®EIEPAJBHAS CIYXEBA IO 3KOJOTHYECKOMY,
TEXHOJOrA4YECKOMY H ATOMHOMY HAA3OPY

VTBEPXKIAIO
Hupexrop @TY «Denepanbupiii
e HANHIA M OUEHKH TEXHOreH-

KOJAYECTBEHHBINA XUMHAYECKHI AHAJIA3
ATMOC®EPHOI'O BO3YXA H BBIEPOCOB B ATMOCOEPY

ONPEAEJIEHHE COAEPXAHHA NBIIA
B NPOMBIIIJIEHHBIX BBIEPOCAX.
OHNPEJAEJIEHUE MACCOBOH JOJH XPOMA B ITbLIHA
®OTOMETPHYECKHM METOAOM
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MeToxuka AonymeHa RJad Dejeli rocyAapcTBeHBOro
IKO0JOrHYEeCKOr0 KOHTPOAN

MOCKBA
2005 r.


http://www.mosexp.ru/proektnye_raboty.html
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OBJIACTh NPUMEHEHHUA

Hacrosmuii JOKyMEHT yCTAaHABJIHBAECT METOAMKY BBITIONHCHHA H3Mepe-

HHii KOHIEHTPAMH XpOoMa B NPOMBEIGpOCax nipd MaccoBo# jone B nbum 0,03 —
2% hoTOMETPHYECKHM METONOM.

1 IPMIIUCAHHBIE XAPAKTEPHCTHKM NOrPEUTHOCTH
M3MEPEHMIA H EE COCTABJISIOMUX

Hacrosmas MeToguka obecneyHBaeT NoMy4eHHE Pe3yNbTaTOB aHANN3A C
TIOTPEIIHOCTHIO, HE NpeBHINaloleH 3RaucHul, NPHBEACHHBIX B Tabnmuuax 1 1 2.

Tabnuua 1 - 3HaueHHs NoKa3aTeNs TOUHOCTH HPH ONPE/ICNEHHH CONEp-
JKaHHA NMBUTH B IPOMBILUTEHHBIX BhIGpocax npu BeposTHocTH P=0,95

INokasarens To4HOCTH (rpaHHIa OTHOCHTENEHOM norpemtocTx), 15, %

25

Tabnuua 2 — J[nana3oH U3MEpEHHH, 3HaueHUA NokasaTejel TOYHOCTH,
BOCHIPOM3BOJMMOCTH H NIOBTOPAEMOCTH METOMUKH

Juanazon IMoka3zarens IMoxa3arens INoxa3arens
H3Mepenui NOBTOPSEMOCTH | BOCHPOM3BOAHMO- | TOYHOCTH
MaccoBO# AONH (ornocurensHoe cTH (rpawas oTHO-
B 1blTH, % cpemaexsanparuve- | (oTHoCHTENBHOE Cpen- | CHTENMbHOM no-

CKO€ OTKJIOHCHHC O~

HEKBAJIPATHIECKOE OT- | TPCIBHOCTH IPH
BTOPREMOCTH), Oy , %{ KJIOHEHHE BOCHPOH3BO-| BCPOATHOCTH

muMocTH), O , % P=0,95),
13, %
Ot 0,03 sio 2 8K, 6 8 16

3HayeHHUs NOKA3aTeNA TOUHOCTH METOJMKH HCTIONB3YIOT NpH:

— odopMIIeHHY pe3yNbTaToB H3IMEPEHNUH, BhIIaBaEMbIX NabopaTopHeit;

— OLIEHKe AEIATENEHOCTH N1abopatopHii Ha Ka4ecTBO NPOBENEHHA HCIILITA-
HHUi;

— OIIEHKE BO3MOXKHOCTH HCTONb30BaHHA PE3yJbTATOB W3MEpPEHHH npH
peanu3anuy METOAMKH BHITIONTHEHHS W3MEPEHHH B KOHKPETHOH labopaTopu.



IMHA ® 13.1.49-05

2CPEACTBA W3MEPEHM, BCIIOMOT ATEJLHBIE
YCTPOHCTBA, PEAKTHBBI H MATEPHAJIBI

2.1 Cpeacra HimMepenmit

CriektpodoToMeTp MM (OTOIEKTPOKONOPHMETD,
NO3BONAIOWIMY HIMEDATH ONTHYECKYIO IUIOTHOCTB

npu WAHe BoaHb 530 HM
KroBersi ¢ TOMUMHOMK onTH4YecKoro cios 10 MM

AcnupauHoHHsle ycTpo#icTsa Tha [TY TY 4215-000-11696625
[TueBMoMeTpHUEeCKHe TPYOKH I'OCT 17.2.4.06-90
Masiomerps! TY 4212-002-40001819
Kon6si MepHEIe BMecTHMOCTHIO 100, 200, 1000 oM’ rOCT 1770-74
[Nunerku rpagynpoBaHHBle BMECTHMOCTHIO 1, §, I'OCT 2922791
10 oM 2 Kracca TOYHOCTH
['CO c aTrecTOBaHHBIM COICPXXaHHEM HOHOB XpOMa
(VI) u norpewHoctsio He Gonee 1% npu P=0,95
Becst naboparopHsie, Hanpumep BJIP-200 T'OCT 24104-2001
vpu I'OCT 7328-2001
Peomerp I'OCT 9932-75
BapomeTp-anepoun TY 25-11.1513
Tepmomerpr TUM-9210 TV 4210-0021328-2997
TepmoMeTp cTekAHHBLIA xuakoctHol (0 - 250 °C) I'OCT 28498-90

2.2 BecnomorarteasHoe 06opyaoBanue
Tpy6xu neute3abopHsie ¢ HA60POM HAKOHEYHHKOB ["OCT P 50820-95
OUNLTPOBANLHEIE TATPOHbI
TTaTpoHsl ¢ TKaHEBBIMH H OYMOKHBEIMH QHIBTPAMH
Hepxatens ms GunbsTpoB
CTex10BOIOKHO rOCT 10727-74
Bara meauLuHCKas [OCT 5556-81
Ounstpel AGA TV 95-743-80



OnekTpommTka
Tpy6ka pe3nHOBast NoJlyBaKyyMHas, Tan 1

CymunbHeii mkad, Tuna CHOJI

MydenbHaa neys ¢ MakCHManbHOM TeMIEpaTypol

1000°C

Crakansl TepMmocroiikue B-1-(50)150, 300 TC
OKCHKaTop

THrim nnaTHHOBbIC HIIH

Turmu kopyHsnosbie

OunsTpeI “cuHiA JieHTa ” anaMetpom 9, 11 oM
YHuRepcansHas WHAMKATOpHas Gymara
Unnmkarophas 6ymara ««oHro»

2.3 PeaxTHBBI

Kucnora ykcycnas, x.4.

