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Mpeaucnosue

1 PASPABOTAH deaepanbHbiM rocyaapCTBEHHBIM YHUTAPHBIM NpeanpusaTuem «Bcepoccuinckuin Hay4Ho-
UCCrneaoBaTenbCKUi LEHTp CTaHaapTusaumu, uicopmauumn u ceptudukauumn Coipbs, MaTepuarnos U BELUECTBY
(®ryn «BHULICMB») Ha ocHoBe COOGCTBEHHOTO ayTeHTMYHOTO NEpPeBoAa Ha PYCCKMIA A3blK €BPONENCKOro
pernoHanbLHOro 0KyMeHTa, yKa3aHHOoro B NnyHkTe 4

2 BHECEH TexHuueckum KOMUTETOM no cTaHaaptusauumn TK 179 «Teepaoe MUHepanbHOE TONAMBOY

3 YTBEPXOEH v BBEJEH B OEWCTBMUE Mpukasom deaepanbHOro areHTCTsa no TEXHUYECKOMY
perynupoBaHuto n metponorun ot 15.11.12 Ne 914-cr

4 Hacroswun craHgapT ABngeTca  MoAUMPUUMPOBAHHBLIM NO OTHOLUEHUIO K €BPONencKoMy
permoHansHomMy pokymeHty CEH/TC 15411:2006 «Tonnuso TBEpaoe u3 ObITOBbIX OTX0A0B. MeToabl
onpeaeneHus cogepxaHuss MukpoanemeHtoB (As, Ba, Cd, Co, Cr, Cu, Hg, Mo, Mn, Ni, Pb, Sb, Se, Tl, V,
Zn)» (CEN/TS 15411:2006 «Solid recovered fuels — Methods for the determination of the trace elements
(As, Ba, Be, Cd, Co, Cr, Cu, Hg, Mo, Mn, Ni, Pb, Sb, Se, Tl, V and Zn)») nyTeM U3MEHEHUA OTAENbHbIX
pas (crnos, 3Ha4YEHUN NoKasaTeneil, CCbINOK), KOTOPbIE BbIAENEHbI B TEKCTE KYPCUMBOM.

5 BBEJJEH BIMEPBbIE

lNpasuna npumereHus Hacmoaueao cmaHdapma ycmarosneHbl € FOCT P 1.0—2012 (pa3den 8). Inbopmauus
00 u3MeHeHUAX K Hacmosuemy cmaHdapmy nyonukyemca & exe200HoM (110 cocmosHUI0 Ha 1 AHeaps mekyu,eao 200a)
UHGhopMaYUOHHOM yKasamene «HalyuoHanbHble cmaHOapmel», a oghuyuanbHbill meKem USMeHeHuUl U Mornpagok — &
eXeMEeCAYHOM ¢hopMalUoOHHOM yKa3amene «HauyuoHaneHble cmaHOapmbi». B ciyyae nepecmompa (3ameHbl) unu
OMMeHb! Hacmosauweao cmaHd0apma coomeemcemsyoujee yeedomnerHue bydem onybnuKkosaHo & bnuxalieM ebirycke
©XeMeCAYHO20 UHHOpMaUloHHO20 yKasamens «HayuoHanbHbie cmaHOapmbly. Coomeemcmeyiouwas uHgopmauus,
ysedomneHue U MeKCcmbl pasMewaomes maKkxe 6 UHGopmalyuoHHOU cucmeme o0bWEe20 o/1b308aHus — Ha
ogpuyuanbHom calime @edepanbHo20 aseHmemea 0 MEXHUYEeCKOMY pe2ynuposaHulo U memponosuu & cemu
UumepHem (gost.ru)

© CtangaptuHcopm, 2014

Hacrosiumi craHgapt He MOXEeT ObiTb MOMHOCTLIO UMM YaCTUYHO BOCMPOM3BEAEH, TUPAKUPOBAH U
pacnpocTpaHeH B kayecTBe ouuManbHOro usgaHuss 6e3 paspelieHus denepanbHOro areHTcrsa Mo
TEXHUYECKOMY PETYNUPOBAHUIO U METPONOTNK
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BBeneHue

To4HOe onpefeneHne coaepKaHust MUKPOINEMEHTOB B TBEPAOM TONAWBE M3 ObITOBLIX OTXOA0B
HeoBX0AUMO AN PELLEHNS IKONOTMYECKUX M TEXHONOTMYECKMNX 3a4a4 Kak Ha CTaauv NPOM3BOACTBA, TaK U B
npouecce cxuraHus. ns pasnoxeHus npod TBEpAOro Tonnuea N3 ObITOBbIX OTXOA0B B LieNsSX NepeseaeHns
UX B pacTBOP WCMOMb3YIOT PasfuyHble METOAbl. [Ana KONUYECTBEHHOro OnpeAeneHns MUKPOSNEeMEHTOB B
pacTBopax MOryT ObiTb UCMONb30BAHbI PA3HbIE MHCTPYMEHTANbHbIE METOAbI aHanu3a, HanpuMep, aTOMHO-
SMMUCCUOHHAsA CNEKTPOMETPUSA C MHAYKTUBHO CBA3AHHOW NNasMoi W ONTUYECKUM MMM MacC-A4EeTEKTOPOM,
aToOMHO-abCcopBUMOHHAA CNeKTPOMeTpus € atomusauuen B rpadpuToBON Mevnm U gpyrue cneumanbHble
MeTOoAbl (HanpuMep, AnA onpeaeneHns pTyTu).



rOCT P 55131-2012
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HAUMOHANBbHBIN CTAHAOAPT POCCUMNCKOWN ®EJEPALUNMN

Tonnueo TBepAoe u3 GbITOBbLIX OTXOAOB.
OMNPEAENEHME MUKPOJJNIEMEHTOB

Solid recovered fuels — Methods for the determination of the trace elements (As, Ba, Be, Cd, Co, Cr, Cu, Hg, Mo, Mn, Ni,
Pb, Sb, Se, Tl, V and Zn)

Dara BBeaeHus — 2014-07-01

1 O6nacTb nNpuUMeHeHus

Hacmosawull cmanGapm pacnpocmpaHsemcesi Ha ece eulbl meeplo2o monnuea u3 6bimoebiX
omxo0oe U ycmaHasnusaem memoOlb! onpedesieHus credyowux MUKpoIieMeHmos: Mbiuibska (As), bapus
(Ba), 6epunnusa (Be), kadmus (Cd), kobanbma (Co), xpoma (Cr), medu (Cu), pmymu (Hg), monubdena (Mo),
mapeanya (Mn), Hukensa (Ni), ceunua (Pb), cypbmbl (Sb), ceneHna (Se), mannus (Tl), eanHadus (V) u yuHka
(Zn).

