MEXIOCYAAPCTBEHHbIN COBET N0 CTAHOAPTU3ALIMKU, METPONIOMMU U CEPTUGUKALIUA

(Mrc)
INTERSTATE COUNCIL FOR STANDARDIZATION, METROLOGY AND CERTIFICATION
(ISC)
rOCT
MEXTFIOCYAAPCTBEHHbIM 32984—
CTAHOAPT 2014

(ISO/TS 13605:2012)

TOMNNMBO TBEPOOE MUHEPAJIbHOE

OnpeneneHne Makpo- U MMKPO3JIEMEHTOB B 30J51e
MeTOA0M peHTreHodNyopecLeHTHON CNeKTPOMeTpUumn

(ISO/TS 13605:2012, MOD)

Uzpanune opmumanbHoe

MockBa
CraHngapTuHcpopm
2015


http://paritet.stroyinf.ru/work.html

rocT 32984—2014

MNpeancnosue

Lienn, oCHOBHbIE MPUHLIMMBLI U OCHOBHOW NOPSAOK NpoBeaeHUs paboT No MexrocyAapCcTBeHHOW CTaH-
Aaptusaunn yctaHosreHbl B FTOCT 1.0—92 «MexrocyaapcTeeHHasa cucteMa cTaHaapTusauuu. OCHOBHble
nonoxexua» n FOCT 1.2—2009 «MexrocyaapcTBeHHas cuctema ctaHgaptusaumn. CtaHaapTbl MeXrocy-
AapcTeeHHble, NpaBuna u pekoMeHaauun No MexrocyaapcTeeHHon cTaHgapTusauuu. Mpasuna paspaboTku,
NPUHATUA, NPUMEHEHUs1, OBHOBIEHMUS U OTMEHbI»

CBepeHus o cTaHpapTe

1 NOArOTOBINEH ®eaepanbHbIM rocyaapCTBEHHBIM YHUTapHbIM NpeanpuatuemM «Bcepoccuiickuin
HayJHo-uccnegoBaTenbCKUA LEHTP cTaHAapTUsaumum, uHdopmauum u cepTuduKaumm ceipbsl, MaTepuarnos u
sewects» (PIYMN «BHALICMB») Ha ocHOBe COBCTBEHHOTO ayTEHTUYHOrO NepeBoAa Ha PYCCKUIA AI3bIK MeXay-
HapoAHOro cTaHAapTa, yKasaHHOro B nyHKTe 5

2 BHECEH ®degepanbHbiM areHTCTBOM NO TEXHUYECKOMY perynvpoBaHuio U metponorimn (PocctaH-
AapT)

3 NPUHAT MexrocyaapcTBeHHBIM COBETOM MO CTaH4apTU3auuW, MEeTPOnorMM u ceptudukaumm
(npoTtokon ot 20 okTA6ps 2014 r. Ne 71-1M)

3a npuHATUe Nporonocosanu:

KpaTtkoe HaumeHoBaHWe CTpaHbl Kon crpaHbl CokpallieHHOe HaMMEHOBaHWE HALUUOHANBHOTO OpraHa
no MK (MCO 3166) 004—97 no MK (MCO 3166) 004—97 no cTaHgapTu3aumum
Benapyceb BY "occrangapr Pecnybnvku benapycb
Kupruaums KG KbiprolacTaHgapT
Poccusa RU Poccranpgapt
TampKuKMcTaH TJ TapxukcTangapT

4 Mpukasom GeaepasnbHOro areHTCTBa N0 TEXHUYECKOMY PerynMpoBaHuio U MeTponorumn ot 21 anpens
2015 r. Ne 275-cT mexrocyaapcTBeHHbln cTaHgapt FTOCT 32984—2014 (ISO/TS 13605:2012) BBeaeH B
AelcTBUe B KavecTBe HaloHanbHoro ctaHgapTa Poccuiickon ®eaepaunnc 1 anpens 2016 .

5 Hactosawwuin ctangapT MoaudUMUMPOBaH MO  OTHOWEHWIO K MeXAYHapoAHOMY AOKYMEHTY
ISO/TS 13605:2012 Solid mineral fuels — Major and minor elements in hard coal ash and coke
ash — Wavelenght dispersive X-ray fluorescence spectrometric method (TBepabie MUHeparnbHble TONUBA.
Makpo- 1 MUKPO3NEeMEeHTHI B 30/1e KaMeHHOro Yris 1 kokca. OnpeaeneHne peHTreHoyopecLeHTHBIM MeTo-
AOM C NOMOLLIbH BOMTHOAMCNEPCUOHHOTO criekTpomeTpa). Mpu 3ToM 4ONONHUTEbHBIE NONOXEHUS, BKMHOYEH-
Hble B TeKCT cTaHgapTa Ans ydeTa notpebHOCTen SKOHOMUKA WU/ 0coBeHHOCTEN MeXrocyaapCTBeHHOM
cTaH4apTu3auum, BelaeneHbl KypCMBOM.

MexayHapoaHblii cTaHaapT paspaboTtaH TexHnueckum komutetom ISO/TC 27 « TBepable MuHeparbHble
TOMMMBaY.

MepeBoA ¢ aHMNCKOTo A3kbIKa (en).

OdmumanbHble 3k3eMnnspbl MeXAYHapoOAHOro cTaHdapTa, Ha OCHOBE KOTOPOTo NOAroTOBMEH HAcTosS-
LLMA MeXrocyAapCTBEHHbIA CTaHAaPT, U MeXAYHapOAHbIX CTaHAapToB, Ha KOTOPbIe AaHbl CChINKW, UMEOTCS B
denepanbHomM HGOpMaLMOHHOM POHAE TEXHNYECKUX pernaMmeHToB U CTaH4apToB.

Ccbinku Ha MexxayHapodHble cTaHA4apThl, KOTOPbIE NMPUHATLI B KAYECTBE MEXrOCYyAapCTBEHHEIX CTaHAap-
TOB, 3aMeHeHbl B pasaene «HopmaTuBHbIE CCbINKMY U B TEKCTE CTaHdapTa CCblfIkaMu Ha COOTBETCTBYOLLME
MEXrocyaapCTBeHHbIe CTaHAapThI.

CTteneHb cooTBETCTBUA — MoguduumposaHHas (MOD)

6 BBEJEH BMNEPBbIE
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UHebopmauus 06 usMeHeHUsIX K HacmosiueMy cmaHOapmy nybriuKyemcs 6 exe200HOM UHGHOPMaULUOH-
HoMm ykasamerie «HayuoHarbHble cmaHOapmel», a MeKCM U3MEHEeHUU U MoMnpasoK — 8 eXXeMeCsIHHOM UHGhop-
MayuoHHOM ykasamene «HauyuonanbHbie cmaHOapmei». B criyyae nepecMompa (3aMeHbi) UnU OMMeHb!
Hacmosiweeao cmaHOapma coomeemcmeyiouiee ysedomiieHue bydem Oryb/ILUKOBAHO 6 eXeMeCsYHOM
UHGbOPMaUUOHHOM yKkazamerne «HauuoHansHele cmaHOapmsi». Coomeemcmeytowas UHhopmMayus, yee-
OoMIieHUE U MeKCmbI pa3MeLaromecs maKkxe 8 UHghopMalyuoHHOU cucmeme obujezo rofib308aHuss — Ha oghu-

yuansHoMm calime ®edepasibHO20 azeHMcemea 10 MEXHUYECKOMY peaynuposaHuro U Memposioauu e cemu
UHmepHem

© CtaHpapTuHogpopm, 2015

B Poccuiickon ®eaepauum HacToAwmiA cTaHAapT He MOXKET BbITb NONHOCTLIO UMW YaCTUHHO BOCTIPOU3BE-
AeH, TUpaXupoBaH U pacnpocTpaHeH B kadecTse oduLmMansHoro usgaHna 6es paspewerusa degepansHoro
areHTCTBa No TEXHUYECKOMY PErynMpoBaHunio U METPOorMu
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BBegeHune

Hacrosiwmii ctaHgapT rapMOHU3MpoBaH ¢ MexayHapoaHbiM gokymeHTom ISO/TS 13605:2012 (TexHu-
yeckue TpeboBaHus1), KOTOPLIA B HAcTosILLlee BPEMS HE SIBNSIETCA MexXAyHapoaHbIM cTaHAapToM. PeweHuve
BoMpoca o pa3paboTke Ha ero 0CHOBe MeXXAyHapoAHOro cTaHaapta 6yaeT npuHATO nocne anpobauuu perna-
MeHTUpoBaHHOro TexHudeckumn TpeboBaHUsAMKU MeToaa B yrnexumudeckux nabopaTtopusx u obcyxaeHus
Nofy4YeHHbIX pe3ynbTaToB Hay4YHO-TEXHUYECKoM 0bLecTBEHHOCTLIO. 3aTeM nocneayeT ronocoBaHve YneHos
ISO/TC 27 3a npugaH1e AOKyMEHTY cTaTyca MeXxayHapogHoOro ctaHgapTa.

Onsa Toro 4tobbl yrnexuMukn ctpaH — YneHoB CHIC Mornu npuHaTb yyacTue B 9Tol paboTe, Ha ocHoBe
ISO/TS 13605:2012 paspaboTaH permoHanbHbIA MeXroCcyAapCTBEHHBIN CTaHAapT Ha onpeaeneHue XuMmdec-
KOro cocTtasa 3051bl TBepAbIX TOM/IMB METOAOM peHTreHodyopecLeHTHOW crnekTpomeTpumn (P®P-cnektpo-
meTpun).

B pokymeHTe ISO/TS 13605:2012 oTCYyTCTBYIOT AaHHLIE O Npeaenax NOBTOPSEMOCTU U BOCTIPOU3BOAM-
MOCTU pe3ynbTaToB, Tak Kak He 3aBepLueHa pa3paboTka KOMMbIOTEPHOW NPOrpamMMel Ast UX CTaTUCTUHECKON
06paboTku (pasaen 13).

OnpeaeneHne XMMUYECKOro CocTasa 3011 TBepAbIX TONSIMB HACTOALUM MeTOAOM B nabopaTtopusix pas-
HbIX CTPaH NO3BOJSIUT HaKOMUTb MACCUB 3KCNEPUMEHTanNbHbIX AaHHBLIX U CTaTUCTUYECKU ux obpaboTtaTtb. Ha
OCHOBaHMWN 3TUX AaHHbIX aBTOPbI OKYMEHTa CYMeoT 3aKOHUYUTL paboTy Haa NnporpaMMol NpoBeaeHUs pacye-
Ta npegesioB NOBTOPSIEMOCTN U BOCNPOU3BOAUMOCTU MeToAa. TpeboBaHUsA K NpeLn3MoHHOCTU MeToda onpe-
AeneHns Makpo- U MUKPO3MIeMEeHTOB B 30M1e TBepAoro Tonnnea byayT BHeCceHbl B JOKYMEHT Npu nepexoae oT
ISO/TS k MmexxgyHapoaHomy ctaHaapTy ISO BzameH MHOPMaLMOHHOTO NPUNoXeHus A.