Kucrnora cepHaf, x.4.

Kanuit neyxpoMmosoxucnbilf, x.4.

Harpuit rerpaboproxucnsiit 10-Bogustit, una
Harpuit nepekucs, una

Harpuif yrnexuciblit, ana

Kasnnii yraekucnsii, wia

Jiudenwnkapbazun

Boaa nMcTWLIHpOBaHHAsA

CnupT 3THIOBEIA pexTA(GUKOBAHHBIH

U] © 13.1.49-05

TOCT 14919-83
T'OCT 5496-77

TOCT 25336-82
FOCT 25336-82
I'OCT 6563-75

TY 6-09-1678-86

TY 09-1181-86
TY 6-09-3104-79

I'OCT 61-75
TOCT 4204-77
TOCT 4220-75
TOCT 4199-76
TY 6-09-2706-79
TOCT 83-79
T'OCT 4221-76

TOCT 6709-72
'OCT 18300-87

Hpumenanue. JIonyckaeTcs KCNONb30BAHHE CPEACTB H3MEPEHUA, 06opy-
ZIOBAaHKA, PEAKTHBOB ¥ MATEPHANIOB C METPOIOTHYECKHMH W TEXHHYECKHMH Xa-

PaKTEPHCTHKAMH HeE XyXKe YKa3aHHBIX,

3 METOJX U3MEPEHHA

Merox OCHOBaH Ha W3MEepPeHHH HWHTEHCHBHOCTH OKPackH KpacHoO-
(HONETOBOrO KOMIUIEKCHOTO COENHHEHUs, o6pasylolierocs npH B3aumonekcr-
BUH HIECTHBAJIEHTHOro XpoMa ¢ nudenunxkapbasuaoM. XpoMOBLIH aHruApHa,

COREPIKAIMIACH B MBUTH, U3BJICKAIOT BOAHOMN BBITSOKKOM.
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Oxucs xpoma (III) OKHCNAIOT 40 IECTHBANIEHTHOTO XpOMa CIUIABIIEHHEM
CO 1eJIOYHBIM IIaBHeM. JKene30 1 Mapraser OTAENAIOT B BHAE THAOOKHCEH,

ONTHYECKYIO ILIOTHOCTE PaCTBOPa H3MEPAIOT TPH JAIHHE BonHbl 530 HM B
KIOBETaX C TOMIMHOMN nornoiuaroumero cnos 10 mM.

4 TPEBOBAHNA BE3ONIACHOCTH

4.1 [pu BeIMoOnHEeHNH H3MepeHnit Heobxoxumo cobmonerue TpeboBannii
TexHHkH OezomacHocTH npu pabote ¢ Xummueckumu peaktHBamu mo I'OCT
12.1.007-76.

4.2 Onexrpobe3sonacHocTs NpH pabote ¢ nekTpoycraHoBkamMu no N'OCT
12.1.019-79.

4.3 Opraun3zaums o6yueHns paboTHHkoB GesonacHocTH Tpyaa nmo ['OCT
12.0.004-90.

4.4 [lomeuernne labopaTopuy HO/DKHO COOTBETCTBOBATH TPeGOBaHHAM
nioxkapsoii 6ezonactocta no F'OCT 12.1.004-91 u umers cpeacrsa noxapory-
wenus no 'OCT 12.4.009-83.

4,5 Pabory Ha BhicOTE Clemyer mNpoBOAHTh B cooTBercTBuu ¢ CHull
I11-4-80.

[ipu or6ope npo6 nomxHbi cobnroaaTeea obumue npasuia 6e30macHOCTH
Ans npeAnpusTHi U OpraHx3aLHii COOTBETCTBYIOMEH OTPacu.

5 TPEBOBAHHA K KBAJTH®HKAIIHM OIEPATOPA

K BbinonHeHHI0 m3mepenudt # 06paboTke HX pesynbTaTOB AOMYCKAIOT
ClIeHaniCcTa, HMEIOLIEro BHICHIEE WM CPEAHEE CIeUMaTbHOE XHMHUYeckoe 06-
pa3oBaHHE WIH OMLIT PaboThi B XUMHYECKOI 1aGopaTopii, MPOWEmEro cooT-
BETCTBYIOLUMI HHCTPYKTaX, OCBOHBLIETO METOX U Y/IOXKHBLHEIOCK B HOPMATHBBI
KOHTPOJIA NIPH BLHIOJIIHEHHH NPOLEIYP KOHTPOINA NIOrPEIIHOCTH.

6 YCJIOBHA BbINOJIHEHNA N3MEPEHUH

[lpu BHINONHEHUK K3MEPEHN B JIabopaTopHH HOMKHBI OBITE COGMIOAEHB
ClIeQyIOLUHE YCIOBHS:

- TeMIepaTypa BO3IyXa (2045) °C;
- atMocepHOe naBneHHe (84-106) «I1a;
- BIIWKHOCTDH BO3IyXa He Gonee 80 % npn t=25°C;

- yacToTa nepeMexHoro Toka  (50+1) I'y;
- HanpsKeHHe B CETH (220+22) B.
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7 NOATOTOBKA K BHIIMNOJIHEHUIO W3SMEPEHUH

7.1 Moaroroska npuGopa

IoaroToBky npubopa k paGoTe H ONTHMH3ALMIO YC/IOBHA H3MEpeHHA
NPOBOAAT B COOTBETCTBHH C HHCTPYKIMEH N0 3KCIUTyaTaluuy npubopa.

7.2 MpuroToBieHue PaCTBOPOB

7.2.1 Ipuzomoenenue 0,2% pacmeopa dugunwixapbasuoa

0,2 r mudeHnnkap6a3una NOMEMAIOT B MEPHYIO KOJIGY BMECTHMOCTBIO
100 cm u pacteopstor B 10 cM® ykcycHolt kucnoTs, npuwimeaior 90 cM® 3THNO-
BOT'O CIHPTa H HEPEMEITHBAIOT. PACTBOP HCMO/B3YIOT CREKENPHIOTOBICHHEIM.