B HacTosiLLeM cTaHAapTe YyCTaHOBMEHbl TPU anbTepHaTUBHbLIX METOAA PA3fNOXEeHUs TBEPAOro TonnmMBea
13 BbITOBbLIX OTXO40B:

MeToa A: pasnoXeHue HaBEeCKM TONMuBa B MWKPOBOSIHOBOW MEYM CMECHLID (PTOPUCTO-BOAOPOAHOM,
a30THOM M CONSAHOW KMCNOT;

MeToa B: 03oneHue HaBecku TONNKMBA C NOCMEAYIOLLMM Pa3noXKeHUEM 301kl Ha ropsven BoAsiHOW baHe
CMeCbo (PTOPUCTOBOAOPOAHOW, a30THOW U CONSAHON KUCIOT;

MeTtoq B: pasnoxeHue HaBeCckM TOMMMBA B CYLUMSIbHOM LUKad)y CMECbiO a30THOW, XIOPHOW W
PTOPUCTOBOAOPOAHON KMCIIOT.

MHcTpymeHTanbHoe onpegenexnve As, Ba, Be, Cd, Co, Cr, Cu, Hg, Mo, Mn, Ni, Pb, Sb, Se, Tl, Vu Zn
NPOBOAAT METOAOM ONTMYECKOW AaTOMHO-SMUCCUOHHOW CMEKTPOMETPUU WM MaCC-CMEeKTPOMETPUM C
WHAYKTUBHO cBAdaHHou nnasmon (MCIM-03C

unu UCIM-MC), metoagoM aTtoMHO-abCopOLMOHHONW CNeKTPOMEeTpUM ¢ aromusauuen B rpadutoBon
neun (AAC-ITI), wnn meToaoMm xonogHoro napa (AAC-XI), wnAm MeToaoM aToOMHO-aGCcopOUMOHHOM
cnekTpoMeTpum ¢ rmapuaHon reHepauyuen (AAC-IT). PTytb onpeaensiioT TOMbKO NOCMe pPasnoXeHus
HaBECKW B MUKPOBOSHOBOW NeYu Unu Apyrum nNpsmbIM aHanMTUYECKUM METOAO0M.

MonHoTYy pasnoxeHus NPoObl KAYECTBEHHO OLIEHMBAIOT NYTEM PEHTreHO-NyopecLEeHTHOro aHanusa
(P®A) tBepaoro ocratka. MNpu HEOOGXOAMMOCTU WMCNONb3YIOT anbTEPHATUBHLIN METOA pasnoxeHua (M3
NPEANOXEHHbIX).

MeTtoa a) pekomeHaoBaH ans aHanusa niobbix Npob, HO NPU  BbLICOKOM COAEPXaHMU OPraHM4EeCKoro
BeLlecTBa B Npobe macca HaBeCkU I0MKHA ObITb 04EHb HEGOTMbLLION.

MeToa 6) pekoMenaoBaH Ansi aHanu3a npo® TBepAoOro TonnuBa U3 ObITOBLIX OTXOAOB C BbICOKOM
KOHLUEHTpaumeil OpraHM4eckoro BewecTsa, eCnm pasnoXXeHne Apyrumm MeToaa-Mu Bbi3biIBAET 3aTPYAHEHME.
3TOT METOA Pa3nNOXXeHUs1 He NOAX0AUT ANsi onpeAeneHus pTyTU.

MeTon B) pekomeHaoBaH Ansa aHanu3a npo6G TBepAoro TOMMMBA M3 ObITOBLIX OTXOAOB, NpM
pa3noXXeHnn KOTOPbIX APYTMMU METOAAMMN OCTaETCs 3HAUMTENbHOE KONMYECTBO HEPAaCTBOPMMOIO OCTaTKa.

2 HopmatuBHbIE CCBLUIKU

B HacrosawemM crangapre Ucnonb3oBaHbl HOPMATUBHBIE CCbINKK Ha CrieayloLMe CTaHaapThbl:

FoCT P 51212—98 Boda numbeeas. Memoldbl onpeleneHuss codepxaHus obwel pmymu
becrinameHHO amomHO-abcopbuyuoHHOU cnekmpomempuel

IOCT P 51309—99 Boda numbesas. OnpedeneHue codepxaHusi dNeMeHmos memodamu amomHoU
criekmpomempuu

I'OCT P 51760—2001 Tapa nompebumernbckas rnonumepHas. Obujue mexHudyeckue ycrosus

IOCT P 52501—2005 (MCO 3696:1987) Boda 0na nabopamopHo20 aHanu3a. TexHudeckue ycrosusi

T'OCT P 53228—2008 Becbi Heasmomamudeckozo Oelicmeusi. Yacmb 1. Memponozudeckue u
mexHu4eckue mpeboearus. Vicribimarnus

WU3nanue opmumanbHoe



rOCT P 55131-2012

FOCT P 54224—2010 (CEN/TS 15403:2006) Tonnueo meepdoe u3 b6bimoebix omxodos. OnpedeneHue
3071bHOCMU

FOCT P 54229—2010 (CEN/TS 15413:2006) Tonnueo meepdoe u3 6bimosbix omxodos. Memoodbi
npueomosneHus npobbi 0118 ucnbiMaHusa u3 nabopamopHoU npobbi

F'OCT P 54233—2010 (CEN/TS 15414-3:2006) Tonnueo meepdoe u3 O6bimoebix 0mxodos.
Onpedenerue codepxaHus enazu ebicyuusaHuem. Yacmp 3. Bnaza aHanumu4veckas

FOCT P 54235—2010 (CEN/TS 15357:2006) Tonnueo meepdoe u3 b6bimoebix 0mxodoe. TepMuHb! U
onpedeneHus

