OENEPAIIBHAS CIYXBA 11O SKOJOIrH4YECKOMY,
TEXHOJOTHYECKOMY U ATOMHOMY HAA3OPY

I'.M. lIgerkos

2005r.

KOJMYECTBEHHBIHN XUMHAYECKHI AHAJIM3 [TOYB

METOAUKA BHIIIOJHEHHSA H3MEPEHNIA
MACCOBOM JOJIH JIETYYHX ®EHOJIOB B IPOBAX
OOYB, OCAAKAX CTOYHBIX BOJA ¥ OTXOAOB
D®OTOMETPHYECKHM METOJOM MOCJE
OTIrOHKH C BOJASIHbBIM IIAPOM

NMHA © 16.1:2.3:3.44-05

MeTogHuka aonymeHa Aas ueneil rocyXapcTBeHHOrO
3KO0JIOTHY€CKOro KOHTPOJSR

MOCKBA
2005 .


http://www.mosexp.ru

NHA ® 16.1:2.3:3.44-05

HA3HAYEHHE H OBJACTb IPUMEHEHUA

Hacrosmuit XOKyMEHT yCTaHaBNIMBAET METOLHKY BLIMONHEHHA H3Mepe-
HUR comeprkanna neTyunx ¢eHonos B npobax Moye, OCafKOB CTOMHBLIX BOA H
0TX0N0B (POTOMETPUHECKHM METOAOM MIOCAE OTTOHKH C BOAAHLIM NApoM.

JKanaszoH u3MepeHHs MAacCOBOH KOHUEHTPauHMu NeTyd4ux ¢eHonos nnis
noys ot 0,05 1o 4,0 Mr/xr, ANA OTXONOB M OCAAKOB CTOMHLIX BOX — oT 0,05 mo
80,0 mr/xr.

Ecnu MaccoBad KOHUEHTpauus neTy4ux ¢eHonos s npoGe npesslwaer
BEPXHIOIO TpaHHUY [uanasoHa, TO AOMycKaercs pa3basieHHe neperHaHHOK
npo6el TakHM 06pa3oM, YTOGHI KOHIEHTpAUMs (EHONOB COOTBETCTBOBANA per-
NAaMEHTHPOBAHHOMY QHANA3OHY.

Meluaiolliee BAHAHHE CEPOBOIOPOAA YCTPAHAIOT NpHOARNEHHEM CepHO-
KHCAOR MEaH NpH neperoxke.

1 METOX H3MEPEHUSA

doToMeTpHUECKHA MCTOA ONpefiesieHHd MaccOBOH KOHLEHTPAUHH NeTy-
4HX (hCHOMOB OCHOBAH HA OTTOHKCE ()EHONOB M3 NMOAKHCIICHHOH MPOObI MO4BHI,
B3AHMOACHCTBHH MX B OTTOHE C 4-aMHHOAHTHIMPHHOM B MPHCYTCTBMM Nep-
cynbpara aMMOHHA ¥ H3MEPEHHHN ONTHYECKOH NIIOTHOCTH NpH A=510 HM.

2 MPHITHCAHHBIE XAPAKTEPHCTHKH [IOTPEIHOCTH
M3MEPEHU 1 EE COCTABJIAIOMMX

Hacrosimas MeToanka 06eCneYHBaeT MoMyyeHMe pe3ysTaToB aHanu3a C
NOrpeHOCTEIO, HE NpeBblnaomen 3HaueHuit, npuBeaEHHLIX B Tabanue 1.

3HaueHus noka3arens TOYHOCTH METOMMKH HCMOMB3YIOT NPH:

— ohopMIIEHHN PE3yNbTATOB aHasu3a, BblaaBaeMbix naboparopueii;

— OUEHKE ACATCILHOCTH Jlaﬁopa'ropuﬁ Ha Ka4e€CTBO MPOBEAEHHA HCMbITA~

Hult,

— OLUCHKE BO3MOXHOCTHM HCMOJIL30BAHHA PE3YJILbTATOB aHAMM3a NpH pea-

AU3AUHY METONMKM 8 KOHKPETHOH snaGoparopuu.
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Tabanua 1 - 3HaueHus nokasatenei TOUHOCTH, MOBTOPAEMOCTH U BOC-

TIPOH3BOANMOCTH METOAHKHU

Jinanasox lMoxkazatens [Tokazatens TMokasatens |
; HiMepenwi, MIOBTOPAEMO- | BOCIIPOH3BOAUMO- TOYHOCTH
mr/kr CTH cTH (rpanms! 0THO-
: {otHocuTetbHOE | (oTHOCHTEABHOE CHTENIbHOT MTo-
: CpeAHeKBAApATH- | CPEAHEKBAIPATHYC- FPELIHOCTH MPH
| qecKoe OTKIIOHe- CKO€ OTKJIOHCHHC BEPOATHOCTH
; Hife 1I0BTOpAEMO- |  BOCIPOH3BOIMMO- P=0,95),
CTH), 0r, % CTH), O, % 8, %
{ouskl

010,05 10 0,1 BKI. 15 22 44
| Cs.0,1 500,15 Bkn 10 14 28

Cs. 0,15 110 4 sKn1. 7 10 20
i OTXx0abl, 0OC2DKM CTOYHBIX BOX B
. 010,05 100,1 BK1. | 15 i 22 4
i Cs.0,1 no 0,15 pxa. 10 ) 14 28
© Cs. 0,15 0o 1,0 K. 7 10 20
. Ce. 1,0 70 80 it 6 8 16

3 CPEACTBA U3MEPEHH, BCTIOMOI'ATE/IbHBIE

YCTPOWCTBA, PEAKTUBBI U MATEPHA.TBL

3.1 CpeacrBa namMepeHnii

CnexTpoOoTOMETP HAH POTOINEKTPOKOIOPHMETP, NO-
3BONAIOMIMH U3MEPATb ONTHUYECKYK TUIOTHOCTH MPH
JUTiHE BONTHBE 540 HM

KroBeTht ¢ TONWHHOMN noraoulatomero cnos S0 mum
Becni n1abopartopibie TeXHUYECKHE

