TEXH.

YTBEpKAEH U BBEAEH B AelcTBME
MNoctaHosneHnem lNocctpoa CCCP
o7 30 aHBapa 1991 r.N 3
rOCYOAPCTBEHHbIA CTAHOAPT COHO3A CCP
LUEMEHTbI U MATEPUAJIbl ULEMEHTHOIO NPOU3BOACTBA

METOAbl XMMUYECKOIO AHAJTU3A

Cements and materials for cement production.
Chemical analysis methods

FOCT 5382-91
Mpynna 19
OKCTY 5709

[aTa BBeaeHuna
1 viona 1991 roaa

MHOOPMALMOHHBIE AAHHBIE
1. PaspaboTaH 1 BHeceH locyaapcTBeHHOM accounaumeit "CoroscTporimatepuanos'.

PaspaboTtumku: U.B. BorgaHoBa, KaHA. Xxum. HayK; U.E. KoBaneBa, KaHA,. TexH. HayK; 3.5. DHTUH, KaHA.
Hayk (pykoBoguTenu Tembl); C.I. HesHamoBa; B.M. Apuekosa; ' A. BaosuueHko; /1.A. Epwosa; U.K.

Fpomo30Ba, KaHA. TexH. HayK; B.H. Makcumos; T.B. AHMKeeBa, KaHA. TeXH. HayK; A.b. Mopo3os.

CCcp

2. YTBEpXKAEH U BBeAeH B aencteue MNocTaHoBneHMem [OCynapCTBEHHONO CTPOUTE/NIbBHOTO KOMUTETA
o7 30.01.1991 N 3.

3. B3ameH NOCT 5382-73, TOCT 9552-76.

4. CcblNIOYHbIE HOPMATUBHO-TEXHUYECKMNE AOKYMEHTbI

0Obo

pis

3HaueHue HTI, Homep nyHKTa, NOPUIIOXEHMUA
Ha KOTOPBIM
aHa CChBLIKa

T'OCT
T'OCT
T'OCT
I'OCT
I'OCT
I'OCT
I'OCT
I'OCT
I'OCT
I'OCT
I'OCT
T'OCT
T'OCT
I'OCT
I'OCT
I'OCT
T'OCT

I'OCT
I'OCT
I'OCT
T'OCT

=
N

.315-91
.326-89
.531-85
8.532-85
12.1.010-76
12.1.019-79
12.2.008-75
12.4.004-74
12.4.011-89
12.4.021-75
12.4.028-76
12.4.103-83
61-75

83-79
195-77
199-78
1277-175

w o
= = o
NN

o

DO DN

2.1 9.
.3.1; 6.
4.3.1

’

3.1; 19.2.1
H 4.1; 8.6.1; 18.2.1
.2.1; 9.3.1
.3.1; 11.2.1; 14.2.1; 17.2.1; 18.2.1;

N O DN I, Jda9o0 N

e e
oy O oW

1381-73 .2.1; 19.3.1
1625-89
1770-74

3118-77

R JdF oo oo NDNDNDNDNDMNDNDNDNNDNRERFERFE -

4
.2.1; 6.2.1; 6.3.1; 0.4.1; 7.2.1; 7.3.1; 8.2.1;



T'OCT
T'OCT
I'OCT
I'OCT
I'OCT
T'OCT

I'OCT
I'OCT
I'OCT
T'OCT
T'OCT
I'OCT
I'OCT
I'OCT
I'OCT
T'OCT
I'OCT

I'OCT
T'OCT
T'OCT
I'OCT
I'OCT
I'OCT

T'OCT
I'OCT
I'OCT

I'OCT
T'OCT
I'OCT
I'OCT
T'OCT
I'OCT
T'OCT
I'OCT
I'OCT
I'OCT
I'OCT
T'OCT
I'OCT
I'OCT
T'OCT
T'OCT
T'OCT
I'OCT
I'OCT
I'OCT
T'OCT
T'OCT
I'OCT
I'OCT
T'OCT
I'OCT
T'OCT
I'OCT
I'OCT

T'OCT
T'OCT
I'OCT

3158-75
3639-79
3652-69
3757-75
3758-75
3760-79

3765-78
3770-75
3771-74
3773-72
4108-72
4139-75
4145-74
4147-74
4198-175
4199-76
4204-177

4217-177
4220-75
4221-76
4233-77
4234-177
4328-177

4329-177
4332-76
4461-77

4463-76
4478-178
4518-75
4523-77
4530-76
4919.2-77
5456-79
5632-72
5712-78
5841-74
6259-75
6552-80
6563-75
6613-86
6709-72
7298-79
8429-1717
8677-176
9147-80
9656-75
10163-76
10164-75
10484-78
10521-78
10652-73
10929-76
10931-74
11293-89
18300-87

20292-74
20298-74
20478-75

; 11.2.1;
2.1; 16.2.1;

11.3.1;

1

3.1

11.2.1;

8.3.1; 8.6.1; 9.2.1; 10.2.1; 10.3.1
11.3.1; 11.4.1; 12.2.1; 14.3.1; 15.
17.2.1; 17.3.1; 19.2.1

17.3.1

13.2.2.1

6.4.1

19.2.1

19.2.1

7.2.1; 8.2.1; 8.3.1; 8.5.1; 9.2.1;
11.4.1; 14.3.1; 17.2.1; 19.2.1
6.4.1

11.2.1

12.2.1

5.2.1; 7.2.1

11.2.1; 11.3.1; 13.2.1

8.4.1

11.3.1; 17.3.1

8.2.1; 9.2.1

l16.2.1

6.4.1; 18.3.1; 19.2.1

5.2.1; 6.2.1; 6.3.1; 8.6.1; 10.2.1; 11.4.1;
12.2.1; 16.2.1; 17.2.1

6.4.1

15.2.1

6.4.1

12.2.1; 18.2.1; 18.3.1

7.2.1; 12.2.1; 18.2.1; 18.3.1
5.2.1; 7.3.1; 8.2.1; 9.2.1; 9.3.1;
11.4.1; 13.2.1

9.2.1

18.3.1; 19.2.1

5.2.1; 6.2.1; 6.3.1; 8.2.1; 8.4.1; 9.2.1;
14.2.1; 18.2.1; 18.3.1

7.2.1; 7.3.1; 14.3.1; 19.2.1; 19.3.
8.2.1; 8.3.1; 9.2.1

12.2.1

7.2.1

13.2.1; 18.3.1

5.2.1

7.2.1; 7.3.1; 8.5.1; 14.3.1
[IpunoxeHue 3

11.4.1

16.2.1

13.2.1

10.2.1; 11.3.1; 14.2.1; 15.2.1; 17.
1.4

1.2

1.5

14.2.1

6.4.1; 19.2.1

13.2.1

1.4

11.4.1; 12.2.1; Tlpunoxenue 3

7.3.1; 11.3.1; 17.3.1; IpunoxeHue 3
13.2.1

5.2.1; 6.2.1; 6.3.1; 8.6.1; 12.2.1
13.2.1

7.2.1; 8.2.1; 9.2.1

10.2.1; 14.2.1

6.4.1; 16.2.1

6.3.1

5.2.1; 7.2.1; 7.3.1; 8.2.1; 9.2.1;
13.2.1; 15.2.1

1.4

11.4.1

14.2.1



TOCT 20490-75 8
TOCT 22180-76 1
TOCT 22867-77 5
TOCT 24104-88 1
T'OCT 24363-80 7
T'OCT 25336-82 1
TOCT 25664-83 6
TOCT 27067-86 8
T'OCT 27654-88 2
T'OCT 29058-91 2
CT C39B 3477-81 1
TY 6-09-07-574-75(1
7
7
9
8
7
8
7
7
1
7
1
1

[e)}

17 14.2.1; 14.3.1

=
N
=

.1; 6.4.1; 8.2.1; 12.2.1

.1; 8.2.1; 11.4.1; 1le6.2.1

.1; 18.2.1

B e e e e e e e e
P Jds D BN WD .
w .
=
-

N

TY 6-09-07-979-77
TY 6-09-07-996-77
TY 6-09-246-74

TY 6-09-1181-76
TY 6-09-1368-78
TY 6-09-1418-78
TY 6-09-1760-72
TY 6-09-1887-77
TY 6-09-2166-77
TY 6-09-2448-79
TY 6-09-3728-78
TY 6-09-3835-77 .3.
TY 6-09-3970-75 7.2.1

TY 6-09-3973-75 19.2.1

TY 6-09-4530-77 7.2.1

TY 6-09-4756-79 [IpunoxeHue 3

TY 6-09-4758-67 12.2.1; Ipunoxenmue 3

; 8.4.1; 8.5.1

DN WNOTWND W -

0.2.1; 10.3.1

.2.1; 14.3.1

.1; IpunoxeHmue 3
1

TY 6-09-5360-87 7.2.1
HPE-76/87 2.4
OCI-72/87 2.4

HacToAawmin cTaHgapT pPacnpoCTpaHAETCA Ha LLEMEeHTbl, KAMHKEpP, CbiPbeBble CMECU, MUHepasbHble
000aBKM UM Cbipbe, MPUMEHSeMble B LLEMEHTHOM MPOU3BOACTBE, W YCTAHABAMBAET HOPMbl TOYHOCTM
BbINO/IHEHUS aHA/IM30B XMMWYECKOrO COCTaBa, a TaKXe MeToAbl onpeneseHUs MaccoBOM A0NM BAarwm,
notepu npu NPOKaNMBAaHUW, HEPACTBOPUMOTrO OCTaTKa, OKCMAOB KpPeMHMsA, KanbuuAa (B TOm uyucne
cBob0AHOr0), MarHus, »Kenesa, allOMUHUA, TUTaHa, Cepbl, Kanus, HaTpua, mapraHua, xpoma, ¢pocdopa,
6apwus, xnop-moHa, Top-noHa (aanee - 31eMeHTOB).

Jonyckaetca MpuUMeHeHue ApyrMx MeTOAO0B aHanAu3a, MEeTPO/IOrMUYECKU aTTeCcTOBaHHbIX U
COOTBETCTBYIOLMX HOPMaAmM TOUYHOCTM HacToAllero crtaHgapTa. Mpu 3Tom owmnbKa BOCNPOU3BOANMOCTU
METO/ZIOB He [O0J/I)KHa MpeBbillaTh [BYX OWMOGOK MNOBTOPAEMOCTM, YCTaHOB/EHHbIX B CTaHaapTe Ans
COOTBETCTBYIOLLMX 3/1EMEHTOB.

MosACHeHUA K TEpMUHAM, NPUMEHSAEMbIM B HAaCTOALLLEM CTaHAAPTe, NpuBeAeHbl B MpunoxkeHun 1.

1. OBLUME TPEBOBAHWA

1.1. Ot6op npob yemeHTa - no CT C3B 3477, ot6op npob ApyrMx matepuanoB - B COOTBETCTBMU C
HOPMATUBHO-TEXHUYECKOM UM TEXHOIOTMYECKOM AOKYMEHTALMEN Ha 3T MaTepuanbl.

1.2. OTob6paHHyto Npoby MaTepmnana COKpaLLAtOT HECKONbKMMU NOCAeA0BaTENbHbIMU KBAPTOBAHUAMM
80 25 r v noacywmsatoT. Teepable 3epHUCTbIE MaTepurasbl NpeaBapuTeIbHO U3MENBYAIOT B METAN/IMYECKOM
CTyNKe A0 NoAHOro npoxoxaeHua yepes cnto 05 no NOCT 6613, nocne 4ero MarHUTOM yAanaloT nonaswne
B Npoby meTannmyeckume yactumupbl. He ponyckaetca ob6paboTka MarHUTOM, €civ MaTepuan CoAepPKUT
MarHuUTHble MMHepanbl. JanbHehWwnm KBapToBaHMEM OTOMPAIOT A1A aHaNM3a CPeAHIO aHANUTUYECKYIO
npoby maccoit okono 10 r, KOTOPYIO PacTMPatOT B araTOBOM, ALLMOBOM UAW KOPYHAOBOW CTyMNKe A0 COCTOAHMUSA
nyapb! (MpU KOHTPOALHOM NpocerBaHMM Npoba A0MKHA MNONHOCTBLIO NPOXoAnTb Yepes cuto 008 no NOCT
6613).

MoAroToBAEHHYO MPOBY XPaHAT B CTEKAAHHOM OlOKCe C NpUTEPTON KPbIWKOM AN4a 3aluTbl OT
BO34ENCTBMA OKPYKaloLLen cpeapl.

Mepen B3aTMEM HaBecKM Npoby BbICYLWMBAIOT B CYWW/AbHOM WKady A0 MOCTOAHHOM Maccbl npu
Temnepatype (110 +/- 5) °C (3a MUCKAOYEHWEM C/lyyas, KOraa BbIMOMAHAIOT aHaavM3 No onpeaesneHuio



CoAEeprKaHMA BNArK), OXNa*K4akoT B 9KCMKATOPE U TLATeIbHO NepemMelumBatoT. Macca cuMTaeTca NoCTOAHHOM,
€C/IN Pa3HOCTb ABYX NOCAeA0BaTeNbHbIX B3BELIMBAHMI NOC/E CYLWKK He npeBblwaeTt 0,0004 r. JonycKkaeTca
NPOWU3BOANTb aHA/IN3 U3 BO3AYLIHO-CYXOM HAaBECKM C NOCNeAYIOLLIMM NMepecyeToM Ha Cyxyto HaBecKy. Maccy
CyXoi HaBecku (M) B rpammax BblYUCAAIOT Mo popmyne

— -(IOO—x) "
100

roe mO - MaCCa HaBeCKM MmaTepunana B BO34YyWHO-CYXOM COCTOAHUMN, T;

X - MmaccoBas f0NA BAarM B matepuase, onpegeneHHas no pasa. 3, %.

locctaHgapTta PO o1 26.10.2001 N 439-cT ¢ 1 ntons 2002 roga BBeaeH B aelictene FOCT 24104-2001.

1.3. [na B3BeWMBAHUA HABECOK B 3aBUCMMOCTU OT [OMYCKAEMOM NOrpelwHoCTU B3BELIMBAHUA
NPUMEHAIOT nabopaTopHble Becbl 0OOLWEro HasHayeHua 2-ro Knacca TodHoctTn (tvnma BJIP-200 waum
aHanormyHble) uam 4-ro Knacca TodHocTu (Tuna BATK-500 nnum aHanoruyHble) no FOCT 24104.

Maccy HaBeCOK aHa/M3Mpyemblix NPob, 0CaAKOB B rPaBUMETPUYECKMX METOAAX, UCXOAHbIX BELLECTB
A7 NPUroTOB/IEHMA CTaHAAPTHbLIX PACTBOPOB B3BELLMBAIOT C NOrpewHocTbio He 6onee 0,0002 r, HaBecokK
WMHOMKATOPOB A1 NPUTOTOB/IEHUS PAcTBOPOB M MHAMKATOPHbIX CMECel - C NorpeLHocTblo He 6osee 0,001 T,
HaBEeCOK PeaKTMBOB A1 MPUIOTOBAEHWUA TUTPOBAHHbIX U BCMOMOraTe/IbHbIX PACTBOPOB - C MOFPELIHOCTbIO He
6onee 0,01 r, a nnaBHeM - c norpelwHocTblo He 6onee 0,1 T.

1.4. Ana nposeAeHMA aHaAM3a MPUMEHAIOT MEpPHYHO 1abopaToOpHYO Nocyay He Huke 2-ro Kjaacca
ToyHocTM no TOCT 20292 (6iopeTkn, nunetkn) M TOCT 1770 (UMAUHAOPLI, MEH3YPKM, KOAbbI), a TaKxke
CTEKNAHHYIO nocyay (cTakaHbl, KONObl KOHUMYECKNE, BOPOHKM KOHMYECKME, SKCUKATOpbI M Ap.) no TOCT 25336,
dapdoposyto nocyay n obopygosaHue (TUrAM, N10A0YKM, BCTAaBKU A9 SKCUKaTopoB M Ap.) no NOCT 9147,
TATAN M YawWwKu 13 nnatvuHbl no FOCT 6563, 6e330/bHble GUILTPLI MO COOTBETCTBYIOLWEN HOPMATUBHO-
TeXHUYEeCKOoW AoKymeHTauum (HTA).

JonycKkaeTca npuMmeHeHMe aHaN0rMYHON MMMNOPTHOM NocyAbl U MaTepUanos.

1.5. A npMrotoBAeHMA pPacTBOPOB M NPOBEAEHMA aHAIM30B MPUMEHSAIOT PEaKTMBbI HE HUXKe 4.4,.3.,
€C/M He YKa3aHa MHas KnaccuduKkaumsa, n ANCTUANINMPOBAHHYIO BOoAY, KOTopan A0/KHa cooTBeTcTBOBaTh FOCT
6709 B YacTi TpeboBaHMI K MacCcOBOM A0/1e MOHOB X/IOPa M KanbLuA.

1.6. lnAa nNpoKanvMBaHMA W CMaBAEHUA HABECOK aHa/M3Mpyembix Npob ¢ MAaBHAMW MPUMEHAIT
mydenibHble N1abopaTopHble 3N1EKTPONEYN UM NeYn aHaNorMYHOro TMNa ¢ TemnepaTypoi Harpesa Ao 1100
°C.

[na cylwKkn matepmnanos B BO34YLWHOM cpese MCNONb3YIOT CYLWM/bHbIE WKadbl C TEPMOPEryNATOPOM.

[na npoBefeHMs aHaA/IM30B WMCMONL3YIOT 3NEKTPUYECKME MAUTKKU, NecdaHble U BOAsAHble OaHu,
TEPMOMETPbI, MarHUTHble MeLLanKW, TUTPATopbl, (POTO3INEKTPOTUTPUMETPLI, MOHOMEepbI, pH-meTpbl,
naameHHble POTOMETPbI, KOHLEHTPAUMOHHbIE GOTO3NEKTPOKONOPUMETPBI.

1.7. MpumeHaemble cpeaCcTBa aHaNM3a AOJIKHbl COOTBETCTBOBATbL TpeboBaHMAM HT/ Ha HuX.

1.8. NMpuMeHsAeMble CpeacTsa MU3MePEHNN A0NKHbI ObITb NOBEPEHbI, @ 060pyA0BaHMeE aTTECTOBAHO NO
OCT 8.326.

1.9. KoHueHTpauuto pacTBopa Bbipa*KatoT:

MaccOBOW fl0/1ei B MPOLEHTAX, YNCIEHHO PaBHOM Macce BellecTBa B rpammax B 100 r pactsopa;

MaCCOBOWM KOHLIEHTpaUMen B rpamMmax Ha KyOMYEeCKUA OeuumeTp UAM rpaMmax Ha Kybuyeckuit
CaHTUMETD;

MOIAPHOM KOHLIEHTPALIMEN BellecTBa B MOAIAX Ha Kybuieckuit geuumetp (M);

MOIAPHOWM KOHLIEHTpaLMeN BelllecTBa-3KBMBaNEHTa B MONAX Ha Kybuueckuii aeummetp (H);

COOTHOLEHNEM 0bbeMHbIX YacTei (Hanpumep, 1:2), rae nepsble YMCaAa 03HAYaAOT 06bEMHbIE YacTu
KOHLUEHTPUPOBAHHOW KUCAOTbl UM MHOTO PeakTMBa, a BTOpble - 06beMHble YacTu BOAbl (ec/iv He yKasaH
ApYyroi pactBopuUTENb).

1.10. JonyckaeTca nocnegoBaTesbHOe OnpeaeneHne HECKO/IbKMX 3/1eMEHTOB M3 OAHON HaBEeCKM,
nepesefieHHON B pacTBOp, OTOMpPAA a/ZIMKBOTHblE 4YacTM pacTBopa. Cxema cUcTeMaTU4YecKoro aHanusa
LemeHTa npmueeaeHa B MNpunoxeHun 2.

1.11. MaccoByl0 KOHLLEeHTpauMio CTaHAAPTHbIX PacTBOPOB, a TaKXKe TUTpPaHTa NO onpegensaemomy
anemeHTy (panee - TUTP) M COOTHOLWEHME OOBEMOB pPACTBOPOB (B TUTPUMETPUYECKMX METOAAX)
paccyMTbIBAlOT KaK cpeaHee apudmeTUHecKoe Mo pe3y/ibTaTaM He MeHee Tpex napannesnbHbIX
onpeaeneHunit. Pacyet NnpoBOAAT A0 YETBEPTOrO 3HAYALLEro 3HaKa.



1.12. InA KOHTPOAA NOrpeLHOCTN pe3ybTaToB aHaAM3a MCMONb3YIOT M3rOTOBAEHHbIE B COOTBETCTBUM
¢ FOCT 8.531 n I'OCT 8.315 un atrectoBaHHble B cootBeTcTBUM ¢ TOCT 8.316 n FOCT 8.532 ctaHgapTHble
06pasLbl cOCTaBa BELWECTB MU MAaTEPMAIOB: FOCYLapPCTBEHHbIE U OTpac/eBble CTaHAAPTHble o6pasubl (FTCO u
0CO), ctaHaapTHble 06pa3ubl npegnpusatnin (COM). Mpu 3TOM pe3yabTaT aHaAM3a CTaHZAPTHOro obpasua
CYMTAOT YOOBNETBOPUTE/NBHBIM, €CAN cpegHee apudmeTUHecKoe [ABYX MapanfieNbHblX OnpeaeneHui
OT/IMYaETCA OT AaTTECTOBAHHOMO 3HAYEeHMA MacCcoOBOW A0/M ONpPeaensaemoro afemeHTa He bosnee Yyem Ha 0,7
OLWMBKM NOBTOPAEMOCTH, YCTAaHOBAEHHOW B CTaHAAPTE A1 COOTBETCTBYHIOLLLEIO 3/IeMEHTA.