FOCT 3118—77 Peakmusebl. Kucrioma consHas. TexHudeckue ycrnosus

FOCT 4152—89 Boda numbeesas. Memod onpedeneHus: Maccoeoli KOHUeHmMpauyuu Mbilubska

FOCT 4461—77 Peakmusebi. Kucnoma a3zomHas. TexHudeckue ycrnosus

FOCT 6709—72 Boda ducmunnuposaHHas. TexHudeckue ycnosus

FOCT 10484—78 Peakmueni. Kucrioma ¢pbmopucmogodopodHas. TexHu4ecKue ycrnosus

FOCT 13867—68 Npodykmbl xumudeckue. O603Ha4YeHus1 4ucmomel

FOCT 18293—72 Boda numbesas. Memodbi onpedenieHus codepxaHus ceuHYya, UuHKa, cepebpa

FOCT 19413—89 Boda numeesas. Memod onpedenieHus Maccoeoll KOHUeHmpauuu ceneHa

M puMMeyaHUWe— I_Ipl/l NoNb30OBaHUN HacToAWUM CTaH4apTOM qenecooGpaaHo npoBepPUTL AeﬁCTBMe
CChINOYHBIX CTaHAapPTOB B MHPOPMaLMOHHOK cucTeme obLero nonb3oBaHUA — Ha oguynanbHom caitte degepanbHoOro
areHTCcTBa no TeXHU4YeCKOMY peryrnmpoBaHuo U MeTPOsIorMn no crtalHpapTusauun B CeTU MHTepHeT nwnn No exerogHo
usfaBaeMoMy UHPOPMaLIMOHHOMY yKasaTento «HauuoHarnkeHble CTaHAapThl», KOTOPLIA ony6n1MkoBaH NO COCTOAHUIO Ha 1
AHBapA TeKyllero roga, U no BbinyckaMm exemMecA4YHOro I/IH(*)OpMaLWIOHHOI'O ykasaTtens <<HaqMOHaanble CTaH4apTbl» 3a
TeKyLLWII7I rog. Ecnn sameHeH cchbinoYHbIf CTaHAapT, Ha KOTOprVI AaHa HejaTupoBaHHAA CCbiflka, TO peKoMeHayeTcA
NUCNoN1b30BaTb ,qe|7|0TBy|ou4y+o BEPCUIO 3TOro CTaHfapTa C yHeTOM BCeX BHECEHHbIX B JaHHYIO Be€PCUlo n3MeHeHun. Ecnu
3aMeHeH CChbINOYHbIN CTaH4apT, Ha KOTOprI7I AaHa faTupoBaHHaA cCbifika, TO peKoMeHAQyeTCAa UCNonb3oBaTb BEPCUIO
3Toro CrtaHpapTa C yKa3aHHbIM Bbllle rogoM YTBepXAEeHUA (I'IpMHFlTMFl). Ecnu nocne yTBEepXAeHUA HacToAlwero
CTaHdapTa B CCbINTOMHbIN CTaHAapT, Ha KOTOprVI daHa gJaTupoBaHHaA CCbinka, BHECEHO USMEHeHWe, 3aTparuBarLllee
nonoxeHne, Ha KoTopoe faHa cCbinka, TO 3TO NONOXeHWe pekoMeHAyeTCA NPUMEHATb 6es yyqeTa AaHHOro U3MEHeHUsA,
Ecnun ccblinoYHbIi CTaHAapT OTMEHEH Oes 3aMeHbl, TO NoNoXXeHne, B KOTOPOM flaHa CCblflka Ha Hero, pekoMeHayeTca
NMPUMEHATb B YaCTU, He 3aTparnBaloLLeid 3Ty CChINKY.

3 TepMuHbI 1 onpeaeneHus

B Hactoswem craHgapTe NpuMeHeHbl TepMuHbl M onpegeneHuss no TOCT P 54235, a Takke
cneayioLme TepMUHbI C COOTBETCTBYIOLUMU ONpeaeneHUsIMU:

3.1 pasnoxeHue (digestion); MuHepanu3auus opraHM4ecKkoro Bellecrea npobbl U pacTBOpeHue ee
MWHEparnbHOWM YacTu, NOSIHOE MU YaCTUYHOE, B NPOLECCe XUMUYECKOM peakLu CO CMEChIO peareHToB.

3.2 MMKpPOBOJIHOBOE YCTPOMCTBO (microwave unit): Bcs cucrema anst MUKPOBOMHOBOW 06paboTku
ObITOBbIX OTX0A40B (NeYb U OTHOCALLEECS K Hell 00opya0BaHME).

4 TpeboBaHUs TEXHUKN 6e3onacHOCTH

MpaBuna obpalleHnss ¢ NOTEHUMANbHO OMacHbIMM MaTepuanamu M3MOXEHbl B COOTBETCTBYIOLLMX
HaLMOHanNbHbIX MHCTPYKLUMAX, KOTOPLIM AOSMDKHA CreioBaTh Kaxgaas nabopartopus.

B gononHeHue K 3TUM NpaBunam crneayert Takke UMeTh B BUAY:

- MMKPOBOJTHOBYIO NEYb MOXET UCMOMNb30BAaTh TOMLKO OMbITHLINM ONepaTop, CTPOro cneays MHCTPYKLUK
no sKkcnnyarauuu;

- GONbLUMHCTBO peareHToB, UCNOMb3YEMbIX B IaHHOM CTaHaapTte, ABNSATCA CUINIbHO KOPPO3UOHHBLIMM
M BbICOKO TOKCUMYHbIMK. Mpu paBGoTe C TakKUMKU peareHTamMn B YCMOBUSIX BbICOKOW TEMMEPATypbl U BbICOKOTO
AaeneHus codniogeHne mep 6e30nacHoCTU ABNSAETCA abCoNMOTHO 00A3aTENbHLIM YCITOBUEM;