Becot 1a00paTopHbIe aHanHTHUECKHe, HanpuMep, BJIP-
200

[upu

pH- meTp mo6oit Mapku

Kon6s MepHbie BMecTHMOCThIO 100, 250, 1000 v’
[TuneTku rpamsy uposaHHsie BMecTuMocThio 0,5; 1, 5,

10 cn’

L {nnunapel Meptibie BMecTHMOCTbIO 10, 25, 50,

500 cm’

[locymapcTennsiit cranpapTHeii obpasen (FCO) co-
cTasa pacTBopa heHona 1 mr/cm3 ¢ oTHOCHTEAbHO 11O~
rPeuIHoCTbI0 aTTECTOBAHHOTO 3HaueHHa ue Gonee 1%

I'OCT 24104-2001
I"OCT 24104-2001

FOCT 7328-2001

FOCT 1770-74
rocCT 2922791

FOCT 1770-74

r'CO 7270-96
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3.2. BenomorarensHble yeTpoiicrea H oGopyaoBatne

TinuTka asieKTpHueckas C peryniaTopoM TeMNEepaTyphl
H 3aKpHITON CIIHPANBIO

CraxaHs! st B3BeitnBanus (OIO0KChI)

CrakaHb! xuMuyeckre smectumoctsio 100, 500,
1000 oM’

Bopoxnku naboparopHsie

Konbs! koOHHYeCKHE U TUTOCKOAOHHbBIE

YcraHoBKa [UIA OTTOHKH (eHo10B (konba eMKOCTHI0
500 cm’, NePEXOHNK, KAIUIEYIOBHTEND C OTBOAOM,
XONOAHIBHHK)

CTex/IsHHBIE MaNOYKH

3.3 PeakTHBLI H MATEPHAILI

4-aMHHOAHTHITHPHH, 4.1.a.
TMepcynsdar aMMoHUs (aMMOHUN wancepHOKUCHLIR),
y.0.a.

Kucnora consnas, u.a.a.

Kucnora cepxas, y.n.a.

AMMOHHH XJIOPHCTHIH, Y.1.2.

AMMHaK BOAHBIA, 4.4.a.

Xnopodopm, x.4.

H3oamunioBeiii cnupT, 4.4.2.

Meap cepHokucnas S BoJHad, Y.11.a.
®eHoN KPHCTAIUTUYECKRIE

Bona auctuanupoBaHHas

QunbTphl 06e330N€EHHbIE «Oenas eHTan
Bymara nHankaTopHas yHHBEpCansHas

FOCT 14919-83

["OCT 25336-82
TOCT 25336-82

'OCT 25336-82
I'OCT 25336-82
rOCT 25336-82

TVY 6-09-3948-75
TOCT 20478-75

rocCrt 3118-77
FOCT 4204-77
I'OCT 3773-72
["OCT 3760-79
I'OCT 20015-88

TY 6-09-14-1907-76

T'OCT 4165-78

TOCT 6709-72
TY 6-09-1678-77
TY-09-1181-76

Ipumenanue. Jlonyckaercs Hcnois30BaHUE CPeICTB H3MEPEHNUS, 000opy-
N0BaHHA, PEAKTHBOB H MATEPHAJIOB C METPOSIOTHYECKUMH H TEXHHYECKHMH Xa-

PaKTEPHCTHKAMH He XyKe yKa3aHHhIX.

Cpencrsa mmepem{ﬁ [OMKHbE ObITH MOBEPEHB! B YCTAHOBICHHLIC CPOKH.

4 TPEBOBAHHA BE3ONMACHOCTH

4.1 Tlpn BeinoNHEHHH ananu3oB Heobxomaumo cobmomars Tpeborauus

TexHukr Ge3onacHocTH npu paboTe ¢ xuMuueckuMu peaktueamu no [OCT
12.1.007-76.
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4.2 DrnekTpobe3onacHoCTh Npu paboTe ¢ 31eKTPOyCTaHOBKaMH cobitona-
erca no ['OCT 12.1.019-79.

4.3 Tlomewerue nabopaTopnu AOHKHO COOTBETCTBOBATh TPEGOBAHMAM
noxapuo# 6ezonacHoctd no FOCT 12.1.004-91 u umets cpeacTsa NOXKapoTy-
wienns no FOCT 12.4,009-83,

4.4 Vcrionnnvend A0MKHBI 6bITh TPOMHCTPYKTHPOBaHBL O Mepax 6e3o-
MacHOCTH B COOTBETCTBHH C MHCTDYKUHAMH, NpuiaraeMbiMu K npubopam. Op-
raHuzauHs obydenns paboTaiowmdx 0€30mMacHOCTM TPyZa MPOH3BOAHICA 1O
OCT 12.0.004-90.

S TPEBOBAHHNA K KBAJTM®UKAUHHA ONEPATOPA

Boinonuenye M3MEpEHUt MOXET NPOU3BOAUTH XHMHK-aHATHTHK, Bna-
AetOmnH TEXHHKOH POTOMETPHYECKOrO aHaNU3a H M3Y4IHBLIHI HKHCTPYKLHIO 110
3KCIMYaTalHH CieKTpodOoTOMETpa HiH POTOINEKTPOKOIOPUMETPA.

6 YCJIOBUSA NMPOBEXEHUA UIMEPEHUH

Yc0BHS OKpYXatoLIei cpeabl, ipH KOTOpbIX obecneynBaercs Tpedyeman
TOYHOCTb U3MEpEHHIl, CNeay oLHe:

atMoctepHoe nasnenue (84-106) klla;

Temneparypa Bo3ayxa (2216 )°C;

OTHOCHTENbHAs BJIQXKHOCTB Bo3nyXa He Honee 80 % npu t=25°C;
HarnpsxeHue NUTaHus snekTpocetr (220 £ 22) B;

yacToTa nepeMeHHoro Toka (50 + 1) Tu.