7.2.2 Mpuzomognenue cmecu N CNIAGAEHUA

Hartpuii yrnexucnsiii, kauii yrinekuciasiii n Hatpuii TeTpaGopHOKMCAbIH
CMEWMBAIOT B cooTHOmenuy 1:1:1.

Ilepen npHroTOBNEHHEM CMECH UIA CILIABJICHHA HaTpHi TeTpabopHOKHC~
neit HeobxomuMo obe3BoIMTS.

7.2.3 ITpuzomoenenue pacmeopa ceproi kuciomst (1:9)

JInx NpHTOTOBNCHUA PacTBOPa OAHY 4acTh KOHLEHTPHPOBAHHOH cepHO
kucnots (p=1,84 r/cM®) oCTOPONKHO, NIPH TIEPEMEUIHBAHNY NPHIMBAIOT K JCBA-
T 9acCTAM AMCTHUIHPOBaHHON BOALL PacTBOp roTOBAT B TepMOCTOHKOH mocy-
ne. Cpok XpaHeHHs pacTBOpa HE OrpaHH™EH.

7.2.4 IIpuzomoenenue 0CHOBHOZ0 U pabouezo 2padyuposo HbLX

pacmaopoe xpoma Konyenmpayueii 0,1 m2/cm’ u 6,01 m/em’

OcHoBHO# rpanyHpoBo4HbIA pacTBop rotosar 3 I'CO ¢ aTTecTOBaHHBIM
conepxanuem oo xpoma (VI) B cooTBeTcTBUHM C NpuiaracMol HHCTpyKUMEH.

TTomematoT 5 cm® I'CO pactsopa coctapa xpoma (VI) ¢ KoHueHTpauueit
1 Mr/cm’ B MepHYIO KoNOY BMECTHMOCTEIO 50 cM® H ZIOBOAT 210 METKH JIHCTH-
nuposanHo#i Bomoli. KoHUEHTpauus OCHOBHOIO IpajyHpOBOYHOrO pacTsopa
pasua 0,1 mr/cs’.

Cpox xpaneHns pacTBopa 3 mecaua B xonGe ¢ npureproii npoGko npH
Temneparype 3-4°C.

PaGouuii rpaxyupoBOYHBIi pacTBOp ¢ koHueHTpauueii 0,01 mr/cm’ roro-
BAT MyTEM Pa3Gas/ieHns OCHOBHOTO rpaJyHpoBo4HOro pacreopa B 10 pas.

PacTBOp roTOBAT B ICHB MPOBEACHHUS aHaNM3a.
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7.2.5 [Tpuzomosnenue 2padyupogo4HbIX pacmeopos Xpoma u3 Kaiua
06yXpOMOBOKUCN020

Npu orcyrcreun ['CO rpagyspoBoYHbIe paCTBOPHI MOXKHO IPHUTOTOBUTH
H3 conu. [lepea NpHroToBIICHHEM PACTBOPOB KAIHH ABYXPOMOBOKMCIBIHN nepe-
KPHCTaJUIH30BBIBAIOT W BbicymmBaloT nipu 180°C.

Hasecky 0,2829 r mByXPOMOBOKHCIOIO KaIMS NOMEINAIOT B MEPHYIO
konby smectimoctsio 1000 cM’ W IOBOAAT OO METKH JHCTH/UTHPOBAHHON BO-
noii. ITonydyenHas MaccoBat KOHHEHTpALMA OCHOBHOFO IPafxyHMpPOBOTHOrO pac-
TBOpa no Xpomy pasHa 0,1 mr/cm’,

PacTBOp XpaHAT B TeyeHue 3-X MecsueB npy Temneparype 3-4°C.

Jns nonyuenns pabouero rpanyMpOBOUHOrO pacTsopa xpoma 10,0 oM’
OCHOBHOTO IpaZyHpPOBOYHOTO PacTBOpa MOMEUIAIOT B MEpHYIO Konby BMecTH-
MOCTEI0 100 cM® H TOBOAAT 210 METKH AMCTHITHPOBAHHOH BOJIOH.

IMosmy4ennas MaccoBas KOHUEHTpauus pabodero rpaixyHpOBOYHOrO pac-
TBOpa XpoMa pasHa 0,01 Mr/cm’. PacTBOp rOTORAT B AeHb NPOBEICHHA ARATH3A.

7.3 MocTpoenne rpaxyHpoBoYHOro rpaduKa

Jlna nocTpoeHuA rpaZyMpoBOYHOrO rpaguka HEOOXONMMO MPHUrOTOBHTH
o6pasus! IR rpadyHpOBKH C MaccoBOl KOHLEHTpauuelf HoHOB xpoma ot 0,01
m0 0,1 mr 8 100 cm’ pacTeopa. YCIOBHS aHanusa, €ro NpOBEAEHNE JIOIDKHEL CO-
OTBETCTBOBATE M.N. 6 1 10,

B mepHbie K0/16et BMecTHMOocTsI0 100 cM® moMeraioT o6pasis! Ans rpa-
IyupoBkH cornacHo Tabmuue 3, pazbassaioT no 25 oM’ JMCTHUTHPOBaHHOH BO-
no#, HeHTpanu3yioT pa3baBieHHON CEpHOI KHCJIOTOH 10 NEpEXORHOH OKPackH
6YMOXKH «KOHrO» H NPHCTYNAKOT K BHINOJHEHUIO n3mepennii (11.10).