- BCe npoueaypbl AOMKHbI BLINOSIHATECA B BbITSDKHOM WKady uNM B  3aKpbITOM XOPOLLO
BeHTUNMpyeMom obopyaoBaHuu. [Mpu WUCNONBL3OBAHUM CUIbHLIX OKUCNAKOWMUX pPEeareHToB BO3MOXHO
o6pasoBaHue B3pbIBOONACHBIX OPraHMYeCcKMX NonynpoaykToB, oco6eHHo npu paboTte ¢ npo6amMu C BLICOKUM
coaepXaHuem opraHuYeckux coeamHeHun. He cneagyet oTKpbIBaTb COCyAbl, HAXOAALMECS MO/ AaBMNEHUEM,
[0 MX MOSHOro ocThiBaHuA. CneayeT usberaTb KOHTaKTa C XMMUYECKUMM peareHTamum U rasoo6pasHbiMu
npoayKTamu.
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5 CywHOCTbL MeToAa

Hasecky TBeporo Tonnuea u3 GbITOBbIX OTXOA0B UIM €10 30Nbl PA3NAraloT OAHNM U3 NPEASIOKEHHbIX
METOAO0B COOTBETCTBYIOLLEN CMECbIO KUCMOT. Mony4YeHHbI pacTBOp aHanu3upyloT Haubonee NOAXOAALLNUM
CMEKTPOMETPUYECKUM  METOAOM, TakMM Kak aTOMHO-3MUCCMOHHAs UMM  aTOMHO-a6copBLMOHHAN
CMEKTPOMETPUSI.

6 Annaparypa

6.1 MukpoBONHOBaA neyb, NpeaHasHaYeHHan Ans nabopaTopHbix paboT, OCHALEHHAsA YCTPOWCTBOM
ANS KOHTPONA Temnepartypbl.

6.2 CywmnbHbIi WwKad unu HarpesatenbHbIi 6Mok, obecneunsatowmit Temnepatypy (220 + 10) °C.

6.3 Cocyabl, UCnNonb3yemble B MUKPOBOSTHOBOW MEYM, CHAOXKEHHbIE NPeAOXPaHUTENbHLIM KranaHoMm
UK APYrMM TEXHMYECKUM NPUCNocobneHnemM, npeaoTBPaLLAloLLIMM Pa3pbiB COCyAa NPU PE3KOM MOBbLILLEHUM
AasneHus. Matepuan cocyaa AOmKeH ObiTb MHEPTHBIM MO OTHOLLEHWIO K KWUCIIOTaMm, MCMOMb3yeMbiM Npu
pa3noxeHun npoObl. Cocya Ans pa3noxeHus npod AOMmKeH BbiAEPKUBATL AaBneHne He MeHee 8 Bap. Ecnun
Macca opraHuMyeckoro eeluecrsa npodbl npesbiiaeTr 100 Mr, cocya AOMKEH BblAepXMBaTh bonee BbICOKOE
AaBneHue.

6.4 OnTuyeckMi aTOMHO-3MMUCCUOHHLIA CMEKTPOMETP WM  MacCC-CNEKTPOMETP C WHAYKTUBHO
cBAzaHHon nnasmon (UCr-03C unu UCI-MC).

6.5 ATOMHO-abCOPOLMOHHLIN CMEKTPOMETP C aTomu3auuen B rpadutoBon neun (AAC-TTI), unm
mMeToAoM xomnogHoro napa (AAC-XIT), unu aToMHO-abCOPOLIMOHHBIN CNEKTPOMETP C rMAPUAHON reHepaumen
(AAC-IT).

6.6 PeHTreHo-(hbrnyopecLeHTHbIn  CNeKTPOMETPp AN KA4YeCTBEHHOr0 aHanu3a  3NeMEHTOB,
onpeaensieMbiX B HACTOSALLEM CTaHAApPTE (3a UCKIoYeHuem bepunnus).

6.7 Becbi no FOCT P 53228 ¢ npeaenom AonyCckaeMoi NorpeLuHocTU B3pewumBanmns £ 0,1 mr.

6.8 O6Liee nabopaTtopHoe o6opyaoBaHWe, BKNOYas:

- MepHble konbbl u nuneTkn Tpebyembix 06bemos no FOCT 1770;

- emMkocmu mpebyemoli chopmbi U 06bema U3 NosUMepPHbIX Mamepuarnoe no FTOCT P 51760;

- obopygosaHue ans UIbTPOBAHUA XUMWUYECKM CTOWKOE, WCKMoYaloWwee 3arpasHeHue, Wmm
ueHTpudyra.

CreknsiHHoe 06OpyAOBaHWE He WUCnonb3ylT npu pabote co CBOOOAHOI HTOPUCTOBOAOPOAHON
KWCIOTOM.

CTeKnsHHYI0 NoCcyAy, MCNOSb3yeMylo Npu pasnoxxeHun npob, npeaBapuTenbHO TaTenbHo MoT 10 %
pacTBOPOM a30THOW KMCNOThI.

7 PeakTtuBbl

Bce peakTuBbl AOMKHbI UMETb CTEMEHb YMCTOThI HE MeHee Y.a.a. o [OCT 13867.

Opyrve peakTuBbl, UCNOMb3yeMmble ANS pPasnoXeHuss npo6 M MHCTPYMEHTanbHOro onpeaeneHus
3NIEMEHTOB, NMepeyncneHbl B HOpMaTUBHBIX AOKYMEHTAaX, yKa3aHHbIX B pa3gene 2 HacToALero craHaapra.

MpumMedyaHue— Kucnotel, NnpuMmeHseMble Ansa o6paboTkm npob u cTaHgapTHeIX 06pasLoB, 40MKHE UMETb
BbICOKYIO ~CTemeHb 4uUCTOTH. Ecnu  usMepeHus nposogat Metogom WCIM-MC, obnagarowyMm  BbICOKOWA
YYBCTBUTENLHOCTLIO, PEKOMEHAYeTCA AOMOMHUTENbHAs OYWCTKA KUCNOT AUCTURNSUUen. [ns MUHMMU3auuu NOMEX,
BO3HWKaIOLLMX NpU MexdasHbIX nepexofax 1 MOHU3aLUW U30TOMOB JPYrux SrEMEHTOB C TAKOW Xe aTOMHOI Maccoi, kak
y onpepenseMoro anemeHTa, Heobxo4UMO UCMONbL30BaThL AN pasfoxeHUst NPob a3oTHYIO KUCIOTY ¢ o6beMHoOI gonei
BoAbl MeHee 2 %. [Mpn Mcnonb3oBaHUM ANA PasfoXeHWs npob consHoi W CEepHON KUCMOT MOMEX, CBA3AHHBIX C
MOHM3aLMeh NOCTOPOHHUX U30TOMOB, BO3HUKAET 3HAYMTENbLHO BorbLue.