HacToswun ctaHaapT UMeeT crneayioLwme oTM4us OT NPUMEHEHHOMO B HEM MeXAYHapOAHOro AOKYMEH-
Ta ISO/TS 13605:2012:

- BobBnacTb pacnpocTpaHeHns BKIIOYEHbI BCe BUAbLI TBEPAOT0 MUHEPANbHOro TONNNBA;

- rpuBedeH nepeYveHb CCbINOYHbIX CTaHAapTOB, B TOM UMCHE MEXIOCYAapCTBEHHbIE CTaHAapThl Ha peak-
TUBBI 1 NOCyAy;

- npuBefeH apbuUTpaxHbI MeToa onpeaeneHns XMMU4Yeckoro coctasa 3onbl — FOCT 10538.
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M E XTTOGCY.APT CTHBTETUHTHUBbB ¥# CTAHDAOAPT

TONNUMBO TBEPAOE MUHEPAJIbHOE

OnpepeneHne Makpo- U MUKpO3NEeMEHTOB B 30f1e
MeTOAOM PeHTreHOohNYyOpPeCLEeHTHON CNEeKTPOMETPUM

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

Oara BeBeaeHna — 2016—04—01

1 O6nacTb NnpUMeHeHusA

HacTosAwmn ctaHgapT pacnpocTpaHaeTcs Ha kKaMeHHble U Bypble YW, ugHUMBbI, aHmpauumeai, 20pio-
que crnaHubl, KOKC, mopeh, mornusHsie bpukemsi, meepobie npodykmbl obo2aueHus, nepepabomku u cxxuza-
Husi meepdo20 morinuea, 8xkiYas 301y yHoca, wWiiamMbl U 3011y KOmerbHbIX yCIMaHo8oK (Ganee — meepdoe
mornnueo) N ycTaHasnuesaeT peHTreHodNyopecLeHTHBI MeToA onpeaeneHnst Makpo- U MUKPOSNEeMEHTOB B
30/1e TBepaoro TOMNMBA C MOMOLLbHO BONHOANCNEPCUOHHOMO CNEKTPOMETpa.

K MakpoaneMeHTaMm 30bl TBEPAOro TOMNNMBa OTHOCATCA 11 OCHOBHLIX 31IEMEHTOB: KPEMHUIA, aNtoMUHWIA,
TpexBaneHTHOe XXeneso, KanbLWii, MarH1in, HaTpUi, Kanuiv, TUTaH, MapraHey, ¢poccop 1 cepa, MaccoBble 40U
KOTOPbIX B MepecyeTe Ha OKCUAbI HAaXo4ATCA B NpeAenax, ykasaHHblX B Tabnuue 1. MNepevncneHHble okeuabl
BXOAAT B MOHATUE «XMMUYECKMA COCTAB 301bl TREPAOro TONUBAY.

B HacTosilem cTaHAapTe B cocTaBe 30f1bl AONONHUTENBHO ONpeaensoT TpU MUKpoaneMeHTa: bapui,
CTPOHLMI U LIMHK.

Ta6nwuuya 1—Tpeaens NPUMEHUMOCTU PEHTIEHO(NYOPECUEHTHOTO METOAA ONPeaeneHnsl XMMNYECKOro CocTaBa
300bl TBEPAOrO TOMNMUBA

o MaccoBas nons okcuaa snemeHTa B 3one TBEpPAOoro ronnuea
KCUL] ANIeMeHTa (quanason), %
SiO; 5—100
AlL,O3 5—80
F6203 0,1—25
CaO 0,05—60
MgO 0,05—25
Na,O 0,05—5
K>O 0,05—5
TiO, 0,05—5
Mn3O4 0,005—5
P,Os 0,01—5
SOs; 0,05—25
BaO 0,01—1
SrO 0,01—1
ZnO 0,005—1

lpu onpedeneruu xumu4eckoz2o cocmaea 3071kl apbumpaxHbiMu sI8IISHIOMCA MemooOdb! XUMUYECKO20
aHanu3sa, peanameHmuposarHbie FOCT 10538.

U3sganne ocbmumnansHoe
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MpwumeyaHune— BHacTosAwem cTaHAapTe He NpVBeAeHbl TpeboBaHus 6e30NaCHOCTH, CBA3aHHbIE C MPUMEHEe-
HUeM peHTreHodnyopecLueHTHOro criektpomeTtpa. [paBuna Ge3onacHol akcnnyaTaumnm peHTreHognyopecLEeHTHOro
CMNEKTPOMETPAa COAEPKATCH B JOKYMEHTaUMK K npubopy.

2 HopmaTuBHbIe CCbIFKK

B HacTosilem cTaHaapTe NCMoNb30BaHbl HOPMaTUBHBIE CChISIKM Ha crieyrowme cTaHaapThl:

FOCT OIML R 76-1—2011 lNocygapcTBeHHas cuctema obecrneveHnsi eauHCTBa nusmepeHuin. Bechbl
HeaBTOMaTU4ecKoro AencTaus. HYactb 1. MeTponoruyeckue n tTexHudeckue TpebosaHua. UcnbitaHns

FOCT 1SO687—2012 Tonnueo Teepaoe MuHepanbHoe. Kokc. OnpeaeneHue cogepxaHna Bnaru B aHa-
nuTu4eckoli npo6e Ans obLwero aHanusa®

FOCT 1SO 1171—2012 Tonnueo TBepaoe M1HepanbHoe. OnpeaeneHne 3oNLHOCTU?)

FOCT ISO 5068-2—2012 Yrnu Bypble 1 nurHutel. Onpegenexue cogepxaHua sBnarn. YacTe 2. KocseH-
HbIA rpaBUMETPUYECKNIA MeTod onpeaeneHVs Bliari B aHanMTuyeckon npoées

FOCT 6563—75 U3denusimexHu4yeckue U3 b1a2opodHbIX Memaiios U cririagos. TexHudeckue ycrosus

FOCT 6613—86 Cemku rnpo8osI0YHbIE MKaHble ¢ KeadpamHbiMu siyelikamu. TexHuU4ecKkue ycnosus

FOCT 6709—72 Boda ducmunnuposaHHasi. TexHudeckue ycrosusr)

FOCT 9147—80 lNocyda u obopydosaHue nabopamopHsie ¢hapgpopossie. TexHudeckue ycrnosus

FOCT 10538—87 Tonnuso meepdoe. Memodbi oripedesieHuUs1 XUuMu4ecKo20 cocmaea 3071bl

FOCT 10742—71 Yanu 6ypbie, kKaMeHHbIe, aHmpauum, 20prYue criaHUbl U y20NbHbie bpukemsi. Memo-
Obl ombopa u nodzomosku ripob 0515 nabopamopHbiX ucrbimaHull

FOCT 11303—2013 Topgh u npodykmel e2o rnepepabomku. Memoo npuzomosneHust aHanumu4ecKux
npob

FOCT 11305—2013 Topgh u npodykmei e2o nepepabomku. Memods! onpedeneHusi enaau

FOCT 11306—2013 Topgh u npodykmei e2o nepepabomku. Memods! onpedeneHust 30/IbHOCMU

FOCT 1SO 11722—2012 Tonnueo TBepAOe MUHepanbHoe. Yronb KaMmeHHbln. OnpeaeneHue Bnaru B
aHanuTu4eckoi npoBe Ana obLiero aHanmnsa BbICYLLBaHWEM B TOKe a3oTa’)

FOCT 13867—68 Npodykmsi xumudeckue. Obo3HaYeHue Yucmomal

FOCT 17070—2014 Yanu. TepMuHsl U ofipedenieHust

FOCT 19908—90 Tuanu, Yawu, cmakaHbl, Kofbbl, BOPOHKU, MPOBUPKU U HAKOHEYHUKU U3 NTPO3PayvyHo20
Keapuesozo cmekna. Obujue mexHu4deckue ycrnosus

FOCT 23083—78 Kokc kaMeHHOY201bHbIU, neKkoskil U mepMoaHmpayum. Memodsi ombopa u nodzo-
mosku ripob 0ns ucnbimanrull

MOCT 27313—95 (MCO 1170—77) Tonnueo TBepAaoce MuHepanbHoe. Ob6o3HaueHue nokasatenen
KauecTsa 1 bopMyIbl NepecyeTa pesynbTaToB aHanMsa aAnsi pasnMyHblX COCTOAHWUIA TONNMMBa

MpwumedyaHune— lNpy NONb30BaHUM HACTOSILLMM CTaHOAPTOM LenecoobpasHo NpoBepuTb AEUCTBUE CCbINOY-
HbIX CTaHZAPTOB B WHMOPMAaLUOHHON cucTeme obwero nonb3oBaHusi — Ha oduumnansHoM cante deaepanbHOro
areHTCTBa No TeXHUYECKOMY PErynmpoBaHuio 1 MeTponormm B cetu MHTepHeT unm no exerogHomy MHGOpMaLMoHHOMY
ykasarento «HaumoHanbHble cTaHaapThi», KOTOPbIN 0nyGrukoBaH No COCTOSIHWIO Ha 1 stHBaps TEKYLLEro roaa, 1 rno Bbinyc-
KaM eXeMeCcA4HOro MHpopmaLMoHHOro ykasarens « HaunoHanbHble cTaHgapThl» 3a TeKyLWMI rog. Ecnv cCbinoYHbIn cTaH-
0apT 3aMeHeH (U3MeHeH), TO MpPU NONb30BaHUWM HACTOSILLMM CTaHAAPTOM CriedyeT pyKOBOACTBOBATbLCH 3aMEHSIOLLMM
(n3meHeHHbIM) cTaHaapToM. Ecnu cebinoyHbl cTanaapT oTMeHeH 6e3 3aMeHbl, TO NONoXeHV e, B KOTOPOM A4aHa CChlfka Ha
Hero, NPUMEHAETCS B HacTW, He 3aTparnsBaloLemn 3Ty CCbINKY.

3 TepMuHBLI U onpeaeneHns

B HacTosiLemM cTaHaapTe NnpuMeHeHbl TepMUHbI 1o FOCT 17070.
0O603HaveHusa NokasaTenen kKavectTsa n nHaeKebl K HUM — rio FOCT 27313.

Y Ha Tepputopun Poccuiickon ®epepaumm geicteyet NOCT 27589—91 (MCO 687—74) Koke. MeToa onpepene-
HUS BNarv B aHanNMTUYeCcKol npoGey.

2) Ha tepputopuu Poccuiickoit deaepaunn geicteyet TOCT P 55661—2013 (MCO 1171:2010) « Tonnueo Teepaoe
MuHepanbHoe. OnpeaeneHne 30MbHOCTU Y.