Tabsuua 3 - CoctaB # KonH4yecTBO 06Pa3LIOB A rpamy BPOBKH

Homep AnnksoTHaa yacTs pabouero rpa- Macca HoHOB
obpazua IDyupoBogHorq pacteopa (C=0,01 Xpoma B
Mr/cm’), IoMeIaeMas B MEPHYIO | TpalyHpOBOUHBIX
KOGy BMECTHMOCTBIO pacTBopax,
100 cm®, (cm®) Mr/100 oM’
0 0 0
1 1 0,01
2 2 0,02
3 4 0,04
4 6 0,06
5 8 0,08
6 10 0,10
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AHan3 rpayHpoBOYHLIX 06pa3slioB NPOBONAT B NOpPAAKE BO3pacTaHus
MX KOHUEHTpauud. Kax/ylo MCKYCCTBEHHYIO CMech Heo6xoaumo goToMeTpu-
poBaTe 3 pa3a C LENbI0 HCKIIOYEHHA CNy4YalHBIX pe3y/ihTaTOB M YCPEAHEHHS
nauHeix. ITo pesynbTaraM NOMyYEHHLIX H3MEPeHUH MOXET OBITh paccCuMTaHO
ypaBHEHHE JIHHEHHOM 3aBHCHMOCTH N0 METOAY «HaHMeHbIINX KBanpaTosy. [1pn
NOCTPOCHUM TPaIyHpOBOYHOr0 rpadmka no oCH OpAMHAT OTKIANLIBAIOT 3HA-
YEeHHs ONTHYECKOH TUIOTHOCTH, a MO ocH ablMcc — Maccy MOHOB Xpoma B
Mr/100 cm® npoGEL.

7.4 KoHTPO/Ib cTROWILHOCTH IPaAyHpOBOUHON XapaKTePHCTHKH

KoRTrpons CTaGHILHOCTH rpaffyHpOBOYHOM XapakTePHCTHKH NPOBOAAT He
pexe O/HOTO pasa B MecCHH WM IPY CMeHe peakTHeoB. CpeacTBaMH KOHTPOA
ABJMIOTCA BHOBB MPHTOTORJIEHHEBIE 00pasus! Jyia rpagyHpoBkH (He MeHee 3 06-
PaslioB U3 NIPHBEAEHHLIX B Tabnuue 3).

I'pany HpOBOUHYIO XapaKTEPHCTHKY CYHTAIOT CTabMILHOS NIPH BHINOJIHE-
HHUY JUI1 Kaxaoro ofpasua Ajis rpanyHpoBKH CIEAYIOMEro yCAOBUS:

| X-C|<0,01-C-19-c,,

rac X — pe3syjibTar KOHTPOJILHOTO H3MEPEHHA MAcCOBOH KOHUEHTpauld HOHOB
Xxpoma B 06pasnue and rpayHpOBKH, MT;

C — aTTeCTOBaHHOE 3HAYCHHE MacCOBOt KOHLIEHTPAllHH HOHOB XpoMa B 06-
pasne Juid rpalyHpOBKH, MT;

O g, — CpeIHEKBaJpATHIECKOE OTKIOHEHHE BHyTpHnabopaTopHol mpeuy-
3UOHHOCTH, YCTARHOBRJIEHHOE IIPH PEaIH3al{H METONHKH B 1260paTOpHH.

Ipumenanue, JJomycTHMO CpPefHEKBANPATHUECKOE OTKIOHEHHE BHYTPU-
naGopaTopHON NMPEeUH3HOHHOCTH NPH BHEAPEHHAH METORMKH B J1aGopaTopuu yc-

TAHABJIMBATE Ha OCHOBE BhipaeHus: O r, = 0,840 , ¢ mocneayoWEM yTOU-

HEHHEM 110 MEpPE HAKOIUIEHHA HHOpMalHH B mpouecce KOHTPO/IA CTabHIbHO-
CTH Pe3y/ILTATOB aHATH33.

3naueHus G nNpuBecHs! B Tabnute 2.

Ecnu ycroBHe cTaGHNbHOCTH IpamyHpOBOYHON XapaKTEPHCTHKH HE Bbl-
MOJIHAETCA TONLKO A% OAHOro obpasua Ans TPanyHpoBKH, HEOOXORHUMO Bbi-
TIOJIHUTH MOBTOPHOE H3MEPEHHUE 3Toro 06pasta C LEeIbI0 HCKIIOYEHHS pe3yih-
Tara, cofiepkaliero rpy6yio nMorpemHoCcTs.

Ecny rpaJyHpOBOYHas XapaKTepHCTHKA HECTaGHNbHA, BEIACHAIOT NPHYH-
HBI W IIOBTOPAIOT KOHTPOJE C MCIIOJIB30BaHHEM JPYTHX o6paznos s rpamyH-
POBKH, NpeXyCMOTPeHHbIX MeToxukoM. [IpH moBTOpHOM OOHapyKeHMH HeCTa-
OGUIBHOCTH rpaXyMPOBOUHON XapaKTEPUCTHKM CTPOAT HOBLIK rpaxyHpoBOUHBIH
rpaduxk.
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8 OTEOP IPOB

Or6op npo6 ¥ U3MEPEHRE NAPaMETPOB ra30NBUICBBIX TOTOKOB MPOBOAAT
B cootBercTBuM ¢ TpeGopannamu I'OCT P 50820-95 «OGopyaoBanue ra3ooqu-
CTHOE M NbUIeyaBiiHBatomee. MeTonsl onpeneNeHus 3anbUIEHHOCTH ra3omnbuie-
BbIX moTokoB» u [MTHA @ 12.1.2-99 «Meroauyeckue peKOMEHAAUHH NIPH OIpe-
IeNEHAN KOHIIeHTpaumii B3BEIUCHHbIX YacTHIl (MbUTH) B BHIGpOCax MPOMBIIL-
JICHHBIX NIPEANpUATHID NPH YCTAHOBHBIIEMCS TEXHOJIOTHYECKOM pexxume pabo-
THI 06cnemyemMoro 060py0BaHHA.

Mecto ot160opa BHIOHPAIOT HA NMPAMONUHEHHLIX, IPEANMOYTHTEAbHEE BEP-
THKaNbHBIX YYacTKaX ra3oXxoza, B KOTOPHIX KpymnHbie (Gppakuny NeUTH HE ocela-
10T Ha CTEHKax ra30X0Aa 10X BO3RCHCTBHEM CH/IB TOKECTH. Y4acCTOK HO/DKEH
ObITH Ha IOCTATOYHOM yIANCHHH OT 3aBIDKEK, Apoccenedt, nuddy3opos, koneH
¥ BEHTHNATOPOB. K CTeHKe ra3oxoja NPHBapHBACTCH IUTYLEP C OTBEPCTHEM IO
pasmepy npoboorGopHo# (nbute3abopHoit) TpyOKkH.