7.1 BolOa nepsoli cmenenu yucmomel no FOCT P 52501. JuemunnuposaHHyro eody no OCT 6709
O0sax0Obl nepezoHA1M 8 annapamype U3 Keapyeso20 cmeksa unu nodsepearom 0euoHuU3ayuu.

B coomeemcmeuu ¢ mpebosarusmu FTOCT P 52501 eody nepsoli cmeneHu 14ucmombl XpaHump He
criedyem.

7.23KVICHOT8 asotHaa (HNOs) no MOCT 4461, pacTtBop ¢ MacCcoBoOW aonen 65 %, NNOTHOCTbID Py =
1,40 r/cwm”.

7.3 Kucrniota asoTHas, koHueHTpauusa pacrsopa 0,1 Momb/aM°.

7.4 Kucnorta consHaa (HCI) no MOCT 3118, pactBop ¢ maccoson pgonent 36 %, NMOTHOCTbIO
020=1,18 r/cm°.

7.5 Llapckas eo0ka (ceexxenpueomosneHHbili pacmeop).
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HAna npueomoenexus yapckoli 600ku cmewugaiom 1 06bEMHYI0 Yacmb a3omHoll kucromsi (7.2), 3
obbemHble Yacmu conaHoll kucriombl (7.4) u 1 06beMHylo 4acmb  600bi (7.1). Pacmeop xpaHeHuio He
noonexum.

7.6 Kucnorta dropucrosogopoaHas (HF) nmo TOCT 10484, pactBop ¢ maccoBoit gonen 40%,
MNOTHOCTBIO Poo = 1,13 r/cm’.

7.7 Kucnota xnopHas (HCIO,4), pacteop ¢ maccoBoii gonei 70 %, NNOTHOCTbIO Py = 1,67 riom’.

7.8 Kucnoma 6opHas (H,BO;3) no FOCT 9656, pacmeop ¢ maccoeoii doneii 4 %.

8 NMoproroBka Npo6bl

8.1 XpaneHue na6éopatopHon npoodbi

JlabopatopHble Npobbl XpaHAT B COOTBETCTBUMU C PEKOMEHAALMAMU, U3NOXEHHBIMU B NPUNOXEHUU A.

JNabopatopuu, npoBoAsAWEN UCMbLITAHUS, >KenaTerbHO MOAAepPXMBaTb CBA3b C  MEpPCOHarnom,
NPON3BOAALLMM OTOOP U NpUroToBneHue nabopaTopHoii Npobbl, a TaKKe OCYLUECTBMAOWMM UX XpaHEHUe,
4yTOObLI COrMacoBbLIBaTb CBOM AENCTBUA A0 NOCTynneHust npobbl B nabopatopuio. B vactHocTn, npu
npurotoBneHmn npobul cneayet wusberatb nobbIX npoueayp, CNOoCOBHbLIX MOBLICUTL TemnepaTypy
maTtepuana soiwe 40 °C, 4ToObl NPeAOTBPATUTL MOTEPIO PTYTU WU APYrUX NETYYUX COEAUHEHMIA.

Kpome Toro, npu npurotosneHun naboparopHoi npobbl cneayet usberatb MnNU CBECTU K MUHUMYMY
NPUMEHEHNE TaKUX WCTOMHUKOB BO3MOXHOIO 3arpsi3HEHUsl, kak MeTtannuyeckoe o6GopyaoBaHue Ana
U3MenbYeHus.

JabopaTtopHbie Npobbl XPaHAT U TPAHCNOPTUPYIOT B KOHTEMHEPAX U3 NNACTUKA BbICOKOW NMOTHOCTHU.

8.2 MpurorosneHne NpooGbI TONNMUBA ANA UCNbITAHUSA

Mpo6a ans ucnbiTaHuin npeactaensieT coboit aHanMTUYeckyto Nnpody ¢ pasmepom 4acTul MeHee 1 MM,
NPUroTOBNEHHYIO U3 nabopaTopHoi Npobbl TBEPAOro TONNMBa M3 ObITOBLIX OTXOAO0B B COOTBETCTBUU C
TOCT P 54229.

B 3aBucumocCTM OT NpUMEHAEMOro MeToAa pasnoxeHus npobel Macca HaBecku coctasnseT ot 0,2 go
0,5r.

MockonbKy pe3ynbTaThl UCMLITAHUIA PACCYMTBLIBAIOT HA Cyx0€ COCTOSIHME TOMNMBA, OAHOBPEMEHHO U3
OTAEeNbHON HaBeCku Npobkl onpeaenslT MaccoByo Aonio Bnaru no FOCT P 54233.

9 PasnoxeHune npoobbl

9.1 Metoa A

Hasecky npobbl, npurotoBneHHomn no 8.2, maccoi ot 0,2 go 0,5 r B3BeLUMBAOT C TOYHOCTLIO 40 0,1 Mr
M MOMELLaloT B COCyA AN pasnoxeHus. [Npu HEoBXOAUMOCTM MOXHO CMOYMTb MPOBY MUHUMArbHbLIM
KONM4eCcTBOM BOAbI.

B cocya Ao06aBnsior 6 cm® HCI (7.4), 2 cm® HNO3 (7.2) 1 2 cm® HF (7.6). 3aKpblBatoT COCY/ KPbILLKOI 1
NOMELLAT B MWKPOBONHOBYIO neuvb (6.1), rae npoBOAAT pa3noxeHue npobbl B COOTBETCTBUM C
nporpaMmMon, napaMeTpbl KOTOPOW NpuBeaeHbl B Tabnuue 1.

Tab6nuua 1 —lNporpaMma pasnoxeHusi Npob B MUKPOBOJTHOBOW NeYn
Bpems, MuH MowuHocTb, BT
250

0
250
400
500

GO GINN

[Mocne OKOHYaHWS Pa3nOXEHUS COCyd OXNaxaarwT A0 KOMHATHOW TemnepaTypbl U OCTOPOXHO
OTKpbIBAIOT. [N CBA3bIBAHMA U30bITKa (PTOPMCTOBOAOPOAHON KUCNOThI B cOcya Aobasnstotr 650 Mr 6opHON
kucnotel (Hanpumep, 16 om® 4 %-Horo pactBopa 6opHoi kucnotbl (7.8). Cocya CHOBA 3aKpbiBaioOT,
NoMeLLaT B MUKPOBOSTHOBYIO NeYb W YCTAHABMMUBAIOT CREAYyOLLYIO NporpaMmy: Bpems — 3 MUH, MOLLHOCTb
— 300 Br. Mocne 3aBepLUeHUs NporpaMMbl COCYA OXnaXaaroT 40 KOMHATHON TeMMepaTypsbl.