7 OTBOP INPOB

Ot6op npo6 npoussoautcs 8 cootBercTBuu ¢ JOCT 17.4.3.01-83 «Ox-
pana npupoasl. [Toussl. O6mue TpeGosanus k orbopy npod», FOCT 17.4.4.02-
84 «Oxpana npuponsl. [Toussl. MeTon otbopa ¥ noaAroToBkH Npod AnA XHMH-
4ecKoro, 0aKTepHOAOrMYECKOro, rensMUHTONOFHYeckoro aHanusa» u [THI @
12.4.2.1-99 «OTtx0abl MHHEPALHOIO MPOUCXOXKAEHHA. PeKoMeHgauMu mo OT-
6opy u noaroroexe npob. ObuHE NONOKEHHUA» WK APYTHMH HOPMATHBHBIMH
JIOKY MEHTaMu, YTBEPHCICHHBIMH H IPHMEHAEMbIMH B YCTAHOBICHHOM NOPSAAKE.

[ins onpenenenus neTyuHx ¢eHonos B npobax noysbl He06XOAHMO OTO-
6panHeiil o6paser No4YBbl HOMECTHTb B CTEKJIAHHYIO OAHKY M 3aKpLITh KpbIUI-
ko#. Juia aHanu3a B3BewuBaloT 50 r «ceipoii» npobbi (6€3 NpeasapHTENLHOTO
BBICY LUMBAHUA).
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Iins onpenenenna neryunx ¢penronos 8 npobax 0TXOAOB ¥ OCAAKOB CTOU-
HBIX BOA 0TGHparoT 0T 2,5 no 50 r npobsl B 3aBHCHMOCTH OT NpEANOIaraeMoro
coznepxanna (enonos.

8 TOJATrOTOBKA K BLITIOJIHEHUIO USMEPEHU I
8.1 loaroToBka npubopa

ToaroToBky npuGopa k paboTe NPOROAIT B COOTBETCTBHH ¢ paboueii uH-
CTpyKUHel 1o 3KcrnyarauuH npubopa.

8.2 lpuroToBieHne pacTBOPoOB

8.2.1 Aumonuino-anmuaunsiii Gydepusiit pacmeop ¢ pH 10,0-10,2

50 r x710pMIa aMMOHHS PacTBOPSIOT B S0 cM> IMCTHANMPOBAHHOM BOABL,
no6aRIoT 350 M’ KOHLIEHTPHPOBAHHOTO PACTBOPA aMMHAKA K niposepaoT pH
pactsopa pH-merpoM. Ecnu 3nauenne pH pactBopa oTniuaeTcs OT BeIHUYHHBL
10,0-10,2, HeobxoanMo aodasuTe pacTsop ammhaka (npu pH < 10), nudo xo-
pHA aMMOHHA HIIH COJIAHYI0 kucnoTy (mpu pH > 10,2). Ha caemyrowwmii aexb
Heo6XonuMo ONATbL NPOBECTH KOHTPONbL PH M NpH HeoOXOAMMOCTH AOBECTH €ro
N0 HYXHOH BeNH4uHBI. KOHTPONS CIEMYET OCyEeCTBISTh Kaxsie 7 nHeil. Pac-
TBOD YCTOHYHB NPH XPaHEHHH B MOMHITHAEHOBOM NOCY € 110 4 MECALIEB.

8.2.2 Pacmeop 4-amunoanmunupuna, 2 %

1,0 r 4-aMMHOBHTHNMPHHA PAcTROPSIOT B 5O cM® AMCTMANMPOBAHHOM BO-
Ibl, QUILTPYIOT M NEPEHOCAT B MOCYHy M3 TEMHOrO cTekiia. PacTBop XpausaT 8
XONOJWIIbHUKE B TeucHHE 7 AHEH WIH NPH KOMHATHOH TEMNeparype B TEMHOM
mecTe He Gonee 3 adelf. Jlns BLIMONHEHHA onpeaencHuil npurogeH pacrTeop,
HMEIOLIHH GNEMHO-KENTYI0 OKpacKy. [Tpu nosBieHnH TeMHO-Kenroil unu oy-
pO# OKpacky CNelyeT NPUTOTOBUTH CBEXMH PACTBOP 4-aMHHORHTUMHPHHA, NH-
00 B3ATh PEAKTHB U3 APYTroi MapTuu.

8.2.3 Pacmeop nepcynvgpama ammonusn, 20 %

50 r nepcynbdata aMMOHHA PacTBOpAIOT B 200 CM’ AMCTUILIMPOBAHHOI
BOJIbI, HEWTPANM3YOT KOHUEHTPHUPOBAHHLIM PACTBOPOM aMMHaka (10 HHAMKA-
TOpHOM GyMmare, 10BOAST 06beM pacTeopa 10 250 cM® ¥ GUALTPYIOT.

PacTsop ycroituns B TeueHue Hepenu.
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8.2.4 Pacmeop ceprou xucaomei, 10 %

K 450 cM’ AMCTH/LMPOBAHHOH BOMIbI, IOMELUEHHOH B TEPMOCTOMKHMI XH-
MUYECKHIi CTaKaH, MpPH HEMPEPHIBHOM NeEpeMEWMBAHHU NpUnuMBaloT 28 oM’
KOHIEHTPHPOBAHHOH CEpHON KHCNIOTbl H OXJIAKIAKOT. PacTBOp ycToiiuus npu

XPaHEHHH B [UI0THO 3aKPhITO# ClIAHKe B TeueHue 1 rozia.
8.2.5 Pacmeop cynspama meou, 10 %

50 r Meau CepHOKMCIOH 5 BonHO#K pacTBopsIOT B 450 cM® aucTHAHMpO-

BaHHOM BOBI. PacTBOp yETOHUYHB B TeueHHe 6 Mec.
8.2.6 Hpuzomoenenue 2padyupoeounozo pacmeopa

I'panyupOBOUHBIi pacTBOp FOTOBAT 3 CTangapTHoro obpasua (I'CO) ¢
MaccoBoii KOHIteHTpaumeii beHona 1 Mr/cm® i KpHCTaUTHYECKOTO deHoNa.