Ot60p npo6 ocymecTraserca npH GUKCHPOBAHHOM pacxoze rasa, obec-
NeyuBaIOLUIEM YCIOBHA H30KHHETHYHOCTH BO BXOZHOM CEUEHUH NbU1e3a6opHOro
ycTpoficTsa.

Tpu onpenesieHHH 3aNbLUIEHHOCTH ra3a MeTOJ0M BHemHe# ¢unbTpauun B
Ka4eCTBe NbUICYNOBHTENS NPHMEHAIOT MATPOH C rHib30# M3 PWIETPOBaNLHOMH
6ymary, c TkaHeBbIM QHIETpOM WK GUnbTp THOa ADA. JUid npenoTBpalicHHA
KOHIEHCAUHH BIIaTH NaTPOH CHAOXKAIOT TETUIOH30JIALHEH.

Tpy onpeneneHun 3aNBUIEHHOCTH Ia30B C BRICOKMM MCXOAHBIM COlepkKa-
HHeM Braru (TeMnepatypa ToukH pochl 6onee 200°C) npUMEHSIOT METOR BHYT-
peHHeit drisTpanun.

Heo6xonume1ii o6beMubiit pacxon (Vy, IM’/MHH) ra3a npH oT60pe 3 ra-
30X0a C COOMIONEHHEM NpaBWIa M3OKMHETHYECKOr0 O0TOOpa ONPEACNIAIOT MO

¢opmyne:

314.d-10*-W,_-10-60
V, =
4
rie d— amamerp cMeHHOro HakoHeyHuka ( ot 3 a0 10 MM);
W,_— ckopocTs rasa B rasoxoze, M/c.

=4,71-107*-d*- W, | 6))

[Mocne npoxoaeHus rasa 9epes BCro npo6ooTGopHyio cHcTeMy ero o6b-
em (V,, JIMY/MHH) H3MEHAETCH 33 CYET HIMCHEHHS TEMMEPATYPH U CONPOTHB-
Nenna y poramerpa. O6beMHbIl pacXoi rasa, nMpoxomAuiuit yepes poramerp,
PACCYHTHIBAIOT IO hopMyJIe:

V- (213+1,)-(P£APR) .
Ve = @73+t,)-(P-ap,) ’ @

rae t,—Temmeparypa rasay poramerpa, °C;




NHA ® 13.1.49-05

P — atmocdeproe nasnenne, klla;

AP, — u36pITouHOE NaBneHHe (+), paspexenue (-) B razoxoze, klla;

t. — TEeMIOepaTypa rasa g ra3oxozne, °C;

AP, — paspexeHue y poramerpa, klla.

TTpogomkurenbHocTh 0TOOpa MPoGH! YCTAaHABIKBAIOT B 3aBHCHMOCTH OT
3anbUICHHOCTH Ia3a, NPON3BOMAHTEABHOCTH aCHPALMOHHOrO yCTPOHCTBA ¥ THIIA
TIbUICYIOBUTEA.

Iocne ynanesns ¢puisTpoB npoGooTGopryio Tpy6Ky NpovHIaOT TOHKOH
NPOBONIOKO# C y3enkoM Ha KoHUE. [1su1b, BEMHUIEHHYIO U3 TPYOKH, HeoOXoaM-
MO co6paTh M B3BECHTH, YTOOH B JanbHeHIIEeM BBECTH NONPaBKy NPH pacyere
3anbUICHHOCTH. BeIHy THI# M3 naTpona GyMaxxHbIi GHIETP C NBUIBIO 3aKPHIBAIOT
Tak, YTOOBI MBUTH M3 HETO HE MOTJIa BHICHINATECK. [1epen B3peinsanueM GuasTp
BBIICPXKHBAIOT B IKCHKATOPE HE MEHee 2-3 yacos.

9 NOArOTOBKA NPOB K AHAJIN3Y

9.1 MMoaroroska NpoGbl AIs Onpee eHAs WECTHBAAEHTHOTO Xpoma

Hasecky meuiu GepyT B 3aBHCHMOCTH OT MPEANONAraeMoro ConepiKaHus
XpoMa cornacHo taénuue 4.

Tabmnua 4
Maccosas aons Hasecka, O6bem KonoEl, Anuksora,
xpoma, % r o™’ o™’
Mesuziue 0,2 0,2 100 25
0,2-0,5 0,2 100 10
0,5-1,0 0,2 200 10
1-2 0,1 200 10

Ouns1p ADA € MBUIBIO HIH HaBECKY MU MOMEIAIOT B CTaKaH BMECTH-
Mocteio 100 cm’, npubasnaior S0 cM’ ropaueil BOIH, HAKPHBAIOT YaCOBHIM
CTekoM H HarpeBatoT 15-20 mun. 3arem ropsumit pacreop ¢uIETpyIoT Hepes
nBa GUNBTPa «CHHAN JeHTa» AnameTpoM 9 u 11 cM, BAOXKEHHBIX OAHH B APYTOH,
B MepHyIo konby 100-200 cM® (cornacwo TaGn. 4)  npomEiBaloT ropaueif BooH
10-15 pas. Conepxumoe KONOB! OXJaXIAAIOT, AOBOAAT AHCTHUIMPOBAHHOM BO-
ZOit 1O METKH 1 epeMELLHBAIOT.

9.2 MoaroroBxa MpobLl s onpeae/icHns TPEXBAEHTHOIO XPOMa

OUALTP C OCTAaTKAMH NBLIH Moce onpeneneHna xpoma (VI) nomemaror B
TDIATHHOBBIH HITH KOPYHIOBBI THIeAb K 030NA10T B MydesbHOI nieun npu Tem-
nepatype 400-600°C. ITsu1b B KOPYHIOBOM THINE CIUIABNSIOT C 4-6 I MEpPeKHCH
Hatpua npu Temmnepatype 900-950°C, B miarunoBoM — ¢ 5-6 r cmecH A
cIUIaBieHus npu emneparype 900-1000°C.
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OcToiBuiki THrE/b CO CIUTABOM ONYCKAIOT B TEPMOCTOMKMI CTakaH BMe-
crumocTeio 150-200 cm’, nanusaior 40-50 cM® Boxw! M crnabo HarpeBaloT Ha
JIEKTPOIIMTKE N0 MOJIHOFO BBINENA4YMBAHHA pacmnasa. THreib BbIHHMAIOT,
o6meisarot Bofiol. K pacTeopy npHGaBisIOT HECKONBKO KaNelb CIIHPTa K KMMA-
THT 5-10 MUH 15 pa3noxkeHns MEPEKUCHBIX COSAUHEHHUIH.