1.13. MaccoBylo [0Nt0 3N1EMEHTOB B aHa/M3Mpyemoin npobe onpeaensatoT napaniencHo B ABYX
HaBecKax. 3a pe3y/bTaT aHaAM3a NPUHUMALOT cpeaHee apudmeTnyeckoe ABYX NapannenbHbix onpeseneHui.

1.14. B KayecTBe HOPM TOYHOCTU (METPONOTMYECKUX XAPAKTEPUCTUK) OnpeneneHue coaepraHua
3NIeMeHTa UCNO/b3YIOT:

OWMBKY NOBTOPAEMOCTM, XaPaKTEPU3YIOLLYID BO3MOMKHbIE PACXOXKAEHUA MeXay pe3ynbTaTamu
aHanu3a ogHoro o6pasua, Noay4eHHbIMU OAHUM NabopaHTOM NPU MCNOb30BAHUMN OAHOFO MeToAa, O4HOWM
M TOW e annapaTypbl MU PeaKTUBOB U 3a BOSMOXKHO 60onee KOPOTKUI CPOK;

OWMBKY BOCNPOU3BOAMMOCTU, XapPaKTEPU3YIOLLYIO BO3MOMKHbIE PACXOXAEHUA MEXAY pe3y/bTaTamu
aHanu3sa ogHoro obpasua, Noay4eHHbIMW NPU UCNOb30BaHUM O4HOTO METOAa, HO B pPasHbix nabopaTopusx,
pa3HbIMKU NabopaHTaMu 1 C UCNOb30BAHMEM PA3HOM annapaTypbl U PeaKTUBOB;

pacxoxaeHve mexay napannesbHbimu onpegeneHuamMu.

1.14.1. [Ans BblYUCAEHUA OLWIMOKM NOBTOPAEMOCTU UCMOJb3YIOT pe3yabTaTbl MNapannesbHbIX
onpeaeneHnin MaccoBoi 40U 3/IEMEHTOB, BbIMOJIHEHHbIX B AaHHOW nabopaTopum 3a nocsieaHee Bpems.
Ncnonb3ytoT He meHee 20 nap pe3ynbTaToB NapasiiesibHbiX onpeaeneHunii.

CpeaHIolo KBagpaTMYecKyto (CTaHAapTHYO) OLWMBKY NOBTOPSEMOCTU (Sn) BblYMCNAOT NO dopmyne
S_=0,886R, (2)

rae R - cpesHunii pasmax no Bcem napam napanienibHbix onpeaeneHuii.

CpegHuit paamax (R) BblUMCAAOT No popmyne

Y.

no,03)
roe Rl. - abCconoTHOe 3HayeHMe pPasHOCTM MeXKAy pesynbTaTaMu - napbl NapanienbHbiX
onpeaeneHunit (pasmax);
n - obuee uncno nap aHanmsos (n >= 20).
Pasmax (R,.) BbIYMCAAIOT NO Gopmyne
R=X,-X,,4)

roe Xli n 7; -~ COOTBETCTBEHHO pPE3yNbTaThbl 1-ro u 2-ro onpeaeneHua B i-1 nape napannenbHbiX

aHaNM308B.

1.14.2. nA Bbl4MUCAEHUA OLWMBKM BOCNPOM3BOAMMOCTM BbIMOMHAIT aHaAM3bl O4HOMO TWATENbHO
ycpeaHeHHoro obpasua B pasHbiXx nabopatopuax WAM B OOHOW, HO pasHbiMKM nabopaHTamMu U C
MCNo/Nb30BaHWEM Pa3HOM annapaTtypbl U PEAKTUBOB.

OwmnbKy BOCNPON3BOAUTENBHOCTH (Sg) BblYMCAAIOT Mo opmyne




rae X, - pesynbTat i-ro 0TAENLHOTO aHaNM3a;

X - cpenHwii pesynbTaT aHanM3a No BCEM AaHHbIM;
N - yncno aHanmsos (n >=20).
1.14.3. [nAa OUEHKM npPaBUAbHOCTM NpoBeAeHUA eaUHUYHOTo onpegeneHua UCNOoNb3yoT

pacxoaeHne mexay AByma (n = 2) napannenbHbiMu onpegeneHuamm (Rmax) npu AoBepUTENbHOM

BEPOATHOCTM 95%, KOTOpPOE BbIUMCAAIOT NO dopmyne

28
==h=148,
R =10

.(6)

3Ha4yeHMA Sn n Rmax AnAa COOTBETCTBYHOUWEro metoaa 3aBUCAT OT MaccoBoW Ao onpegenaemoro

3/1eMeHTa 1 ycTaHaBAnBatoTca AnddepeHUMpPoBaHHO 415 KOHKPETHOrO MHTEPBAa ero CoAepXaHus.
Mpn nonagaHuUM pesynbTaTOB Napassie/ibHblX OMPeAeNeHnIt B CMEXKHble MHTepBasibl CoaepKaHusA

onpegenaemoro 3snemMeHTa Rmax Ana OaHHOro aHa/in3a MNPUHMMAlOT KaK cpeaHee apmbmemqecr(oe

3HAYEHWUI BEIMYMH PACXOXKAEHWUM, YCTAHOBIEHHbIX AN1A 3TUX UHTEPBanoB.

1.15. B cnyyae, ecnm cootBeTcTBytowel HT/ ycTaHOBAEHO NpeaenbHOe 3HaYeHWe ANA onpeaenaemoro
3N1eMeHTa, a NOJlyYeHHbIV pe3y/bTaT aHa/in3a OTAMYAEeTCA OT 3TOro NPeAesibHOro 3HaYEeHUA MeHee Yem Ha
BE/IMYMHY OLWMOKM MOBTOPSEMOCTM, ClefdyeT NPOM3BECTU MOBTOPHbLIA aHA/N3 HE MeHee Yem U3 Tpex
HaBeCOK. 3a OKOHYaTeNbHbI Pe3ybTaT NPUHMMAIOT cpeaHee apuPMeTUYEeCcKoe 3TUX onpeaeeHuN.

Ecan npepenbHoe 3HayeHuMe YCTAaHOBAEHO ANA CYMMbl 3/1EMEHTOB, TO OT/AMYME NOJy4YeHHOro
pe3ynbTaTta onpegeseHns 3TOM CYMMbl OT MPEeLEeNbHOr0 3HAYEeHWs OUEHMBAOT MO CyMme OWWnbOoK
NOBTOPAEMOCTHU, YCTAHOB/IEHHbIX A1 3/1€MEHTOB, YMHOXEHHbIX Ha COOTBETCTBYHOLLYIO 00 S/1€EMEHTOB B
NoyYeHHOM CyMMe.

1.16. Mpn TeKywem KOHTpPOsie mMmaTepuasoB MPOU3BOACTBA LLleMEHTa LOMNYCKAeTCA He BbINOJAHATb
napanfnencHblX onpeseneHnii s KaxKAoro aHanusa. B sTom ciyyvae gnsa KOHTPOAA NOrpewwHoCcT! aHanm3a
napannenbHble onpegeneHva (M3 ABYX HABECOK) c/edyeT BbIMNOAHATL He MeHee yYem gas 10%
aHannsnpyembix npob.

1.17. Mpwn NpUMeEHEeHUn OUBNKO-XMMUYECKUX MeTo408B aHanun3a, Hanpumep,
$OTO3NEKTPOKONIOPUMETPUYECKOTO,  CNEKTPOPOTOMETPUYECKOFO,  aTOMHO-3MUCCUMOHHOTO,  aTOMHO-
abcopbUMOHHOrO M Ap., Tpebyrolwmx MNOCTPOEHMA TPaZYyMPOBOYHbLIX FpaduKos, rpadukM CTpoAT B
NPAMOYroNbHbIX KOOpAMHaTax. Ha ocu abcumcc oTKNaAbIBatOT Maccy onpeaensemoro afieMeHTa (r, mr) nam
MaccoByto foAto (%), a Ha OCK OPAMHAT - COOTBETCTBYHOLWMI AHAIMTUUECKMIA CUTHAN (ONTUYECKYHO NMAOTHOCTD,
CUNY TOKa u ap.).

Ona noctpoenus rpadpukos mcnonb3yoT ICO nam OCO cocTaBa BeLWECTB U MaTepMasnos, U3 KOTOPbIX
rOTOBAT rPaZyMpPOBOYHbIe pacTBopbl. CNocob 1 ycnoBua NocTpoeHna rpadMKoB yKas3aHbl B COOTBETCTBYHOLLMX
pasgenax ctaHAapTa.

lpadMK CcTPOAT He MeHee 4YeM MO MNATM TOYKAM, MNONAYYEHHbIM MepeBefeHWEM B pPaAcTBOP
Pa3IMYalOLLMXCA MO Macce HaBeCOK CTaHAapTHoro obpasua. TOYKM paBHOMEPHO pacnpesenstoT no
OManasoHy namepeHnin. MUMHMMANbHYIO U MaKCMMa/ibHYIO HaBECKM PaccYMTbiBalOT TakMm obpasom, 4Tobbl
obecneunTb Becb HEOOXOAMMbLIM AMaNasoH M3MepeHMn. Kaxaylo TOYKY HaxodAaT KaKk cpegHee
apudmeTYecKoe 3HAYEeHMEe He MeHee YemM Tpex NnapajnsenbHblX onpeaeneHuin. He gonyckaerca cTpouTb
rpaaynpoBOYHbIM rpadmMK METOAOM 3KCTPANOAALMUMN.

Mpn Ncnonb3oBaHUM ANNKBOTHbIX yacTemn MacCCOBYHO O0/1H0 29/1EMEHTA (Xa) B MNPOLEeHTAX BblYNCNAIOT

no popmyne

m, XV

X7 100
* mxV;x1000 7

rae m - macca HaBeCku o6pa3u,a, MT;

M, - macca 371eMeHTa B a/IMKBOTHOM YacTu pacTBopa, onpegesieHHasn no rpafympoBoyHOMY rpaduky,



MT;
V - 06Wwuit 06bem MCXo4HOTO pacTBopa, CM3;
Vl - a/IMKBOTHAsA 4acTb MUCXOAHOrO pacTeopa, cm3.

1.18. Mpu BbINOAHEHWUW aHa/IM3a HaBeCKy aHaAn3npyemon nNpobbl, pa3BegeHne 1 aJMKBOTHbIE YacTu
NPUHUMAIOT TaKUMMU 3Ke, KaK MPU U3roTOBNEHUM OCHOBHOTO rpagyMpoBOYHOro pacTesopa.
B cnyyae Heo6X0AMMOCTM MU3MEHEHWNS HAaBECKU, Pa3BEeAEeHUA UAN aIMKBOTHOM YacTW MO CPaBHEHMUIO C

ycnosmnaMmun npurotosaneHmMA OCHOBHOTO rpagymnpoBOYHOro pacTtBopa MACCOBYHO AO0/1H0 3/1EMEHTa (X3) B

npoueHTax BbIYMCAALOT No popmye

X
s — —,(8)
K xK xK

1 2 3

roe X - maccosas A0NA 3NeMeHTa, HalileHHan No rpaaynpoBoYHOMY rpaduky, %;

K, - oTtHoweHMe HaBecku aHanmsmpyemoro obpasua K HaBecke OCHOBHOTO IpPajyMpPOBOYHOIO
pacTBopa;

K, - oTHoweHue pa3segeHMa OCHOBHOTO rpaJyMpOBOYHOTO PacTBopa K pa3BedeHuio
aHa/NM3Mpyemoro pacTBopa;

K - oTHOwWweHMe annKBOTHOI YacTM aHa/M3MPYEMOro PacTBopa K afMKBOTHOM YacTW OCHOBHOFO

rpagyMpoBOYHOro pacTesopa.

Mpu npamom GOTOKONOPUMETPUYECKOM aHanun3e BBOAAT MONPaBKY Ha WM3MeEHeHWe YC/0BUM
boTOMETPUPOBAHMA MO CPABHEHUIO C YCAOBUAMM [pagayvmpoBKuU. [na 3TOro OOHOBPEMEHHO C
aHann3npyembiMm 06pasLom M3MepAoT ONTUYECKYH MIOTHOCTb BHOBb MPUrOTOBAEHHOrO OKPaLIeHHOro
rpagyvMpoBOYHOro pacTBopa. MamepeHne onTUYECKOM NJAOTHOCTM PacTBOPA BbINOJIHAIOT C MOrPELIHOCTbIO He
6onee 0,002. MonpaBKy BHOCAT C 06paTHbIM 3HAKOM, TO €CTb, €C/I1 ONTUYECKasA NNOTHOCTb rPaayUpPOBOYHOTO
pacTBoOpa yBe/NMYMAacb Ha HECKONbKO eAMHMUL, TO 3TO 3HAYeHME OTHMMAIOT OT OMTUYECKOW MNOTHOCTU
aHa/IM3MPYyeMoro pacTBopa M HaobopoT. Mocne BBeAeHUS MOMPaBKM HaxodAaAT Mo rpaduKy MCKOMYIO
MaCCOBYHO A0/110 3/1eMEHTa.

1.19. Npu maccoBoi paboTe, ecnn MMeeTcsa NHENHaa 3aBUCUMOCTb MeX Ay MCKOMOM MacCoBOM Aonel

3/1eMeHTa )(3 M COOTBETCTBYHOWMM aHaNIUTUYECKMM CUTHA/IOM (OI'ITVI‘-IECKOVI NIOTHOCTbIO pPaCTBOpPa,

MHTEHCMBHOCTbIO U3N1y4eHuUA, CU/I0M TOKa U T.I'I.), pekomeHayeTcAa CoOCTaBNATb KaﬂM6pOBO‘-IHoe ypaBHeHUe
X, =C+b(Y,-Y),(9

rae Cu Y - COOTBETCTBEHHO MaccoBan A0S ONPeAeNseMOoro 3/1eMeHTa B OCHOBHOM rpagynpoBOYHOM
pacTBope (06pa3Le) U ero aHaIUTUYECKUIN CUTHaN;

}73 - aHaIMTUYECKUI CUTHaN AHaIN3NPYyEMOTO 3INIEMEHTQ;

b - yrnoBoii KoapPUUMEHT rpagyMpoOBOYHON MPAMONA WM KaNMBPOBOYHLIN GaKTOp, 3HaYeHue
KOTOPOro, yuutbiBaa 6/1M30CTb Ka/NMBPOBOYHOrO YpPaBHEHUA K YPaBHEHUIO MaTeMaTMYeCKOM perpeccuu,
BblUMCAAOT Mo popmyam:

, (10)

roe X n Y - COOTBETCTBEHHO MacCCOBaA A0NA onpeaenAemMmoro 3JieMeHTa B i-m rpagynpoBo4yHOM

1 1

pacTBope (0bpasLe) M ero aHaIMTUYECKUN CUTHAN;

X n Y - cootBetcTBEHHO cpeaHMe apuPmeTUHEeCKMe 3HAUYEHNA MacCOBbIX Joel onpeaeniemoro



3/1eMeHTa B N-M pAdYy rpaayMpoBOYHbIX PacTBOPOB (06pasLLOB) M UX aHANUTUYECKUX CUTHAN0B

nnn

O, (11)

roe Gx n O-y - COOTBETCTBEHHO CpeaHuMe KBagpaTU4eCKne OTKIOHEHUA MaCCOBbIX LI,OI'Iel‘/JI n

aHa/IMTUYECKUX CUTHAIOB B UCMOJIb30BAaHHOM PAAY rPafyMpOBOYHbIX PacTBOpPOB (06pasLos).

MpaBMAbHOCTb COCTaB/eHUA (NMMHENHOCTb) Ka/JIMBPOBOYHOrO ypaBHEHMA NPOBEPAIOT, NOACTaBAAA B
HEero M3mepeHHble aHaIMTUYECKME CUTHAbI, NOIYHEHHbIE HA rPaAYMPOBOYHbIX pacTBopax (obpasuax).

1.20. Ons ynobcTBa pacyeToB MO rPafyMpPOBOYHLIM rpaduKam WM Ha OCHOBaHMM AaAHHBIX,
NONYYEHHbIX U3 KaIMOPOBOYHbIX YPaBHEHMIA, COCTaBASAIOT COOTBETCTBYHOLLME TabAMLbI.

1.21. Mpwn ncnonb3oBaHUM GOTOKONOPUMETPUYECKOTO METOLA aHan3a ANA onpeneseHna BbICOKUX
KOHUEHTPaLMIA 3N1EMEHTA C Lle/Ibl0 YMEHbLIEHUA MOMPELUHOCTM aHanusa nposoaAt avbdepeHuManbHoe
$OTOKONOPUMETPUPOBAHME, OCHOBAHHOE HA U3MEPEHUM ONTUYECKON NAOTHOCTU aHAIM3NMPYEMOTro pacTBopa
OTHOCMTENIbHO OMTMYECKOM MNJOTHOCTU pPacTBOpa CTaHAAPTHOro obpasua C U3BECTHOW KOHUEeHTpauumen
onpeaenaemoro snemeHTa.

Ob6A3aTenNbHbIM YCNOBMEM 3STOFO MeToAa ABAAETCA WUCMNO/Ib30BaHME pPaBHOLEHHbIX KHOBET, 4TO
NPoBEpPAT MOSyYeHMEeM OLAMHAKOBOW ONTUYECKOM MNAOTHOCTU MPU M3MEPEHUW OLHOTO U TOrO e
OKpallleHHOro pacTeopa B obeunx KioBeTax.

1.22. MaccoBasa gons onpegenseMoro 3/IeMeHTa He 40/1XKHA OT/IYaTbCA OT MacCOBOM L0/IN 3TOMO Ke
3NeMeHTa B OCHOBHOM pacTBope npu npamom dotomeTpupoBaHmn bonee yem B 1,5 pasa, a npwu
andodepeHumansHom - 6onee yem B 1,2 pasa. MNpun HapyLeHUN STOrO YCNOBUA MEHAIOT HAaBECKY, pa3BeaeHune
WN aIMKBOTHYIO YaCTb aHAIM3UPYEMOTO UM CTAaHAAPTHOrO obpasua.

1.23. MNpoBepKy rpagynpoBOYHbIX FPadMKOB MO CTaHAAPTHLIM 06pa3Lam NPoBOAAT NEPUOANYECKU, He
perke o4HOro pasa B NONYroAmne, a TaKXKe NOoC/e KaXKA0ro PEMOHTA UCMO1b3yeMblX MPUH0POoB.

1.24. Mpw BbINO/SIHEHUM aHA/IN3a PEKOMEHAYETCA NapaseibHO NPOBOAMTbL XOJIOCTOM ONbIT 4/1A yYeTa
3arpsA3HeHni peakTMBoB, ANCTUAIMPOBAHHOM BoAbl U Ap.

1.25. InAa ocywecTBNeHnA TEeKyLWero KOHTPONA MPOU3BOACTBA LeMeHTa AOoMNyCcKaeTca nNpumeHeHue
pPeHTreHOCNeKTPasbHOro mMmeToAa onpefeneHua 31emMeHTOB, npuseaeHHoro B MpunoxkeHuun 3. Mpu atom
OlWMOKa NOBTOPAEMOCTU U PACXOKAEHME MEKAY pe3ynbTaTamMu NapanienbHblX onpeaeneHuin He AOMKHbI
npeBblWaTb 3HAYEHWUI, YCTAaHOB/IEHHbIX B CTaHAapTe A/IA COOTBETCTBYIOLWMX 3/1eMEHTOB. ATTECTOBaHHbIE
3HaYeHUA maccoBbix gonen anemeHTos B COIM, ucnonb3yembix g8 NOCTPOEHMA FPALYNPOBOYHOTO rpadmKa,
PaccYMTbIBAOT Ha OCHOBAHMM AAHHbIX MeX1abopaTopHOM aTTecTauuu, BbINOAHEHHOW nabopaTtopwuei
npeanpuaTnA 1M ronosHow (6asoBoi) opraHnsaLmMelt No CTaHA4APTU3ALNM.

2. TPEBOBAHMA BE3SOMNACHOCTU

2.1. NNabopaTopHble MOMELLEHMA, B KOTOPbIX BbINOAHAT pPaboTbl MO ONpPeseNneHUd XMMUYECKOTO
COCTaBa LEMEeHTa W MaTepuanoB LIEMEHTHOrO NPOM3BOACTBA, LOMKHbI OblTb  06OpPYAOBaHbI
BEHTUAAUMOHHbIMK cncTemamm no FOCT 12.4.021.