8) Ha Tepputopun Poccuiickoit ®egepaunmm peiicteyetr FOCT P 52917—2008 (MCO  11722:1999,
MCO 5068-2:2007) « Tonnmeo TBepaoe MrHepanbHoe. MeToab! onpeaeneHns BNarv B aHanmTnyYeckom npober.

4) Ha Tepputopum Pocewiickoii depepaunm aelicteyet FTOCT P 52501—2005 (MCO 3696:1987) «Boaa ans na6o-
paToOpHOro aHanusa. TeXHUYecKue yCroBus».

2
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4 CywHocTb MeToaa

MeToa peHTreHodyopecLieHTHOW CNEKTPOMETPUN OCHOBaH Ha 3aBUCUMOCTU UHTEHCUBHOCTW XapaKkTe-
PUCTUYECKON PEHTTEHOBCKOMN (briyopecLeHLIMN 3ieMeHTa OT ero Maccosoi 4onu B npobe. B peHTreHodnyo-
PECLEHTHOM CMeKTpOMeTpe aToMbl aHanuMavpyemoil npobbl BO3GYXAATCA NEPBUYHBIM  U3NYyYeHUEM
PEHTreHOBCKOM TPy6KM, BCeACTBME YEro reHepupyetcst Ux coBCTBEHHOe XapaKTepucTu4eckoe peHTreHoB-
ckoe nany4yerue. MoTok nsnyveHnsi Nnpobel pazaenseTcs B CNEKTP No ANUHaM BOMH € LieMbio U3MepPeHNa AeTek-
TOPOM CheKkTpoMeTpa WHTEHCUBHOCTW XapakTepucTudeckon dnyopecueHuMn oTAenbHO ANA Kaxaoro
aHanmnanpyemoro afieMeHTa.

AHanuanpyemyto npoby TBepAoro TonauMBa O30MAI0T B CTaHAAPTHLIX YCMOBUAX NpU Temnepartype
(815£10) °C. 3onbl, TONyYeHHbIe B APYrMX UM HEN3BECTHBLIX YCNOBUAX (HanpuMep, YHOCHI, LfiaMbl ), poKanu-
BatOT 40 MOCTOSIHHOW Macchl B CTaHAAPTHBIX YCIIOBUSIX.

3ony cnnaensoT ¢ dntocaMmu Ha ocHoBe BopaToB NUTUS 40 NOMHOW roMoreHU3auum pacnnasa. Ms pac-
nnasa popmMupyIoT Npenapart AfiA aHanuaa B BUAe IMTOro CTEKIIOBMAHOMO AMcKa nyTeM nomeLleHusl pacnnas-
NeHHON Macchbl B MOAMOXKKY COOTBETCTBYIOLLER (hOpMbl UK BbICTPOro OXIaXXaeHUs oA Harpy3Kkom niyHxepa.
Mpw Mcnonb3oBaHWM Takoro Npenaparta ycTpaHsieTcs BNusiHe reTeporeHHoCcTy Npobbl Ha pe3ynbTaT aHanusa
N MUHUMUW3NPYIOTCS MOTPELUHOCTU, CBSI3aHHbIE C MaTpUYHbIMU 3ddhbekTamu.

MpagyvnpoBKy CrieKTpoMeTpa NPOBOAAT C MOMOLLbIO YUCTBIX XMMUYECKUX PEaKTUBOB UMW CTaHAAPTHBIX
06pa3suoes. MNpn Heobxo4MMOCTU BBOAUTCSI KOPPEKLIMS MaTPUYHBIX 3¢hdeKToB.

MpenapaT noMmeLLaioT B peHTreHodrTyopeCcLeHTHBIN cnekTpomMeTp. UsMepeHHbIe CNeKTPOMeTPOM UHTEH-
CUBHOCTU XapakTepucTuieckon pnyopecLeHLunm onpeaensieMblx 3neMeHToB obpabaTtbiBaloT ¢ UCNONb30Ba-
HUeM nporpammHoro obecnevyeHusi No NpeABapUTENbHO BbINOSIHEHHBLIM rpagyupoBkaM. Takum obpasom
yCTaHaBMBAKOT MacCoBYIO A0S0 OKCUAOB MaKpo- U MUKPOSIIEMEHTOB B 3011€.

5 PeaktuBbl

Mpu NpoBeaeHNN UCTILITAaHUA CriefyeT UCMONb30BaTh XUMUYECKME peaKTUBLI, KBanndukaLmm He HuKe
y.a.a.moOCT 13867.

5.1 Bopa aucTunnuposaHHas o FOCT 6709V,

5.2 PeakTusbl ANa nnaeneHna 3056l — 6opatel NUTUA UKW UX cMecu: TeTpabopaT nNUTus 6e3BoaHbIN
(Li,B4O7), meTabopat nutusa (LiIBO,).

MnaeHU MOryT 6bITb NPUOGPETEHI B FOTOBOM BUAE UM NPUrOTOBNEHLI B NaGopaTopun nyTem cMeLlIeHAs]
peaKkT1BOB UMW CraBeHUsl CMeC PeakTUBOB.

MpumeyaHue—CnegyeT NPOBEPsTb YPOBEHb 3ArPAHEHUSA NIABHS, MOCKOMbKY ANA PasUYHbIX YNakoBOK
MnaBHs OH MOXET BbiTb pasHbIM. [Mpy NPoBEAEHNM UCTILITAHWI CTaHAAPTHLIX 06pa3uLos M NPo6 Heo6XxoaMMO UCTONbL3oBaThL
nnaseHb 13 OQHOW M TON e ynakoBku. Mpn ncnonbL3oBaHNM HOBOW YNAKOBKM MI1aBHS NPUrOTABINIMBAIOT C HUM HOBbIE AUCKM
U3 CTaHgapTHOro 06pasua n aHanMaupyIoT X, YToGbI OLEHNTL HEOBXOAMMOCTL NeperpaayMpoBku npuéopa.

5.3 lNocypapcTeeHHble cTaHAapTHbIe 06pasupl (FCO) xummnyeckoro coctasa 30/ TBepAbIX TOMAUB, CUMK-
KaTHbIX FOPHBIX MOPOA C aTTeCTOBaHHbIM coepXXaHUeM onpeaensieMblx anemeHToB. CoaepkaHus onpeaens-
eMbIX 3IEMEHTOB B cTaHAapTHLIX 06pa3suax AOKHbl ObITb BNIN3KUMK K UX COAepXaHWUIO B aHanu3npyeMbIxX
npobax.

5.4 AHTucmauumBatowme gobasku, Hanpumep 6pomua nutusa (LiBr), ioama kanus (K1), hioaua nutus (Lil).
[o6aBku BHOCAT B TUrens (6.3) Ao nnaeneHUs 4nsa npeaoTBpalLeHus NpununaHus pacnsasa K cTeHKaM TUrmns.
311 go6aBKkM YaCTo coaePXKaTCS B FOTOBBIX NI1aBHSIX.

6 Annapatypa

Bcs annapaTypa gomkHa 6biTb U3roTOBIEHA U3 MaTEPUarioB TEPMUYECKU CTONKUX U XUMUYECKU UHEep-
THbIX B YCIOBUAX UCMbITAHMUS.

6.1 MydensHas neub ans o3oneHus npob ¢ anekTpoHarpeBoM, TEpMOpPENYIIITOPOM U AOCTATOYHOW BEH-
Tunsunen B cootsetcTemmn c tpebosaHnammn FrOCTISO 1171.Meyvb gonmkHa obecneunsaTtb nogbLEM TeMnepaTy-
pbl 4o (815 £ 10) °C ¢ ycTaHOBEHHOW CKOPOCTLIO U NogaepXaHue 3Tol TemnepaTtypbl NPy NpoKanuBaHum
30bHOMO OCcTaTKa A0 NOCTOSAHHOW Macchbl.

R PekomeHayeTcs ncnons3oBats Bogy 2-1 crenenn umctotsl no FOCT P 52501, AuctunnvupoBanHyo BoAy ABaXAbl
NeperoHAT B annapaType M3 KBapLeBOro CTeKna Wnv nogeeprailTt AevoHusaumun. B cooTtBetcTBMM ¢ TpeGoBaHUsMM
FOCT P 52501 Bogy 2-11 CTENEHN YUNCTOTbI XPAHAT B TePMETUYECKU 3aKPLITON Tape U3 NONM3TUNEeHa BLICOKOro AaBneHus
nnu nonunponunexa.
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6.2 MydenbHasa neub unu apyroe HarpesaTefnbHoOe YCTPOUCTBO, NpeAHasHaveHHble ANs NnasneHus
npo6 c paboyelt TemnepaTypoi He meHee 1200 °C.

6.3 Turnu ana nnaeneH1s 3on:

- u3 rpacduTa Unu cTeknoyriepona BbICOKOW CTENEHN YNCTOTHI;

- M3 30M0TO-NNaTUHOBOIO cnnasa mapku MNMn3n-5 no FOCT 6563.

[na Toro 4To6bl pacnnas He NpUnUMNan K CTeHKaM TUMA, NPUMEHSAIOT TUIA U3 HECMAaYMBaEMbIX CNABOB
(3onoTo-NnartuHa, 3010To-NNIATUHA-POANIA) MU BO bnloC BHOCAT aHTUCMaunBatowme aobasku (5.4).

Pa3mep Turna gomkeH 6biTb TakuM, 4TODObI B HErO NoMeLLannck Heo6xoauMble KONUYECTBA NNABHA U NPO-
6bl. NS NpUroTOBNEHNUS AUCKOB AnaMeTpoM 32 MM UCNOMNb3YHOT TUrAN BMecTUMOcCTbIo 15 cM3, a ana auckos
AvameTpom 40 MM — TUIMIM BMECTUMOCTbH0 25 cm3.

Heobxoaumo cobntogats Mepbl NpeAoCTOPOXHOCTU NpU paboTe ¢ packaneHHbIMU TUFAAMU U3 NAATUHO-
BbIX CMJ1ABOB: UCMOSb30BATb LMMLbI C NIaTUHOBLIMU HAKOHEYHUKaMW 1 NOACTaBKY U3 OrHeYNopHOro MaTepua-
na ansa oxnaxaeHus TUrnen.

[na pocTwkeHusa Tpebyemoi NPeLM3MOHHOCTU Pe3ynbTaToB NOCEe KAXKAOMO NMAABAEHUA TUMK ounLa-
0T. NSt OYUCTKN TUIMNEe anbTepHaTUBHO NPUMEHSIIOT:

- pacTBOP NIMMOHHO KUCNOTLI ¢ MaccoBoi agonen 20 %;

- pacTBOP COJSIAAHOM KUCNOThI ¢ 06beMHon gonen 10—50 %;

- OYUCTKY B YNbTPa3BYyKOBOW BaHHE;

- pacnnasfieHue B TUrfe HeKOTOPOro KONMYecTBa NaBHA U OYULLEHWE BHYTPEHHEN NOBEPXHOCTU TUMMA
pacnnasneHHON Maccol C MOMOLLbIO BpallaTenbHbIX ABWKEHUA TUTNA, NOCNe Yero pacnnae yaansoT.