IMocne oxnaxueHHs pacTBOP BMECTE C OCAAKOM MEPEHOCAT B MEPHYIO
konby Bmectumoctsio 100-200 oM’ (cornacHo Ta6n. 4), AOBOAAT O METKH JHC-
TWUTHPOBaHHOK BoJOH M mepeMewuBaioT. OThWILTPOBEIBAIOT Yepe3 CyXoi
¢unsTp, OTOPOCHB nEpBEIC NOPUMH QUILTpPaTa.

10 BBINOJTHEHHME H3MEPEHUH
10.1 Onpeaenenne MeCTHBAJIEHTHOrO XpoMa

AnukeoTy pactsopa (Tabn. 4), moATOTOBNEHHYO no N.9.1, NOMeWaoT B
MepHYI0 konfy BMecTHMOCTBIo 100 cM’, HelfrpanuayioT pa3GaBieHHON cepHOI
kucnoroif (1:9) g0 nepexonHoit okpacku GyMaxkH «KOHIO», pa3GaBisIOT AWC-
TH/THPOBAHHOH Boziol 10 40-60 cM®, nprbasnsiot 5 cM® cepHol kucnoTs (1:9),
5 cm® 0,2%-Horo pacteopa nudeHMNKApGaINIa, NEPCMEITHRAIOT, IOBOJAT JIO
METKH AHCTHIUIHPOBAHHOM BOROH M CHOBA NepeMcinBaloT. ONTHYECKYIO ILIOT-
HOCTb NONy4YEHHONO OKPalleHHOrO PAacTBOpa M3MEPAIOT NpH UIHHE BOJHAI
530 um B kioBeTe ¢ ToNIUMHON opTHyeckoro cnoda 10 mm. B kadecTBe pacTBopa
CPaBHEHHA HCTIONB3YIOT PAacTBOP XONOCTOH MpoObl, MpoBemeHHBIN Yepe3 BeCh
XoJ aHaIH3a. KOHUEHTPALHMIO WECTHBANEHTHOrO XpoMa HaXONAT MO Fpaxyupo-
BOYHOMY rpaduky.

10.2 Onpeaesenne TPeXBAaAEHTHOTO XPOMa
(nociie nepesoja ero B ECTHBAJEHTHBIA XPoM)

AnkBOTYy pactsopa (tabi. 4), NOATOTOBIEHHYIO MO 11.9.2, MOMEILAOT B
MepHyio konGy BvectaMocteio 100 cu’, pasbasasgior ao 50 oM ECTHHpO-
BaHHOH BOJOH M Nanee NPOBOAAT AHANM3 KAk NPU ONpPEAENEHUH MIECTHBAICHT-
Horo xpoMa. KoHUEHTpauuio xpoMa HaxoZAT 10 IPagyHPOBOYHOMY rpauKy.

11 OBPABOTKA PE3Y.JIbTATOB H3MEPEHMIA
11.1 O61eM oToGpanHOR npobst rasa (Vy, AM’) BEIMHCIAIOT 1O dopmyne:
V=V, 1, ©)]

re V,— 06beMHbI# PacXox rasa, MPOXONAUIHii 4epe3 poTameTyp, M /MUH;
T -~ BpeMs oT6opa npoObl, MHH.
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OGbeM oToGpaHHOl npo6hl rasa, NPHBEACHHLIA K HOPMaNbHLIM YCIIOBM-
am (Vo, iM®) waxonat no gopmyse:
_273.V,(P£AP,)
T 013.(2T3+ )
rae P — armocgepHoe narnenue, klla;
AP, — paspesxennue (-), H30BITOUHOE NaBneHne (+) mepen acuupaTopoM,
klla;
t — TemMneparypa rasosoii npoGei nepen acnuparopoM, °C.

@

11.2 KonuenTtpauuto neutu (B, r/M’) B ra30BOM MOTOKE NPH HOPMAILHBIX
YCTIOBHAX OTIPEACNAIOT No opmyne:
(m, ta+b)
B=x1t—-277)
Vv

-1000, ®)

rAe m; — yBeJIHYEHNE Macchl QHITETpa, T}
a — H3MEeHEHNe Macchi MycToro (KOHTPoJbHOro) GWIbTPa, NPy
TIOBTOPHOM B3BEILMBAHWY, T;
Vp— 06beM 0TOGPaHHOTO ra3a, IPUBEICHHBIN K HOPMAILHEIM
YCNOBHAM, mw’;
b — Konu4ecTBO NbLUIH, ocepilel B NpoGoorGopHO#t TpyOKe, T.

11.3 MaccoByio HOMIO TPEXBANCHTHOrO WITH LIECTHBAIEHTHOTO XpPOMa B
nenu (X, %) Bemuciaor no gpopmyae:
_y-V-100

=t —
m-V,

, ©)
TAe y —Macca XpoMa, HaliieHHas 1o rpaayHpOBOYHOMY rpaduxy, r;

V — o6umii o6Bem pacTsopa, cM’;

V) — andkBOoTa pacTeopa, oM

m —Macca HaBeckH, I.

3a pe3ynbTar aHAIH3a X‘p NPHHUMAIOT CpenHee apudme‘mqecme 3Haye-
HHE ABYX NapanesibHbIX onpene.neﬂuﬁ AIHKBOTHI NIOTJIOTHTENABHOTO pacTsopa
X 1H Xz
X = X, +X,
cp 2 ,

11
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JUIA KOTOPHIX BRITONHAETCA ClIEAYIOLIEe YCIOBHE:
[X1— X2/ £0,01- X 1, Y
T/ T - NpeReN NOBTOPAEMOCTH, 3HAYEHHS KOTOPOTO IIPHBEAEHB! B TabHue 5.