2.2. Mpu 3KcnyaTaumm 31eKTPOYCTAaHOBOK U 3/1IeKTPONPUBOPOB, UCMONb3YEMbIX B MpoLLecce aHanAnsa,
OO0IXKHbI BbIMOJIHATLCA NpaBuaa anekTpobesonacHocTm no NOCT 12.1.019.

2.3. Mpwn paboTe c KMCAOTAaMKM WU LWEN04YaMM AOJKHbl OblTb cobatoAeHbl NpaBuna b6esonacHOCTY,
OEeNCTBYIOLWNE B XMMUYECKMX 1abopaTopusx.

2.4. Mpn  skcnayaTauuMM  YCTAaHOBOK € MOHU3UPYIOLWMMU MCTOYHMKAMWN  U31YYEHUA
(peHTreHocneKkTpanbHasa annapaTtypa) cneayeT PyKOBOACTBOBATbCA TpeboBaHUAMW HOPM pPaauaLMOHHOM
6esonacHoct HPB-76/87 1 0CHOBHbIMM caHUTapHbIMK npasuaamu OCM-72/87.

2.5. Mpu paboTe c ropo4MMM U B3PbIBOOMACHbIMM BELLECTBAMWU A0/KHbI cobntoaaTbes TpeboBaHmA
6esonacHocTn B cooTBeTcTBMM ¢ FTOCT 12.1.010.

2.6. Mpun paboTe c rasoBbIMW YyCTaHOBKamu pyKosoacteytotca FOCT 12.2.008 u npaBunamu
6e30MacHOCTM B ra30BOM XO3ANCTBE, yTBEPKAEHHbIMU FocropTexHaazopom CCCP.

2.7. Mpwu paboTe ¢ BpeaHbIMU U SA0BUTbIMU BELLECTBAMU HEOHXOAMMO NPUMEHATL CPEACTBA 3aLUNThI



no FOCT 12.4.004, vHauBmnAayanbHble cpeacTsa 3awmThbl (pecnupaTtopbl no FOCT 12.4.011 uamn TOCT 12.4.028,
pe3nHoBble nepyatku no FOCT 12.4.103, ogexxay no FOCT 27654 u TOCT 29058).

3. ONPEAENTEHUE BNATU

3.1. OwKnbKa NOBTOPSEMOCTM U PACXOXKAEHME MEXAY pe3ybTaTaMKn NapannesnbHbiX onpeaeneHuin He
AOIXKHbI NPEBbILWAaTh cooTBeTCTBeHHO +/- 0,07 1 0,10% npu maccosoit aone snarn go 1,0%; +/- 0,10 n 0,15%
npw 6osiee BbICOKOM MaccoBOM gone Baaru.

3.2. [paBUMETPUYECKUIN MeToS,

3.2.1. CpepcTtBa aHanmM3a

Becbl 1abopaTopHble 06LWEero HasHayYeHus.

LWkKad cywmnnbHbIN.

3.2.2. lNpoBeaeHne aHanun3a

HaBecKy npobbl maccoli 1 r nomeLLatoT B NpeaBapuUTeNbHO BbICYLLIEHHbIM A0 NOCTOSHHOM Maccbl 61OKC,
CTaBAT B CYLWMWAbHbLIN WKad, HarpeTbi Ao Temnepatypbl (110 +/- 5) °C, cywart 1,5 - 2 4. BbiHUMAOT U3
CYyWWAbHOIO WKada, Ox/lax4aloT B 3KCMKATOpe WM B3BellMBatoT. [lepes B3BelMBAHMEM KpPbIWKY OGloKca
NMPUOTKPbLIBAIOT M OBbICTPO 3aKpbIBatOT. BbicylMBaHMe, oxfaxaeHMe U B3BELMBAHME NOBTOPSAIOT 40 TEX Nop,
MoKa pasHuUa Mmexay ABYyma nocineaylowmmu B3sellmBaHuMaMKM byaeT He 6onee 0,0004 r. Ecan npu
NMOBTOPHOM BbICYLUMBAaHUM MacCa HaABECKM YBEAMUMTCA, TO [AJs pacyeTa MNPUMEHAOT Maccy,
npeaLwecTBYIOLLYIO €€ YBENYEHMUIO.

Mpoby rnnca m rMNcoranHO3EeMMCTOro LeMeHTa cylaT npu Temnepatype 50 - 60 °C.

3.2.3. O6bpaboTKa pe3ynbTaToB

Maccosyto gosto Bnaru (X) B npoLeHTax BbIYUCAAOT No popmyne

Y- (m, —mz)xlOO’(lz)
m,

roe M, - macca HaBeCKM ¢ BIOKCOM [0 CYLUKMY, T;
m, - macca HaBeCKu C BIOKCOM nocie CyLLKW, T;

mO - MaCCa HaBeCKu I'Ip06bl, r.

4. ONPEAENEHME MOTEPU MACCbHI NMPU NMPOKANTMBAHNN

4.1. OwmnbKa NOBTOPAEMOCTHM M PACXOKAEHME MEXKAY Pe3ybTaTaMM NapansienbHbix onpeaeneHnn He
[O0/KHbI NPEBbILWAaTb COOTBETCTBEHHO +/- 0,07 1 0,10% npu noTepe maccbl NP NpokaausaHnmn ao 1% (Ho He
meHee 0,5%); +/- 0,15 1 0,20% npu 6osiee BbICOKOI NOTepe Macchl Mpy NPoKannmeaHum (Ho He 6onee 45%).

4.2. [paBMMETPUYECKUI MeToz,

4.2.1. Cpeacrsa aHanm3a

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

4.2.2. lMpoBegeHne aHanu3a

HaBecky npobbl maccoir 1 r, BbicylleHHylo npu Temnepatype 105 - 115 °C, nomewatoT B
npeaBapuTeNibHO MPOKaNeHHbIA WU B3BELIEHHbIM NAAaTUHOBbLIA UAKM GapPopoBbLIN TUrenb U HarpeBaloT B
mydenbHoM neuu, rae BblaepkusatoT 30 muH npu Temnepatype 950 - 1000 °C, 3aTem oxnaxKaatoT B
3KCMKaTope 1 B3BeWKBatoT. [IpoKannBaHne NOBTOPAIOT NPU TOM XKe TeMmnepaType 40 NoJy4eHUA NOCTOAHHOM
Macchl.

Mpu onpegeneHnm NoTepmn Maccbl NPU NPOKAAMBAHUM LWNAKONOPTAAHALEMEHTA, WAAKa, 30/1bl HABECKY
aHanM3Mpyemolit Npobbl Bblgep:KnBatoT B MydesibHoM neum npu TemnepaType 950 - 1000 °C B TeyeHne 1 - 2
MUWH 1 NpOKaanBaHWe NOBTOPAIOT A0 MNOAYYEHUA MUHUMANIbHOrO 3Ha4YEeHUA MacChbl.

B maTepumanax, cogepxalinx OpraHUYeckue coefMHEeHUA, a TaKXKe KPUCTaNNU3aunoHHYKO BOAYy,
onpeaeneHne NOTepPU MacCbl NP NPOKaNMBAHMM HauuHatoT npu Temnepatype 400 - 500 °C, npokanueas
npoby A0 NOCTOAHHOWN Macchbl.

4.2.3. ObpaboTKka pe3ybTaToB



MoTepto Macchl Npu NPOKaAMBaHUK (XH.H_H) B MPOLEHTAX BbIYUCAAIOT No popmyne

Y :(ml—mz)xlool(ls)
m

II.I1.11

rage ml - MacCCa HaBeCKUu C Turnem A0 npokanmBaHuA, 1,

m2 - MaCCa HaBeCKU C TUurnem nocne npokannBaHua, r;

m - MaCCa HaBECKMU, T.
5. ONPEAENEHUE HEPACTBOPUMOI'O OCTATKA

5.1. OwmnbKa NOBTOPSEMOCTM U PACXOXKAEHME MeXAY pe3ybTaTaMKn NapannesbHblX OnpeaeneHunii He
[OJIXHbI NPEBbILWAaTh COOTBETCTBEHHO +/- 0,05 1 0,06%.

5.2. [paBUMETPUYECKUI MeToS,

5.2.1. CpeactBa aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

Kucnota conaHaa no N'OCT 3118 u pacteop 1:9.

Kucnota ¢TopucrtosogopoaHan no FOCT 10484.

Kucnota cepHaa no F'OCT 4204.

HaTtpuit yrnekucnbiii no FOCT 83, pacTBop MaccoBoi KoHueHTpaumen 50 r/am3.

r'mapokena Hatpua no FOCT 4328, pacTBOp MaccoBoW KoHLUeHTpauuel 10 r/am3.

AMMOHMI a30THOKMUCABIN No TOCT 22867, pacTBop MaccoBoi KoHueHTpauuei 20 r/am3.

AMMOHMI xnopuctbit no FOCT 3773, pacTBOp MaccoBon KoHLeHTpauuei 20 r/am3.

CnupT 3TUNOBLIN PEKTUPUKOBAHHBIN TexHMYeckuit no FOCT 18300.

NHAMKATOP METU/I0BbIN KPacCHbI, CMMPTOBbIN PAacTBOP MACcCOBOW KOHLeHTpauuei 2 r/am3, rotosAT no
FOCT 4919.2.

Cepebpo azoTHoKUcoe no NOCT 1277, pacTBOp MaccoBoi KoHueHTpaumen 10 r/am3.

Kucnota asoTtHasa no NOCT 4461.

5.2.2. MpoBeaeHne aHanun3a

HaBecKy KNMHKepa uan uemeHTa Maccol 1 r nomeLatoT B cTakaH BMecTMMocTbto 150 cm3, npubasnatoT
npu nomewmnsaHnmn 25 cm3 Bogbl U 5 cm3 consiHOM KUCAOTbl. HaBecKy TWATe/bHO PacTUPatoT MJAOCKUM
KOHLLOM CTEKNAHHOM NanoyYyku U [oBoAAT 06bem pacTBopa Bogoi A0 50 cMm3, HaKPbIBAOT CTaKaH YacoBbIM
CTEK/IOM, NOMELLAIOT Ha KUMNALWLY BOAAHYL GaHO U BblAepKMBalOT Ha Hel 15 MWH. 3aTeM KUOKOCTb
dunnbTpytoT Yepes dunbTp "benan neHTa" n NPoMbIBalOT OCTAaTOK ropsaYer Boaoit Temnepatypoit 60 - 70 °C go
MCYE3HOBEHUS PeaKLMn Ha MOH xnopa (Npoba pacTBOpoOM a30THOKMUCAOrO cepebpa, NoAKUCIEHHOTO a30THOM
Kucnoton). OcTaTok BMecTe ¢ GUABTPOM MEPEHOCAT B CTakaH, B KOTOPOM MPOBOAWIOCH Pa3/IOXKeHWe
HaBeCKW, M npuauBatoT npu nomewmsaHmm 30 cm3 pacTBOpa YINEKUCNOrO HATpuA, Harpetoro Ao
Temnepatypbl 80 - 90 °C.

CTaKaH HaKpbIBAOT CTEK/IOM M HarpeBatoT Ha 3N1EKTPUYECKON NINTKe HA acbecToBoi ceTke 15 MUH npu
Temnepartype, 6113KON K KuneHuto. uakoctb GUAbTPYIOT Yepes ABoliHOM GunbTp "benaa neHTta", ocTaTok
npombIBatoT 5 - 6 pas ropsyen Bogoi Temnepatypoii 60 - 70 °C, 3aTem cmaumsatoT 10 - 12 kannamu pacteopa
CONAHOW KMCNOTbI U CHOBA NPOMbIBAIOT A0 MCYE3HOBEHUA PeakLuumn Ha MOH XJ10pa.

OcTaToK nocne oTAeNEeHUA CONAHOKUCAOrO GUAbTPaTa MOXKeT BblTb 06paboTaH BMECTO Yr1eKMCAoro
HaTpua 100 cm3 ropsyero pacTsopa rMApoOKcMAa HaTPUA NpU Temnepatype 6AM3KOM K TOUYKE KMNEeHWA B
TeyeHue 15 MUH. 3aTem pacTBOP HEMTPANU3YIOT CONAHON KMCAOTOM NO UHAMKATOPY METUNOBOMY KpPacHOMY
n pobasnaoT 4 - 5 Kanenb TON e KUCAOTbl. PUALTPYIOT M NPOMbIBAOT OCTaToK 10 - 12 pa3 ropaynm
pPacTBOPOM a30THOKUC/IOTO UJIU XJTOPUCTOTO aMMOHMUA.

Mocne 3Toro ocTaToK € GUALTPOM MOMELLAIOT B NAATUHOBBIN MAK GapdOopoBbIi TUTE/b U MPOKANNBAIOT
B MydenibHOM neun npu temnepatype 950 - 1000 °C 40 NOCTOAHHOM Macchbl.

Mpumeyanus. 1. Npu maccoBoi 40Jie B LEMEHTE HEPACTBOPMMOTO ocTaTka Bbile 0,4%, a TaKKe npu
aHanuse bGapwuiicogepKallero noptiaHAUueMeHTa HeobxoaMmMo MNPOBEPUTb €ro Ha YMCTOTY OTFOHKOM C
$TOPUCTOBOAOPOAHOM KMcaoTon no n. 6.3.3. 3a 3HauyeHWe HepacTBOPUMOro OCTaTKa npu 3Tom bepetca



MaccoBaA 4014 OTOFHAHHOINO OKcMAa KpemHuA. Ecnm npoBepKa Ha YMUCTOTY HEPACTBOPUMOTO OCTaTKa He
NpoM3BOANNACH, TO NOJYYEHHOE 3HAYEeHME YMHOXKAIOT Ha KoadduumneHT 0,7.

2. ConaHoOKUCAbIN GUAbTPAT Nocsie oTAeNeHUA HEPACTBOPMMOro OCTaTKa MOMKET BbiTb UCNONb30BaH
ONs onpeaeneHna B Hem okcuaa cepbl (V1) no pasa. 11.

5.2.3. ObpaboTKa pe3ynbTaTos

MaccoByto 40110 HEPACTBOPMMOTO OCTaTKa (XH‘O) B MPOL,EHTaX BbIYUCAALOT No popmye

X - (m2 —ml)XIOO' 1)
m

roae M, - macca nycToro TUrns, T;

m2 - MacCCa TUrnAa C NPOKaseHHbIM OCa4KOM, T,

m - Mmacca HaBeCKn Npobbl, T.
6. ONPEAENEHWNE OKCUOA KPEMHUA

6.1. OWwMBKa NOBTOPAEMOCTUN M PACXOKAEHNE MEXKAY Pe3ybTaTaMu napanneNnbHblX onpeaeneHunin He
[AO/KHbI NPEBbIWAaTb 3HaYeHWM, YKas3aHHbIX B Taba. 1.

Tabnuua 1

o\

MaccoBas »OoJjid OKCHIa S R
KPpeMHMA IT max
oo 1 BkJmou. +/- 0,02 0,03
Ce. 1 mo 5 " +/- 0,10 0,15
" 5 ™18 " +/- 0,15 0,25
" 18 "™ 25 " +/- 0,20 0,30
"25 "™ 40 " +/- 0,30 0,40
" 40 " 70 " +/- 0,35 0,50
" 70 "™ 85 " +/- 0,45 0,60
" 85 +/- 0,60 0,80

6.2. [paBUMETPUYECKMIA METOL NPU MacCOBOW A0/1e OKCMAa KpeMHus 6onee 90%

MeTos, OCHOBaH Ha pPa3OXEHUW HaBeCKM npobbl GTOPUCTOBOAOPOAHOM  KUCNOTOM U
rPaBUMETPUYECKOM OMpPeseneHNn OKCUAA KPpeMHMA MO PasHOCTM Macc HaBecku Npobbl M OocTaTKa nocne
yaanenua ptopuaa KpemHums.

6.2.1. Cpeactea aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

Kucnora asotHana no NOCT 4461.

Kucnota ¢topucrosogopoaHan no FOCT 10484.

Kucnota cepHaa no F'OCT 4204.

Kucnora conanaa no OCT 3118.

Cmecb gns cnnasneHuna no n. 6.4.1.

6.2.2. NpoBeaeHne aHanun3a

HaBecky npobbl maccoit 0,5 r nomeLLatoT B NAaTUHOBLIM TUTeNb, AOBEAEHHbIN A0 NOCTOAHHOM Macchl,
CMauumBatloT BogowW, npubasnaoT 10 Kanenb cepHoi KncnoTbl, 10 cm3 GTOPUCTOBOLOPOLHOM KUCAOTLI U
NMOMELLAIOT Ha NecyaHyto 6aHI0 MAM 3NEKTPONIUTKY CO cnabbiM HarpeBoM. BbinapmBatoT coaepKumoe TUrna
[0 BNAXKHbIX conei, 3atem f06aBAA0T ewe 5 cm3 $TopucToBOLOPOLHOM KUCAOTLI M BbINAPUBAOT A0CYXa 40
MOMIHOIO YyZaNeHWA NApPOB CEPHOM KMUCNOTbl. 3aTeM OCTAaTOK MNpOKanuBatloT B MydesibHOW neun npwm
Temnepatype 900 - 1000 °C B TeueHue 10 - 15 MUH, OXNaXK[AK0T B SKCUMKATOPE M B3BELIMBAIOT. [IpoKannsaHne
1 B3BELUMBAHWE NOBTOPAIOT 40 NOCTOAHHOM Macchbl.



OCTaToOK B TUI/1Ee UCMONb3YIOT NPU CUCTEMATUHECKOM aHANU3e ANA onpeneneHna OKCUAO0B Kanbums,
MarHua, enesa v aAloMMHMA. na aTOro octaTtoK cnaasAAloT no n. 6.4.2.1 co cmecblo A4aA CNAABAEHUA U
pacTBOPSAIOT B pacTBOpPE COMAHOMN KucnoTbl 1:3. MNpu HeobxoAMMOCTU NOCNEAYIOLLErO ONpeaeneHUs okcnaa
cepbl ANA Pa3foKeHMUA HAaBECKM NPObbl BMECTO CepPHOM UCNOb3YIOT a30THYIO KMCOTY.

6.2.3. ObpaboTKa pe3ynbTaToB

MaccoByto 400 OKCMAa KpeMHUA (XSiO2 ) B NPOLLEHTaX BbIYMCAAOT No Gopmyne

v =m0 x (15)

510, o.m.m’

m

roe ml - Macca TUIs C HaBecKoM I'Ip06bl, r;

m2 - MacCCa TUIrNA C NPOKaNEHHbIM OCTAaTKOM, T;

m - Macca HaBeCcKu Npobbl, T.

6.3. [paBUMETPUYECKMNA METOoA NPU MAacCOBOWN A0/1e OKcMAa KpeMHus Ao 90%

MeTog, OCHOBaH Ha KOarynsuuu KenaTMHOM KPEMHEKUCNOTbl, BblAEAMBLUENCS NPU Pa3/OKEeHUU
aHanM3Mpyemoit npobbl KOHUEHTPUPOBAHHOW CONAHON KWUCAOTOM NPW HArpeBaHMM, CNocobCTBYOLLEM
ObICTPOMY KO/IMYECTBEHHOMY NEpPeBOAy €e B HEePaCTBOPMMOE COCTOAHWE, NMOC/AeayHoLWEM MPOKAANBAHUK
BblAe/IeHHOro ocafka npu temnepatype 1000 °C M HaxoXKAEHUM MACcCOBOM AOAN OKCUAA KPEMHMA Mo
N3MEHEHMI0 MaCCbl BblAENEHHOTO OCaKa.

6.3.1. Cpeactea aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

Kucnota conaHaa no NOCT 3118.

Kucnota ¢topuctosogopoaHan no FOCT 10484.

Kucnota cepHaa no F'OCT 4204.

Kucnora asotHana no FOCT 4461.

*enatuH nuwesoit no FOCT 11293, pactBop MaccoBoi KoHueHTpaumen 10 r/gm3: 1 r KkenaTuHa
pacteopstoT B 100 cm3 Bogbl, HarpeToi Ao 70 °C, pacTBOp A0KEH ObITb CBEXKENPUTOTOBAEHHbIM.

HaTtpui yrnekumcnbiii no FOCT 83.

Cepebpo asoTHoKUcNoe no FTOCT 1277, pacTBop MaccoBoit KoHueHTpaumen 10 r/am3.

Cmecb gns cnnasneHuna no n. 6.4.1.

6.3.2. MpoBeaeHne aHanun3a

KnuHkep, nopThaHauemeHT, WAaKonopTaaHAUEMEHT W ApyrMe maTepuansl, noajatowmecs
Pa3NoXKEHUIO KUCNOTaMK, MEPEBOAAT B pacTBOp 06paboTKOM CONAHOM KNCAOTON. [115 3TOro HaBecKy Npobbl
maccoit 0,5 r nomelLatoT B cTakaH BMecTMMOCTbIo 50 cm3 1 ocTopoxkHo A06aBnsaoT 10 cM3 CONAHOM KUC/IOTbI
TaK, YTOObl OHa CTEKNA NO CTEHKE CTaKaHa, M HAKPbIBAOT YaCOBbIM CTEK/IOM.