6.4 TMoanoxka Anst U3roToBNeHUst QUCKOB, cAefNaHHaa U3 HeCMavMBatloLWerocs matepuana.

[nckn nsrotasnMBaloT OAHUM U3 ABYX CNOCOGOB: NyTEM OTAUBKMN UK BLICTPOro OXnaXxaeHUs Noa Harpys-
Kol nnyHxepa. B nepsoM criydae noAnoxKy W3rotaBnveatoT U3 NIaTUHOBOMO CNaea, BO BTOPOM — U3 antomMu-
HUA N rpacpura.

B nepsom cnyuae paboueii CTOPOHOM AUCKa ABMAETCA CTOPOHA, HE KOHTAKTUPOBaBLIasa ¢ AHOM NOANOX-
Kn. JIHO AOSMKHO BbITb POBHBIM U AOCTATOYHO TOACTLIM, YTODLI ero TpyaHo 6bino agedpopmuposats. [na nerkoro
N3BeYeHNs Ancka SHO NOATIOXKKN PerynspHo NoAMpyoT.

Bo BTOopom criyyae rnybuHa noanoxku 4omkHa NNaBHO YBENUYMBATLCA K LEHTpY. Pabouvelt noBepxHoc-
TbIO AM1CKa B 3TOM clyyvae ABMAETCA NOBEPXHOCTb, KOTOpasa KOHTaKTUPOBana C NIyHXepoM.

6.5 TurenbHble WAMLbI, UMEKOLME HAKOHEYHWUKU U3 NIaTUHbI, UMW U3rOTOBIIEHHLIE U3 HEpXKaBetoLlen
cTanu unun TuTaHa.

6.6 JKcUKaTop CO CBEXMM MU pereHepupoBaHHbIM cunukareneM. CteneHb NPUrOAHOCTU cunuKarens
onpeaenstoT Mo BHeLUHeMY Buay.

6.7 [OepxaTens npobbl. B gepxatenb NOMeLatoT U3roTOBIEHHbIA AUCK U BU3yarbHO NPOBEPSIOT Kavec-
TBO €ro U3roTOBMNEHUS.

6.8 PeHTreHodnyopecLeHTHbIN crnekTpomeTp (P®-cnektpomeTp) AN U3MEpPEeHUsl UHTEHCUBHOCTU
XapaKkTepucTnieckon hnyopecLeHLn onpeaensieMbiX 3/1IEMEHTOB.

Onsa npoBefeHUst UCTbITaHUst MOXeT ObiTb MCMONb30BaH MO0 AOCTYMNHBLIA BOMHOAUCMIEPCUOHHBIN
P®-cnekTpomeTp, cHabXeHHbI BakyyMHOM KaMepoi U CUCTEMOW NPOAYBKU M3MEPUTENBHOM KaMepbl renu-
em. Mpurbop No3BONAET perncTprpoBaTh M3NyYeHWs nocrneaoBaTenbHO UM OAHOBpPEMeHHo (Mo oGonmun
cnocobamun) n obecneunsaeT TpebyeMyHo NPELN3NOHHOCTL Pe3yNbTaToB nsMepeHus, pasHyto 0,1 %, 4To cooT-
BeTcTBYeT noacyeTy 10° ksaHTOB.

YnpasneHue PO-cnekTpoMeTpoM 1 BbIMUCTIEHNE KOHLIEHTPaL, MM KOMMOHEHTOB 3051bl OCYLLIECTBNAKTCA C
MOMOLLIbIO KOMMbBHOTEPa M NPorpamMmmHoro obecneverms, 06bIYHO BXOOSALWNX B KOMMIIEKT CMEKTPOMETPOB.

Tun npubopa domxeH bbimb cepmugbuluposaH u 3apeaucmpuposaH 8 ocydapcmeeHHOM peecmpe
cpedcms usmepeHull Poccutickol ®edepayuu u cmpaH CHI™ u donyweH K npuMeHeHuo 8 amux 2ocyda-
pcmeax.

7 MoaroToBKa NpoObl

7.1 TBepaoe ToNNMBO

Mpoba TBEpAoro TonnMea npeacTasnseT coboi aHanMTuieckyto Npoby, N3MenbYeHHY 40 NPOXoXae-
HWs1 Yepes3 CUMTO C pasMepoM OTBepcTU 212 MKM, npurotoBneHHyt no FOCT 10742, FOCT 11303 unu
FOCT 23083. Mpoba gomkHa HaxoAnTLCs B BO3AYLLHO-CYXOM COCTOSIHAM, AT Yero ee packnabliBatoT TOHKUM
CNoeM 1 BblAEPXKMBAIOT Ha BO3yXe NP KOMHATHO TeMNepaType B TeYeHNEe MUHUMAanbHOTro BpeMeHM, Heobxo-
ANMOro A5 AOCTUXEHNS paBHOBECUSI MeXAY BaXXHOCTbIO TOMMAMBa 1 aTMocdepoi nabopaTtopun.

Mpoby TwaTensHO NepeMeLlnBaoT 1 OTGUPatOT NOPLMK AN1s 030MeHus no 8.1.
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OpHoBpemMeHHO OTOMpaloT HaBecku Ans onpedenieHUs coaepXkaHusa aHanuMTudeckod Bharn no
MOCT ISO 687, TOCT ISO 5068-2, TOCT ISO 11722 nnu TOCT 11305 v 3onbHocT no FTOCT I1ISO 1171 unn
FOCT 11306, utobbl MOXHO ObIO NepecunTaTth pesyrbTaThl aHanMsa Ha Apyrue coCTOsiHUA TOnnmnea Mo
rOCT 27313.

Bce B3BelLMBaHWA NPOBOAAT Ha Becax ¢ npedenom gonyckaemom norpewiHoctn + 0,1 mr.

7.2 TBeppAble 0CTaTKU NPOMbILUNIEHHOTO CXUraHMUA TONNUBa

MpeacTaBuTeNbHYO NOPLUIO TBEPAOIO OocTaTka OT CXKUraHWA TONNMBa M3MerbyaloT 40 NPOXOXKOAeHUs
yepes CMTO C pa3mepom oTBepcTUin 63 (71) Mkm no FOCT 6613 nBbicywumsatoT npu 105 °C 4o NOCTOAHHOM Mac-
Cbl. XpaHAT B akcukaTope Hag cunukarenem (6.6). NoTepto maccel Npy BbICYLUMBAHUX UCMOMB3YIOT AS1A Nepe-
cyeTa pe3ynbTaToB aHanMsa Ha UCxo4Hoe COCTOsHME MPobbl.

8 TMpuroTtoBrneHue 30nbl

8.1 O30neHue aHanNUTU4YecKkon Npobbl TBepaoro ToNnNMBa

3ony nonyyatoT U3 NPEACTaBUTENLHOW MOPLUMM TLATENbHO NepemMellaHHOW aHanuTUYeckon nNpobbl
TBEPAOro TONAMBa, NPUroToBNeHHoWno 7.1.

Mopuun ToNnMBa NoMeLlatoT B NpeasapuTensHO nNpokaneHHble NoTki U3 dapdopa (no FOCT 9147),
ksapua (no FOCT 19908) unu nnatuHel (o FOCT 6563). TonwmMHa cnosi TONnNuBa He AoSKHa NpeBbiwaTh 6 MM.
O3soneHune NpoBoasaT MeTodoM, ycTaHoBneHHbIM FOCT ISO 1171.

Mocne npokanveaHns 305kl 4O MOCTOAHHOW Macchl €e OXNa)xa4aroT U TLWaTebHO pacT1paroT B araToBOM
CTYNKe A0 MPOXOXAEHWS Yepes CUTO ¢ pasMepoM oTBepcTUin 63 (7 1) MkMm. Mocne pacTupaHus 3oy npokanvea-
toT npu Temnepartype (815 +10) °C B TedeHune 14, oxnaxgaoT U XpaHsAT B 3KcukaTope Hag cunukarenem (6.6).

Ecnn B nabopaTopuio nocTynaeT 3ona TOMNUBA CO CTOPOHbI, TO HEMOCPeACTBEHHO nepef 0Tbopom
HaBeCKW A8 UCTIbITaHUs 3011y NpoKanuaatoT npu Temnepartype (815 £ 10) °C 8 TeveHue 15 MUH 1 oxnaxaatot B
akcukaTope (6.6).

8.2 O30neHue TBepAbIX OCTAaTKOB NPOMBILLNEHHOrO CXUraHUA ToNIMBa

Heobxoaumoe konuyecTBo nNpobbl, IPUroTOBAEHHOM NO 7.2, NoMeLatloT B NpeaBapUTenbHO NpoKaneH-
Hble NOTKA. TonwwuHa crios npobbl AomkHa ObiTb He Gonee 2 MM. MNpoby osonsalT npu Temnepartype
(815+10) °C noMOCT ISO 1171. Mocne npokanuBaHus 305IbHOTO OcTaTKa 40 NOCTOSIHHOW Macchl ero oxnaxaa-
tOT U XpaHAT B akcukaTope (6.6).

9 MoAaroTroBKa K UCMNbITAHUAM

9.1 MpuroTtoBneHue NnpenapaToB ANA aHanu3a

9.1.1 UsrotoBneHue NNaBneHbIX CTEKNTOBULAHbLIX AUCKOB

Mpenapat ana peHTreHodnyopecUeHTHOro aHanuaa (M3ny4daTens) npeacrasnseT coboi nuTon (Nnas-
NeHbIN) ANCK, U3rOTOBNEHHBIN NyTeM CrifiaBlieHUs aHanM3npyemon 301kl ¢ rilocamu (MnaBHAMU) Npy Temne-
paTtype 1000 °C — 1200 °C.

Ans n3rotoBNeHWA AUCKOB UCMOMb3YIOT CBEXENPUroTOBNEHHYIo 3ony. Ecnn 3ony xpaHunu B TeveHue
HEeKOTOpOro BpemMeHu, To nepeq B3siTueM HaBeCKW AN CNaBneHus 3011y BHOBb NPOKanuBaloT Npy TeMnepary-
pe (815+10) °C B TeueHue 15 MuH.

