °C B TeueHne 14, OxX/1ax4aloT B 9KCuKarTope.

Onokeng mapraHua (Mn02) npokanveatoT npyu 1000 °C B TeueHue 24 4, faloT OCTbITb. [OAYYEHHbI
KOMKOBaTbIn Mn30 4 namenbyatoT 40 TOHKOro nopoLuka. BbiaepxusatoT B TedeHne 14 npu 550 °C, ox-
NaxaatoT B aKCHKaTope.
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MNMpunoxeHne B
(o6sa3aTenbHoOE)

OLI,eHKa npeyn3noHHOCTN npouecca npuroToBsiEHNA npenapartoB — MnJiaB/IEHbIX ANCKOB

B.1 O6n1acTb NpUMeHeHns

HacTosiLee NpuoxeHVe yCTaHaBIMBAET MpoLEAYPY ONPeAesieHnst MPELM3VIOHHOCTY NPUrOTOB/IEHUS M/1aB/IEHbIX AVCKOB.

B.2 MNMpouepypa

Mpuctynas Bnepsble K paboTe C naas/feHbIMU AUuckaMu, onepatop JOJ/DKEH MPOU3BECTU criefylowme felicTBus Mo
onpegeneHnto cTaHgapTHOro OTKIOHEHMS nNpoLecca NPUroTOBEHUS AVCKOB:

a) BbIOMpAlOT ABe pas/iMyHble NPo6bl 30/1bl YIS U U3 KaXA0M NPobbl rOTOBAT MO NATb AUCKOB B COOTBETCTBUM C MPO-
Leaypoii, ycTtaHoBeHHoN B 9.1;

6) N3MepST UHTEHCMBHOCTb NNMHMM Si Koc ANs Kakaoro Aucka. MyHMMasibHOe KOMYECTBO HAKOM/IEHHbIX KBAHTOB
MpY 3TUX N3MEePEeHUsIX JO0MHKHO cocTaBnAaTb 4 * 106. i3mepeHVWe WHTEHCUBHOCTY M3MyYeHUSI KaXO0ro AMcKa NOBTOPSOT
NATb pas, Npy 3TOM AJ19 KaXKA0ro 3MepeHns AMCK NMOMeLLaloT B NPMO0P 3aHOBO;

B) pe3y/ibTaTbl M3MEPEHUIi 3anMCbIBaKOT, Kak NokasaHo B Tabnvue B.1;

Ta6nuuya B.1 — Mpumep 3anmMcu pesynbTaTtoB A8 OLEHKM NPELU3NOHHOCTM NPUrOTOB/IEHMS M/1aB/IEHbIX AUCKOB

PesynbTatbl n3mepeHnin3
Homep ancka

1 2 3 4 5 CpepHuii Pas6poc
1 41 502 41 485 41 511 41 498 41 492 41 498 26
2 41 505 41 501 41 497 41 513 41 537 41 510 40
3 41 470 41 455 41 459 41 409 41 453 41 449 61
4 41 526 41 545 41 558 41 517 41 565 41 542 48
5 41 500 41 532 41 517 41 494 41 508 41 510 38

a EguHnueli namepeHnii MoryT 6biTb YMCA0 KBAHTOB, YMC/I0 KBAHTOB B CEKYHAY WM BpeMs, Heobxoammoe Ans
perucTpauun onpeaeneHHoro Ymcna KBaHToB.

N no pesynbTataM M3MEePEHUA pacCUNTLIBAKOT:
]) cpefHwii pesynbtart (X) U3 NATY CpefHUX pesynbTaToB U3MepPeHWUi,
2) cpepHuii pasbpoc (f?) 13 naTy pasbpocos n
3) pa3bpoc (R) Nt cpeaHuX pesynbTaTtoB_N3MEPEHWIA.
MoacTaBNalT BENMYMHBI, NonyyeHHble ana X, R n R, B chopmynbl (B.1) u (B.2), 4To6bl BbIMUCIUTL CTaHAAPTHOE
OTK/IOHEHME NMPUroTOB/EHMSA obpasua (Sp) n koadhduumeHT Bapraumn (Sr).

S, (B.1)

] .;”. 100 (8.2)

Ecnmn Sr 6onblue 0,2 %, TO U3MepeHus AUCKOB AaHHOM Npobbl NOBTOPAIOT. Ecnn SronATte 6onbLue 0,2 %, nccnemyror
N YCTPAHSAIOT NPUYMHbI pacxoxaeHus. OCHOBHbIE NPUYMHBLI NOBbLILLEHHOrO KO3hULMEHTA Bapmaumm — 3T0 HU3KOe Kaue-
CTBO paboueli NOBEPXHOCTM Ancka (HanpyMep, HEPOBHOCTYM), BHELLHUE 3arps3HeHWs, HEMosIHoOe crnnaeneHne . 4. MNocne
yCTPaHeHs1 3TVX OLLUMOOK N3MePEeHUst U pacyeTbl Mo 6) 1 T) NOBTOPSIOT, 06MBasACh YCTONUMBOWA BEMNUMHLI St MeHee 0,2 %.
Mpumep — TMpn 06paboTKe pe3yNbTaToB, NPUBELEHHbIX B Tabnuue B.1, nony4yeHbl criegylouine BeIMYNHbI:
X =41502
R =93
R =43
Sp - 39,05
Sr = 0,094

Mockonbky Sr meHee 0,2 %, TO NPELM3NOHHOCTb NPUrOTOB/IEHNS ANCKOB YA0BNETBOPUTENIbHASA, N MOXHO HauYMHATb
aHanm3 npoo.
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