[Tpu ucnonsiosanuy I'CO npouseoasT pazbasneHne HCXOAHOTO PacTBo-
pa B COOTBETCTBHH C MHCTpYKUMelt 110 €ro npHMEHeHHo. MaccoBas KOHUEHTpa-
uus Gexona B paboyeM TrpamyMpOBOYHOM pacTBOpE MAOJMKHA COCTABIATH
10,0 mr/am’. XpaHsAT pacTBOp B XONOAWbHUKE He Gosee 3 CyTOK.

[TpuroToBnieHHe TPamyHPOBOYHOTO PAcTBOPa W3 KpUCTaMyeckoro ge-

HOJNA BLINOAHSAIOT B COOTBETCTBHH C [IpHnoxeHHnem A.
8.3 MocTpoenne rpanynpoBouHoro rpadHKa

Ilns nocTpoeHus rpanyvpoBoyHOro rpaguka Heo6XoaMmo MpHroTo-
BHTH 00pa3itel U TPadyMpOBKH C MaccOBBIMH KOHLEHTpaLusMu ¢enona 0 —
0,80 mMr/am’. YcnoBus npoBeneHUs aHANN3a HOMKHb COOTBETCTBOBATS M. 6.

CocraB u konuuecTBo 0b6pa3uoB Ads rpamyHpOBKH LA NOCTPOEHHA rpa-
Iy HpOBOYHOro rpathuka npuseaeHs! B Tab. 2.

Lns BCex rpaiyHpoBOYHBIX PacTBOPOB MOFPEUIHOCTH, OOYCIOBJIEHHBIE
npoueaypoH NpHroTOBNEHHA, HE NpeBbitlaloT 3 % OTHOCHTENBHO NPHITUCAHHO-

ro 3Ha4eHHsA MaccoBO KOHUEHTpaunn genona.
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Tabnuua 2 - CocTas H KONKHYECTBO 06pa3LoB ISl [Py HPOBKH
MpH ONPEACIERHH JIETYUHX (eHOoNOB

N |Konuestpauus desona,| OO6beM rpagyuposoy- OGbem konbbl,
mr/mm’ HOTO pacTBopa, cM> oM’
1 0,00 0,00 100
2 0,01 0,10 100
3 0,02 0,20 100
4 0,05 0,50 100
S 0,10 1,00 100
6 0,20 2,00 100
7 0,25 2,50 100
8 0,50 5,00 100
9 0,75 7,50 100
10 0,80 8,00 100

B kaknylo xonby aobasnsior 5 cm’ 6ydepnoro pacrsopa ¢ pH=(10,0-
10,2), 3 cm’ 2% pacTBopa 4-aMUHOAHTHIMPHHA (CBEXENPHTOTOBNERHOTO) ¥
1 cm’ 20 % pacTeopa nepcybdaTa aMMOHMS (CBEXKENPHIOTOBICHHOrO), I0BO-
JAT RO METKH JMCTH/LNHPOBAHHOR BONOH M yepe3 10 MHHYT 3amepsioT onThve-
CKYIO IUIOTHOCTh MPH AJIHHE BOJTHB! 510 HM.

CrposT rpamyupOoBO4HbIH rpadyK, OTKIAafLIBa%S Ha OCH AOCUHCC Macco-
BYI0 KOHUCHTPAUUIO GEHONA B MI/AM’, @ HA OCH OPMHAT - ONTHYCCKY IO NAOT-
HOCTBb pacTBOpOB.

AHamu3 IrpagyHpOBOYHEIX 06pa3sLOB NPOBOAAT B MOPAAKE BO3PACTAHMA
MX KOHUEHTpauuH. Kaxnyro MCKYCCTBEHHYIO cMech HeoOX0mHMO (OTOMETPH-
poOBaTh 3 pa3’a C UENBbIO HCKIOMEHHMA CIIYHalHBIX PEIYNLTATOB M yCPEAHEHHS
JaHHBIX.

8.4 KoHTpob cTaGHILHOCTH rPAXYHPOBOUHON XapaKTePHCTUKH

KoHTponb cTaGHILHOCTH rpagy HPOBOUHOI XapaKTEpPHCTHRKH NPOBOAAT HE
pe’e OAHOTO pa3a B KBApTall MM YIpY CMEHE peakTHBOB. CpeicTBaMH KOHTPONA
ABNAIOTCA BHOBb NPHUTOTOB/EHHBIE 06pa3ubl Ang rpagypoBku (He MeHee 3 06-
Pa3uoB U3 NpMBEAEHHBIX B Tabnuue 2).

I"pagypOBOYHYHO XapaKTEPUCTUKY CUMTAKOT CTabUMILHOA 1pu BbINONHE-
HUHU LI KOKAOTO o6pa3iia s rpay HPOBKH CIIEYIOILEr0 YCNOBHS:

| X~C |<196:0,01-C-0, ,
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rae X — pe3y/ibTaT KOHTPONKHOFO H3MEPEHNS MACCOBOH KOHLEHTpauuu ¢eHo-
s1a B obpasue ang rpanyypoBKH, MT/HMB;

C — aTTeCTOBAHHOE 3HayeHue MacCOBOH KOHUEHTpalnyu (enona B obpas-
U€ 15 FpanyHpOBKH, ME/IM’;

O g, — CpeIHEKBAAPATHYECKOE OTIJIOHEHHE BHYTpHIabopaTopso# npeun-
3HOHHOCTH, YCTaHOBJICHHOE I1PH Peann3auuH METOANKY B JabopaTopuH.