Macca HaBecku 30nbl onpegensieTcsl pasmMepoMm avcka U cooTHowweHueM npoba/nnaseHb. O6bIYHO 3TO
CooTHowWweHue coctaensaeT ot 1:5 o 1:10, a agnameTp gucka — 32 MM unn 40 mm. CymmapHast macca npo6sl 1
nnasHA ANA Aucka AnameTpom 32 MM cocTaBnsieT 4 1, a Ans aucka auametpom 40 Mm — 7,51,

MnasHu (5.2) rrpockonuYHbI, MO3TOMY UX OBBIMHO BBICYLUMBAIOT Nepes ucnonbsosaHuem (400 °C, 2 v)
Unn oNpeaensoT B HUX NOTEePIo Macchl Npu NNasneHun, NpoeoAs nnasneHue 6es HaBecku 3o5bl. MonyyeHHbIA
pesynbTaT UCMNOoMb3YIoT ANA NepecyeTa HAaBECKU NIaBHS Ha Cyxoe COCTOsHUE.

Hagecky 30nbl, nony4eHHon no 8.1 unu 8.2, n peaktuebl AN nnasneHus (5.2), a Taioke aHTUCMaynBalo-
wyto Ao6aeky (5.4) B KONUYECTBE HECKOTNbKUX MUMNTATPAMM, ECIV OHa NPEAYCMOTPEeHa MeTOAVKOM NNaBneHus,
nomMeLaoT B CTEKNAHHBIN cTakaH obbemoM He 6onee 50 mn, rae TWATeNbLHO NepPeMeLLMBal0T CTEKINSIHHON
nano4vkon, usberas cCUNbLHOro HaXvMa Ha AHO M CTEeHKM cTakaHa. [ocne 3Toro Nofy4eHHyo cMech nepeckinatoT
B TUrenb Ana nnasneHns (6.3).

Turenb co cMecbio 30MNbl U NNaBHS NOMeLLalT B MydenbHyo neyvb UNW B Apyroe HarpeBaTenbHoe
YCTPOWUCTBO, NpeAHasHavyeHHoe AaAnsa nnaenexdust npob (6.2), rae BbigepXvBalT nNpu TemnepaTtype
1000 °C—1200 °C B TeyeHWe BpeMeHU, AOCTAaTOYHOro AN NonydyeHus ogHOpoAHOoro pacnnaea. Pacnnas
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BopaTHoro nnaeHs (5.2) pacTeopsieT 3oy. BpallatenbHbiM ABWKEHUEeM TUFAA pacnnas 0CTOPOXHO nepemMe-
LUMBAIOT C NOMOLLIO LUMNLOB C MIIaTUHOBLIMUA HAKOHEYHUKaMU (6.5) 10 NOMHOro pacTBopeHMs 30MkI 1 yaane-
HUA Ny3bIPLKOB BO3AYXa. Kuakuii pacnnas 6bICTPo NepenvBaioT B MOASIOKKY A U3rOTOBMEHMS ANCKOB (6.4).

MpumevaHusn

1 Mpwu cnnaenenun npenapaTos nNpu Temneparypax cebiwe 1050 °C MoxXeT NponcxoanTb NOTEPst Macchl 3a cHeT
yneTyumBaHus cepbi.

2 Mpw cnnasneHnn Npob TBEPAbIX OCTATKOB MPOMbILLIMEHHOTO CXUIraHUsi TONNMUBA, NPUFOTOBMNEHHLIX MO 7.2, HO He
030M€eHHbIX B NaGopaTopun B COOTBETCTBMM C 8.2, MOXET NPONCX0ANTb NOTEPsi MacChl. YTOGbI ee yyecTb, pacnnaeneHHyio
cMech Npobbl M NNaBHA OXNaXxAaloT B TUIMNE U B3BeLLMBAIOT. PazHOCTL Macc A0 M nocne NnaBneHns CoCTaBnAeT NnoTepio
mMaccbl. 3aTem TUrenb CHOBA HarpeBaloT U NPOAOIKAOT NPOLEAYPY U3rOTOBIIEHUS NNABMNEHOro ANCKa.

Anckn nsrotaBnMBaloT METOAOM OTIMBKU UMK GLICTPBLIM OXMaxaeHWeM NoA Harpyskow nnyHxepa
(cm. 6.4). B HacTosiLee BpeMa KOMMepYeCcKn AOCTYNHLI NPUGOopPLI AN CNNaBneHus 301 cUnUKaTHLIX Nopoa U
N3roToBrneHns 6opaTHbIX CTEKNAHHBIX AUCKOB.

MsroTtosneHHble ANCKU NPOBEPSAIOT BU3yarnbHO, o6pallan ocoboe BHUMaHWe Ha pabouyto NOBEPXHOCTb.
Jnckn He AOMKHBI coaepXaTb BKpamnneHW HecnnaBfeHHOro Mmarepuarna Wnu ny3blpbKOB BO34yXa, OHU
He JOSIKHBI UMETb NPU3HAKOB KpUCTANNMU3aLIMN UITW HapyLWEeHUs LeNoCTHOCTU. BpakoBaHHbIe AUCKU NOBTOPHO
pacnnasnsaT Unu BeIGpackIBaloT, M3roTaBNMBas BMECTO HAX HOBbIE AUCKN.

9.1.2 XpaHeHUe NNaBfeHbLIX JUCKOB

MnaBneHble AUCKM cpasy NOCIe U3rOTOBIIEHUS NOMEeLLALoT B akcukaTop (6.6), 4yTobbl MUHUMU3UPOBATL
BO3MOXHOCTb 3arpsisHeHus paboyeil NOBEPXHOCTU U NOTNOLLEHUA BNaru.

PaboTa c auckamu TpebyeT onpeaeneHHoro Haeblka. 3anpeLwaeTcs KacaTbCcsl pykaMmu paboyeit nosepx-
HOCTW Aucka, Ho paspellaeTcsi kacaTbes TopLeBbIX (Hepabounx) noepxHocTel. Mpu o6palueHun ¢ auckamm
crnegyeT cobnogatb OCTOPOXHOCTb BO M3bexaHue nopesos. YKenaTenbHO UCMOMb30BaHUE TKaHEBLIX Nep-
YyaToK.

9.1.3 KauecTBO nnaBneHbIX AUCKOB

KayecTBO NoAroToBKW npenapaTtos A PeHTreHodNyopecUeHTHOro aHanusa He MeHee BaXHO, YeM
Ka4yecTBO N3MEepPEeHNIA Ha CrieKTpoMeTpe.

HesasucumMo oT cnocoba npUroToBNEHUSA NUTOro Ancka (Npenapara), HasbiBAEMOro Takke usnyvaTenem,
OH [IOIXEH YAOBNETBOPATL CrieayowWwmm TpebosaHUAM:

- ObITb OAHOPOAHBIM;

- UMeTb ToNWuHy, BonbLuyto Yem riyburHa Bbixoda XapaKTepuUCTUYECKOro U3NyveHNUa onpeaensieMblxX
3/1EMEHTOB;

- MUMeTb NSIOCKY0, O4HOPOAHYH0, IMadKyro 1 YNCTYIo paboyyto MOBEpPXHOCTb.

C yxyAlueHueM nepevucrieHHbIX CBONCTB NpenapaTa npeLm3MoHHOCTb U3SMEPEHNIA CHDKaeTCS.

KayecTBO M3roToOBNEHHbIX AMCKOB A0OIDKHO COOTBETCTBOBaTL TpeboBaHUAM npunoxeHus B.

Ka4yecTBO N3roTOBNEeHNs1 AMCKOB NPOBEPSIIOT COTNacHo NpuiioxeHuio B npn obyyeHnn HaumHatowero one-
paTopa, a Takke eXXerogHo npu pyTuHHoM paboTe He3aBUCUMO OT cTaxa paboThl onepaTopa.

9.2 MNMoprotoBka P®-cnekrpoMeTpa kK pabote

9.2.1 O6uWMue nonoxeHusi

P®-cnekTpoMeTp AormkeH 6bITb NOBEPEH U UMETL COOTBETCTBYHOLLIMIA JOKYMEHT.

MoaroToBKy cnekTpoMeTpa K BbINOMHEHUIO U3MEPEHWUIA NPOBOAAT B COOTBETCTBUM C UHCTPYKUMEN No
06cnyKMBaHUIO U 3KCNyaTaLUn.

P®-cnekTpomeTp npeasapuTenisHO NPOBEPSIIOT Ha NPELN3NOHHOCTL NOMyYaeMbIX pe3ynbTaToB B COOT-
BETCTBUM C UHCTPYKLIME MO 3KCnsyaTauum oT U3rotoButens npubopa n/mnv metToankoni NoBepKy.

Mpu BbINOAHEHUN aHanM30B Heobxoaumo cobnogaTtb Mepbl O6e30nacHOCTU, NpedyCMOTPEeHHble B
NHCTpyKUMM no TexHuke Ge3onacHocTy Npu nabopaTopHbix paboTax U B pPyKOBOACTBE MO 3KCnyaTauuu
npubopa.

9.2.2 IN'papywpoBka P®P-cnekTtpomeTpa

Fpagyvposky P®-cnekTpomeTpa BbIMOMHAOT C NOMOLLbIO NMPenapaToB, M3roTOBMEHHLIX Mo 9.1 13 cTaH-
AapTHbIX 06pasLoB cocTaBa 30 TBepAblx ToNnuB (5.3). AononHUTENLHO MOTyT BbITb UCNOML30BaHbl cCTaHAap-
THble 0BpasLibl cocTaBa CUNMKATHLIX FOPHBLIX MOPOA.

[onyckaeTca NpUroToBneHWe rpagyvMpoBOYHLIX NPO6 NyTeM cMeLleHus B NoAXOAsAWMX Nponopumuax
XUMNYECKNX peaKkTUBOB CO CTeNEHbI0 YNCTOThI He MeHee 99,99 %. PeakTnBbl, NpuUrogHbie ANs NpUrotTosneHus
rpaayvpoBOYHbIX NPo6, a Takke TpeGoBaHUSA K UX NpeABapUTeSIbHON NOAroTOBKe NpUBEAEHb! B NPUNOXeHUN b.

CraHpapTHble 06pasLbl U rpagynpoBoYHbIe NPo6bl AOMKHBI BbITh 6M3KUMK MO COCTaBY K aHaNM3upye-
MbIM Npobam. MNpu 3Tom AnManasoH cogepxaHuii onpeaenseMblX 31eMeHTOB B UCNOSNb3YeMOM KOMINEKTe CTaH-
AapTHBIX 06pasLIOoB AOMKEH NepeKpbiBaTb 0611acTb CoAePKaHUA 3TUX SNEMEHTOB B aHaNM3UpyeMbix NpoGax.
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Cnocobbl NpUroToBNEHUS NpenapaToB U3 CTaHAapTHLIX 06pa3LoB 1 aHanmanpyemelx Npob 4omkHbI GbITb
abCconoTHO oaMHaKoBbIMU. Jaxe npy HeGONbLWNX M3MEHEHUAX NpoLieaypbl He0bXoaNMO 3aHOBO U3roTaBNn-
BaTb NpenapaThbl BCeX CTaHAapTHbIX 06pasuoB AN rpagyMpoBKM C y4eTOM 3TUX USMEHEHWNA.