OCTbIBLUKI PACTBOP NEPEHOCAT B MEPHYIO KONOy Heobxoaumoro o6Lema (Hanpumep, 50 CMS). Ecrnu B
pacTBope COAEPKUTCS 0CAA0K, ero OTASNAIT PUNbLTPOBAHUEM MU LEeHTpudyrmposaHneM. Cocrtas ocagka
npoBepsAIoT ¢ NoMoLlbio MeToga POA unu apyrum noaxoaawmm metoaom. Ecnu B ocaake obHapyxusalot
3HAYUTENbHOE KONMUYECTBO ONpeaensieMblX 3NEMEHTOB, TO MpOUEAypY MCNbITAHMSI HAUMHAIOT 3aHOBO C
ApPYron HaBeckoi npoObl, NPUMEHAR anbTepPHATUBHBLIN METOA pPasfnoXeHUA. AHanu3 0cagka MOXHO He
nNpoBOAUTb, €CNM €ro0 COCTaB M3BECTEH U3 NpedbiayLnxX WCNbLITAHMA MaTepuana TOro e Buaa unu
YCTAHOBJIEH 9KCNEPUMEHTArbHLIM NYTEM B NPEAbIAYLUMX UCNLITAHUAX JAHHOW NPOGbI.
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9.2 Metoa b

Hasecky 30nbl TONNKUBA, NPUroToBneHHyto no FOCT P 54224, maccoit 0,2 1, B3BELLEHHYIO C TOYHOCTbIO
fgo 0,1 wmr, nomewawt B 6Gomby wu3 TednoHa HU3KOrO JAaBrneHua C KprLIJKOVI CHabXXeHHOM
npegoxpaHuTenbHbiM kKranaHoM. B 6omby gobasnsaioTt 4 om® yapckown Boaku (7.5) n 1 om® HF (7.6). bomby
3aKpbIBAKOT U MOMELLAIOT Ha 3 Y B BOAAHYIO BaHIo, HarpeTyto 4o Temnepatypbl 90 °C.

Mocne oxnaxaeHus GomGbl Ao KOMHaTHOVI Temnepatypbl pacTBOp MEPEHOCAT B MEpPHYK konody
Heobxoaumoro obwvema (Hanpumep, 50 cm’). Ecrn B pacTBope COAEPXUTCA 0CadoK, €ero oTAensoT
uneTpOBaHMEM unKu LeHTpudyrmposaHmeMm. COCTaB ocagka NpPOBEpsitoT € nomoupio Metoga PPA unu
Apyroro noaxoasiiero metoga. Ecnn B ocagke oBbHapyxvBatoT 3HAYUTENBHOE KONMYECTBO ONpeaensemMblxX
3/1IEMEHTOB, TO MpOoUeAYypY WCMAbITAaHUS HAYMHAIOT 3aHOBO C APYrOM HaBeckoi npobbl, npuMeHss
anbTePHaTUBHBIN METOA pasnoXeHus. AHanu3 ocagka MOXHO He NPOBOAUTL, €CIU €ro COCTaB U3BECTEH U3
npeabiayLwmMx WUCMbITAHUA MaTepuana TOro >ke BMAAQ WM YCTAHOBMIEH 9SKCNEPWMEHTAaNbHBIM NYyTEM B
npeabIAYyLLMX NCNbITAHNAX AaHHON NPOObI.

9.3 MeTog B

Hasecky TOI'IJ'II/IBa 0,5 r, B3BELUEHHYIO C TOYHOCTLIO A0 0,1 Mr, noMeLualT B TEIIOHOBYIO 60M6y
CmewmBaoT 950 cM® a30THOM KUCHOTbI (7.2) n 50 oM’ XINOPHOW kucnotel (7.7). Job6asnsior 10 om® aToi
cmecu kucrnot B 6omOy. BomOGy 3akpbiBaloT M NOMELLAT B CYLUIMMbHbIA WKad (6.2), HarpeTblii A0
Temnepatypbl 190 °C, He MeHee YyeM Ha 10 4 (BknoYas Bpemsa nogbema TeMNeEpaTypsl).

Mocne oxnaxgeHus 60M6b| 10 KOMHaTHON TEMNEepaTypbl PACTBOP NEPEHOCAT B MNACTUKOBbLIN Meprm
cocya BMGCTVIMOCTHO 50 cM®. BomMGy npombiBatOT CMEChIO 5 oM’ pacTeopa a30THOW kucnoTbl 0,1 Monb/am’
(7.3) n 0,5 oM’ KOHLEHTPUPOBAHHON PTOPUCTOBOAOPOAHON KUCNOTbI (7.6), CnvMBas NPOMbIBHOW pacTeop B
MEPHbIi cocyA. PactBop B MepHOM cocyge pa3baBnsitoT A0 METKM pacTBOPOM as0THOW kucnotbl 0,1
mork/am’® M nepeMellMBalOT. B Cryyae HEMOMHOTO pAa3nOXEHWUs HABECKM OCTAaTOK OTASNSIOT
UNbLTPOBAHUEM UMM LIEHTPUCYrMpPOBaHMEM, a 3aTeM pasnaratoT ero B ynbTpa3sykosoi G6aHe npu 50 °C
CMECbLIO KMCNOT, COCToALENn U3 5 ¢M” aszoTHoW kucnoThl (7.2), 0,5 om® XrnopHow kucnotbl (7.7) n 4,5 oM’
Ct)TOpMCTOBO,EI,OpO,El,HOVI KucnoTel (7.6).