HNpumeuanue. JJonyCcTHMO CpeNHEKBANPATHYECKOE OTIJIOHEHHE BHYTPH-
n1abopaTopHOi MPeUH3UOHHOCTH NPU BHEAPEHWH METONMKHM B nabopartopuu yc-
TaHABUBATh Ha OCHOBe Bhipaxenns: O g = 0,84- O , c nocneAyOWNM yTOY-

HEHHEM M0 MEpe HAKOTUICHHA HHPOPMAUMH B MPOLECCE KOHTPO/IA CTabHUIbHO-
CTH pe3yNbTaToB aHamu13a.
3naueHus o, npuseneust s Tabnuue 1.

Ecan ycnoBue crabuibHOCTH rpagyHpOBOYHOR XapaKTEPHCTHKH HE Bbl-
NOMHAETCA TONABLKO AN OAHOrO ofpasua Ans rpamyHpPOBKH, HEOOXONUMO Bbl-
NOJIHNTH NMOBTOPHOE W3MEPEHKE ITOro 00pasua ¢ UeNbio UCKIMOYEHHs pesyib-
TaTa, COACPXKAIEro rpy0yIo NorpeutHoCTb.

Ecny rpanynpoBouHas xapakTepuUCTHKa HeCTabuabHa, BBHIACHAIOT NPHYH-
Hbl H NOBTOPAIOT KOHTPO/AL C HCMONb30BAHHEM APYruUx oOpasuoB LI rpamyH-
POBKH, TPEXyCMOTPeHHBIX MeToanKOoMN. [Tpu nOBTOPHOM OGHapYy>KeHHUM HecTa-
OHNBHOCTH TPagyUPOBOYHON XAPAKTEPUCTHKY CTPOAT HOBBIH CPAXYHUPOBOUHBIA
rpaduk.

8.5 Onpeaenenue BAaKHOCTH B NpaGe

Onpenenexie BnaxHocTH B npobe nposoast no FOCT 28268-89 «[lou-
Bbl. METOB! ONpefeneHua BAAKHOCTH, MAKCUMANbHO TUFPOCKOMHYHONH Blax-
HOCTH M BRAXKHOCTW yCTOW4MBOro 3aBigaHus pacreduiiy u no [IHA <P
16.2.2:2.3:3.27-02 «MeTonmka BbINOAHEHHS M3MEPEHKI MAacCOBOM AONM BIIArk
(BnaxcHOCTH) 8 OCalKax, ULIAMax, JOHHBIX OTNOXEHHAX, aKTHBHOM HJle O4MCT-
HbIX COOPYXEHN{ rPaBUMETPHUECKHM METOLOMY.

9 BLINTOJIHEHHUE U3MEPEHH I

[po6y NOMEUIAKT B NeperonHyto konby co uaupoM Ha 500 cm’, nobas-
a0t 300 M’ nncTunanpoBanHo# Boxsl, 5 cM® 10% pacTBopa cynbdara meau 1
5 cM® 10% pacTBopa cepHON KHCHOTI.
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CoGHpAIOT yCTaHOBKY 1A IEPETOHKH i OTFOHAIT k010 200 cM’, 3aTem
OTTOH TOMELIAIOT B MEPHYIO Konby BMecTUMOCTbIO 250 cM® ¥ AOBOAAT O MeT-
KM OUCTHANHPOBAHHON BOLOM.

50 cM’ OTrOHa NoMewarT B MepHylo Konby BMectimocTsio 100 oM,
npuGasnnoT S cM®> GydepHoro pactsopa (pH=10,0-10,2), 3 cM® 2% pactBopa
4-amuHoaHTHNMpHHa (CBexenpurotosnenHoro) u 1 cm® 20% pacreopa nep-
cyasara aAMMOHHA, ZOBOAST A0 METKH AUCTHHPOBAHHOHK BOLO.

OnHOBpPEMEHHO CTaBST XOJIOCTOH ONLIT C AMCTHAIMPOBAHHOM BOJOH,
NpOBOAA €ro uepe3 Bce cTaguu aHann3a. Yepes 10 MHHYT nocne noGaBneHus
BCEX PERKTHBOB H3MEPAIOT ONTHYECKYHO MIIOTHOCTh MO OTHOLIEHHIO K XONOCTOMH
npoGe B KroBeTe ¢ TOMUMHON onTHyeckoro cnos 50 MM OpH AIHHE BOJHE
510 um,

KOHUEHTpausmio GeHonoB B MI/IM® HaXOAAT MO TPaldyHpPOBOYHOMY rpa-

buky.
10 OBPABOTKA PE3YJIbTATOB U3MEPEHU
Coanepxatne deHona B mouse X, (Mr/kr) onpeaessior no popmyne:

X, -100-250
vV, m ’

X, =
rae X, ~ colepxanne QeHosa, HaliieHHOe MO rpanyyupoBouHoMy rpadmuky,
mMr/am’;
100 — o6beM KOAGBI, CM;
250 — o6bem aUCTHANATA, cm’;
V,,p — 066eM npodei, B39TOH Mg aHaANM3a, oM’
m — HaBecka npolsl, B3ATaA JUIA aHAIH3a, B MepecyeTe Ha abconoTHO cy-

XY10 MOYBY, T.