Tabnuua S - 3Ha4eHuA Npeaena NOBTOPAEMOCTH NPH BEPOATHOCTH P=0,95

JluanazoH u3MepeHu#, Tpenen noeropsemocTu
% {oTHOCHTERBHOE 3HAYCHME OTYCKAEMOTO PACXOMKC-
HHA MEXY ABYMS PE3yJILTaTaAMM NapajuieNbHbX
onpeaencuuit), r, %

ot 0,03 o 2 B, 17

Ipu mesbmonHeHuM ycnoeus (7) MoryT ObITH HCMONB3OBAHBI METOMNBI
NPOBEPKH NPHEMIEMOCTH PEe3yNbTaTOB NapaUleNbHEIX OnpenencHuii M ycra-
HOBJIEHMA OKOHYATENBHOro pesynerara cornacHo pazaena 5 FOCT P UCO
5725-6.

Pacxoxenue MexIy pe3yjabTaraMH aHalN3a, NOJyYeHHEIMH B JIBYX Ja-
6oparopusx, He JOJDKHO MpEBHINATh Npelieyia BOCTIPOH3BOAMMOCTH. IIpy BbI-
TIOJIHEHHUH 3TOTO YCOBHA NMpUeMiIeMBl 062 pe3yNbraTa aHaln3a H B KaYecTse
OKOHYATE/ILHOTO MOXET 6bITh HCNONBL3OBAHO HX CPENHES ApHPMETHIECKOE 3HA-
yeHue. 3HAYCHHA PEena BOCIIPOH3BOAUMOCTH NPUBEAeHB! B Tabmuie 6.

Tabnuua 6 - 3HaYeHHA npeaena BOCIPOM3BOAMMOCTH IpH BeposTHocT! P=0,95

JlnanasoH n3mepenuii, Tpenen BOCTIPOM3BOAUMOCTH
% (omocmenmoe 3Ha4YCHHE JOITyCKaeMOr0 PacXOXKACHUA MEX-
Ry ABYMA pe3yNbTaTaMH H3MEPEHHI, MOTYUEHHBIMH B Pa3HBIX
naGoparopusx), R, %

ot 0,03 50 2 BKJI. 22

Tlpu npepsieHHH Npenesia BOCIPOU3BOAMMOCTH MOTYT GBITB HCIIONB30-
BaHbl METO/IBI OLIEHKHU MPHEMIIEMOCTH PE3yIbTAaTOB AHATH3a COTAACHO pasjena 5
"'OCT P UCO 5725-6.

12 O®OPMJIEHHUE PE3YJIbTATOB H3MEPEHUH

Pesynrrar ananusa X, B J0KyMeHTax, NpeyCMaTPHBAIOLIMX €10 HCIIOb-
30BaHHe, MOXKET OHIT NPECTaBNEH B BHAe: X, + A, P=0,95,
rae A - nokasarejs TOYHOCTH METOHKH,

3HaueHne A paccumteiBalor no Qopmyne: A = 0,018 -X,. 3Hauenue 3
npuseneHo B Tabnuue 1.
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JIoMmyCTHMO pe3y/kTaT aHalM3a B AOKYMEHTaX, BbiiaBacMLIX naGoparto-
puell, IpencTar/ATHL B BUAe: X, + A,, P=0,95, npu ycnosnu A, < A, re

X, — Pe3yNLTAT aHATH3a, MOMYYEHHBIH B COOTBETCTBHM C IPONHCEHIC Me-
TOZMKH;

+ A, - 3HayYeHHWe XapaKTCPUCTHKH TIOTPElIHOCTH PE3yNLTATOB aHAIH3a,
YCTaHOBJICHHOE 1IPH peain3ailii METOAMKH B JlaGoparopHu u obecnieunBaeMoe
KOHTPOJIEM CTaOHNBHOCTH PE3yJILTATOB aHATH3A,

Hpumeuanue. [Ipu npencraBneHHH pe3ynbTaTa aHaAH3a B JIOKYMEHTaX,
BbIAaBaEMBIX JlabopaTopHeit, yKasbiBaloT:

— KOJIHYECTBO Pe3yNbTATOB NapaLTeNbHBIX OUpeaesieHHH, HCNoNB30BaH-
HBIX IJIA pacyeTa pe3y/bTara aHanH3a;

— cmocob onpeneNneHHs pe3ynLTaTa aHanu3a (cpemHee apudmerHueckoe
3HaYeHHWE WK MeUaHa pe3y IbTaTOB Mapa/UTeNbHBIX ONMpeenennit).

13 KOHTPOJIb KAYECTBA PE3VYJIbTATOB AHAJIM3A NPH
PEAJINZAIIHU METOIHMKH B JIABOPATOPHHR

KoHTponb KauecTBa pe3yNbTaTOB aHAM3a NMPH PeUH3alHK METONUKY B
J1aGopaTOpHH NpeyCMaTpHBaeT:

— ONMEpPaTHBHBIA KOHTPOJb MpoUeayphi aHaNH3a (HA OCHOBE OUEHKM 1O~
FPENTHOCTH NPH PeanHu3aliH OTAEILHO B3ATOMH KOHTPOILHON NpOLEYpsl);

— KOHTpOJib CTaOMNBHOCTH pe3y/IbTaToOB aHanu3a (Ha OCHOBE KOHTPONS
CTaGHIbHOCTH CPEeHEKBAAPATHYECKOTO OTKIOHEHHA MOBTOPAEMOCTH, CpEeaHe-
KBaJIPaTHYECKOTO OTKJIOHEHHS BHYTpPWIAbOPaTOPHOH NPEUM3UOHHOCTH, IMO-
FPEIHOCTH).

AJITOPHTM ONEPATHBHOTO KOHTPO/S NPOLEAYPH AHAIH3A
¢ OpHMeHeHHeM o6pa3iioB A KOHTPOAst

OnepatuBHsiil KOHTPONL NPOLEAYPHl aHANH3A NPOBONAT MyTEM CpaBHe-
HUSA pe3yJIbTaTa OTAEJIbHO B3ATOH KOHTPOJIBHOW npoueaypst K, ¢ HOpMAaTHBOM
xoHTpons K.

13
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Pesynrrar koHTponsHO#H npoueaypsl K, paccunthisaior no gopmyiie
K.=| C,-C| ®

rae C, — pe3y/bTaT aHa/lH3a MacCoBOH KOHUEHTpAUMH HOHOB XpoMa B 06pasie
NS KOHTpOJs — cpemHee apudMernyeckoe ABYX pe3yNbTATOB MapaIENbHAIX
onpefeNicHHUi, PacxOXIeHUE MexIy KOTOPBIMM yAoBierBopser ycnosuio (7)
pasnena 11.3;

C — aTTecToBaHHOE 3Ha4YeHHe 00pa3La Ang KOHTPOJIS.