[Mocne oxnaxaeHusi pacTBop NEPEeHOCAT B MEPHYIO KONByY Heobxoanmoro ob6xema (Hanpumep, 50 cm )
Ecnu B pacTeope coaepXuTcsa 0cafok, ero oTaAensioT punbTpoOBaHMEM UNK LeHTpudyruposaHuem. Cocras
ocagka npoBepsAloT C nomMowbio MeToaa PPA unm apyroro noaxoasiero mertoaa. Ecnu B ocagke
oBHapyXMBaIOT 3HAYMTENBbHOE KONMUYECTBO OMpeAensieMblX 9MeMEHTOB, TO npoueaypy WCNbITaHuA
Ha4yMHaIOT 3aHOBO C JpPYrol HaBECKOW MpoObl, NPUMEHSASA anbTEPHATUBHbLIA METOA Pa3noXeHus. AHanu3
ocajgka MOXHO He NPOBOAWTL, ECMN €ro COCTaB M3BECTEH U3 NPeblAyLUMX UCMLITAHWIA MaTepuana Toro xe
BWAA UMW YCTAHOBSEH 3KCMEPUMEHTarbHbIM MyTEM B NpeablayLwmnX UCMbITAHUAX JaHHOW NPODbI.

10 AHanu3 pacTBOpoOB, NOMY4YeHHbIX B pe3ysibTaTte pa3rioxeHusa npood

10.1 MoaroToBka pacTBOopa Ans NpoBeAeHUA aHanusa

Ecnu aHanusupyemsbili pacTBOp COAEPXUT 4acTuubl, KOTOPblIE MOryT MOMeLlaTb €ro BBEAEHWIO B
npubop, Hampumep, 3acopuTb  pacnbiuTen npubopa, TO pacTBOP  MOXHO  MNOABEPrHYTb
ueHTpudpyrnposaHuio unu dunetposaHuio. Nepeg 9TMM HEoBXOAUMO OOMbITE €MKOCTb, B KOTOPOMW
NPOBOAMNM PAa3NOXEHUEe HAaBECKW, CNUBas NPOMbLIBHOW PAacTBOP B MEPHYI0 Konby ¢ aHanuampyembiM
pacTBopom, pa3baBuTb COAEPKUMOE MEpPHON konbbl A0 MEeTkM W nepemelsatb. Cnoco6 noaroTOBKU
aHanu3nMpyemoro pacteopa AOSKEH ObITb OTPAXKEH B MPOTOKONE UCMbITAHUIA.

Mpu pabote ¢ pacTBOpPOM, coaepxalym OTOPUCTOBOAOPOAHYIO KUCHOTY, CreayeT WMCMonb3oBaTb
o6opynosaHue, cronkoe k HF.

10.2 AHanuTnyeckas npoueaypa

Ona aHanu3a pacTBOpa, MONYYEHHOTO B pe3ynbTaTe pasnOXeHUs HaABECKW TOMMMBA, NPUMEHSIOT
pasnu4Hble METOALI.

Bce onpepensiembie anemeHTbl (pasgen 1) moryT ObiTb OBHapy)XeHbl MeToAaMu OMTUYECKOI
SMUCCUOHHON WU aTOMHO-9MWUCCUOHHOW CMNEKTPOMETPUM C UHAYKTUBHO cBA3aHHOW nnasmoi (MCM-O3C
unu WCIM-A3C), MeTtoaoM MaceC-CneKkTpOMETPUM C WHAYKTMBHO c©BA3aHHOW nnasmon (UCM-MC) unm
METO4OM aTOMHO-abCoOpPOLMOHHON ChneKkTpoMeTpun ¢ atomu3auuen B rpacutoBoii neun (AAC-ITI) npu
yCMoBUM, YTO npedenbl OOHAapYXeHWs 3nemMeHTa AaHHbIM METOAOM JO0CTaTOuHbl ANS YCTaHOBIIEHMS
coaepxaHus anemeHTa B npobe (FOCT 51309).

MbILbSAK W CeneH onpeaensioT MEeToAOM aTOMHO-abCOPOLMOHHOI CneKTpOMeTpun C ruapuaHOM
reHepaumeii (AAC-I'T), a Takke no FOCT 4152 u FOCT 19413.

PTyTb onpeaensioT aToMHO-abCoOpOLMOHHON CNEKTPOMETPUEN C aToMu3aluuenn METOAOM XOMOAHOro
napa (AAC-XI) B cootBetcTBuu ¢ FOCT P 51212,

CBuHeU W UMHK ONpeaensiioT Taloke KoNnopumeTpudeckum mMetoaom rno NOCT 18293.
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Annapatypy noAroTaBnuealoT Kk paboTe W rpagyupyloT B COOTBETCTBUM C WHCTPYKUMAMU O
JKcnnyaTauuu.

11 ObpaboTka pe3ynbLTaroB

PesynbTaT ucnbiTaHuini NpeacTaBnsAloT Kak cpeaHeapudmMeTnyeckoe pesynbTaTtoB ABYX NapannenbHbIX
onpeaeneHuii 1 BbIpaxatoT B MUMMUrpaMMax Ha KurnorpaMmmM Cyxoro Tonnuea.

Mpu aHanu3e 30nbl TBEPAOrO TONNMBA U3 OLITOBLIX OTX0A0B (MeToa B) coaepxaHne MUKpPOIneMeHTa
B CyXOM TONmnuBeE, & , B MI/Kr, paccunTbIBAOT N0 hopmyne:

d
29 = 2, A_ ,
100
rae 9% — COoAEPXKaHNE MUKPOSNEMEHTA B CyXOM TBEPAOM TONNMBE U3 ObITOBbLIX OTXOA0B, MI/KT;
3, — coaepKaHue MUKpO3INeMeHTa B 3011e TBEPAOro TOMNMBA U3 BbITOBLIX OTXOA0B, MI/KT;
A® — sonbHOCTb Cyxon Npo6bl TBEPAOro TONNMBa M3 BbLITOBLIX 0TX0A0B, %.

Q)

12 KoHTponb KauyecTBa

Onsi oGHapy>XeHUsi BO3MOXHbIX 3arpsA3HEHUn OT XMMMWYECKOW NOCyAbl W/Unu peakTUBOB MPOBOAST
XOJIOCTOW OMbIT B COOTBETCTBUM C NPOLIEAYPOIR, onucaHHoM B pasgenax 9 u 10, ¢ UCNOMb30BaHUEM TaKNX e
KONM4EeCTB peakTuBOB, HO Be3 HaBeCKK NpPoodbI.