Pacxoxnenue Mexay pesyJibTaTaMH aHalu3a, NOJTyYeHHBIMM B ABYX Jla-
6opaTopHsX, HE HO/DKHO {IPEBLILIATH MIPEAena BOCIPONW3BOAMMOCTH. IlpH BEI-
TIOJIHEHWH 3TONO YCNOBHA npHemieMbl 00a pe3ynsrara aHanu3a, ¥ B KayecTse
OKOHYaTe/IBHOTO MOAKET ObITh HCMOMB30BAHO HX CPEAHEC apHPMETHYECKOE 3HA-

yeHne. 3HAYEHHA TIPELeNa BOCIPOM3BOAHMOCTH NpHBENEHSI B TaOnuue 3.
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Tabnuua 3 - 3uaueHus npegena BOCIPOUIBOAUMOCTH

Jlnanazon usmepenuit, [lpenen BOCNpou3BOAKMOCTH
mr/kr (2 4B8yx pe3ynsTartoB u3mepeuit ), R, %
npy P=095
IMoussi

070,05 10 0,1 BKII. 62
Cs. 0,1 70 0,15 skn. 39
Cs. 0,15 no 4 ska. 28
OTx0b1, 0CAJIKK CTOMHBIX BOJ

Or 0,05 10 0,1 BKa. 62
Cs. 0,1 no 0,15 Bxn. 39
Cs. 0,15 1o 1,0 Bxs. 28
Cs. 1,0 no 80 sxa. 22

Ipu npeblIEHHN NpEaeTa BOCMPOU3BOAHMOCTH MOTYT GBITH HCIIO/IL30-
BaHLI METOAB! OUEHKH NMPHEMIIEMOCTH PE3YNLTATOB H3MEPEHHH COTIACHO pas-
nena 5 'OCT P HCO 5725-6.

11 O®OPMJIEHHE PE3YJbTATOB AHAJIN3A

Pesynbrar ananusa X B JOKYMEHTax, NpeayCMaTpHBAIOLIMX €ro HCNOMb-
30BaHHe, MOXeT ObiTh NpeacTasnieH B Buae: X + A, P=0,95,

rae A - nokasaresnb TOYHOCTH METOAMKH.
3unauenue A paccuHThiBatoT no gopmyne: A = 0,01-8-X. 3nauenue & npu-
BeaeHo B Tabnuue 1.

JloflyCTHMO pe3ynbTaT aHaiM3a B JOKYMEHTaX, BbinaBaeMmblX jiaboparto-
pueii, npeacrasaste B supe: X + A,, P=0,95, npu ycnosuu A, < A, rae

X — pesynbTar aHanu3a, NONY4EHHbLIA B COOTBETCTBUU C MPOMHUCHIO METO-
JAMKH;

t A, - 3HauY€HME XApaKTEPUCTHKH MOIPEIHOCTH pe3y/nbTaToB aHaIM3a,
YCTaHOBNEHHOE IPH peali3aLMi METOANKH B naboparopyu, W obecriednBaemoe
KOHTPOJ1EM CTAOMNBLHOCTH PE3yNbTATOB aHAH3A.

12 KOHTPOJIb TOYHOCTH PE3YJIbTATOB U3MEPEHHH

KoHTposb KayecTBa pe3ynbTaroB aHanHsa NMpU peanH3aluM METOAHKH B
nabopaTopHu NpefycMaTpyBaeT:

10
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— ONEpaTHBHEIH KOHTPONh NMPOHERYPH! aHANH3A (HAa OCHOBE OLEHKH 0-
TPEMIHOCTH NPH Peant3atlii OTAENBHO B3ATON KOHTPONBHOI Npoueayps);

— KOHTPONb CTa0MJIBHOCTH pe3yNbTaToOB aHanmH3a (Ha OCHOBE KOHTPOJS
CTabWIBLHOCTH CPEeRXHEKBANPATHYECKOrO OTKJIOHEHHS MOBTOPAEMOCTH, CpeaHe-
KBaJIPaTHYECKOrO OTKJIOHEHHA BHYTPHAAaGOPaTOPHOH NPELH3MOHHOCTH, MNO-
IPEILHOCTH).

12.1 AxropuTm ONepaTHBHOIO KOHTPOJIA IPOUEIYPhI AHAIH3A
€ HCMOJIBb30BaHHEM MeTona n06aBoK

H3 otrona (n.9) 6epyT nBe mpobsr no 50 cM® MOMewaloT B KoGBI BMe-
crumocthio 100 oM’ 1 k 0nHOH M3 HEX nenaloT no6asKy denona ([CO). Benu-
4MHa 106aBKH MOMmKHA cocTaBnaTh 50 - 150 % ot conepxasua deHonos B nc-
X0iHO#M npobe. [1po6bl aHATH3NPYIOT B TOYHOM COOTBETCTBHM C MPOMUCHIO Me-
TOAMKH M MOJYYaloT PE3ybTaT aHATW3a HCXOonHO# paboyel npobsl X, u pabo-
yeii npo6sl ¢ nobaskoii - X,

OnepatHBHBIA KOHTPO/Ib TNPOLEAYPHl aHANN3A MPOBOAAT MYTEM CpaBHe-
HUA Pe3ysbTaTa OTAENbHO B3ATOH KOHTPONBHON npouemypsl K, ¢ HOpMarHBOM
koHTposs K.

Pe3ynpTat KOHTpOABLHOH MpoueRypsl K, paccuuTbiBaloT no gopmyJe

K, =| X'-X-C,

rae X' — pesyNbTaT aHaiH3a MaccOBOM KOHLEHTPAuMH GEHONOB B NPobe C H3-

BECTHOM A06aBKoii;
ch — Pe3yJIbTAT aHaTH3a MaCCOBOI KOHUEHTpAUHH (EHOOB B HCXOAHOM
npobe;

Hopmatns konTpons K pacctuTbiBaioT 1o gopmyJie

2 2
K= }An’x, +Amx ,

rne Aqx. s An'x - 3HaA4YEHUA XapaKTepHCTHKH NOIpeiHOCTH PE3yAbTATOB AHA-

N33, YCTaHOBNEHHbIE B NabOPATOPHN MPH pean3alid METOAHKH, COOTBETCT-
BYIOILME MAcCOBOH KoHileHTpauHu ¢enona B npobe ¢ u3sectHoit 1o6askoii K B
ucxXonHo# npobe COOTBETCTBEHHO.
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Hpumeuanue. JIoNyCTHMO XapakTEPHCTHKY NOTPEHIHOCTH Pe3yNbTaTOB
aHanu3a NpH BHEAPEHUM METOAMKH B nabOpaTopuM yCTaHaBNHMBATH Ha OCHOBE
BhipaxeHus: A, = 0,84:A, ¢ nocneayomMM yTOYHEHHEM O MEpe HAKOIUIEHHA
HHOOPMALIMH B IPOLIECCE KOHTPONA CTaOMILHOCTH PE3yNIBTaTOB aHaNH3a.