Ons  cblpbeBOi CMecK, MyuLO0MAHOBbIX LEMEHTOB, KMUC/bIX LWIAKOB, KPEMHUICOoAEepPKALLMX
MaTepunanos, He MNOALAOLIMXCA PA3/IOKEHMIO KUC/OTamMM, HaBecky npobbl maccok 0,5 r TwartenbHO
nepemeLunBatoT B NIAaTUHOBOM TUF/IE C ABYKPATHbIM KOIMYECTBOM YI/IEKUCNOrO HaTpPUA 1 NpeaBapuUTenbHO
0,0 06paboTKM CONAHOM KMUC/IOTOM creKatoT B mydesibHoM neun npu TemnepaType 950 - 1000 °C B TeueHue 3
- 7 muH. MNocne oxnaxaeHunsa Turaa cnek pacreopatoT 10 - 15 cm3 consiHOM KMCNOTbI, KOTOPYHO NPUANBALOT B
TUrenb HeboMbWIMMM NOPUUAMMU, KOJIMYECTBEHHO NEPEHOCAT PacTBOP B CTaKaH BMeCTMMOCTbo 50 cm3 um
HaKpPbIBaOT YAaCOBbIM CTEK/IOM.

He3aBnMcMmo OT cnocoba pa3noxKeHUs HaBECKWM CTaKaH MOrPy»KatoT B HArpeTyto Ao TemnepaTtypbl 60 -
70 °C BoasHylo 6aHio M BblaepxuBatoT 10 muH. 3atem npubasnsaoT 10 cm3 KenaTuHa, SHEPruyHO
nepemeLlnBaloT B TeyeHne 1 MUH, He BbIHMMas CTaKaH U3 BOAAHOM 6aHu, 1 HarpesatoT ewe 10 MuH. PacTBop
bUNbTPYIOT B TENIOM BUAE Yepes 6e330/1bHbll GuabTp "6enan neHTa", KoNMYecTBEHHO NepPeHOCs 0CaAo0K Ha
dunbTp. Ocagok npombiBatoT Ha dpunbTpe 10 - 12 pa3 HebONbLIMMM NOPUMAMM ropaYei BoAbl (TemnepaTypoi
He Bbiwe 70 °C), naBasn NOMHOCTLIO CTEYb KaXKAO0W Nopunmn 1 cobmpas GuabTpaT B CTakaH BMecTUMOCTbio 300
CM3 UM MEePHYI0 KONby BMecTMMOCTbio 250 cm3.

MonyyeHHbI GUABTPAT MCNONL3YIOT AN NOCAeAYHOLNUX ONpeaeneHnint MaccoBOW [0/IM OKCMAOB
Ka/ibums, Xenesa, aJloMUHUA 1 4p.

Ocafok ¢ puAbTPOM NEePeHOCAT BO B3BELLEHHbI NAATUHOBLIN TUreb, 0301A0T 6e3 BoCnI1aMeHeHus,



npoKanueaT B mydenbHOM neunm npu Temnepatype 1000 °C g0 NOCTOSIHHOM MacChbl, OX/AaxKAaloT B
3KCMKATOPE M B3BELUNBAIOT.

Mony4eHHbIN 0cafloK KPEMHEKMCNOTbI NPOBEPAIOT Ha YNCTOTY. [11A 3TOro ero cmaymsatoT 2 - 3 Kanaamu
BOZbl, MPUANBAIOT NOZ, BbITAXKHbIM WKAapom 3 - 5 Kanenb cepHom KncnoTol, 8 - 10 cm3 pTopmncTOoBOA0POLAHOMN
KMCNOTbI M OCTOPOXKHO BbINAPMUBAIOT HA 3NEKTPUYECKOM NINTKE A0 NPEKPaLLEHMA BblAENEHMNA MAPOB CEPHOWN
Kncnotbl. Cyxoi ocTaToK NpoKanueatoT B mydenbHOM neun npm Temnepatype 900 - 1000 °C B TeyeHune 3 - 5
MWH, OXN1aXAal0T B SKCMKATOpPE M B3BELLMBALOT.

3aTem OCTaToK CN/IaBAAIT No n. 6.4.2.1 co cmecbio A4NA CNNAaBAEHUA U NPUCOEANHAIOT K NOJy4YeHHOMY
Bbilwe GunbTparTy.

6.3.3. ObpaboTKa pe3ynbTaToB

MaccoByto 400 OKCUAA KpeMHUA (XSiO2 ) B MPOLEHTaX BbIYMCAAIOT N0 popmyne

m, —m, )x100
Xoio, _{m = m) , (16)
m

roe M, - macca TUIA € 0CaIKOM OKCMAA KPEMHUA A0 06paboTKM KUCIoTamu, T;

m2 - MacCCa TUrna c oCtTatkom nocne O6pa6OTKVI KUCNOTaMMu, T,

m - Macca HaBecKu npobebil, .

6.4. Mpsamoin POTOKONIOPUMETPUYECKUIN METOA NMPU MACCOBOW A0J1e OKCUaa KpemHua ao 25%

MeTopa, OCHOBaH Ha Pa3/IOKEHUN HABECKM MPOObI LLEOYHbIM MJaBHEM, KUCAOTHOM PacTBOPEHUM
nnaea M Ha o006pa3soBaHMM KENTOoro KOMMJEeKca KpemMHemonnbaeHOoBOW reTeponoIMKUCAOTbI €
nocneayroLLMm ero BOCCTaHOB/NIEHUEM A0 CUHETO.

6.4.1. CpeactBa aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

DOTO3NEKTPOKONOPUMETP KOHLLEHTPALMOHHBIN.

HaTtpuin yrnekucnbiii no FOCT 83.

Kannit yrnekncnbin no FOCT 4221.

Kanuit a3otHoKmcabin no FOCT 4217.

AMMOHMI a30THOKMCABIM no TOCT 22867.

HaTpuii TeTpabopHoKMcAbI 10-BoaHbIi no TOCT 4199, 06e3B0KeHHbIV Npy TemnepaType (400 +/- 20)
°C, nnn bypa no FOCT 8429.

Cmecb 4nA cnnaBieHuA: HaTPUM YIAeKUCbIN, HaTpuit TeTPabopHOKUCbIN 6e3BOAHbIA CMELLMBAIOT B
COOTHOLWEHUM 2:1 UAK HATPWUI YINEKUCAbIN, KaAnin yrNekncabli u 6e3BogHbIi HaTPUit TeTPabopHOKMUCbIN
CMeLInBatoT B OTHoWweHuuM 1:1:1. 113 NOAHOTbI OKUC/IEHMA HU3KOBAMEHTHbIX GOPM Kesesa, cepbl, MapraHua
W T.M. B CMECb A1 CNJ1aB/ieHMA pekomeHayeTca Ao06asnatb 0,5% no macce asoTHOKMCNOro Kanma nam 1% no
macce a30THOKMCNOro aMMOHMA, obecrneynBas paBHOMEPHOE pacnpeseneHne no BCel macce NaaBHA BO
nsberkaHme Nnopymn NAaTUHOBBIX TUTNEN.

Kncnota conanaa no NOCT 3118 mn pacteop 1:3.

Kucnota ackopbuHoBas nuiieBas.

Kucnota nMmoHHas moHormnapat u 6essogHan no FOCT 3652.

AMMOHUI monnbaeHosokucabin no FTOCT 3765, pacTBOp MaccoBoW KoHUeHTpaumen 50 r/am3 naun
HaTpuih monnbaeHosokucabim no FOCT 10931, pacTtBop mMaccoBoi KoHueHTpauuein 50 r/gm3: 50 r
MOM64EHOBOKMCAOrO aMMOHUS NAKN HaTpuaA pacTBopsAtoT B 500 - 600 cm3 Boabl Npy HarpeBaHUM, He A0BOAA
80 KuneHus. MonyyeHHbIn pacTeop GUALTPYIOT M A0BOAAT BogdoW Ao 1 gm3. PactBop roaeH B TeyeHue
mecsaua.

HaTpwuit cepHuctokmcabii no FOCT 195, 6e3B04HbIN.

Meton (4-meTnnamuHodeHon cynbdat) mapku A no FOCT 25664.

Pacteop BocctaHosuTena 1: 8 50 cm3 Bogbl pactBopAtoT 1 r acKopbUHOBOM KUCNOTbI U 5 T TIMMOHHOW
KMcnoTbl. PactBop GUNLTPYIOT B MepHyto Konby BmectumocTbio 100 cm3, f0OAMBAIOT A0 METKM BOAOWN U
nepemeLwnBatoT. CpoK XxpaHeHus pactBopa 4 - 5 cyT.

PactBop BoccTaHoBUTENA 2: nocneposatenbHo pacteopAloT B8 500 cm3 Boabl, HarpeToh Ao
Temnepatypbl 40 - 50 °C, 12 r cepHUcTOKUcAoro HaTpus, 20 r metona u 12,5 r "(MMoHHOM KncnoTbl. PactBop



dunbTpyloT M aonusatoT Bogoh Ao 1 am3. CpoK XpaHeHUA pacTBopa B OYTbIAM U3 TEMHOTO cTekna 2 - 3
Hepenu.

6.4.2. MoaroToBKa K aHaAn3y

6.4.2.1. lpurotoBneHUE rpayMpoOBOYHbIX PACTBOPOB

B nnatuHoBble TMrAM NnomeltatoT 5 HaBecok OCO cbipbeBoi cmecn maccoi 0,05; 0,10; 0,15; 0,20; 0,25
; MacCOBYK AO/NI0 OKCMAA KPEMHMA B HUX PaCCYMTbIBAIOT OTHOCUTENbHO Hasecku 0,15 r, KoTopyto
NPUHUMAIOT 38 OCHOBHYIO.

K Kaxkpol HaBecke npubasnawT Ao 1,5 r cmecu Ana cnnaBieHus, TWATeNbHO NepemMeLInBatoT U
CNNaBAAKOT B TeyeHne 5 MuH npm TemnepaType 900 - 950 °C.

BpalLaTenbHbIM ABUNKEHMEM BbIHYTOrO M3 Mybensa TUrNA pacnpeaenatoT KUAKMIA NNaB PpaBHOMEPHO
Mo ero cTeHKam. OXNa*KAEeHHbIW TUreNlb C 3aCTbIBLUMM M1aBOM NMOMELLAIOT B CTaKaH, cogepxawmin 100 cm3
XONO4HOI0 pPacTBOpPA CONAHOM KWUCNOTbl, M PacTBOPAIOT niaB 6e3 HarpeBaHMA NpW MOCTOAHHOM
nepemeLlnBaHUM BPYYHYIO MW HAa MarHUTHOM MeLlasike 40 NOJIHOTO ero pacTeopeHus. MNocne pactBopeHus
Nna1aBoB TUIN 06MbIBAOT BOLOW, @ PAacTBOPbI KOJIMYECTBEHHO NEPEHOCAT B MePHble KO16bl BMECTUMOCTbIO
500 cm3, f0/MBAIOT 40 METKM BOLOM M TWATENIbHO NepemeLlmBatoT. Takme pacTBopbl MOXHO UCNO/b30BaTb
B TeYyeHWe 2 - 3 MeC A/1A NOCTPOEHMA M MOBEPKM FPafyMpPOBOYHbLIX PAadUKOB WMAN KaJANMOPOBOYHbLIX
YPaBHEHU.

6.4.2.2. MocTpoeHue rpaaympoBoYHOro rpadmka

B naTb mepHbIXx Konb BmectumocTbto 100 cm3 OTOMpPAlOT COOTBETCTBEHHO MO 5 cm3 Karkgoro
rpagyMpoBOYHOro pacTBopa, 406aBasaloT okono 25 cm3 Boabl, No 5 cm3 pactBopa monmbaata amMoHUS UK
HaTpuA, nepemMewnsBardT W gatoT noctoATb 10 MWMH  AnA  NOAHOTbI  06pPa3oBaHUA  KenToro
KpemHemonmbaeHoOBOro KommnseKkca. 3atem AobasasatoT no 5 cm3 pactBopa BocctaHoBuTena 1 anbo no 20
CM3 pacTBOpa BOCCTaHOBUTENS 2, pa3baBaAtOT BOAOM A0 METKM, TWATENIbHO NepemeLllnBatoT 1 nocae 15 MuH
BbICTAaMBAHUA M MOJIY4EHUA YCTOMYMBOrO CMHEFO KOMMNEKCA MNOJyYeHHble pPacTBOpbl GOTOMETPUPYHOT
OTHOCUTE/IbHO ANUCTUAIMPOBAHHOM BOAbI, UCNOb3YA CBETODUABTPbI C MAKCUMYMOM CBETONPONYCKAHUA NpU
AnvHe BosHbl 600 - 750 HM (KpacHbIit) namn 815 Hm (MHpPaKpacHbI) U KIOBETY C TONLLMHOM NOT/OLLALOLLETO
cset cnosa 10 mm.

Mo nony4YyeHHbIM pe3ynbTaTam onpesaeneHuin ONTUYECKOW MNOTHOCTU U MU3BECTHOM KOHLLEHTpALUn
OKCMAA KpemHua B (oTOMEeTpUpyembix obbemax CTPOAT rPagyvpOBOYHbIA FpaduK MAM COCTaBAAOT
KannmbpoBoUyHOE ypaBHEHMeE.

6.4.3. NMpoBeaeHne aHann3a

HaBecKy npobbl, BbIBpaHHYO B 3aBUCMMOCTM OT COAEPKAHMA OKCUAA KPEMHUSA B COOTBETCTBUM C Tab.
2, cnnaenatoT ¢ 1,5 r cmecun gnsa cnnaBaeHns B N1aTUHOBOM TUT/1E, HAKPLITOM KPbILKOM, B MydenbHOM neyn
npu Temnepatype 900 - 950 °C B TeyeHue 5 muH. MnaB pacnpenenatoT No CTEHKAM TUINA, Bpalas ero
wmnuamu. OCTbIBWUKIA TUreNb CO CMIABOM OMYCKAlOT B CTakaH BMecTMmocTbto 150 cm3, B KOTOpbIA B
3aBMCMMOCTM OT nocnegyrouero passegeHuna npegsaputenbHo Haauto 40; 50 mam 100 cm3 xonogHoro
pacTBoOpa CoNAHOM Kncnotbl 1:3.

Tabnunua 2

MaccoBasa »OoJid Macca HaBeCKH, O6beM PasereneHue,

OKCHIa KpeMHMud, T AJIMKBOTHOM cm3
% yacTtu, cm3

oo 1 BkJIOU. 0,3 25 200
Ce. 1 mo 4 " 0,3 10 250
"4 " 8" 0,3 5 500
"8 " 20" 0,15 5 500
"20 " 30 " 0,10 5 500
" 30 " 40 " 0,07 5 500

PacTBOpAIOT NnaB MpM NOCTOAHHOM NepeMellMBaHMK, Kak M310XKeHo B n. 6.4.2.1. MNonyyeHHbIn
pacTBOP KOJIMYECTBEHHO MEPEHOCAT B MEpPHY0 K06y 1 pa3bassiAaloT BOAOM A0 06bema B COOTBETCTBUU C
Tabn. 2. MonyyYeHHbIN PAacTBOP UCMNONb3YIOT NMPU CUCTEMATUHECKOM aHaNuU3e.

Ona onpegeneHna mMaccoBOn A0/ OKCMAA KPEMHUA B ABe MepHble Ko1bbl BMecTUMocTbio 100 cm3
0oTOMpatoT: B O4HY - a/IMKBOTHYIO YacCTb aHA/IM3MPYEeMOro pacTBopa B COOTBETCTBUM C Taba. 2; B gpyryto - 5
CM3 OCHOBHOTO rPaZyMpPOBOYHOIO PacTBOPa, NPUroToBAEHHOrO Nno n. 6.4.2.1. 3atem B 06e Konbbl gobaBasAloT



0Kon0 25 cm3 BoApbl, No 5 cm3 monmbaata ammoHunsa uan HaTpua. JanbHelwune onepauum - no n. 6.4.2.2.

6.4.4. ObpaboTKa pe3ynbTaToB

Mepen BblYMCNIEHMEM MACCOBOW A0/ OKCMAA KPEMHWA BBOAAT NMOMPABKY HAa W3MEHEHWe YC/N0BUI
doTomeTpupoBaHmA B cooteetcTemm c n. 1.18.

Maccy oKcuAa KpeMHMA B MUAAUTPAMMAX HaxoAAT MO rpafyuMpoBOYHOMY rpaduKy M BbIYUCNAIOT
MCKOMYIO MacCOBYIO A0/110 3neMeHTa no popmyne (7).

HenocpeacTtBeHHO MaCCOBYIO 4,010 OKCUAA KPEMHUA B NPOLLEHTaX onpeaenatoT No rpagympoBoYHOMY
rpaduKy, NOCTPOEHHOMY B KOOpAMHaTax "onTuyeckasa NJAOTHOCTb - MacCcoBasA A0/1A 31eMEHTA B NpoueHTax",
AW HaxoZAaAT MO KaanbpoBOYHOMY ypaBHeHMUIO. pu OTCTYNNEHUM OT YCAOBUI TPafyMpPOBKM B 4acTu
N3MEHEeHMA HAaBECKW, aIMKBOTHOM YacTu UK pa3BeseHUA pacyeT NnpoBoaaT no ¢opmyne (8).

6.5. AnddepeHumanbHbli GOTOKONOPUMETPUYECKUIA METOL NPU MAacCOBOW A0/1e OKCUAA KPEMHUA OT
40 po 80%

MeTog, OCHOBaH Ha U3MEPEHUU ONTUYECKOM NJIOTHOCTU CUHEr0 KPEMHEMOIMBAEHOBOIO KOMMNAEKCa
aHaNIM3MPYEMOro PacTBOpPa MO OTHOLWEHUIO K O0OYCNOBAEHHOW ONTUYECKOW MNOTHOCTM aHa/NOrMYHbIM
06pasom Nony4yeHHOro pacTeBopa CTaHAapPTHOro obpasua.

6.5.1. CpeactBa aHanmsa - non. 6.4.1.

6.5.2. NoarotoBKa K aHannsy

6.5.2.1. lMpurotoBaeHne rpaaynpoBOYHbIX PACTBOPOB

B nnatuHoBble TUrAM nomelatoT nNaTb Hasecok OCO rauHbl maccon 0,08; 0,09; 0,10; 0,11; 0,12 r;
MACCOBYIO A0/110 OKCUAA KPEMHUA B HUX PACCUYUTLIBAOT OTHOCUTENbHO HaBeckn 0,10 r, KOTOPY NPUHMMAIOT
32 OCHOBHYIO.

K Karkpoi HaBecke npmbaBaAaldT MO 2 I CMecu ANAA ChaBNeHMA, TWATE/bHO MepemMeLlmnBaloT U
CnNaBnAwoT B TedyeHue 15 - 20 MUH, ocTanbHbie onepaummn NPoBOAAT aHANOMMYHO Nn. 6.4.2.1.

6.5.2.2. MocTpoeHue rpaaympoBOYHOro rpadmka

B nATb MepHbIXx Konb BmecTumoctbto 100 cM3 NpUAMBAOT COOTBETCTBEHHO MO 5 cm3 Kaxporo
rpaflympoBOYHOro pacteopa u Boabl Ao 50 cm3. JanbHelwne onepauum - no n. 6.4.2.2, ysennyneasa Bpems
06pa30BaAHUA KENTOro KomnaeKca 4o 20 MUH.

doTOomeTpMpoBaHUEe MPOBOAAT OTHOCUTE/IbHO OCHOBHOMO rPaAyuMpoOBOYHOro pacrtsopa. Mpu atom
ONTUYECKMI HOMb POTOMETPMYECKOTO NPUHOPa NO LWKale NOrNOWEHNA B 3aBUCMMOCTU OT YyBCTBUTENIBHOCTH
YCTaHaB/IMBAIOT MO 3TOMY PacTBOPY B MHTEpBane onTuyeckol naotHoctu 0,250 - 0,300.

Mo nosnyyYeHHbIM pe3ynbTaTamM onpefesieHUn OTHOCUTENIbHOM ONTUYECKOM MAOTHOCTU U U3BECTHOWM
KOHLLEHTPaLMN OKCUOA KPeMHUA B POTOMETPUPYEMbIX 0BBEMAX CTPOAT rPasyMpOBOYHbIN rpaduK uam
COCTaBAAOT KAaAMOPOBOYHOE YpaBHEHME.

6.5.3. MpoBeaeHne aHanun3a

HaBecKy npobbl, BbIBpaHHYO B 3aBUCMMOCTM OT COAEPKAHMA OKCUAA KPEMHUSA B COOTBETCTBUM C Tab.
3, CNNaBAAKT C 2 T CMeCU A CNJIaBEHMA B HAKPbITOM KPbILKOW NAaTUHOBOM TUINEe B MydesibHOM neyn npu
Temnepatype 900 - 950 °C B TeueHue 15 - 20 muH. OcTanbHble onepaunm BbiNoAHAT no n. 6.4.2.1.