Hopmarus xonrpons K paccuuThiBaioT 1o gopmyne
K=A,

rae + A, - XapakTEpPHCTHKa NOTPELIHOCTH Pe3yNbTAaToB AHANW3A, COOTBETCT-
BYIOWLIAA ATTECTOBAHHOMY 3HaYE€HHIO 06pa3sLa JUIA KOHTPOJA.

Ipumeuanue. JlonycTHMO XapaKTEPUCTHKY MOTPEMIHOCTH PE3YNLTaTOB
aHAIM3a NPH BHEJIPEHHH METOMMKH B JIAGOPATOPHH YCTAHAB/IMBATL HA OCHOBE
BelpaxeHud: A, = 0,84-A, ¢ mocnexyomuM yTOUHEHHEM MO Mepe HaKOIUIEHUA
undopMaliy 8 Npoliecce KOHTPO/A CTAOHILHOCTH pe3yibTaToB aHaIu3a.

Tpouexypy aHaiM3a NPU3HAIOT YAOBJICTBOPHTENLHOMH, NPH BLINOIHEHUN
YCIIOBHA:

K.<K ®

[pu HesemonHeHuH ycnoeha (9) KOHTPONBHYIO NPOLEXYPY MOBTOPSIOT.
Tpy MOBTOPHOM HEBLINONHEHMH YCNOBUA (9) BEHIACHAIOT NMPHYAHBI, NIPUBOAS-
HIMe K HeyJOBJIETBOPHTENLHBIM Pe3ynbTaTaM, H NPHHUMAIOT MEPHI MO HX yCT-
paHeHHIO.

TTepHOAMYHOCTS OEPATUBHOTO KOHTPO/A MPOUEAYPH aHajlH3a, a TakKe
peaTH3yeMBIe NPOLEAYPbI KOHTPOA CTaOHJIBHOCTH PE3YABTATOB aHANIH3a per-
JIAMEHTHPYIOT B PyKoBOACTBE 1O KayecTBy NabopaTopuu.
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Opanoxenne x cengerenscrsy N 224.02.03.107 /2005
06 arrecramun MeTonuxu «OnpenencHue COXCPAAHMA IBUIM B IPOMBIILIERHRLIX BRIGpocax.
OnpeneneHne MaccoBol OH XpoMa B NbUIH GOTOMETPHYCCKHM METOLIOMY

1. 3HaucHHR MOKA3ATE/N TOYHOCTH NPH ONPCHIC/ICHHN CONEPXAHNA NBUTH B NPOMLIULTCHHBIX BGpocax
npu BeposTHocTE P=0.95
Tloxasarens TOYHOCTH (TPaHML OTHOCHTENLHOM NorpemuocTy) 15, %

25

2. Inana3on niMepeHnil, SHAYCHUA nokasareneli TOUHOCTH, ROCHPOHIBONHMOCTH K MOBTOPACMOCTH NpH
OIPCNICNICHHH MacCOBOMN HONM XPOMA B THUIH

Huanason Toxasarem Tloxasarens TToxasarens TouHOCTH

u3mepesuii, %o TORTOPAEMOCTH BOCTIPOH3BORKMOCTH (rpamum: oTROCHTENMBORK
(orsocaTemuoe (ormocuremnoe OTPEINHOCTE AN
CPCRERBANPATICKOC CPeANEXBAAPATRICCKOC sepoxrEOCTR P=0.95),
OTKIOECHNE IONTOPACMOCTE), | OTRIOHCANC BOCUPORIBOZMMOCTH), | 45, %
o, % on, %

ot 0.03 10 2 mx11, 6 8 16

3. /imanasoH w3mepeHul, 3HAYEHHA NPEACNOB MOBTOPACMOCTH H BOCTIPOMSBOMMOCTH DU OTPEAENCHIH
MACCOBO#l RONH XpoM2a B MU (IR ROBEPHTENLHOH BepoxrrocTH P=0.95)

Huanazon Tlpenen nosTopsemocTi Ipenen BOCIIPOH3IBOAUMOCTH
mmepenuit, % (orrocaTemuoe IJBAUCHIG NONYCKACMOTO (oTROCHNTCMAROS SHEICHNC ACITYCXACMOTO
PACXORNCHNS MEOKTY ABYMS PCSYIBTATAME | PACXOKACHME MEAKIY ABYMS PEIYSATATAME
mapanpemsELIx oupeaccrni), T, % maucpCHMHE, DOXYSCHHLMN B PasHRIX
mGoparopxx), R, %
ot 0.03 110 2 BKN. 17 22 |

4. Ilpy peanHsaluu METOHMKH B aGOPATOPHA 0OCCHICIHRAIOT:

- KOHTPOJIb HCIIOJIHHTCIICM NPOLICAYPhl BLITIONHCHHN MSMCPCHHH MACCOBON AOIM XpoMa B Nbum (Ha
OCHOBC OLCHKH TIOTPRITHOCTH ITPH PEAH3AIMH OTACHHHO BIATOH KOHTPONLHOMN Nponeaypal);

- XOHTPONb CTAOMIBHOCTH ‘PE3yLTATOR HIMepeHHil MACCOBOH OJM XpOMA B MLUTH {Ha OCHOBE KOHTPOIN
CTAGHIIBHOCTH  CPEJHCXBAPATHYECKOIO OTKAOHCHHN NOBTOPECMOCTH, CPEAHEKBRAPATHYCCKOrO
OTKJIOHCHAN BHYTPHN260PATOPHOHA NPEIHSHONHOCTY, NOMPEIIHOCTH).

ANropHT™ KOHTPONR HCTIONHHTEAESM MPOICAYPH BHIIONHCHUN H3MCPCHHI NDUBENCH B NOKYMCHTE Ha
METO/MKY BHIIONHEHHA H3MEPCHUI.

Ilpouenyps! KOHTPONE CTaOMILHOCTH DE3yNLTATOB BRINONHACMEIX H3MCPCHHE DErNaMEeHTHPYIOT B
PyxoBozcTse no xauecrsy naboparopun.
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