[MpoueAypy aHanH3a MPH3HAIOT YNOBNETBOPHTENAbHOMN, NPH BEHIMOIHEHHH
YCIIOBHA:
K.<K 1)

T1pn HeBeIMonHeHHH ycnoBus (1) KOHTPONBHYIO NpOLEXYpY MOBTOPSIOT.
Ipu noBTOpHOM HeBbINONHeHUH YcNoBUS (1) BLIACHSIOT MPUYHMHB!, IPHBOAS-
IHE K HeyJOBNECTBOPHTENBHBIM pe3yJibTaTaM, H MPHHUMAIOT Meph! 10 MX yCT-
paHeHHIo.

[1epHOAMYHOCTb ONEPATHBHOIO KOHTPOAA NMPOUEHypbi aHAIK3a, a TakxKe
peanu3yemMble NpOUENYpbl KOHTPONA CTaOMIBHOCTH pe3yJbTaTOB aHANM3a per-
NaMeHTHPYIOT B PykoBoJcTBe MO KauecTBy JabopaTopuy.

12.2 AnropuT™M ONEPaTHBHOIO KOHTPOJSA TPOLEAYPbl H3IMEPeHHit ¢
HCIONbL30BAHHEM METO0Za BAPLUPOBAHHA HABECKH

O6pasuamu Uit KOHTPOJIA ABASIOTCA paGoune mpoObl NOYB H OTXOA0B.

OnepaTuBHBIA KOHTPONb NPOLEAYPL! U3MEPEHHH NMPOBOAAT IyTEM CpaB-
HEHHs PEe3ynsTaTa OTAENBHO B3ATOH KOHTPOABHOH npouexypbl K, ¢ HOpMaTH-
BOM KOHTpons K.

Pe3synbTat koHTposnsHO#H npoueRypsl K, paccuntsiBaiot no gopmyne
K.=| X' -x |

rie X — pesynbTaTr HaMepeHus KOHUeHTpauuu ¢erona B pabouei npode;

X — pesyabTar uaMepeHus KORLUEHTpaLyK deHona B paboueit npobe, no-
Jy4€HHO#l ITyTeM BapbUPOBAHHA HABECKH.

Hopmar#s konTpong K pacCYHThIBaIOT 110 popmy.e

K=][A% +A 2

kN LY
rae 8, > B,x - ycraHosneHHbie B 1aGOPATOPHH NPH PEATH3ALMH Me-

TOOHKH 3HAa4€HHA XAPAKTEPHCTHKH NOTPEINHOCTH Pe3y/ibTaTOB U3IMEPEHHH Mac-
COBOM KOHLEHTpauuHu gpeHona B Hexoanoii (pabouett) npobe u B paGouelt npobe,
MONYYEHHO’ NyTEM BapbUPOBAHHA HABECKU, COOTBETCTBEHHO.
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IIpusmeuanue. [IonyCTHMO XapaKTEPHCTHKY MOTPEWIHOCTH pPe3yNbTaToB
H3MEpeHHit MPH BHEAPEHHH METONWKH B 1a0OPaTOPHH yCTaHAaBNUBATL HA OCHO-
BE BhipaxkeHna: A, = 0,84 - A, ¢ nocneayolIMM YTOYHEHHEM 1O Mepe HaKone-
HHS WHQOPMALUMM B NPOLIECCE KOHTPONA CTaOMNBHOCTH Pe3ynLTatoB W3mepe-
HHH.

[Tpouenypy u3MepeHuii MPH3HAIOT yAOBJICTBOPUTEILHON MPU BBIMOHE-
HHU yCNIOBHA:

K. <K @

Tpu HeBbImoMHEHHH ycnoBUs (2) KOHTPONBHYIO NPOUEAYPY NOBTOPAIOT.
[pn NOBTOPHOM HEBBLINONHEHUH YCNOBHA (2) BBIACHAIOT MPUUKHEI, TPHBOAL-
LIHEe K HEYAOB/ETBOPHTENbHBIM pe3ynsTaTaM, H NMPHHHMAIOT MEpHI MO MX yCT-
PaHEHHIO.

[NepronuYHOCTL ONEPaTHBHOFO KOHTPOJIA MPOUEAYPS! aHalK3a, a TaKKe
peanulyeMeie NpOUEAYPLl KOHTPORA CTAOWUNBHOCTA PE3YJLTATOB aHamM3a per-
JIaMEHTHPYIOT B PyKoBOACTRE N0 KauecTBy JIaGOPaTOpHH.

13
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NPRIIOKEHHE A

TlpuroroBieHne rpagyHpoBOYHOr0 PacCTBOPA H3 KPHCTALIHYECKOr0
therona

Jlnd NpHroToBsiEHHA pacTBOpa AOMYCKAETCA MCNONL30BaTh Npenapar ge-
Hona c GecuserHo#t nau co cnabo-po3osoit okpackoii. Ecnu okpacka 6onee uu-
TEHCHBHas (EHON ciiegyeT neperoaTs. deHon OTTOHAIOT NMpH TeMnepavrype
182°C.

A.1 OcHoBHoit pacTBop denona

Hasecky ¢enona oxono 0,1 r B3sewnBaoT Ha aGOPATOPHBIX BECax C
TOYHOCTBIO 10 0,1 Mr, KONHYECTBEHHO MEPEHOCAT B MEPHYIO KOOy BMECTHMO-
cTei0 SO cM’, OOMBIBAS CTEHKH CTAKAHUMKA 3TH/IOBHIM CMMPTOM, PacTBOPAIOT
deHouI, NOBOAAT PacTBOP IO METKH M NEpeMELINBaloT. MaccoByIO KOHLEHTpa-
LHIO EHOoNa B NONY4YeHHOM PacTBOpe PacCYHTHIBAIOT O dopMyne:

a-1000
50 °
rae  C - MaccoBaf KOHLICHTpalMa ¢eHoNa B OCHOBHOM pacTeope, mr/cm’;
a - HaBecka (eHona, r.