Tabnunua 3
MaccoBas HoJjis OKCUIA KPEeMHUsa, % Macca HaBeCKU, T
Ce. 40 mo 50 BxJjmoOU. 0,15
" 50 "™ 70" 0,10
" 70 "™ 85 " 0,07

Ona onpegeneHna mMaccoBOn A0/ OKCMAA KPEMHUA B ABe MepHble Ko1bbl BMecTUMOCTbio 100 cm3
0oTOMpaloT: B 04HY - 5 cM3 aHanM3Mpyemoro pactBopa; B ApPYryt - 5 cm3 OCHOBHOMO rpagyMpoOBOYHOrO
pacTBopa, NPUroToBAEHHOro no n. 6.5.2.1. 3atem B 06e Konbbl gobasnsaoT Boabl A0 50 cm3. JanbHenwmne
onepaumun - no n. 6.5.2.2.

6.5.4. 06paboTKa pe3ynbTaToB - No n. 6.4.4 (6e3 BBeAeHMA NONPaBKHY).

6.6. AndpdepeHunanbHbii POTOKONOPUMETPUYECKMI METOA, NPU MACCOBOM A0/1E OKCMAA KPEMHUA OT
25 po 40%

OnpepeneHve mMaccoBOW O0NM OKCUAA KPEMHMA NPOBOAAT B COOTBETCTBMM C M. 6.5. Mpun aTom ana
NOCTPOEHUA rPaayMpPOBOYHOrO rpadmka UCNob3yoT FPagyMpPoOBOYHbIE PacTBOPbI, NpurotosaeHne ns OCO
CbIpbEBOM CMECH, yBEIMUYMB B ABA Pa3a Maccbl HaBecoK (n. 6.5.2.1). 3a OCHOBHYO MPUHUMAIOT HaBECKY



maccoit 0,20 r; oTHOCUTENIbHO Hee BeAyT pacyeTbl KOHLEHTpaLUMel rpaaynpoBOYHbIX PacTBOPOB.
7. ONMPEOENEHUE OKCMAOO0B KANbUUA N MATHUA

7.1. OwnbKa NOBTOPAEMOCTU M PACXOKAEHNE MEXKAY pe3ybTaTaMu napannenbHblX onpeaeneHunin He
AO/KHbI NPEBbIWATb 3HaYeHWM, YKasaHHbIX B Tabn. 4 n 5.

Tabnuua 4
MaccoBas »OoJjid OKCHIa S R
KaJblUUg I max
Or 1 mo 10 BkJIOU. +/- 0,15 0,20
Ce. 10 "™ 40 " +/- 0,20 0,30
" 40 "™ 70" +/- 0,30 0,40
Tabnunua 5
MaccoBasa IOOJid OKCHuIa S R
MaTHUS I max
oo 1,0 BKJIOY. +/- 0,10 0,15
Ce. 1,0 mo 6,0 " +/- 0,20 0,30
" 6,0 " 25,0 " +/- 0,40 0,60

7.2. KOMNNEKCOHOMETPUYECKUIA METOL,

MeTon OCHOBaH Ha peaKkuuMM B3aMMOLEWCTBMA KATMOHOB KalbLMA M MarHua c TpuaoHom b
(kRomnnekcoHom Ill) ¢ ob6pa3oBaHMEM  MaNOAUCCOLUMPOBAHHBIX COEOUMHEHWM B NPUCYTCTBUM
META/N/IOMHAMKATOPOB B LLENOYHOM PacTBope, 06pasyolWmMx OKpalleHHble KOMMNIEKChl, paspyLiatowmecs
npw ganbHenwem TUTPOBAHMM TPUAOHOM b.

KOHEYHYI0 TOYKY TUTPOBAHWUSA BU3YyasbHO WAN GOTOMETPUYECKOM MHAMKAUMEN onpeaenatoT Mo
NCYE3HOBEHMIO M3 PAcTBOPaA ONPeaeNaeMoro KaTMoHa, KOTOPbI CBA3bIBAETCA C TPMNOHOM b, 1 BblgeneHuto
cBo6OAHOr0 MHAMKATOPA, UMEIOLLEro MHYID OKPACKY, YeM KOMMJIEKC OnpeaensieMoro KaTMoHa C AaHHbIM
WHAUKATOPOM.

7.2.1. CpeactBa aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

TutpaTop.

doTO3NEKTPOTUTPUMETP.

Kucnota conaHaa no NOCT 3118 u pacteop 1:3.

Ammuak BogHbIi no FOCT 3760 u pacteop 1:1,5.

AmMMoHM xnopucTolt no FOCT 3773.

rmapokcunammHa rugpoxnopug no FOCT 5456, pacTBop MaccoBoi KoHueHTpaumen 50 r/am3.

Kanua rmgpokcua no FOCT 24363, pacTBOp MaccoBol KoHueHTpauueint 200 r/gm3 (XpaHAT B
NnoaN3TUIEHOBOM Nocyae).

Kanuii xnopuctbiii no FOCT 4234,

YpoTponuH TexHudeckunin no FOCT 1381, pacTBop maccoBoi KoHueHTpauuein 100 r/am3.

TpunoH b no FOCT 10652.

PactBop TpuaoHa 6 N 1 monapHoi KoHueHTpaumei 0,05 monb/am3 (0,05 M): 18,62 r TpunoHa b
pPacTBOPAIOT B BOAE NPW HarpeBaHun o0 Temnepatypbl 70 - 80 °C, pacTBOpP OXNaXKA3A0T, GUABTPYIOT B MEPHYIO
K016y BMmecTumocTbio 1 AM3 1 00BOAAT A0 METKM BOAON.

PactBop TpuaoHa 6 N 2 monapHoi KoHueHTpauwmei 0,005 monb/am3 (0,005 M): 1,8 r TpunoHa b
pacTBOPSAIOT B BOAe Npu HarpesaHum Ao temnepatypbl 70 - 80 °C, pacTBOp oxNa*K4atoT, PUAbTPYIOT B MEPHYIO
K016y BMmecTumocTbio 1 AM3 1 00BOAAT A0 METKM BOAOMN.



MarHuin cepHokucablii 7-BogHbii no TOCT 4523 wunauM cTaHAapT-TUTP, PaAcTBOPbl MOASPHOM
KoHueHTpaumei 0,1 monb/am3 (0,1 M) n 0,01 monb/am3 (0,01 M).

CnnpT 3TUNOBbLIN PEKTUDUKOBAHHbIN TexHU4Yecknin no FOCT 18300.

dnyopekcoH (MHAMKaTop) no TY 6-09-1368, cyxas cmecb: 1 r uMHAMKATOpa cmelwmBatoT ¢ 99 r
XNIOPUCTOrO Kanua, pacTUpPatoT B CTYMNKE U XPaHAT B BaHKe C KPbILWKOA.

TumondTanenH (MHgmkaTop) no TY 6-09-1887, cyxaAa cmecb: 1 r MHAMKaTopa cmewmBatoT ¢ 99 r
XNIOPUCTOrO Kanua, pacTUpPatoT B CTYMNKE M XPaHAT B BaHKe C KPbILWKOA.

MeTnnoBbI opaHXeBbil (MHauKaTop): 0,1 r MHAUKaTopa pacTtBopstoT B 100 cm3 BoAb!.

deHondtanenH (MHAnKaTop) no TY 6-09-5360: 0,2 r nHaMKaTopa pacteopAoT B 100 cm3 3TMNOBOrO
cnuprTa.

Bpom Kpe3onoBblit NypnypoBbii (MHAMKATOpP) no TY 6-09-4530: 0,1 r nHamMKaTopa pacTeopstoT B 100
CcM3 3TUI0BOrO CNUpTA.

Hatpuin propuctbiii no NOCT 4463.

TpuataHonamuH no TY 6-09-2448.

Mackupytowmin peareHT MP-1: pacTtBop TpuM3TaHONAMMHA MaccoBOW KOHUeHTpauuel 50 r/am3,
copepKawmii 5 r ¢topuctoro Hatpus.

Mackupytowmii peareHT MP-2: pacTBOp TPuM3TaHONAMMHA MaccoBOW KOHUeHTpauuein 10 r/am3,
coaepKawmm 2 r GTopuUcToro HaTpus.

AMMUaYHbIN BydepHbIl pacTBop: 70 I XI0pUCTOro ammoHua pacteopaAtoT B 200 cm3 Boabl, dUNLTPYIOT,
npubasnstoT 570 cm3 BogHOro ammuaka, gonmeatoT 4o 1 am3 Bogoi, pH atoro pactsopa cootsetcteyeT 10.
Xpom TeMHO-CUHUI (MHAMKaTop) no TY 6-09-3970, pacTBOp MaccoBoit KOHLEHTpaumen 5 r/am3.
TumondTanekcoH (MHamnkaTop) no TY 6-09-07-996, pacTBOp MaccoBOM KOHLeHTpaumen 5 r/am3.

Spuoxpom uepHbit T (MHAUKaTop) no TY 6-09-1760: 1 r vHAMKaTOpa CMeLnBatoT ¢ 99 I XI0pUCTOro
Kanus, pacTMpPatoT B CTYMKE M XPaHAT B BaHKe C KPbILLKOMN.

Cmecb ans cnnasneHuna no n. 6.4.1.

7.2.2. TloaroToBKa K aHanu3y

7.2.2.1. YctaHosKa t1Tpa 0,05 n 0,005 M pactsopos TpmaoHa b no okcmay Kanbuma

HaBecKy cTaHAapTHoOro obpasua cocrtaBa KapboHaTta Kanbuus maccoi 5 r pactsopstoT B 30 - 40 cm3
pacTBopa CONAHOM KMCNoTbl 1:3 npu HarpeBaHMM, KUNATAT 3 - 5 MUH ANs yaaNeHUA YyINeKUCAOTbI, NepeBoanT
B MEPHYI0 K06y BMeCTUMOCTbO 1 AM3, OxnaxKaatoT M fONMBAIOT L0 METKM BOAOM. B TpU KOHMYECKMe KONbbl
BMecTUMmocTbio 250 - 300 cm3 cnyckatoT 13 bopeTkn no 20 cM3 NPUroTOBAEHHONO PacTBOPa X/IOPUCTOrO
Kanbuwus, pasbasnaoT Bogon Ao 100 cm3, 3atem npuamsatoT U3 6ropeTkn 10 - 15 cm3 pactsopa TpunoHa B N
1, 1-5kanenb bpoma Kpe3oa0Boro NypnypoBoro, 15 cm3 pacTtBopa ruipokcnaa Kaama, Ha KOHYMKE WwnaTtens
0,04 - 0,05 r wuHauMkaTtopa ¢AYOPEKCOHA WM TUTPYOT pactBopom TpuaoHa B N 1 po nepexoga
dnyopecumpytoweit MaJMHOBO-3e/1eHOM OKPacKM B YCTOMUYMBYHO MasMHOBYO. TUTPOBaHWE MPOBOAAT Ha
TeMHoM ¢oHe.

Tutp 0,05 M pactBopa TpunoHa b no okcnuay Kanbuma (Tclao) B rpammax Ha Kybuueckuit CaHTUMETP

BbluMCAAOT No dopmyne

. 20%5C.,
“0 7y, x1000x100’

(17)

rae 20 - 06bem aIMKBOTHOM YacTu pacTBopa CTaHAapTHOro obpasua, B3ATbIN ANA TUTPOBAHMSA, CM3;
5 - Macca HaBeCKu cTaHgapTHOro obpasua, r;

CCaO - MaccoBas 10119 OKCKAa KaibLua B CTaHAapTHOM 06pasLe, yKasaHHas B cBuaeTenbctee, %;

ch - cpegHee apudmeTmyeckoe 3HaveHne obbema 0,05 M pactBopa TpuioHa b, nowegwero Ha

TUTPOBaHUe (c yueTom NpubaBieHUs nepes TUTPOBaHMEM B PacTBOP CTaHAAPTHOro obpasua), cm3;

1000 - o6bem pacTBOpa cTaHAZapTHOro obpasua, cm3.

HaBecky ctaHaapTHoro obpasua coctaBa KapboHaTta Kanbuma maccon 0,1 r pactBopstoT B 100 cm3
pacTBOPa CONAHOM KUCOTbI 1:3 NpU HarpeBaHUU, KUNATAT 3 - 5 MUH Ana yaaneHun yriekucioTbl, nepesoaart
B MepHylo Konby smectumoctbio 500 cm3, oxnaxaaloT M A0AMBAKOT A0 METKM BOAOW. B Tpu cTakaHa
BMeCTMMOCTbto 150 cm3 oTbmpatoT no 50 cM3 NPUroTOBAEHHOIO PACcTBOPA XIOPUCTOrO KanbLUms, MPUAMBAIOT
n3 6ropetkn 10 - 15 cm3 pactBopa TpunoHa b N 2, 15 cm3 ruapokcuga Kanus, 0obasnsoT 7 Kanesnb



MHAMKATOPa XpOMa TEMHO-CMHero. B cTakaH OMyCKaloT MarHUTHbINA 3/1eMeHT, MOMELLAIOT CTaKaH B rHe3ao
$OTO3/1EKTPOTUTPUMETPAE, BKAOYAIOT NPUBOP M MOTOP 3/EKTPOMArHUTHOM MeLLanku, nepemeLlvMBatoT
pactBop 1 MMH M TUTPYIOT PacTBOpOM TpuaoHa b N 2 A0 OCTaHOBKM CTPEAKM MUKpOamnepmeTpa, uTo
COOTBETCTBYET 3KBMBANIEHTHOMN TOUKe.

TaKum e 06pasom NPoBOAAT TUTPOBAHWE XONOCTOrO pacTBopa, coctoawero M3 50 cm3 Bogpbl, 2 cm3
pacTBopa conaHol Knucnotobl 1:3 1 0,1 r cmecu gna cnaaeneHus.

Tutp 0,005 M pacteopa TpuaoHa b no okecmay Kanbuma (Tczao) B rpaMmmax Ha Kybuueckuit caHTUmeTp
BblUMCAAOT No dopmyne
50x0,1xC__,

T, = 18
cec (ch_Vx)xsooxmo'( )

rae 50 - 06bem aIMKBOTHOM YacTu pacTBopa CTaHAapTHOro obpasua, B3ATbIN AN TUTPOBAHMSA, CM3;
0,1 - macca HaBecKu cTaHaapTHoro obpasua, r;

C

ca0 - MaccoBas [0/1A OKcMAA KanbLmMA B CTaHAAPTHOM 0bpasLie, yKasaHHasA B cBUAETENbCTBE, %;

ch - cpeagHee apudmeTmyeckoe 3HayeHne obbema 0,005 M pacTtBopa TpuioHa b, nowegliero Ha

TUTpoBaHMe (c yuetom npubasieHns nepes TMTPOBAHMEM B PAaCTBOP CTaHAapTHoro obpasua), cm3;
V. - 06bem 0,005 M pactsopa TpunoHa b, nolueawwmii Ha TUTPOBaHMe XONIOCTOTO PacTBopa, CM3;

500 - 06bem pacTBopa CTaHAapTHOro obpasua, cm3.

7.2.2.2. YctaHoBKa tmiTpa 0,05 1 0,005 M pactsopos TpuaoHa b no okcnay marHma

B Tpu KoHuyeckue Konbbl BmecTumoctbio 250 - 300 cm3 cnyckatoT 13 bropetkn no 20 cm3 0,1 M
pacTBOpa CEPHOKUCAOrO marHua, pasbasnsatoT Bogoi Ao 100 cm3, HarpesatoT Ao 60 - 70 °C, npuansatoT no
15 cm3 ammuayHoro bydepHoro pactsopa n 4o6aBAstoT 5 - 7 Kanenb MHANKATOPa XpOMa TEMHO-CUHET0 WU
apuxpoma yepHoro T (0,04 - 0,05 r) v TUTpYIOT pacTBopomM TpuaoHa 5 N 1 npu MHTEHCMBHOM NepemeLIBaHnK
00 nepexoga KPacHOM OKPAcKM COOTBETCTBEHHO B YCTOMUYMBYIO CUPEHEBYIO WM CUHIO C 3€/IEeHbIM
oTTeHKoM. Mpu ncnonb3oBaHUM 5 - 7 Kanenb MHAMKATOPa TUMOAPTaNEKCOHa HabAto4aloT Nepexod OKpacku
N3 CUHEel B CBET/I0-CEpY!to.

1 o
Tutp 0,05 M pactBopa TpuaoHa b no okcuay marHmsa (TMgO) B rpaMmax Ha Kybu4eckuii caHTUMETP

BbluMCAAOT No dopmyne

20%0,002016
T = % , (19)

p

rae 20 - o6bem annKBoTHOM Yactn 0,1 M pacTBopa CepPHOKUCAOro MarHus, B3ATbIN A5 TUTPOBAHMA,
cm3;
0,002016 - macca okcuaa marHus, cooteetcteytowasa 1 cm3 pactsopa TpuaoHa BN 1, r/cm3;

V;p - cpegHee apudmeTmyeckoe 3HaveHne obbema 0,05 M pacTBopa TpuaoHa b, noweglwero Ha

TUTPOBaHME, CM3.

B Tpu cTakaHa BmectumocTbio 150 cm3 nomewtatot no 20 cm3 0,01 M pacTBopa CEPHOKUCIONO MarHua,
npunmeaoT 50 cm3 Boapl, 15 cm3 ammunayHoro bydpepHoro pacrtsopa. B crtakaH onycKaloT MarHUTHbIN
3N1eMEHT, NOMELLAOT CTakaH B THe340o GOTO3/IEKTPOTUTPUMMETPA, BKAKOYAOT npubop M  MoTop
3N1EeKTPOMArHMTHON MeLlanKkn, nepemMeLllnBaroT pacTeop 1 MuH, fo6aBnAloT 7 Kaneab MHAMKATOPA Xpoma
TEMHO-CUHEro U TUTPYIOT pacTBOpom TpuaoHa b N 2 00 OCTaHOBKM CTPESIKM MUKPOaMMepMETpa, 4To
COOTBETCTBYET 3KBUBAZIEHTHOM TOUKE.

TakmMm e 06pa3om NpoBoAAT TUTPOBAHME XONOCTOr0 pacTBopa, coctonauwero u3 50 cm3 Bogpb!.

Tutp 0,005 M pacTtsopa TpuaoHa b no okcuay marHusa (T;go) B rpammax Ha Kybuyeckuii caHTUmeTp

BbluMCAAOT No dopmyne



,  20x0,0002016

MO: 1(20)
’ Vo =V,

rae 20 - o6bem annKkBoTHOM Yacti 0,01 M pacTBopa CEPHOKUCIOrO MarHusa, B3aTblA A4 TUTPOBAHUA,
cm3;
0,0002016 - macca okcMaa marHua, cootTeseTcTaytowas 1 cm3 pactsopa TpunoHa b N 2, r/cm3;

ch - cpeaHee apudmeTmyeckoe 3HayeHne obbema 0,005 M pacTtBopa Tpu/ioHa b, nowegliero Ha

TUTPOBaHME, CM3;
Vx - o6bem 0,005 M pacTBOpa TpuaoHa b, noweawmnin Ha TUTPOBaAHME XONOCTOrO pacTBopa, cM3.

7.2.3. NpoBeaeHne aHanmsa

7.2.3.1. TuTpoBaHMe OKcMAa Kaabuma C oTaeIeHneM TMAPOKCUA0B Xee3a N aNtoMUHUA

HaBecKy LemeHTa, KIMHKepa, CbipbeBOM CMECK U Apyrux matepuanos maccor 0,5 r cnnasnaroT c 2 1
cmecu ana cnaasneHua npu temnepatype 950 - 1000 °C. Mnas pacTteopatoT B 60 - 70 cm3 pacTBopa coaHOM
KMCNoTbl 1:3 1 NepeBoaAaT B MepHYIo Konby BMecTumocTblo 250 cm3.

N3 mepHOW Konbbl man ot GpuabTpaTa nocne OTAENEHUA OKCUAA KpemMHua no n. 6.3.2 otbupatoT
aNIMKBOTHYIO 4YacTb ob6bemom 50 cm3 B cTakaH BmecTMmocTbio 150 - 200 cm3. PactBop HarpesaloT A0
KMNEHWA, NPUAMBAIOT NO KaNAAM PacTBOP aMMMWAKa A0 U3MEHEHWMA OKPACKM BYMaXKKM KOHIFO U3 CUHEN B
KpacHyto, NpnbaBAAOT PacTBOP CONAHOM KMCAOTbl 1:3 A0 nepexoAa KPacHOM OKPacKM GyMaKKM KOHro B
cupeHeByto, 3aTemM 06aBaA0T 10 cM3 pacTBOpa YPOTPONMHA, BbIAEPKMUBAIOT 5 - 7 MUH Npu TemnepaType 70
- 80 °C po npocBeTneHMA pacTBOpa Hajg, BblAE/NMBLUMMCA OCAaAKOM MMAPOKCUAOB XKefe3a U alloMUHUA U
dunbTpytoT B KoNby BMecTumocTbio 500 - 750 cm3, npombiBatoT 0cagoK Ha GuabTpe ropayvein BoLon Ao
NCYE3HOBEHMA PeaKLUMM Ha XJI0P-MOH C a30THOKUC/IbIM cepebpom. MonyyeHHbIn duabTpaT obbemom 250 -
300 cm3 oxnaxaatoT.