B coBpeMeHHbIX PP-cnekTpomeTpax rpagynpoBOYHbIE XapakTePUCTUKN (YpaBHEHNR, rpacduku, Tabnu-
Libl) yCTaHaBNMBaoTCA C NOMOLLLIO NPOrpaMMHore obecrnedeHns.

10 MNMpoeeaeHne namepeHUn Ha PO-cnekTpomeTtpe

10.1 YcnoBus pa6oTbkl npubopa

PekoMeHayeMble ONA U3MepeHUst CrnekTparbHble NUHUA SNEMEHTOB U YCNOBUSA U3MEPEeHUs, a Taioke
HEKOTOpbIe KpUCTammbl-aHanMa3aTopbl, KOTOPbIE MOTYT BbiTb MCMOMb30BaHbLI NPU U3MEPeHUsX, NpUBeaeHb! B
Tabnuue 2. Pa3BUTUE aHANUTUYECKOro pEHTIEHOBCKOro NpMBopoCTPoeHUs NPUBENO K KOMMEPYECKOM A0CTY -
HOCTW CMEKTPOMETPOB C aHaNMUTUYECKUMMN XapakTepucTUKaMu, 3HaYMTENbHO NPEBOCXOAALUMMHU, YKasaHHbIe
B Tabnuue 2. Mepep rpagyMpoBKoli criekTpoMeTpa criedyeT yoeanuTbes, YTo BeiGpaHHbIe KpUcTansbl-aHanusa-
TOPbI M KONNMMMaTOopPbl NO3BONAT N3bexaTb CNekTpanbHbIX MHTepdepeHLUiA Ha NUHUKN onpeaensiemblX ane-
MeHTOB.

Tabnwuya 2 — AHanuTnyeckue NMHUKU 3MEMEHTOB, KPUCTaNMbl-aHANM3aToOPbl U PEKOMEHAYEMbIE KONUUECTBA HaKOM-
NeHHbIX KBaHTOB

MuHMManbLEHOE KONMYEeCTBO KBaHTOB,
PekomeHpyemas cnekTpanbHas nuHus Mpumep kpuctanna-aHanusaropa YCTEHOBIIEHHOE C MOMOLLIBIO TPANYMPOBOUHOTG
AUCKa € coaepXXaHuem snemMeHTa B cepeuHe
AuanasoHa onpefensieMbIx coaepKaHui
Si Ko PE 2 x10°
Al Kot PE 2 x10°
Fe Ko LiF (200) 4 x10°
Ca Ko LiF (200) 10°
Mg Ka: LSM? (TIAP) 10°
Na Ko LSM? (TIAP) 2 x10*
K Ko LiF (200) 4 x10*
Ti Ka LiF (200) 4 x10*
Mn Ko LiF (200) 4 x10*
P Ko Ge (111) 4 x10*
S Ka, Ge (111) 4 x10*
2 Layer synthetic multilayer (WckyCCTBEHHBIA MHOFOCTONHbIN).

NcTo4HNKOM NEepBUYHOTO 0611yYEHNA CNyXXUT peHTreHoBckas Tpybka. UsmepeHUsa nposoaaT B Bakyyme,
MCMosb3ys HACTPOWVKY CNeKTPoMeTpa, COrmacHo pekoMeHAaLMAM U MHCTPYKUMAM OT NponssoauTens npubopa.
Ecnu Bo3aMoxHO, criedyeT Ucnonb3oBaTth YCTPONCTBO A1 BpaLeHUs npenapara Bo BpeMsi UBMepeHUi.

PekomeHayeTca UCMONb30BaTb AETEKTOP C BICOKUM CNeKTpasibHbIM paspeweHnemM ana peructpauum
MIUHWA 3NEeMeHTOB, KOTOpble MpUCYTCTBYIOT B 30M1ax B Hebonbwux konuvecTBax. B xapakrepucTuyeckmx
cnekTpax dnyopecueHLUnn namepsoT iHUn Ko 3a UCKroYeHUeM Tex cnyvaes, Koraa Ha 3TU IMHUW okasbisaeT
BNUsiHNE adbheKT NHTephepeHLMM.

Bpems HakonneHus curHana getekropa ycTaHasnvsaoT N0 BpeMEHW HaKoMeHUA MUHUMAaIbHOro Y1cna
KBaHTOB NPU N3MepeHnn rpagynpoBOYHOro Npenapara ¢ coaepkaHuem onpeaensemMoro afieMeHTa, Kotopoe
COOTBETCTBYET cepeduHe AvanasoHa, ykazaHHoro B Tabnuue 1. Mcnonb3ya ycTaHOBRNEHHOE BPEMA Hakonne-
HWUS CUrHana, perucTprpyroT MHTEHCUBHOCTD XapakTepUCTUYECKOro U3Ny4YeHUsl 3NeMeHTOB.
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PekomeHayeTcst UICNONb30BaTb KONMMMAaTOPbl CPEAHEro U BLICOKOTO kKauecTBa. KonnuMaTopbl BLICOKOTO
KauecTBa HeobxoauMbl Npu onpeaeneHnn mapraHua v tutada (Mn Ka, Ti Ka), 4To6bI CBECTU K MUHUMYMY BIUsI-
Hue achbekTa MHTepdepeHumnn. Ecnu kpuctann-aHanusaTop He No3BonseT M3taBUTLCA OT (POHOBLIX MOMEX,
UCMONb3YIOT KOMNIMMATOp BLICOKOrO KayecTBa, Hanpvumep npu onpedeneHnd MarHus U HaTpusi ¢ MOMOLLbIO
kpuctanna TIAP.

10.2 MeToauka uaMmepeHun

Mocne rpagyupoBkk NnpuGopa no 9.2.2 NpoBOAAT aHanu3 npenapara, M3roTOBIIEHHOTO U3 CTaHAapTHOrO
obpasua kak obpasLa HeusBecTHOro coctasa. K aHanusy npob npuctynatoT TonbKo B TOM crlyyae, ecrnu pac-
XOXOeHWe Mexay NacrnopTHbIMU 3HAYEHUSIMA MacCOBOM 40N 3rleMeHTa B cTaHZapTHOM 06pasLie U Maccosoi
Jornei, Nony4eHHON aKCrepuMeHTanbHo, yaoBrneTeopsaeT TpeGoBaHUAM HACTOALLEro cTaHaapTa.

W3 kaxxaol npobbl U3roTasnNMBaloT, No KpaliHel Mepe, ABa Npenaparta A4nsa aHanusa. MamepeHne UHTeH-
CUBHOCTU U3MyYeHUs KaXXA0ro npenapaTta NpoBoAsAT ABaXAb!, NpUYeM A8 MOBTOPHOIO U3MepeHus npenapat
nomeLaoT B Npubop 3aHOBO.

B Havane 1 B kKOHLIe Ka)kaoi cepum onpeaeneHuin, npoeeaeHHbIX He 6onee Yem Ha 25 guckax, NposoaAsaT
nsMepeHue aucka, M3roToBNEHHOro U3 CTaHAapTHoro obpasua.

10.3 KoHTponb 3a U3MepeHUAMMn

Bce nsmepenus Ha P®-cnektpomeTpe, cBA3aHHble ¢ uaeHTUdUKkaunen n onpeaeneHneM NHTEHCUBHOCTH
cneKkTparbHbIX IMHWIA XapakTepucTnieckon hnyopecueHLnM aToMOB 3IIEMEHTOB, COAePXKaLLMXCA B aHaNN3u-
pyembix obpasuax, cneyet NPOBOAUTL B YCMOBUAX, OANHAKOBLIX C YCIIOBUAMUW M3MEPEHUA KOHTPOIbHOIO
obpasua.

[na onpeaeneHus pasnuYHbIX 3MEeMEeHTOB MOXHO UCMONb30BaTb pasHble KOHTPOMbHbIe 06pasupl, HO
yaobHee nonb3oBaTbcs 04HUM 06pasLoM, coaepKallumMm BCe 3NeMeHThbl, onpegensemele B npote. KoHTponb-
Hbll oBpasel, AOMKeH UMeTb CTabUNbHBIN XMMUYECKUIA coCTaB XOTA Obl B TeueHne BpeMeHn, Heobxoaumoro
OIS NpoBeAEeHWS U3MePEHUIA cepun NPob, a UHTEHCUBHOCTL CNEKTPasbHbIX IMHUIA PA3MUHHBIX 31TEMEHTOB KOH-
TponbHoro obpasLa 4omkHa 6bITb CONOCTaBUMON U, XenaTenbHO, HEMHOIO NPEBbLILATL CNEeKTPanbHY UHTEH-
CMBHOCTb 3/1IEMEHTOB B aHaNM3nMpyeMbIX npenapaTax.

KoHTponbHbIA 06paseL, M3roTaBnmMeatoT crnasieHUeM CMECU XMMUYECKUX PEaKTUBOB C NNaBHEM.

YacToTa npoBeaeHUs KOHTPONbHbBIX N3MEPEHWIA 3aBUCUT OT CTabunbHOCTU paboTel P-cnekTpomeTpa,
NPy YCNoBUM UCNOMb30BaHNSA KOHTPOSbHbLIX 06pa3sL OB YAOBNETBOPUTENLHOMO KauecTsa.

11 O6paboTka pe3synbTaToB

11.1 O6Wwue nonoxeHus

Maccosble gonm onpegendaemMblX 3N1IEMEHTOB (Ta6nmua 1) B 30/51e TBepaoro TonfmMBa paccyM1TheIBatoT C
y4yeTom I/IHCprMeHTaJ'IbHOIZ nonpaBKn U TMONPaBKM Ha «KMepPTBOE BpeMA», a Takxke KOPPEeKTUPYHOT C y4eTOM MaT-
PUYHOT O BITUAHUA.

11.2 UHcTpymeHTanbLHaA nonpaBKa

Yucno 3aperncTpupoBaHHbIX KBAHTOB XapakTeprCTUYECKOro N3My4YeHUs areMeHTa ¢ y4eToM UHCTPY-
MeHTanbHoM nonpasku N BelYMCNSIOT no hopmyne
NoM * )

N= )
M

roe N, — 41Cro 3aperucTpupoBaHHbIX KBaHTOB XapakTepUcTUYECKOro U3yYeHus 0 BHECEHUs1 MHCTPYMEH-
TarbHOWN Nonpaskn (M3MepeHHoEe);
M* — 4uncno 3aperncTpupoBaHHbIX KBAHTOB XapakTepUCTUYECKOro N3NyYeHUst OT KOHTPOMBHOMO AMCKa,
nony4yeHHoe B Havarne cepumn N3MepeHuis;
M — 4ncno 3aperMcTprpoBaHHbIX KBAHTOB XapakTepucTUYECKOro U3MNy4eHUst OT KOHTPOMbHOMO AMCKa,
nony4yeHHoe B KOHLe cepum N3MepeHnia.