C=

XpaHaT pacTBOp 8 CIUIMHKE C MUIOTHO 3aKphiBaioLieHca npobkoi B Xoo-
IUILHHKE He Gonee 6 mec.

A.2 MpomexyTrounbiit pacTBop peHona

PaccuuTsiBaioT 06b€M OCHOBHOrO pacTBOpa, KOTOPLIH HEOOXOAHMO BIATH
1A TTOJTyHEeHMs PacTBOpa ¢ MaccoBoR KOHUeHTpauuedt dexona 100 Mxr/cm’:
100- 50
V -

C-1000

rae V- 06beM OCHOBHOTO PacTROpa (heHona, cM’;
C - MaccoBas KOHLEHTPauKs GeHoNa B OCHOBHOM pacTBope, Mr/cm’.
PaccunTanHEIH 06bEM OCHOBHOrO pacTBopa rpadyHpOBaHHON NHIETKOM
MOMEWWAKIT B MEPHYIO KOOy BMECTHMOCThIO 50 CM’, ZOBOAST CIIHPTOM [0 MET-
KH Y NepeMewnBaioT. XpaHaT B XonoAHAbHKKe He Oonee 1 mec.

A3 I'pagynpoBouHbIif pacTBOp ¢ MaccoBOi KOHUEHTpaureh
deuona 10 mxr/cm’

OT6HpaioT nunerTkoii ¢ oao# oTMeTkod 10,0 cm® npomesxyTouHOro pac-
TBOpa (EHONA, NEPEHOCAT €r0 B MEPHYIO Koaby BMecTHMOCTbI0 100 cM’, v no-
BOAAT RO METKH AHCTWUIMpOBannoH BoRof. CpOK XpaHEHHS B XONOAMIbHHKE
He 6onee 3 cyTok.
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[pwnoxende k ceuaerenscray Ne 224.03.03.104 /2005
06 aTrecTauMy METOMHKY BHINONHEHUS UIMEPEHHI
MaccOBO# A0NH neTysux $HeHonoB B mpoGax 1048, OCAAKOB CTOYHLIX BOM ¥ OTXONOB
foTomerpUIecKkHM METONOM NOC/E OTTOHKH C BOAAHBIM TRPOM

1. imanason uaMepenuil, MAYCHMA NOKa3aTeNcl TOTHOCTH, IOBTOPSEMOCTH, BOCIIPOHIBOUMOCTH

JlHanasor MIMEpCHHi, Toxasarenms IMokasarens Ilokasatens
mr/xr NOBTOPAEMOCTH BOCITPOM3BORUMOCTH TOYHOCTH
(omHocHTEMBHOE (orHOCUTEMEHOE (rparumm
CPCAHCKBAJPATHYCCKOE | CPEAHEKBARDATHICCKOE | OTHOCHTENBHOM
OTKIIOHCHHC OTKJIOHCHRAL NOrPCIMHOCTH NPH
DOBTOPAEMOCTH), BOCHPOM3IBOAHMOGCTR), sepostaocTx P=0.95),
o, % Or, %o B %
Nowsu
Or 0.05 70 0.1 =xa. 15 2 44
Cs,.0.1 200.15 sxn 10 14 28
Cs. 0.15 70 4 sxn. 7 10 20
Orx0/8, OCAAKM CTOYHBIX BOA
0r0.05 go 0.1 sxn. s 2 44
C». 0.1 70 0.15 Bxa. 10 14 28
Cs. 0.15 o | mxn. 7 10 20
Ce. | g0 80 srs. 6 (] 16

2: 3uaueHnq IPEaCa BOCTPOHIBOHMOCTH NIpH BeposrrocTs P=0.95

Jinanazon u3mMCpenwi, Mr/xr

TIpeaest BOCRPOM3BOIHMOCTH
(anz xByx pesymsraros uiMcpennit ), R, %

Tlousnt
0t 0.05 50 0.1 Bk 62
Cs.0.1 20 0.15 sxn 39
Cs. 0.15 no 4 mxn. 28
Orxou, 0C3TKH CTOYHBIX BOJ

0r0.05 a0 0.1 vxn. 62
Cn. 0.1 70 0.15 Bxn. 39
Cn.0.15 go | Brn. 28
Cs. | no 80 sxa1. 2

3. pu peamusauuy MCTOAHKH B naGopaTopuu obccneausaor:
- OMNCPATHBERIA XOHTPOAL NPOLCAYPM BHIOMHCHHS HIMCPCHHHA (HA OCHOBE ONCHKH NOrPCHIHOCTH (IPH
PCATB3ALHE OTACNLHO PINTOH KOHTPOALHOH NpOneAypH);

- xomtpons CrabmmpHOCTH pe3ymeraros  HMiMeptmuif  (Ha  ocHoBe

CPCAHCKBANPATHYCCKOTO  OTKIOHCHER

fIOrPEITROCTH).

TIOBTOPRCMOCTH,

KOHTpONA  CTabUNBHOCTH

BHYTpUnabopaTopHOH  NPCUHIHOHHOCTH,

ANTOpHTM  KOHTpOAR MCNONHMTCACM MPOLICAYDH BHIONHCHHA H3MEDEHHH NPHBCACH B JOKYMCHTC Ha
MCTOAMKY BROOTHEKHA KIMEPCHMIA,
ITpoueayps XOHTPOAA CTaGHIBHOCTH PE3YAbTATOS BWMONHAEMBIX HIMEPEHsHA DPErNaMEHTHPYIOT B
Pyxoroacrse 10 xasectay Aafoparopau
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