Mpun OTCYTCTBUM YPOTPOMNMHA FTMAPOKCUADI Kesle3a U AIIOMUHUA MOXKHO OTAE/UTb TO/IbKO PacTBOPOM
amMmMMaKa, nobaBnAa ero K aHaAM3npyemomy pacTBopy A0 cnaboro 3anaxa. 3atem GUALTPYIOT pacTBop M
NMPOMbIBAIOT OC3aA0K, KaK ONMUCAHO BbiLUe.

K dunbtpaty npnbasnatoT ABe TpeTn npeanonaraemoro obbema 0,05 M pactsopa TpuaoHa b, 100 cm3
pactBopa ruapokcmaa Kanuva, 0,04 - 0,05 r cyxonm cmecu MHAMKATOpa PpyOpPeKcoHa U AOTUTPOBbIBAIOT
pactsopom TpuaoHa b N 1 BU3yanbHO 40 M3MEHEHUA OKPACKM pacTBOpPa, Kak n3noxeHo s n. 7.2.2.1.

MpumedvaHua. 1. Mpun aHanM3e WNAKOB M WNAKONOPTAAHALEMEHTA AN1A NPeAOoTBPALLEHNA OKUC/IEHUA
oKcuza mapraHua () B wenoyHom pacTBope KMCNOPOAOM BO3AyxXa nepes TUTPOBAHWEM OKCMAA KanbLums
npuameatoT 1 - 3 cm3 rugpoxaopuaa rmapokcuaaMmmnHa, nocne Yyero 4o6asnstoT Bce Heob6XoANMble peaKTUBbI.

2. Mpwv aHanM3e maTepmanos c NpeanonaraeMon MaccoBoi Aoei okenaa Kanbuma meHee 20% (rAnHbl
W Ap.) TMTpOBaHMe NPOM3BOAAT, HE NPUOABAAA NpeaBapUTE/IbHO PAcTBOP TPWUAOHA b K aHannsmMpyemomy
pacTsopy.

7.2.3.2. TuTpoBaHMe OKCcMAa Kanbuus 6e3 oTaeneHnsa rmapoKCMAOB XKefesa U aftoMUHUA

HaBecKky npobbl maccoi 0,1 r cniasastoT ¢ 1 r cmecun 4o cnnaeaeHus npu Temnepatype 950 - 1000 °C
n pacteopstoT naas B 30 - 40 cm3 pacTBOpa CONAHON KMCNoTbl 1:3. MoayYeHHbIN pacTBOp KOINYECTBEHHO
nepeHocAT B Konby BmecTumocTtbio 500 - 750 cm3, TwaTenbHO 06MbIB TUTeNb.

OnpegaeneHne MoxKeT 6bITb BbINOJIHEHO TaKKe U3 a/IMKBOTHOM YacTh pacTBopa o6bemom 50 cm3 nocne
OTAE/IEHNA KPEMHEKMUCIOTbI Mo M. 6.3.3, WAK 13 OCTaBLLENCA YaCTU PacTBOPOB B KOJ16e BMecTMMOCTbio 250
cm3 (n. 7.2.3.1), waM M3 aNMKBOTHOM 4acTu pactBopa obbemom 250 cm3, NPUroToBJIEHHOrO ANA
doTOMeTpUYecKoro aHaamsa no n. 6.4.3.

B ntobom cnyyae npu BM3yanbHOM TUTPOBaHMU nepeg AobaBneHMem rmApoKcuaa Kaava B pacTeBop
8Bo4AT 10 cm3 MP-1 v panee aHanus BeayT, Kak onucaHo B n. 7.2.3.1.

TuTpoBaHWE OKCMAA KanbLMA B MPUCYTCTBMU 3aMaCKMPOBAHHbBIX TMAPOKCUAOB ¥ese3a U aNtoMUHUA
NMO3BONAET BbINONHUTL ONpegeseHne U3 aHaAU3MPyemoro pacTeopa nNpobbl, MPUrOTOBAEHHOFO AAA
$boTOMETPUYECKOro OnpeseneHns OCHOBHbIX OKCMA0B Mo M. 6.4.3, UCNONb3YA a/IMKBOTHYIO YacTb o6bemom
50 nan 100 cm3 npu o6wem passegeHnm 500 cm3. MHAMKALMIO KOHEYHOM TOYKM TUTPOBAHMA OCYLLLECTBAAIOT
C wucnonb3oBaHMem ¢oOTO3NEKTPOTUTPMMETpPa. TutpytoT 0,005 M pactBopom TpuaoHa b. [Mepep
[o6aBneHnem rmapoKkcnaa Kaavsa K aHaansmpyemomy pactsopy npubasnator 10 cm3 MP-2. [anbHelwmne
onepaummn -non. 7.2.2.1.

7.2.3.3. TuTpoBaHMe CyMMbl OKCMAOB KanbLUMA WU MArHUA C OoTAeNeHMeM TMAPOKCMAOB Xenesa U



ANtOMUHUA

Ona aHanunsa 6epyT aIMKBOTHYIO YacTb 06bemom 50 cm3 nam M3 mepHoi Kosibbl BMeCTUMOCTbio 250
cm3 (. 7.2.3.1), uam n3 Konbbl nocne oTAeNeHUA KPEMHEKUCNOTbl no n. 6.3.3, nam 13 Konbbl nocne
PacTBOPEHUs OTAENbHO B3ATOM HaBeCKM Npobbl maccor 0,1 rno n. 7.2.3.2. TnapoKcuapl Kenesa u afloMUHUA
otaenstoT no n. 7.2.3.1. K nonyyeHHomy punbtpaTy gobasnatoT 50 cM3 ammuayHoro 6ypepHoro pacreopa,
5 - 7 Kanenb nHAMKaTOpa Xpoma TemHo-cuHero uam 0,1 r ntHauKaTopa sapuxpoma vyepHoro T u TutpytoT 0,05
M pacTtBopom TpuaoHa b A0 nepexoga KpaCcHOM OKpacKM COOTBETCTBEHHO B YCTOMYMBYO CMPEHEBYIO MM
CUHIOIO C 3e/IEHbIM OTTEHKOM.

7.2.3.4. TutpoBaHME CyMMbl OKCMAOB KajbLMA U MarHua 6e3 oTaeneHus rmapoKCcuaoB Kenesa U
aNtoOMUHUA

Mpn BU3yanbHOM TUTPOBAHMM ANIMKBOTHYIO YacCTb PacTBOpPa, NosAy4yeHHoro no n. 7.2.3.1 nann. 7.2.3.2,
obbemom 50 mnm 100 cm3 oTHUpatoT B KOHMYECKYIO KONBy BMecTumocTbto 500 - 750 cm3, pasbasnatoT 4o
300 cm3 Bogou, npubasasioT 10 cm3 MP-1, oaHy Kana MHAMKATOPa METUI0BOrO OpaH»KeBoro n 7 cm3
pacTBoOpa rMapokcMaa Kanus, 3atem 20 cm3 ammuadyHoro 6ydepHoro pactsopa 1 10 Kanenb MHAMKATOpPA
TUMOAPTaneKcoHa. TeMHO-CUHUIA pacTBop TUTPYIoT 0,005 M pactBopom TpusioHa b A0 HensmeHsoLencs
KEeNTOBaTO-CEPOMN OKPACKU.

Mpu uncnonb3oBaHUM GOTOTUTPUMETPA AIMKBOTHYHD YacTb obbemom 50 cm3 aHanusmpyemoro
pacTBOopa MOMELWAT B CTakaH BmecTUmocTblo 150 cm3, gobasnawT 10 cm3 pactBopa MP-2, 5 Kanenb
nHAWKaTopa deHondTanenHa n 7 cm3 pactBopa rmapokcuaa Kaaus, 3atem npmbasnstot 20 cM3 aMMUaYHOro
6ydepHoro pacteopa (NossnaeTca po3oBas OKpacka), 406aBNA0T 7 Kanesb MHAMKaTopa TUMOAQGTaNEKCOHa.
MonyyeHHbIM pacTBop TUTPYOT 0,005 M pactBopom TpuaoHa b Ha dpoToTUTPUMETPE A0 OCTAHOBKU CTPESKMU
MUKpOoamnepmeTpa.

AHanormnyHo TuTpytoT 50 cm3 X0N10CTOro pacTeopa.

MpumedaHue. MNpu aHanuse maTepuanos, COAEPHKALWMX COEAMHEHUA MaApraHua, ANA YCTPaHEeHus
MOMEX OT €ro YeTbIPEXBAIEHTHOIO MMAPOKCUAA B KUC/bI PAaCTBOP TUTPYEMOW a/IMKBOTHOM YacTn g06asnaoT
5 ¢cm3 pactBopa rmgpoxnopuaa rmgpoKCMIaMmnHa, HO NPW 3TOM TMAPOKCUA MapraHLua TUTpyeTcAa BMecTe C
CYMMOW OKCUAO0B KanbLMA U MarHUA.

7.2.4. ObpaboTKa pesynbTaTos

MaccoByto 4,0/110 OKCUAA Kanbuma (XCaO) B NPOLEHTaX BbIYMCAAIOT No dopmyne

T: xV x100
X, =reoll T o)
m

Ca0l

roe V - o6bem 0,05 M pacTtBopa TpuaoHa b, noweawmnin Ha TUTPOBaHKUeE, CM3;
m - Mmacca HaBeCKu Npobbl, T,

nnn

2 [—
v T x(V Vx)><100'(22)
m

Cao

roe V - o6bem 0,005 M pacTtBopa TpuaoHa b, noweawmnin Ha TUTPOBAHKE, CM3;
Vx - 06bem 0,005 M pacTBOpa TpuaoHa b, noweawmnin Ha TUTPOBaAHWE XONOCTOrO pacTeopa, cm3;

m - macCa HaBeCKU I'Ip06bl, r.

MaccoByto 40110 OKCUAA MarHua (XMgO) B MPOLEHTaX BbIYUCAAIOT No opmyne

T (V. =V)x100
X — Mgo( 1 ) ’(23)
m

MgO

roe V1 - 06bem 0,05 M pacTBOpa Tpu/oHa b, noweawmnin Ha TMTPOBaHNE CYMMbl OKCUAO0B KanbLUuA U



MarHusa, cm3;
V - 06bem 0,05 M pactBopa TpuioHa b, nowealwmnit Ha TUTPOBaHWE OKCUAA KanbLusa, Cm3;
m - Macca HaBecku npobebl, T,

nnn

X, :Tigo[(’ﬁ—’{c')‘(V‘V?c)]XIOO_X x 0,568
g0 MnO
m , (24)

roe V1 - o6bem 0,005 M pactBopa TpuaoHa b, nowealwmnit Ha TUTPOBAHNE CYMMbl OKCUMAOB Kanbuua n
MarHus, cm3;

! (v
Vx - o6bem 0,005 M pacTtBopa TpuaoHa b, noweawnii Ha TUTPOBAHUE CYMMbl OKCUAOB KafbLUuMA U

MarHumA B X0JIOCTOM pacTBope, CM3;
V - 06bem 0,005 M pactBopa Tpu/ioHa b, noweawmnii Ha TUTPOBaHWE OKCUAA KanbuuA, CMm3;

V_ - 0o6bem 0,005 M pactsopa TpunoHa b, NowweAwmit Ha TUTPOBAaHUE OKCMAA KanbLMsA B XOOCTOM

X
pacTteope, cm3;
m - Macca HaBeCKM Npobbl, T;

X .0 - MaccoBas 10N OKCMAOB MapraHua, %.

7.3. ®oTOKONIOPUMETPUYECKMIA METOS OnpeaeneHnsa oKkcMaa MmarHumsa

MeTopn, ocHOBaH Ha 06pPa30BaHUKM B LLEIOYHON Cpefe OKPALIEHHOro B OPaHXXEeBO-KPACHbIN LBeT
aAcopbLMOHHOr0O coeaMHEHUA TUTAHOBOTO KENTOrO C FTMAPOKCUAOM MArHua.

7.3.1. CpepcTtBa aHanm3a

Becbl nabopaTopHble 06LEero HasHa4YeHus.

Meyb mydenbHas.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMOHHDIN.

Kucnota consanaa no NOCT 3118, pacteop 1:3.

Hatpua ruapokena no FOCT 4328, pacTBOp MaccoBOM KoHLUeHTpaumen 100 r/am3.

CnnpT 3TUNOBbLIN PeKTUDUKOBAHHbIN TexHu4ecknin no FOCT 18300.

MeTunnoBblit KpacHbIl (MHAUKaTop): 0,2 r MHAUKaTopa pacTteopsatoT B 100 cm3 3TMNOBOrO cnupTa.

Hatpuin pTopuctbiii no FOCT 4463.

Cmecb ana cnnasneHma no n. 6.4.1.

MacKkupytowmnit peareHTt MP-2 no n. 7.2.1.

Kpaxman pactsopumbin no FOCT 10163: 0,5 r kKpaxmana cmewmsatoT ¢ 100 cm3 Kunsaweih soabl,
KUNATAT 5 MUH, GUNBTPYIOT U OXNaXKAAH0T.

rmapokcunammHa ruapoxnopug no FOCT 5456, pactBop MaccoBoi KoHueHTpauuein 0,1 r/cm3,
HEMNTPaNN30BaHHbIN PAcTBOPOM TMAPOKCMAA HATPMA MAcCOBOWM KoHUeHTpauuein 100 r/gam3 no
YHUBEpPCaNbHOM MHANKATOPHOM bymare.

PeareHT KenTblh TUTaHOBbIA no TY 6-09-07-979: 0,2 r peareHTa pactBopsAloT B 100 cm3 Boapl,
CMeLLMBalOT C PacTBOPOM rMApPOXAopMAA MMAPOKCMAAMUHA, HEMTPANIM30BAHHLIM TMAPOKCMAOM HATPUA.
Cmecb GUNBTPYIOT B MEPHYIO KOOy BMecTUMOCTb0 1 Am3, pa3baBaatoT 40 METKM BOLAOM, NepeMELLNBAOT U
OCTaBANAIOT Ha CYTKU. PacTBOp rogeH B TeyeHMe mecaua.

PacTBOp X/10PUCTOrO Kanbums: 2 r cTaH4apTHOro 06pasya coctaBa M3BECTHAKA MM KapboHaTa Kanbuus
pacTBopsAloT B 50 cm3 pacTBopa consHoOM KucanoTbl 1:3 1 pasbasnaoT Bogon ao 250 cm3.

7.3.2. lMoaroToBKa K aHanu3y

7.3.2.1. TpurotoBaeHME rPagynpoBOYHbIX U XON0CTOro PacTBOpPOB

Mcnonb3yoT rpagyvMpoBOYHbIE PACcTBOPbI, MPUroToBseHHble no n. 6.4.2.1, npuHAsB HaBecKy OCO
maccoit 0,15 r 3a OCHOBHYO, U PacCYMTLIBAOT OTHOCUTE/NIbBHO HEE MACcCOBYH AOJII0 OKCMAA MarHus B
NPOLLeHTaX BO BCEX OCTa/IbHbIX HAaBECKaX.

[na npurotosaeHmA XonocToro pacteopa 1 r cmecu gna cnnasneHna pacreopatoT 8 100 cm3 pacTteopa
conAaHoM Knucnotbl 1:3 n pasbasnsatoT Bogon Ao 500 cm3.

7.3.2.2. MocTpoeHue rpaaympoBoYHOro rpadmka

Mcnonb3yloT wWwecTb MepHbIX Konb BmectumocTbio 100 cm3. B nepsyto Konby npuameatoT 25 cm3
XON0CTOro PacTBOpPaA, BO BCE OCTa/IbHbIE - N0 25 cM3 rpalyMpOBOYHbIX PacTBOPOB. B nepsyto 1 BTOpYo Kon6bl



no6asnatoT no 1 cm3 pacTBopa X/I0PUCTOro Kanbums. Bo Bce wecTb Koab gobasaatot no 30 cm3 Boabl, 5 cm3
MP-2, 3atem no 5 cm3 pacrtesopa Kpaxmana, no 10 cm3 peareHTa TUTAHOBOrO }KENTOrO0 M OAHY Kanto
WMHAMKATOPa METUI0BOrO KPAacHOro. PacTBOpbl HEMTPAN3YIOT PAaCTBOPOM TMAPOKCUAA HATPMA A0 IMMOHHO-
enToro useta v f06aBaaAT ero n3bbITok 06vemom 10 cm3, pa3baBnAloT BOAON A0 METKM, MepPEMELINBALOT,
BbIAEPXKMUBAOT 5 MUH U GOTOMETPUPYIOT OTHOCUTENBHO AUCTUAIMPOBAHHOM BOAbl, UCMONb3YA 3e1eHbln
cBeTodMNbTP ¢ 06NACTbIO CBETOMPONYCKaHUA Mpu AvHe BOAHbl 530 - 536 HM U KIOBETY C TOJILLMHOWN
nornouwatouiero ceet cnoa 20 mm.

Mo nonyyeHHbIM pe3ynbTaTam onpeAeneHuii ONTUYECKOW MNOTHOCTU U MU3BECTHOM KOHLLEHTpALUn
OKCMAa MarHua B (GOTOMETPUPYEMbIX O6BbEeMax CTPOAT rpPafyMpoBOYHBbIN rPaduK MAM COCTaBAAIOT
KannmbpoBoUvHOE ypaBHEHMeE.

7.3.3. lMpoBeaeHne aHanun3a

B aBe mepHble Konbbl BMecTUMocTbio 100 cm3 oTbMpatoT: B 0gHY - 25 cM3 aHanM3Mpyemoro pacteopa
non.7.2.3.1unnn. 6.4.3; B Apyryto - 25 cm3 6/11M3KOro No MaccoBom A0J1e OKCUAA MarH1aA K aHaaM3npyemomy
rpagyMpoBOYHOrO pacTBopa, NPUroTossieHHoro no n. 7.3.2.1. 3atem B 0be Konbwl gobasnstot 30 cm3 BOAbI,
BBOAAT 5 cmM3 MP-2. anbHenwme onepauum - no n. 7.3.2.2.

Mpw Nnpegnonaraemoit MaccoBOM A0/1e OKCMAA MarHua B aHaansnpyemoi npobe meHee 1 unu 6onee
3% onpepgeneHve BbINOAHAKT NGO U3 OTAENbHOM HaBeCcKM, AMBO BapbMPyOT alMKBOTHOM YacTbio
aHann3Mpyemoro pacTaopa.

Mpwn npegnonaraeMon MaccoBOW A0/e OKCUAA KanbUuA B aHanusmpyemol npobe meHee 10% K
0TO6pPaHHOM a/IMKBOTHOM YacTM UCXOAHOTO pacTBopa Aob6asaAoT 1 cMm3 pacTBOpa XJI0PUCTOrO KasbLnA.

7.3.4. ObpaboTKa pe3ynbTaToB

Mepes BblMMCAEHMEM MACCOBOM AO/MN OKCMAA MArHWA BBOAAT MOMPaBKYy Ha M3MEHEHWe YCAOoBUM
doTomeTpupoBaHmA B cooteetcTemm c n. 1.18.

Maccy oKcuAa KpPeMHMA B MUAAUTPAMMAX HaxoAAT MO rpafyuMpoBOYHOMY rpaduKy M BbIYUCNAIOT
MCKOMYIO MacCOBYIO A0/110 3eMeHTa no popmyne (7).

HenocpeacTtBeHHO MacCoOBYIO AONI0 OKCMAA MarHuA B NPoLEeHTax onpeaensatoT No rpagymMpoBoOYHOMY
rpaduky, NOCTPOEHHOMY B KOOpAMHaTax "onTuyeckasa NJAOTHOCTb - MaccoBas A0/1A 3/1eMEHTA B NpoueHTax",
AN HaxoZAaAT MO KainMbpoBOYHOMY ypaBHeHMUIO. pU OTCTYNNEHUM OT YCAOBUIA TPafyMpPOBKM B 4acTu
N3MEHEHMA HAaBECKW, aIMKBOTHOM YacTu UM pa3BeseHUA pacyeT NnpoBoaaT no ¢opmyne (8).

8. ONMPEAENEHWE OKCUA0B KENE3A (1l1), (1)

8.1. OwmnbKa NOBTOPSEMOCTM N PACXOKAEHME MeXAY pe3ybTaTaMKn NapasnesibHbiX OnpeaeneHunii He
[OO/IKHbI NPEeBbIWAaTb 3HAYEHWM, YKa3aHHbIX B Tab. 6.

Tabnuua 6

oo

MaccoBasa IOOJIa OKCHuIa S R
xeyjeza (III), (II) I max
oo 0,5 BKJIOY. +/- 0,02 0,03
ce. 0,5 mo 1,0 " +/- 0,04 0,05
"1,0" 3,0" +/- 0,10 0,15
" 3,0 " 10,0 " +/- 0,15 0,20
" 10,0 " 25,0 " +/- 0,20 0,30
" 25,0 +/- 0,60 0,80

8.2. KoMNAeKCoOHOMEeTPUYECKMIA MeTo, NPM MaccoBol Aose okcuaa »enesa (l11), (1) 6onee 1,0%

MeTog, oOcCHOBaH Ha 06pa3soBaHWUM KOMMJIEKCHOFO COEAMHEHWSA TPEXBA/SIEHTHOTO efesa ¢
cy/bdboCcanmuUnMNOBOM KMCAOTON M paspylleHmMn ero TpuaoHom b npu pH pactBopa 1 - 2 ¢ obpa3oBaHuem
cnabooKpalleHHOro Komnaekca TpuaoHaTta xenesa (ll1).