11.3 MonpaBka Ha <MepTBOe BpeMsA»
Mocne BHeCEHUSA MHCTPYMEHTaNbHOM NONpaBky B pesynbTaT U3MepeHUs BHOCSIT NONPaBKy Ha CHIbKeHNe
NHTEHCUBHOCTW U3MYy4YeHUs BCreAcTBME «MePTBOro BpeMeHuy AgeTektopa. YMcno 3aperncTprpoBaHHbIX KBaH-

8
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TOB XapaKTepPUCTUHECKOTO U3yUYeHNs 3fIieMeHTa C y4eTOM Monpaskn Ha «MepTeoe Bpemsl, N, BbINUCTIAIOT Mo
cdopmyne
=_N_
T-Nt’
rae N — 4ncno saperncTpupoBaHHbIX KBAHTOB XapakTepucTUHECKOro N3nyveHusa sneMmeHTa (nocne BHeceHus
WHCTPYMEHTarbHOW NonpaBku), HakorneHHoe 3a T cekyHa;

T — BpeMsA HakonseHus curHana aeTekropa, c;
t — «MepTBOE BpemMsa» AeTeKTopa, C.

N )

MpumMmeyaHune—Ilpyn KOPPEKTHOM YCTAHOBNEHUN «MEPTBOMO BPEMEHW» AETEKTOpA NOMPaBKy Ha «MepTeoe
BPEMs» B PE3yNbTaT N3MepPeHNst A0MyCKAeTCsl BEBOAWUTL aBTOMATUYECKU.

11.4 MaTpu4Hble NnonpaBKu

BennunHbl UHTEHCUBHOCTEN XapaKTePUCTUYECKUX PEHTIEHOBCKUX U3MYyYEeHUA aHannsupyemMoro npena-
paTa ¢ NOMOLLbIO FPagyUMPOBOYHBLIX XapakTepucTuk npubopa npeobpasyloT B MaccoBble 40NN 31EeMEHTOB.
B nocnegHue Heo6xoQUMMO BHECTM MOMpaBKW, YTOOLI y4ecTb B3aMMHOE BMUSIHWUE 3MEMEHTOB, BXOASLMX B
cocTaB uamepsaeMoro obpasua (BnusiHie MaTpuLbl, HanoXeHne crnekTpanbHbIX NWHUIA). Takylo koppekuuto
npeanoYTUTENbLHO OCYLLEeCTBIIATL C MOMOLLBIO KO3hULMEHTOB, paccUMTaHHbIX B COOTBETCTBUU C TEOpeTU-
YecKUMK OCHOBaMK MeToaa.

HonyckaeTtcsa onpeaensitb MaTpyU4Hble MonpaBki ApYruM cnocobom npu yernosum AOCTWKEHUS NPU 3TOM
npuemMneMoin NPeLn3UoHHOCTM U TOYHOCTM pe3ynbTaToB aHanuaa (CM. npuroxeHue A).

MpwnmeyaHne— B HacTosilee BpeMs pa3paboTaHbl KOMMNbIOTEPHbLIE NMPOrPaMMbI 1151 BHECEHWST MATPUYHBIX
NnonpasoK.

12 lMpeAacTtaBneHue pe3ynbTaToB

PesynbTaTtbl onpegeneHus, npeacrasnsiowne coboit MaccoBble 40U OKCUAOB OTAEMbHLIX 3M1EMEHTOB,
OKPYrAsOT 40 COOTBETCTBYIOLLMX 3HAKOB NOCHe 3anATON, KakK nokasaHo B Tabnuue 3.

CyMMa MaccoBbIX 4OMei OKCMAOB BCex anemMeHToB He Beeraa coctasnseT 100,0 %, uto MoxeT 6bITb
BbI3BaHO ClleayoLWUMN NPUYUHaAMK:

a) gonyckaemble OTKIOHEHWS! pe3ybTaToB onpeaeneHns oTaenbHbIX 3fIEMEHTOB NPU CAOXKEHUN AaloT
cyMMapHoe JornyckaeMoe OTKIIOHeHe;

6) B aHanuavpyemoM obpasLie NpUCYTCTBYIOT CriedoBble KONMYeCcTBa APYruX 3J/IEMEHTOB, HanpumMep
6opa, 6apusi, CTPOHLMS, LiMHKA.

MpumeyaHune—OnpegeneHne peHTreHO(NyopeCUEeHTHBIM METOAOM APYIUX SMIEMEHTOB, HE NPeACTaBneH-
HbIX B Tabnuue 1, BO3MOXHO, eCnv NPaBUINbHOCTb UX OMNpeAerneHusi NogTBEPXKOAETCA aHANM30M COOTBETCTBYIOLWMX CTaH-
AapTHbIX 06pa3LoB;

B) B 30M€ NPUCYTCTBYIOT Apyrne MuHepanbHble opMbl onpeaensaeMbliX 3fEeMEHTOB, OTMUYHbIE OT
OKCWAOOB.

O6bI4HO CyMMa MaccoBbIX 10N1E OKCUAOB BCEX 3MEMEHTOB B 30/1aX HaxoauTcs B npeaenax ot 98,5 %
no 101,5 %.

Tab6nuua 3— OkpyrneHne pe3ynbTaToB ONPeAeneHns OKCMA0B MAKpO3NEMEHTOR B 30M1e TBEPAOro TONMMBA METO-
[AOM PEHTIeHOMIYOPECLEHTHON CNIEKTPOMETPUM

Ob6nactb onpeaensiembIx OkpyrneHue pesynbrara (MaccoBon gonu
Okcua anemeHTa MacCoBbIX Aonewn, okcuaa snemeHTa),

% %
SiO, 5—100 0,1
Al,O3 5—80 0,1

Fe,Os3 0,1=5 0,02
5—25 0,1

CaO 0,05—5 0,01
5—25 0,1

MgO 0,05—5 0,01
5—25 0,1

Na,O 0,05—5 0,01
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OkonyaHue mabnuusi 3

O6nacTb onpeaensembIx OkpyrneHue pesyneTata (MacccoBoi Aonu
Oxkenp snemeHTa MacCoBbIX Aonen, okcuaa anemeHTa),

% %

K,0 0,05—5 0,01

TiO2 0,05—5 0,01

Mn3O4 0,005—0,05 0,001

0,05—1,0 0,01
1,0—5,0 0.1

P,0s5 0,01—1 0,01
1—5 0,1

SO; 0,05—5 0,01
5—10 0,1
Cymma 98,5—101,5 0,1

13 lMpeunsnoHHOCTbL

[nsi oLleHKM NPeLn3NOHHOCT N peHTreHoyopecLeHTHOro MeToAa onpegeneHns XMUYeckoro coctasa
30/1bl TBEpAbIX TOMMAMB UCNOMbL3YIOT cTaTUCTUYecKylo 0BpaboTky pesynbTaToB UCMLITAHUSI CTaHOapPTHBIX
obpasuos.

[aHHble 0 NOBTOPSEMOCTU M BOCMIPOM3BOANUMOCTIN Pe3yibTaToB OTCYTCTBYIOT, TaK Kak He 3aBepLUeHa pas-
paboTka KOMMbIOTEPHOM NporpamMmmbl 4nst 06paboTku pesynbTaTos.

14 lpoToKon ucnbiTaHUM

MpoTokon ucnbITaHWM QormkeH coaepKaTb criedytoLlyto nHdopmMauumio:

a) maeHTndukaLmsa Npoodeol;

6) ccblfika Ha HacTosLWMIA cTaHAAPT;

B) pesynbTaTbl UCNbITAHUS, BKITHOYAA CYMMapPHBIA pe3ynbTaT, BbipaXKeHHbIe Ha Cyxoe COCTosIHUE Npobbl,
U NpeacTaBneHHbIe B BUAE MacCoBbIX J0Ne OKCUAOB 3NIEMEHTOB, OKPYTTIEHHBIX B COOTBETCTBUM C Tabnuuein 3,
a Takke criegyrowas hopmynupoBka:

«CyMMmapHbIi pesynbTaT onpeaeneHus XMMUYEeCcKoro cocTaBa 3011kl MOXeT He BbiTb paBHbIM 100 %»;

r) HaumeHoBaHWe nabopaTopun, NPOBOAUBLLEN UCTILITAHUS;

) AartaucnbiTaHus;

e) TunwunapameTpbl PP-cnekTpoMeTpa;

X) nobble 0cOBEHHOCTU, 3aMeYeHHble BO BpeMsl UCMbITaHWsl, KOTOpble MOrMW MOBNUATbL Ha ero
pesynbTar.

10
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MpunoxeHne A
(cnpaBo4Hoe)

MpoBepka pe3ynLTaToB onpeaeneHUsl Makpo- U MMKPO3NeMeHTOB B 3o5e
MeTOAO0M peHTreHoyopecLLeHTHOM CNeKTPoMeTpUumn

PacxoxgeHvne mexay pesynbTaToOM UCMbITaHWA CTaHAAPTHOro o6pasya v NnacnopTHbIM 3HaYeHMeM onpeaensieMoro
napameTpa 3aToro obpasua AoNKHO ObITb CTATUCTUHECKWN HE3HAYUMBIM. [1pU 3HAYUTENBHOM PacXOoXAEHUN 3TUX BENNYMH
aHanv3noBTopsoT. ECnv pacxoxaeHue CHOBa OKa3blBaeTCs 3BHA4YUTENbHBIM, TO aHanManpyoT pyron cTaHaapTHbI obpa-
3eu. Ecnu pacxoxgeHue cHOBa OKa3blBaeTCsl 3HAYUTENbHbBIM, CregyeT BHUMaTeNbHO U3Y4nUTb MHCTPYKUUM U YCTPaHUTb
MeToanyeckue oWmnbky. K BO3MOXHBIM OLUMOKaM OTHOCATCS HU3KOE KaveCTBO NiaBNeHbIX AUCKOB, HEMOMHOE CraBfeHue,
3arpsisHeHune Npobebl, a Takke HenpaBwunbHas akcnnyaTauus P-cnektpomeTpa.

HaunHaTb ucneiTaHne Npob MOXHO NOCMe TOFo, KaK pacxoxaeHve Mexay NnacrnopTHeIM CogepXXaHuem anemeHTa B
cTaHaapTHOM obpasue 1 cogepkaHnem, NoNyYeHHbIM 9KCNepPUMEHTanbHO, CTaHeT CTaTUCTUYECKN HE3HAUMMbIM.