MpaBunbHOCTL aHANUTUYECKOTO METOAA NPOBEPAIOT NyTEM aHanu3a CTaH4apTHbIX 00pa3LoB COCTaBa.
PesynbTat, NOMy4eHHbI NPU UCMLITAHUM CTAHAAPTHOrO obpasua HacTOALMM METOAOM, CPaBHUBAKOT C
NacnopTHbIM 3HAYEHUEM.

13 lMpoTokon ucnbITaHUN

MpOTOKON UCNbLITAHWIA AOMKEH COAEPXKaTb Crea YLy nHdopMauuio:
a) HaUMEHOBaHWe 1 agpec Bcex nabopaTopuit, NPUHUMABLUMX Y4aCTUE B UCTILITAHUSIX;
0) onucaHue n ngeHTudukayuuo ncernegyeMmon npoosi;
B) AaTbl nony4eHus nabopaTopHoi npobbl U NPOBEAEHUS UCNbITAHWIA;
r) CCbISIKY Ha HACTOALLMIA CTaH4apT;
[1) CCbIMKM Ha CTaHAapTbl, N0 KOTOPLIM NPOBOAUNM ONpPeAEeneHUs 3NeMeHTOB B UCNbITYeMOl npode;
€) pesynbTaTthbl UCNbITAHWUIA;
) NPOBOAMBLUMECH NPWU MUCNbITAHMAX MPOUEAYPbl, HEe OnuWCaHHble B AaHHOM CTaHAapTe Wumu
HeobsA3aTenbHbIE;
3) niobble 0COBEHHOCTU, OTMEYEHHBIE B XOA€ UCMBITAHUIN, KOTOPbIE MOTMNKM NOBMNMATL HA PE3ynbTaThl.
MpoTokon ucneiTaHuin oSHkeH ObITb OAHO3HAYHO UAEHTUMDULMPOBAH, BCE CTPaHULIbI MPOHYMEPOBAHbI
U yKa3aHo ux obLiee KONn4ecTBo.
B nabopatopuu AOMKHbI XPAHUTLCA NMPOMEXYTOUHbIE PE3yNnbTaTbl UCNBITAHUIA (MCXOAHBIE AaHHbIE,
pacueTbl), KOTOPblE AO0MKHbI ObITb AOCTYMNHbI NPU HEOBXOAUMOCTH.
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Mpunoxenue A
(obsizatensHoe)

XapakTepucTuku nabopatopHon Npo6bl TBEPAOro TonyMBa U3 ObITOBbLIX OTXOAOB
AJisi XMMMYECKOro aHanmsa

Mpu noarotoBke nabopaTopHbIX NpPoO TBEPAOro TONMMBa W3 ObITOBLIX OTXOAOB ANS XWMUYECKOTO
aHanusa gormkHbl cobnogaTbca cneayowme TpebosaHus.

Mcxoas us konuyectsa M Tuna napameTpoB, KOTOpble HEOOXOAMMO onpeaenuTb, u3 TpeboBaHus K
npeacTaBUTENBHOCTY NPOBLI, a TAKKE N3 NPAKTUHMECKUX COOOPaKEHUI YCTAHOBMEHbLI MakcuMarnsHasa macca
nabopatopHoi npobbl 10 Kr U MakcumanbHbIn pa3mMep 4actuy 1 cMm. B Tabnuue A.1 TpebGoBaHusa K
nabopaTtopHeiM NpobaM CUCTEMATU3UPOBAHbI B 3aBUCUMOCTU OT napameTpa unu rpynnel napameTpos, Ans
onpeaeneHns KOTopbix Npoba npegHasHayeHa.

Tabnuua A1 — TpeboeaHus k nabopaTopHoi Npobe TBEPAOro TonnmMea n3 BbITOBbIX OTXOA0B

MapameTp MuHuMansHas Ycnosus Ycnosud MaTtepuan
macca KpaTKOCPOYHOro ANUTEnNbHOro yNaKkoBKM
nabopaTopHoOW XpaHeHua nepej XpaHeHus nepeq
npo6bl, r° [0CTaBKoN NpoOhbl B [0CTaBKoW Npobbl B
nabopaTopuio naGopartoputo
C,H,N 100 B ycnosusax OxnaxaeHune 0o 4 MnactukoBas
npouseoacTea °C OyTbinka unm
TBEpAoro Tonnuea n3 KopoGka
ObITOBbIX OTX00B
Cl, S,Br, F 100 To xe To e MnactukoBas
OyTbINKa UK Ko-
pobka (He MBX)
MeTtannuyeckuii 200 To xe To xe Mnactukosas
Al OyTbinka unm
Kopobka
MakpoanemeHTbI 400 To xe To xe To xe
MuKpoanemeHThl, 200 To xe To xe To xe
uckniovasa Hg
Hg 100 To xe To xe ByTbinka us crekna
unu proponnacra
C,H, N, Cl, S, Br, 150 MnactukoBas
F OyTbifKa Unm Ko-
pobka (He MBX)
MakpoanemeHTbI 500 B ycnoeusx OxnaxgeHnue go 4 °C MnacrtukoBas
+ MUKpO- npou3BoACTBa OyTbinka unm
3MEMEHTbI, TBEPAOro TONMMBa u3 Kopobka
nckniovasa Hg ObITOBbIX OTX0J0B
MakpoanemeHTbI 600 To xe To xe CreknaHHas
+ MUKpO- OyTbinka (100 T) +
3neMeHThl + Hg nnactukoeas
OyTbInka unm
Kopobka
MakpoanemMeHThbl 700 To xe To xe To xe
+ MUKpoane-
MEHTbI + Hg +
MeTannmMyeckun
Al
MNonHbIn aHanu3 800 To xe To xe CreknaHHas
OyTbinka (100T) +
nnactukoeas
OyTbINKa Unn Ko-
pobka (He MBX)

@ MakcuManbHbli pasmep YacTul (MM) onpeaensioT B 3aBUCUMOCTM OT KonudecTsa nabopaTopHoii npobbl (r) B
cooTtBeTcTBUM ¢ [OCT P 54229, 4ytobbl 06ecneyunTb 0AHOPOAHOCTb NPobbl.
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