MpucyTcTBME B PACcTBOPE OKCUAOB KPEMHWS, aNlOMWHWUA, Ka/bUMA W MarHua He MeLatoT
onpeaeneHuto.

8.2.1. CpeacTtea aHanmsa

Becbl nabopaTopHble 06Lero HazHaYeHus.

dneKTponeyb mydenbHas.



Kncnota conanaa no NOCT 3118 mn pactsop 1:3.

Kucnota asotHas no NOCT 4461.

Ammuak BogHbI no FOCT 3760, pacteop 1:1,5.

TpunoH b no TOCT 10652, pactBop MonAapHOW KoHueHTpaumei 0,05 monb/am3 (0,05 M): 18,62 r
TpuaoHa b pacTBopAtoT B BoAE Npu CN1aboM HarpeBaHWUM, OXNaXKAAOT pacTBop, GUALTPYIOT B MePHYI0 KoNby
BMECTUMOCTbO 1 AM3 1 AO0BOAAT O METKM BOAOM.

Hatpua rmgpokemg, no FOCT 4328 unm Kanua rmapokemg no FOCT 24363, pactBop maccoBoi
KoHUeHTpaumeit 200 r/am3.

Kucnota cynbpocannumnosan 2-sogHana no FOCT 4478.

Cynbdocannumnosbli MHAMKaTop: 10 r cynbdhocannLmMnoBoi KUCNOTbl pacTBopAoT B 50 cMm3 Boapl,
HENUTPaNN3YIOT PACTBOPOM FMAPOKCUAA HATPUA UAWN KANUA A0 U3MEHEHUA OKPACKU MHAMKATOpPHOM Bymaru
"KOHro" KpacHol Ha cupeHeByto 1 goameatoT go 100 cm3 Bogoi.

Cmecb gna cnnasneHuna no n. 6.4.1.

eneso Tpexxnopucrtoe 6-sogHoe no FOCT 4147 wan Kenes3oamMMOHMMHbIE KBaclbl, PacTBoOp
MOIAPHOWN KoHUeHTpauueinn 0,05 monb/gm3 (0,05 M): 13,5 r Tpexxnopuctoro kenesa wam 24,1 r
Kene30aMMOHUMHbIX KBacLoB pacteopAoT B 300 cm3 BoAbl, GUABTPYIOT B MEPHYHO KONby BMecTUMOoCTblo 1
Am3, nobasnatoT 8 - 10 cM3 coIAHOM KUCNOTbI, A0IMBAIOT A0 METKM BOAOW U TLLATE/NIbHO NEPEMELLNBAIOT.

AMMOHMI a30THOKMCAbIN nMo TOCT 22867, pacTBop C MaccoBoi KoHueHTpaumen 20 r/am3.

CnnpT 3TUNOBbLIN PeKTUDUKOBAHHbIN TexHu4ecknin no FOCT 18300.

MeTnnoBbIi KpacHbIi (MHAUKaTop): 0,2 r MHAUKaTopa pacTteopsatoT B 100 cm3 3TMNOBOroO cnupTa.

8.2.2. NoarotoBKa K aHanmnsy

8.2.2.1. YctaHoBKa TUTpa 0,05 M pacTBopa TPexXxn0pMCcToro xenesa no okcuay *xenesa (ll)

YCTaHOBKY TUTPaA NPOBOAAT rPaBUMETPUYECKMM METOLO0M B NapannesibHbix Npobax (He meHee Tpex).
[na 3TOro 13 pacTBOpa TPEXXIOPUCTONO Kesesa, MPUroToBAEHHOro no n. 8.2.1, oTMpatoT aIMKBOTHYHO YacTb
obbemom 25 cm3, NnoMeLlatoT ee B cTakaH BMecTuMocTbio 100 - 150 cm3, pasbasnsatoTt Bogoh go 50 - 60 cm3,
HarpeBsatloT Ha NNTKe NpuMmepHo A0 TemnepaTtypbl 70 - 80 °C v ocaxkaatoT ruapokeua Kenesa (lll), npubasnss
Mo KaniAm pacTBop ammMmnaKka B NPUCyTCTBMM 3 - 4 Kanesb MHANKATOPA METUIOBOIO KPACHOTO A0 NOXKeNTeHUA
pacTBOpa HafJ 0CcafKOM. 3aTeM CTaKaH BblAEP>KMBAIOT B Ten1IoM mecTe 3 - 5 MMH 1 oTGUAbTPOBbIBAOT 0CaL0K
rmgpoKkecnga xenesa (Ill) yepes punbTp "KpacHas neHTa" n npombiBatoT ero Ha ¢punbtpe 10 - 12 pas ropaunm
pacTBOPOM a30THOKMUC/IOFO aMMOHUA 40 NCHE3HOBEHUA peakuumn Ha MoH xnopa. Ocagok BmecTe ¢ GUAbLTPOM
NepeHOCAT B TUTeb, NOACYLIMBAIOT M MPOKaNMBatoT B MydesibHOM neun npu Temnepatype 1000 °C B TeueHue
20 - 25 MUH A0 NOCTOAHHOM Maccbl. TUTP pacTBopa (a) TPEXXNOPUCTOrO Kefe3a B rpaMmax Ha Kybuuecknit
CaHTMMETP BbIYMCAAIOT No popmyne

m
a=—=% (25
25 (25)

roe mc - CpeaHee apmd;memqecxoe 3Ha4yeHne Maccbl NPOKasleHHOro ocajkKa, T;

P

25 - aIKBOTHAA YacTb TPEXX/IOPUCTOrO XKesesa, cm3.

8.2.2.2. YctaHoBKa TUTpa 0,05 M pacTBopa TpunoHa b no okecuay xenesa (l11)

B Tpu KoHMYeckue Konbbl BMecTUMocTbio 250 - 300 cm3 oTbmpatoT no 20 cm3 TPEXXIOPUCTOrO Kesesa,
pasbasnsaoT go 100 cm3 Bogol M HarpesatoT npumepHo Ao 50 °C, pobasnsaioT 6 - 7 Kanenb
cynbdOCannUMIOBOTO MHAMKATOPA W TUTPYIOT PacTBOPOM TpuaoHa b fo ucyesHoBeHMA ¢uoneToBow

OKpacku cynbdocanuumnarta Kenesa. TUTP pacTBopa TpuaoHa b (TFeZO}) B rpammax Ha Kybuueckuit

CaHTUMETP BbIYUCAAIOT NO dopmysie

20a
T, = - (26)

cp

roe ch - cpegHee apudmeTnyeckoe 3HavyeHne obbema 0,05 M pacTBopa TpuaoHa b, noweawero Ha

TUTPOBaHUE TPEXXJIOPUCTOTO Kefesa, CM3;
20 - obbem pacTBopa TPEXX/IOPUCTOrO Keesa, B3ATbI A8 TUTPOoBaHUA, Cm3.



8.2.3. NpoBeaeHne aHanmsa

HaBecky aHanmsnpyemoro matepuasna maccoit 0,2 r cniaBAAOT B NN1aTUHOBOM TUME C 2 T CMecK ans
cnnasneHus npu 1000 °C B TevyeHue 3 - 5 muH. MNnas pacTtBopAtoT B 50 cM3 pacTBopa CONSHON KUCAOTbI.

MaTepuanbl, pacTBOPsIOLMECA B CONAHON KUcnoTe 6e3 ocTaTKa, NOMELLAOT B KOHMYECKY Konby
BmecTumocTtbio 250 - 300 cm3, cogeprkauyto 15 - 20 cm3 BoAbl, NPUANBALOT 5 - 7 cM3 CONAHOM KUCNOTbI U
OCTOPOXKHO HarpeBalOT Ha NAMTKE A0 MONAHOIO Pa3/IOKEHWA HaBecKW. 3aTtem npu Atobom crnocobe
pa3fioXKeHUs HaBeckn fobasnaoT 7 - 10 Kanenb a3oTHOM KMCAOTbI, pasbasasatoT Bogon go 100 cm3, cnabo
KMNATAT pactBop 1 - 2 MMH, Noc/ie 4Yero HEWTPANM3YIOT PAacTBOPOM aMMMaKa A0 U3MEHEHWUA OKPACKU
OyMarKKkmn "KOHro" B KpacHbIi LLBET, 3aTeM 400aBASIOT MO Kanism pacTBOP CO/IAHOM KUCNOTbI 4,0 U3MEHEHUA
OKPACKM MHAMKATOPHOM ByMaKKM Ha cupeHesyto, nocne yero aobasnatoTt 8 - 10 Kanenb n3bbiTKa TON ke
KMCNOTbI U TUTPYIOT rOpAYMiA pacTBop TpuaoHOM B B npucytctBun 6 - 7 Kanenb cynbdpocannumnioBoro
WHOMKaTOpa [0 WcYe3HoBeHMA UONETOBOM OKpPAcKkM pactBopa. [lasee pacTtBOpP COXPAHAKT AnA
onpeaeneHus okcnga antomumHns. OnpegeneHme MOXKHO TaKKe BECTU M3 aZIMKBOTHOM YacTn obbemom 100
cm3 13 pacTBOpa Nocsae onpeaeneHua okcmaa Kpemuums no n. 6.4.3.

8.2.4. ObpaboTKa pe3ynbTaToB

MaccoByto gonto okcuaa enesa (1) (XF6203 ) B MPOUEHTaX BbIYUCAAIOT N0 popmyie

VxT, — x100

Fe,04

XFe203 - m ,(27)

roe V - o6bem 0,05 M pacTBopa TpuaoHa b, noweawmnii Ha TUTpOBaHME, CM3;
m - Macca HaBecKu npobebl, T.
MpX aHann3e maTepuanos, COAEPHKALLMNX ABYX- U TPEXBAJIEHTHOE »KeNe30, MACCOBYIO A0J/H0 OKCUAa

!
*ene3a (lll) (XF6203 ) BblUMCAAOT No dopmyne

4 —_—
XFe203 - XFe203

- X, x1,1114,(28)

roe XFeO - MmaccoBasn [01a okcuaa Kenesa (1), onpeaensemas no n. 8.6, %;
1,1114 - KoapPpULMEHT NepecyeTa MaccoBomn 40N okcuaa enesa (1) Ha okeng, kenesa (l11).
Mpy aHann3e maTepuanos, COAEPKaLUX TONbKO OKcug, Kenesa (l), ero maccosyio g0t (XFeO) B

NPOLLEHTaxX BblYMCAAIOT No dopmyne

X

FeO

=X,

Fe,0, X 0,891, (29)

roe 0,891 - KoappuuMeHT NnepecyeTa MaccoBoi AoAu okcuaa »Kenesa (1) Ha okena, kenesa (l1).

8.3. ®PoTOKONIOPMMETPUYECKUI MeTOZ, C Cy/IbOCaNNLNIOBON KUCNOTOM NPU MacCcoBOM Ao/e oKkcuaa
»ene3a (Ill) o 10,0%.

MeToa OCHOBaH Ha 06pa30BaHUN B aMMMAYHOM Cpeae KenToro KommniaeKkca TpucynbpocannumnaTa
Kenesa npu MCNonb3oBaHMK CynbdOCANNLMAOBOIN KMCAOTbI B KauecTse Komniekcoobpasosartens.

8.3.1. CpeactBa aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMNOHHDIN.

Meyb mydenbHas.

Kucnota conaHaa no NOCT 3118, pacteopbl 1:1 1 1:3.

Ammmnak BoaHbIv no FOCT 3760.

Kucnota cynbdpocanuumnnosas 2-soaHan no FOCT 4478, pacTBOp MaccoBoOW KoHUeHTpaumein 250 r/am3.

Okcupg, kenesa (lll) no TY 6-09-1418, BbicylieHHbI npu TemnepaTtype 105 - 110 °C A0 NOCTOAHHOM
Macchbl.

Cmecb gnsa cnnasneHuna no n. 6.4.1.

8.3.2. lMoarotosKa K aHann3y

8.3.2.1. MpwuroTtoBneHWe CTaHAAPTHbBIX, FPAAYMPOBOYHbIX U XOJIOCTOrO PacTBOPOB



[ns npuroToB/eHMA CTaHAAPTHOrO pacTBopa okcmaa xenesa (1) (pacteopa A) HaBecKy okcuaa Kenesa
maccoit 0,1 r nomeL,aloT B KOHUYECKYOD K0By BmecTumocTbio 250 cm3, npuamsatoT 50 cm3 pactsopa
CONAHOM KMCNoTbl 1:1 1, NOKPbIB KO/IBY YaCOBbIM CTEKNOM, HAarpeBatoT NPU YMEPEHHOM KMNEHUMU A0 NOJIHOIO
PacTBOPEHWs HaBeCKU. 3aTem pacTBOP OX/NaXKAAlOT, MNepeBOAAT KOJIMYECTBEHHO B MEPHYH Kosby
BMECTMMOCTbIO 1 AM3, A0AMBAIOT A0 METKU BOAOM WM nepemelumBatoT. MaccoBaA KOHLEHTpaUMa oKkcuaa
wenesa (Ill) 8 pacteope A - 0,1 mr/cm3.

N3 pactBopa A rotoBaT pabounit cTaH4apTHbINA pacTBop oKcuaa *Kenesa (lll) (pacteop B), ans yero
oTMepsAtoT NuneTkon 50 cm3 pactBopa A, NepeHoCcsT B MepPHYH0 Konby BmecTumocTbio 250 cm3, npubasnatoT
50 cm3 pactBopa consHolM KucnoTbl 1:3, [oBOAAT A0 METKM BOAOM WM nepemelumBatoT. MaccoBas
KOHUEeHTpauma okcuaa xenesa (lll) 8 pacteope b - 0,02 mr/cm3.

[na npuroToBaeHMA xonocToro pacteopa 1,5 r pacnnaBneHHON cmecu ANs CniaBAeHMA PAacTBOPAIOT B
100 cm3 pacTBOpa CcosAHOM KucaoTbl 1:3, nepeBogAaT B MepHyto Konby BmectumocTbto 500 cm3, gosoasT
NMOJIy4EeHHbIN PacTBOP A0 METKU BOA4OM M NepemeLLmBaloT.

Mpn NCNoAb30BAHUM FPALYNPOBOYHbIX PACTBOPOB, NPUroTOBAEHHbIX M3 OCO cbipbeBOM cmecu Mno M.
6.4.2.1, maccoByto 4010 OKcuaa xenesa (lll) B HUX paccuMTbIBAOT OTHOCUTENbHO Haseckn 0,15 r, KoTopyto
NPUHUMAIOT 32 OCHOBHYHO.

8.3.2.2. MocTpoeHue rpalyMpoBOYHOro rpadmka

B naTb mepHbIX Konb BmectumocTtbio 100 cm3 npuamsatot 2; 5; 10; 15 n 25 cm3 pactBopa b, uto
cootsetcTeyet 0,04; 0,10; 0,20; 0,30; 0,50 mr okcuaa *kenesa (lll). Job6aBnAT B NepBble YeTbipe Ko/bbl
cootBeTcTBeHHO 23; 20; 15; 10 cm3 xonoctoro pactBopa M BO Bce Koabbl no 15 cm3 pactBopa
cynbdocanmMunNoBOM KUCAOTb. 3aTem MO Kaniam npubaBAAlOT pacTBOp amMmuaka A0 MNoaydeHud
YCTOMNYMBOTrO ¥KENTOro OKpaLMBaHUA pacTeopa U elle 5 cm3 n3bbiTKa.

PactBopbl B KoaI6ax AOBOAAT 4,0 METKM BOLAOM, NEPEMELLIMBAIOT U POTOKOSOPUMETPUPYIOT MONYYEHHbIE
rpagyvpoBOYHbIE PACTBOPbLI, UCMOABL3YA CUHUIN CBETODUALTP € 0B6MaCTbIO CBETOMPOMNYCKAHWUA MpU OJNHE
BONMHbI 420 - 450 HMm B KlOBeTe C TO/AWMHON noraowatuwero cset cnoa 10 MM OTHOCUTENbHO
OUCTUANUPOBAHHON Bogbl. [0 MONyYEHHbIM pe3ynbTaTam OMpefeneHuit ONTUYECKOW MNAOTHOCTU U
M3BECTHOW KOHLEHTpauumn okcuga xenesa (lll) 8 poTomeTpupyembix 06beMax CTPOAT rpasyMpOBOYHbIN
rpaduK MaM cocTaBAAOT KaNMOBPOBOYHOE YPaBHEHME.

Mpn M“cnNonb30BaHWUM TPaSYyMPOBOYHBIX PACTBOPOB, NPUroToBAeHHbIXx M3 OCO cbipbeBOM cmecwH,
oT6MpatoT B MepHble Konbbl BMecTumocTbio 100 cm3 no 25 cm3 Kaxkaoro rpagyMpoBOYHOro pacTBopa.

[na pacwmpeHna guanasoHa onpenensaemblx COAEPKaHNM okenaa xenesa (l11) moxkHo ana nocneaHmx
TPex rpafynpoBOYHbIX PAaCTBOPOB UCNO/Ib30BaTb a/IMKBOTHbIE YacTu no 50 cm3.

K oTobpaHHbIM a/IMKBOTHbIM YacTAM rpagympoBoYHbIX pactBopoB OCO pobasnawT no 15 cm3
pacTBopa CyNbdPocannLmaoBOi KUCNOTbl. JanbHenwme onepaLmm BbINOAHAKOT aHANIOTMYHO U3N0XKEHHOMY
Bbllle A1a pacTeopa b.

8.3.3. lMpoBeaeHne aHanun3a

Ons onpeneneHvMa maccoBoi Aonn okcuaa xenesa (lll) B mepHyto Konby emectumocTtbio 100 cm3
oTObMpatoT 25 cM3 aHaIM3NPYEMOro pacTBopa, MPUrOTOBAEHHOIO Mo M. 6.4.3, 1 Aanee NOCTyNatoT TakK XKe, Kak
onucaHo B n. 8.3.2.2.

8.3.4. O6bpaboTKa pe3ynbTaToB

Maccy okcupga xenesa (lll) B muaaurpammax HaxoZaT Mo COOTBETCTBYHOLLEMY rpaayMpOBOYHOMY
rpaduKy 1 BbIYUCASAIOT MCKOMYIO MACCOBYIO 4,010 3ieMeHTa no ¢opmyne (7).

HenocpeactBeHHO MaccoBylo o0 okcuaa Kenesa (lll) B npoueHTax onpegenalT no
rpagyvpoBoYHOMY rpaduKy, NPOCTPOEHHOMY B KOOpAMHATax "omnTuyecKkas MAOTHOCTb - MAccoBas A0S
aNemeHTa B MpoueHTax", uan HaxodaT no KannbpoBOYHOMY ypaBHeHMIO. NpU OTCTYNAEHMM OT YCIOBUM
rpaflyupoBKM B 4acTU M3MEHEHWA HABECKW, aJIMKBOTHOWM 4YacTU WAW pas3BefeHMA pacvyeT NpoBOAAT MO
dopmyne (8).

8.4. DOTOKO/IOPUMETPUYECKMIA METOZ C POAAHMAOM NPU MaccoBoOM gose okcmuaa enesa (Ill) go 10,0%

MeTopn, OocHOBaH Ha 06PAa30BAHUM KPACHOTO KOMMJIEKCHOIO COEAMHEHUA poAaHMAa Kenesa npwu
MCMONb30BAHMM B KaYeCcTBE KOMMIEKCO0bpa3oBaTensa pogaHUCTOrO Kana UAN aMMOHUA.

8.4.1. CpepcTtBa aHanM3a

Becbl nabopaTtopHble 06LEero HasHa4YeHus.

Meyb mydenbHas.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMOHHDIN,

Kucnota asotHas no FOCT 4461 v pacTtBop MOJIAPHON KOHLEHTpAUMEN BeLLeCTBa-dKBUBaNEHTa 4
Mosib/am3 (4 H): 276 cm3 a30THOM KMCIOTbI pa3basnaoT Bogon Ao 1 am3.



AMMOHUI poaaHucTbii no FOCT 27067, pacTBOp MaccoBOW KoHUeHTpaumen 250 r/am3 uamn Kanui
pofaHucTbin no FOCT 4139, pacTBop MaccoBon KoHueHTpauuein 300 r/am3.

Okcupg, kenesa (lll) no TY 6-09-1418, BbicylieHHbI npu TemnepaTtype 105 - 110 °C A0 NOCTOAHHOM
Macchl.