[nsi oueHKu 3Ha4YMMOCTU PacXOXaeHVI pe3ynbTaToB CTaHAAPTHLIV 0Bpasel ucnolTeiBany He MeHee Yem B 10 nabo-
paTopusix pasHbiMW METOAAMM, NPABUITBHOCTb U NPELU3NOHHOCTE KOTOPbIX CPaBHUMA C NPABUNbHOCTLIO U NPEeLN3NOHHOC-
TblO HacTosiwero metogda. [lonyckaemoe pacxoxgeHue pesynbTaTtoB ONpeaeneHusl paccunTbiBany no criegyiowemy
YPaBHEHMIO:

82
Shedte

n
|As— Al <) ——He 1 62 4+ 2L,
N, n

(A1)

roe A, — nacnopTHoe 3HaYeHne CoAIepXaHns OnpeensieMoro dNeMeHTa B CTaHgapTHoM obpasue;
A — pesynbTat unu cpegHeapudmMeTnyeckoe pe3ynbTaToB onpeaeneHnn 3NemMeHTa, NofyYeHHble 3KCNepuMeH-
TanbHO ANs cTaHgapTHOro obpasya;
S, ;, — nabopaTopHoe CTaHAapPTHOE OTKINOHEHNE PEe3YNbTaToB, NOMYYeHHbIX B CepTUULMPOBaHHbLIX NnabopaTtopusx;
Sy — BHYTpMnabopaTopHoe CTaHAapTHOE OTKIIOHEHUE, NOMNYyYeHHOe B CepTUMUMPOBaHHbIX nabopaTopusx;
Ny — CPEAHEE KONMMYECTBO NaparnsienbHbIX ONpeaereHui B cepTuduumpoBaHHbIx nabopatopusx;
N, — konnyecTtBo cepTUdnuMpoBaHHbIX naGopatopui,
n — KONWYEeCTBO NapannenbHbix onpeaeneHun (B 6onblumMHCTBE crnyyaes n = 2);
©, — BHyTpunabopaTopHoe CTaHAAPTHOE OTKIOHEHNE pe3yribTaToB.;
G, — MexnabopaTopHOe CTaHAaPTHOE OTKNOHEHNE Pe3yrbTaToB.
Ecnu pesynbtat onpegeneHus oteevaeT NpUBEAEHHOMY BbilLe YCIIOBUIO, T. €. NIEBasl YacTb BbIPAXEHUS] MEHbLUE
Uy paBHa ero NpaBoW YacTh, TO PacXxoXAeHNe AaHHOTO pe3ynbTaTa C UCTUHHOW BENTUHYMHON CTaTUCTUYECKU HE3HAUUMO.
B npoTUBHOM Cny4ae 370 pacxoxaeHue CTaTMCTUYECKU 3HaUUMO.
Ecnwn oTcytctBYeT nonHas nHopmauma 06 ncnonb3yemom crtaHgapTtHoM obpasue, To NoCTynawT cneayiowmm
obpasom:
, a) MpuWOTCYTCTBMM JaHHbIX, MO3BONAIOLMX CPaBHUTE pe3ynbTaTthl C pe3ynbTaTaMu gpyrux nabopatopuil, BENUYUHY
iﬂ MCKIIOYaloT, @ BMECTO S7, MCNONb3yloT CTaHAaPTHOE OTKMNOHEHME Pe3ynbTaToB, NONyYeHHbIX B naGopaTtopuu;
We
6) ecnu cepTudukauus obpasua NnpoBegeHa Tonbko B 0gHON nabopaTopum nnu pedynbTathl gpyrux nabopartopumn
HEN3BeCTHbI, TO TaKoW oGpaseL, He peKOMEHAYETCA NCMONb30BaTk KaK CTaHAAPTHLIN AN AaHHOro MeToaa aHanusa. Ecnu
3TO HEBO3MOXHO, TO AN NPOBEPKM MONY4EHHbIX PE3yNbTaTOB UCMONb3YIOT BhIpaXKeHWe:

2
Ao — Al <2202 + O (A.2)
n

11
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Mpunoxenne b
(cnpaBouHOe)

PeakTtuBbl, Ucnonb3yemMble ANA NPUroToBrNeHUA rpaayupoBoOYHbIX npo6

Peaktus MpensaputensHasn obpaboTtka
SiO, MpokanueaioT B NnatuHosom Turne npy 1000 °C B TeveHne 1 4, OXnaxaaloT B 3KCUKaTope.
Al,O3 MpokanuealoT B NnatuHoBoM Turne npu 1250 °C B TeueHue 2 Y, OXNaxaatoT B 3KCUKaTope.
Fe;O3 MpokanveatoT B NnatmHoBom turne npu 1000 °C B TeveHue 1 4, OxnaxgaioT B SKcUkartope.
CaCOs; BeicywwmsatoTt npu 100 °C B TeueHne 1 4, oxnaxagaloT B 3KCUKaTope.
MgO MpokanueatoT B NnatuHoeom turne npy 1000 °C B TeveHne 1 4, oxnaxgatoT B SKCUKaTope.
Na,S0, BoicywwusatoT npu 100 °C B TeueHne 1 4, oxnaxgaroT B S3KCMKaTope.
KH,PO4 BeicywwuBatoT npu 105 °C B TeueHne 1 4, oxnaxagaloT B 3KCUKaTope.
TiO, MpokanueatoT B NnatuHoeom turne npu 1000 °C B TeveHne 1 4, oxnaxaatoT B SKCUKaTope.
Mn304

Ownokeng mapradua (MnO,) npokanveatot npu 1000 °C B TeueHne 24 4, gatoT ocTbiTk. [MonyyeH-

Hbli KOoMKoBaTbii MNn3;O4 MamenbualoT 40 TOHKOro Mopoluka. BeigepxueatoT B Te4eHvne 1 4 npu
550 °C, oxnaxgatoT B SKeukaTope.

12
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Mpnnoxenne B
(o6a3aTenbHoe)

OueHKa NpeLU3noOHHOCTHU NpoLecca NPUroToBNeHUA NpenapaToB — nraBneHbIX AUCKOB

B.1 O6nactb npumMmeHeHus

HacTosiwee npunoXxeHne ycTaHaBnMBaeT Npoueaypy onpeaeneHns npeunsnoHHOCTY MPUFOTOBINEHNS NNaBNeHbIX
OVNCKOB.

B.2 Mpouenypa

MpucTynas BnepBble kK paboTe ¢ NNaBneHbIMM AUckamu, onepaTop ACMXeH NPOU3BECTW creayolme aencTBust
no onpeaeneHnio CTaHAapTHOro OTKINOHEHUA NpoLuecca NPUroTOBITEHUs AUCKOB:

a) BblOMpaloT ABE pasnuyHble Npobbl 30Mbl YA U 13 Kaxaon Npo6bl FOTOBAT MO NsITh AWCKOB B COOTBETCTBUM C NPO-
Luegypomn, yctaHoBneHHon B 9.1;

6) n3MepsiItoT MHTEHCUBHOCTL NMMHMK Si Ko Anst kaxaoro aucka. MMHMManbHoe KONMYecTBO HaKOMMeHHbIX KBaHTOB
MPU 8TUX U3MEpPeHWsIX AOMKHO cocTaBnATh 4 x 108, Mameperve nHTeHCMBHOCTM N3Ny4YeHns KaX40ro Aucka NoBTopsiioT
NATb pas, Ipu STOM 415 KaX40ro MamepeHusi UCK noMeLuatoT B Npubop 3aHOBO;

B) pes3ynbTaTbl U3MepeHWi 3anuceIBatoT, Kak NokasaHo B Tabnvue B.1;

Tab6nwnuya B.1 — Npumep 3anvcy pesynbTaToB Ans OLEHKU NPEeLU3NOHHOCTM NPUrOTOBIEHUS NNABMNEHbIX AVCKOB

PesynbTathbl U3MepeHui @
Homep avcka
1 2 3 4 5 CpepHun Pas6poc
1 41502 41485 41511 41498 41492 41498 26
2 41505 41501 41497 41513 41537 41510 40
3 41470 41455 41459 41409 41453 41449 61
4 41526 41545 41558 41517 41565 41542 48
5 41500 41532 41517 41494 41508 41510 38

@ EanHULElt naMepeHnii MoryT GbITh YMCIO KBAHTOB, YNCIO KBAHTOB B CEKyHy Unu Bpemsl, Heobxoaumoe ans pe-
rmcTpaunm onpeneneHHoro YUNCra KBaHToB.

r) nopesynsTaram U3MepeHuin PacCHNTLIBAIOT:
1) cpeamHwi peaynbTaT (X) U3 NATM CPeaHNX PE3yNbTaToB U3MEPEHNIA,
2) cpepHwii pasbpoc (§ ) N3 NATK pa3bpocos u
3) pasbpoc (R) natm cpeaHnx pe3ynsTaToB U3MepeHui.

MoacraensoT BeNWMYMHLI, NONyYeHHble Ans X, RuRe dopmynesl (B.1) n (B.2), 4Tobbl BbIMMCINTE CTaHAAPTHOE
OTKNOHEHWe NPUroToBneHns obpasua (Sp) 1 ko3pchmumeHT Bapnaumnm (S,).

s [[RY_1(RY. y
P Vl233) 5(233)° B.1)

(B.2)

Sp
S,=2* .100.
X

Ecrm S, 6onbwe 0,2 %, TO M3MEPEHNs anckoB AaHHoM Npobbl noeTopsioT. Ecnn S, onate 6onbwe 0,2 %, nccnenyiot
M YCTPAHAIOT MPUYUHBI pacxoxaeHns. OCHOBHbIE MPUYMHBI MOBLIWEHHOIO ko3dpuumeHTa Bapumaumm — 3T0 HU3Koe
KayecTBO paboyen NOBEPXHOCTU AUCKa (HanNpuMep, HEPOBHOCTU), BHELWHWUE 3arpsi3HEHNA, HENONHOE CNNaBneHne u T. 4.
lMocne ycrpaHeHns 3TUX OWMGOK n3MepeHns n pacyeTsl o 6) u r) NoBTopsIioT, JOGMBAACH YCTONHNBOW BENUUMHLI S,
meHee 0,2 %.
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Mpumep — Mpu o6pabomke pesynsmamos, npusedeHHbix 8 mabnuuye B.1, nony4eHs! cnedyrowue enu-

YUHbI!

X =41502
R=93
R=43
S,=39,05
S,=0,094

Mockonbky S, merHee 0,2 %, TO NPELN3NOHHOCTL NPUTOTOBIIEHNS1 AVCKOB YAOBNETBOPUTENbHAS U MOXHO Ha4MHaTL

aHanua npo6.
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YK 622.6:543.812:006.354 MKC 73.040 MOD
75.160.10

KnioueBble crosa: TBepaoe MuUHepalribHoe TOMIIMBO, YroJib, KOKC, 30Na, XUMWYECKUI COCTaB 30Mbl, aHanms,
peHTI’eHOCbJ'IyODECLI,eHTHaﬂ CNEeKTpoOMEeTPUA, MakpoanNeMeHTbl, MUKDO3NMEeMEHThI
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