8.4.2. lMoarotoBKa K aHanu3y

8.4.2.1. NpurotoBneHne CTaHAAPTHbLIX, FPAZYUPOBOYHbIX U XONOCTOr0 PacTBOPOB BbINOAHAKOT MO n.
8.3.2.1.

8.4.2.2. MocTpoeHue rpayMpoBOYHOro rpadmka

B natb mepHbIx Konb BmectumocTbio 100 cm3 npunumeatot 1,0; 2,5; 5,0; 10 n 15 cm3 pacteopa b, uto
cootseTcTByet 0,02; 0,05; 0,10; 0,20 1 0,30 mr okcuaa *enesa (lll). LobaBnaoT cooTBETCTBEHHO 24; 22; 20;
15 1 10 cm3 xonocToro pacrteopa, no 10 cm3 pacTBopa a30THOM KMCNOTbI M NoovepegHo no 10 mn pacTBopa
poAaHMZa aMMOHMA WAM Kanua, pa3baBaalT [0 MeETKM BOAOW, TWATENbHO MepemelnBaoT U
GOTOMETPUPYIOT NOJSYYEHHbIE TPAAYMPOBOYHbIE PACTBOPbLI, Y4YMTbIBAA HEAOCTAaTOYHYH CTOMKOCTb
POLAHUCTOrO Kenesa, HenocpencTBEHHO MOC/AE MX M3rOTOBAEHWS, MUCMNONb3YyA CUHUKA CBETODUNLTP C
061aCcTblo CBETOMPONYCKAaHMA Npu AnnHe BoaHbl 420 - 450 HM B KIOBETE C TOJILLMHOM MOTNO0LWAOLWIEro CBeT
cnoa 10 mm.

Mo noNy4YeHHbIM pe3ynbTaTam onpeneneHnint oNnTUYECKo NAOTHOCTM U U3BECTHOM KOHUEHTpauuu
okcnpaa xenesa (lll) B poTomeTpupyembix obbemax CTPOAT rpadyMpoBOYUHbIA FpaduUK MAM COCTaBAAIOT
KannbpoBOYHOE ypaBHEHHUE.

MpM MCNOAb30BaHUM TPAAYMPOBOYHbLIX PACTBOPOB, MpPUroToBsieHHbIX M3 OCO cblpbeBOM cmecH,
0TOMpPAOT B MepHble Konbbl BMecTMmocTbto 100 cm3 no 25 cm3 Kaxkaoro rpagyMpoBOYHOro pacTeopa.

[ns paclimMpeHuna ananasoHa onpesensieMblx coaepaHuin okemaa Kenesa (Ill) ana nepsoro pactsopa
MCMONb3YIOT aIMKBOTHYIO YacTb 10 cm3, a g8 rpaayMpoBOYHOrO pacteopa, coaepawero 0,15 r obpasua,
a/IMKBOTHYIO YacTb 50 cm3. Bo Bce Konbbl fobasnatoT no 10 cm3 pactBopa a30THOW KMCAOTbI. JanbHenwme
onepaumn BbINONHAKOT aHAaNOMMUYHO U3/I0XKEHHOMY Bbille ana pacrtsopa b.

8.4.3. lpoBeaeHne aHann3a

Ons onpeneneHva maccoBoi Aonn okcuaa xenesa (lll) B mepHyto Konby BmectumocTtbio 100 cm3
oTbupatoT 25 cM3 aHann3npyemoro pacTeopa, NPUroTOBAEHHOrO Mo N. 6.4.3, 1 Aanee NOCTYNAOT TakK }Ke, Kak
yKasaHo B n. 8.4.2.2.

8.4.4. O6paboTKa pesynbTaTos - no n. 8.3.4.

8.5. doTOKONOPUMETPUYECKUI METOA, C OPTODEHAHTPONIMHOM NP MAcCOBOWM A0Ne oKcuaa Kenesa (l11)
0o 3,0%

MeToA OCHOBaH Ha NpeaBapwuTE/IbHOM BOCCTAHOB/IEHUM TPEXBANEHTHOrO Xesesa r’MapoxJ0opuaom
rMOPOKCUAAaMNHA U 0O6pa3oBaHMM ABYXBAJIEHTHbIMW MOHAMK Kese3a ¢ OPTOPEHAHTPOSIMHOM OpPaHMKeBO-
KPacHOro Kommnekca.

8.5.1. CpepcTtBa aHanmn3a

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

POTO/1EKTPOKOIOPUMETP KOHLLEHTPALMNOHHDIN.

rmapokcunammHa ruapoxnopug no FOCT 5456, pacTBop maccosoi KoHueHTpaumen 100 r/am3.

Kucnota ykcycHaa no OCT 61 mn pactsop 1:1.

OpTtodeHaHTponuH (1,10-deHanHTponunH): 1,0 r opTodeHaHTpoAnHA pacTBopatoT B 100 cm3 pacteopa
YKCYCHOM Kncnotbl 1:1.

Ammmnak BoaHbIM no FOCT 3760.

YHuBepcanbHaa MHAMKaTopHasa bymara no TY 6-09-1181.

HaTpuit yKcycHOKMCAbIN 3-BoAHbIM no FTOCT 199, pacTBop MaccoBoi KoHLUeHTpaumeli 500 r/am3 (aanee
- bydepHbIli pacTeop).

Okcug, kenesa (lll) no TY 6-09-1418, BbicyleHHbI npu Temnepatype 105 - 110 °C 40 NOCTOAHHOM
Maccebl.

Cmecb gns cnnasneHuna no n. 6.4.1.

8.5.2. lMoarotosKa K aHann3y

8.5.2.1. MpuroTosneHne CTaHLAPTHbIX, TPALAYNPOBOYHbIX U XOJIOCTOrO PACTBOPOB BbIMOJIHAKOT MO M.
8.3.2.1.

8.5.2.2. MocTpoeHue rpalyMpoBOYHOro rpadmka

B nATb mepHbix Konb BmectumocTtbio 50 cm3 npuamsatot 1; 2,5; 5; 10; 15 cm3 pactsopa b, uto
cootsetcTayet 0,02; 0,05; 0,10; 0,20 n 0,30 mr okcuaa »enesa (ll).



MooyepeaHo BO Bce Kobbl A06aBAAIOT COOTBETCTBEHHO 24; 22; 20; 15 1 10 cm3 x0a10CTOrO pacTsopa,
no 2 cm3 pacTsopa rmapoxnopuaa rmapokcMnammHa.

3aTem npuameatoT bydepHbIi pacTBop A0 ycTaHoBnaeHua pH 3,5 (Mo yHMBepcanbHON MHAMKATOPHOM
bymare).

Ona  onpepeneHns obbema 6OydepHoro pacteopa, KOTOpbIA HeobxoaMmo npubasBuTb B
rpagyvpoBOYHbIE PACTBOPLI, OTOMPAIOT aIMKBOTHYIO YacTb pacTBopa b o6bemom 10 cm3 1 06aBASIOT K Hel
6ydepHbIN pacTBOp A0 NoayvyeHus Tpebyemoro pH.

[na annkBoTHbIX YacTtel 1; 2,5; 5 1 15 cm3 pacteBopa b Heobxoammoe Konmyectso bydepHoro pacTsopa
onpeaensaeTca NPONOPLUUOHANbHBIM PacyeToM.

[danee B Kaxayto Konby npuameatoT no 5 cm3 opTodeHaHTPOAMHA, A0BOAAT A0 METKM BOAOM,
nepemewnBaloT U 4yepes 5 MUH (OTOKONIOPMMETPUPYIOT MOJIyYEHHbIE TPaLyMPOBOYHbIE PacTBOPLI,
MCMNONb3YA CUHUI CBETOOUNLTP C 061aCTblO CBETONPOMNYCKaHMA Npu AnnHe BoaHbl 400 - 500 HM B KioBeTe C
TONLLMHON Noraowatowero ceet coa 10 mm.

Mo noNy4YeHHbIM pe3ynbTaTam onpeneneHuit oNTUYECKoM MAOTHOCTM U U3BECTHOM KOHUEHTpauuu
oKkcuaa xenesa (lll) B poTomeTpupyembix o0bbemax CTPOAT rPaayMpoBOYHbIN rpaduK WMAM COCTaBAAIOT
KaaMbpoBOYHOE ypaBHEHME.

8.5.3. MpoBeneHne aHanun3a

Ons onpeaeneHns maccoBoit Aonu okcupaa Kenesa (lll) B mepHyto Konby BmectumocTbio 50 cm3
oTOMpatoT 25 cM3 aHaIM3NPYEMOrO pacTBopa, MPUIrOTOBAEHHOIO Mo M. 6.4.3, 1 Aanee NOCTyNatoT TakK XKe, Kak
yKasaHo B n. 8.5.2.2.

Mpw onpeaeneHMn MmaccoBon A0 okcuaa enesa (lll) B 6enom noptaaHalemeHTe HaBecky obpasua
maccoit 0,5 r cnnasaatoT ¢ 2 1 cMecu Aas cnaasaeHus, nnas pacteopsatoT B 30 - 40 cm3 pacTBopa CoJisHOM
KncaoTbl 1:3, nepeBoaAT B MePHYHO Ko1by BMecTMMocTbto 100 cm3, roToBAT M GOTOMETPUPYIOT OKPaLLIEHHbI
pacTBOP M3 aNIMKBOTHOM YacTh 25 - 50 cm3, Kak usnoxeHo B n. 8.5.2.2.

8.5.4. O6paboTKa pe3ynbTaTos - no n. 8.3.4.

8.6. MepmaHraHaTHbIWM MeTO/ NPM MacCcoBOM Aoe oKcmaa xenesa (Il) ao 10,0%

MeTopn, OCHOBaH Ha KMCIOTHOM Pas/ioKeHUM MNpobbl B TOKe YINIEKUCNOTO rasa M nociegyoliem
TUTPOBaHUM OKcKAa Kenesa (ll) nepmaHraHaTom Kanwms.

8.6.1. CpepcTtBa aHanM3a

Becbl nabopaTopHble 06LLero Ha3HaYeHus.

Kucnota cepHaa no FOCT 4204 v pacTtsop 1:4.

Kannit mapraHuoBokucabiii no FOCT 20490 nan ctaHgapT-TUTP, PAacTBOP MONSPHOM KOHUEHTpauuen
BeuecTBa-aKksmBaneHta 0,1 monb/am3 (0,1 H).

HaTtpuin yrnekucabiii no FOCT 83, nnaBneHbli: coay NOMELLAOT B MJIaTUHOBYIO YallKy UK TUresb U
BblAEP*KNBAIOT B MydesibHOM neun 5 - 8 muH npu Temnepatype 850 - 900 °C, oxnaxkaatoT, pa3busaloT Ha
KYCOYKM, XPaHAT B 3aKpbITOM BioKce.

Kucnota conaHaa no NOCT 3118.

Kucnota ¢topuctosogopoaHan no FOCT 10484.

YrneKkucablil ras: nony4vatoT B annapate Knunna gencTBuem pacTBopa CONAHOM KMCAOTbl HA MPaMOPHYHO
KPOLLUKY MAWN UCMONb3YIOT YINEKUCbIV ra3 U3 6annoHa.

KnanaH ByH3eHa: M3roToBAAKT M3 OTpe3Ka TONCTOCTEHHON pe3MHOBON TPYbKu anmHoint 50 mm. C
OZLHOTO KOHUA TPYOKM NAOTHO 3aKPbIBAOT PE3MHOBOM NPOOKON NMBO 3a/1MBALOT PE3UHOBLIM Kaeem. [pyroi
KOHeL, HafeBatOT Ha CTEKNSHHYO TPYOKy. JlessMem 6puTBbI BAOb PE3UHOBON TPYOKM AenatoT npopes (LLeb)
ANMHOM 15 - 20 mm.

8.6.2. lpoBeaeHne aHanun3a

8.6.2.1. B KoHMYecKyto Konby BmectumocTbto 250 - 500 cm3 npuameatoT 100 cm3 pacTBopa cepHoi
KMCNOTbI, 3aKpblBalOT KOOy NPO6KOM € ABYMA OTBEPCTUAMM, B KOTOPble BCTaBNEHbl CTEKAAHHbIE TPYOKY,
COrHyTble noZ nNpAmMbIM yraom. OaHa 13 Tpybok (no xoay rasa) 4oxoguT 40 AHA KONbObl, BTOpas KOH4YaeTcA
noa npobkoi. AnAnHHY0 TPYOKY NpUCcOeaNHAIOT K annapaTty Kunna c yraekucabim rasom, OTKPbIBAOT KPaH U
MPONYCKAOT YrAeKUCAbIN ras 3 - 5 MUH.

Mpu oTcyTcTBMM annapaTa Kunna B Takylo Ke Koiby C pacTBOPOM CEPHOM KUCNOTbl MOMeLlatoT
HECKOJ/IbKO KYCOYKOB N1aB/IEHOM COAbl U 3aKPbIBAlOT K016y pe3nHoBoi NpobKoit ¢ KnanaHom byH3eHa.

3aTem, B 000MX C/ay4asx, MPUOTKPbIB NPobKy, ObICTPO NOMelaloT B KONOy HaBecky
CBEXXEN3ME/IbYEHHOTO KAMHKEepa MM uemeHTa maccoit 1 - 1,5 r B Ka/ibke WAuM nanupocHoi bymare, He
npeKpalLaa Toka rasa. Cogepxumoe Konbbl KUNATAT 15 MUH, NponycKas BCce BPems TOK Yr1eKUCcaoro rasa.
3aTem Kosiby CHMMAIOT C MJIMTKM, OX/1aK4aloT, MOC/e 4Yero oTcoeauHAT Konby oT npubopa Kunna,



npubasnstoT 100 cMm3 cBEXKENPOKUNAYEHHOM U OXNAXKAEHHON A0 KOMHATHOM TemnepaTypbl BOAbl U TUTPYIOT
0,1 H pacTBOpOM MapraHL,OBOKNCIOrO Kanma A0 PO30BOI OKPaCcKK, He ncyesatolen B TeyeHune 20 - 30 c.

8.6.2.2. MaTtepuanbl, He pacTBOPAKOWMECA B CEPHOM KMcnoTe 6e3 ocCTaTKa, pasnaraloT B CMecu
$TOPUCTOBOAOPOAHOM M CEPHOM KMCNOT.

HaBecky cBerkenmamenbyeHHOro matepuana maccon 0,5 - 1 r nomewatoT B 60bWON NNATUHOBBIN
TUrenb, CMa4MBaloT BOAON, NpubasnaioT 10 cM3 pacTBopa CEPHOM KMCNOTbI, OANBAIOT A0 NOJOBUHDLI TUFNSA
ropAaveint CBEKENPOKUMNAYEHHOW BOAOWN, 3aKpbIBAlOT TUreNb KPbLIWKOMW C OTBEPCTMEM, BCTaBAAA B HEro
CTeKNAHHYIO TPYOKY OT annapaTa Kmunna, nponyckatoT yraeKMcblii ras. Turenb HarpeBatoT Ha necyaHon baHe,
NPONYCKan YreKUCAbIN ra3 A0 Havyana KMMNeHUA KUAKOCTU. 3aTem MpPeKpaLlatoT Noaady yriaekMcaoro rasa
(oTcoeauHsatoT oT npnbopa), OTBOAAT KPbILKY U BbICTPO NpubasnaoT 7 cm3 GToOPMCTOBOAOPOLHOM KUCNOTHI.

Turenb NNOTHO 3aKPbIBAOT KPbILWKOW (6e3 0TBEPCTUA) U OCTOPONKHO HArpeBatoT A0 NOABAEHUA 6enbIX
napoB, NOC/E Yero cogepumoe B TUrae KUnatat 10 MuH.

3aTeM TUrenb nNepeHocAT B CTakaH BmecTumocTbio 400 - 500 cm3, npubasnawT 150 cm3
CBEXENPOKMMAYEHHOM U OXNTaXKAEHHOM 4,0 KOMHATHOM TemnepaTypbl Bogbl, 5 M3 cepHOM KUCNOTbI U BbICTPO
TUTPYIOT, Kak onucaHo B n. 8.6.2.1.

8.6.3. ObpaboTKa pe3ynbTaToB

Maccosyto f0/1t0 okcunaa xene3sa () (XFeO) B NPOLLEHTaX BblUNCAAOT No dopmyne

_ ¥'x0,007184x100

m

X

FeO

(30)

roe V - o6bem pacTBOpPa MapraHLLOBOKMCAOrO Kaana, Nowealnii Ha TUTPOBaHUE, CM3;

0,007184 - KonnyectBo okcuaa xenesa (IlI), cootsetctBytouwlee 1 cm3 TouyHo 0,1 H pactBopa
MapraHUO0BOKUCAOrO Kanus, r;

m - Mmacca HaBeCKW Npobbl, T.

9. ONPEOENEHUE OKCUOA ATFIOMUHNA

9.1. OwnbKa NOBTOPAEMOCTUN M PACXOKAEHNE MEXKAY pe3yAbTaTamMu napannenbHblX onpeaeneHunin He
AO/IKHbI NPEBbIWATb 3HaYeHWI, YKasaHHbIX B Tabn. 7.

Tabnunua 7

o\

MaccoBasg »OoJjid OKCHIa S R
AJIIOMVHM A IT max
Io 1 BKJIOU. +/- 0,05 0,07
Ce. 1 mo 3 " +/- 0,10 0,15
3" 7" +/- 0,15 0,20
"7 " 20" +/- 0,20 0,30
" 20 " 70" +/- 0,30 0,40
" 70 +/- 0,40 0,50

9.2. O6bEMHbI KOMNIEKCHOMETPUYECKUIA METOL,

MeTop, 0cHOBaH Ha 06pa3oBaHMM KOMMNIEKCHOIO COeANHEHMA TPUAOHa b ¢ MOHamu antomuHmA npu pH
pactBopa 2 - 3 ¢ nocaeayowmm obpaTHbIM TUTPOBaHMEM U3bbITKa TpuaoHa b, 3aBeLOMO BBOAMMOTrO nocne
onpeaeneHns okcmMaa kenesa (no n. 7.2), pactBopom xaopuaa xenesa npu pH 4,8 - 5,0.

MpucytcTBylOWwMe B pacTBOpe MOC/Ae onpeaeneHusa OKcuAa Kesnesa TPWIOHAT Kesesa, He
paspywatowmitica npu pH pactsopa 4,8 - 5,0, a Tak¥Ke MOHbl KPeMHMWA, KanbLMA, MarHua, cepbl He
NPenATCTBYIOT ONpeae/ieHMI0 OKCMAa aIlOMUHUA.

9.2.1. CpepcTtBa aHanuM3a

Becbl nabopaTtopHble 0bLEero HasHa4YeHus.

MNeyb mydenbHas.

Kncnota conanaa no NOCT 3118 mn pactsop 1:3.

Kucnota asotHasa no NOCT 4461.



Ammuak BogHbi no FOCT 3760, pacteop 1:1,5.

TpunoH b no FOCT 10652, pacTeop mMaccosoi KoHueHTpaumen 0,05 monb/am3 (0,05 M): rotosaT no n.
8.2.1.

Kucnota cynbdocannumnosan 2-sogHana no FOCT 4478.

Cynbdocanmumnosbln UHAUKaTop no n. 8.2.1.

Hatpua rugpokemg no FOCT 4328 unm Kanua rmapokemg no FTOCT 24363, pactBop maccoBoi
KoHUeHTpaumei 200 r/am3.

Kucnota ykcycHana no NOCT 61, neaaHas uam maccoBoi KoHueHTpaumein 800 r/am3.

HaTpuit ykcycHo-Kucnbin 3-BoaHbivi no FTOCT 199 nan 6e3BoaHbIN (NNaBAeHbI).

Cmecb ans cnnasneHuna no n. 6.4.1.

eneso Tpexxnopucrtoe 6-sogHoe no FOCT 4147 wnn KenesoamMMOHUNHbIE KBacUbl, PacTBop
MaccoBoi KoHueHTpauuein 0,05 monb/am3 (0,05 M) no n. 8.2.1.

KBacubl antomokanmesble no FOCT 4329, pacTBop mMaccoBoi KoHueHTpaumen 0,05 monb/gm3: 16
KBacuoB pactBopsAoT B 300 cm3 BoAbl, PUALTPYIOT PacTBOP B MEPHYHO KO0y BMecTUMOCTbio 1 am3,
0,06aBAA0T 9 cM3 CONSHOM KMCI0TbI, pa3baBAaAatoT BOAOW A0 METKU, NEPEMELLMBAIOT.

AueTaTHblli 6ydepHbii pactBop ¢ pH 4,8 - 5,0: 165 r n1aBAeHOro yKCYyCHOKUCAOro Hatpus uam 270 r
HaTpMA YKCYCHOKucnoro 3-sogHoro pacteopsatoT B 300 - 400 cm3 Boapl, GUALTPYIOT B MEPHYO Konby
Bmectumoctbio 1 am3, pobasnsiotr 60 cm3 negAaHoM uam 75 cm3  YKCYCHOM KUCNOTbl MaccoBOM
KoHUeHTpaumei 800 r/am3 1 gonmsaoT Ao 1 Am3 BOAOMN.

CnnpT 3TUNOBbLIN PeKTUDUKOBAHHbIN TexHU4ecknin no FOCT 18300.

MeTHNOoBbIN KpacHbI (MHAWKATOP), CNUPTOBOM PacTBOP MacCoBOM KOHUeHTpauuein 2 r/am3 B
3TUNOBOM CNpTE.

9.2.2. lMoaroToBKa K aHaAn3y

9.2.2.1. YcTaHOBKA TUTPa pacTBOpa a/tOMOKA/IMEBBIX KBACLLOB MO OKCUAY aNtOMUHUA

Mo 25 cm3 pacTBOpa aZtOMOKa/IMEBbIX KBACLOB NMOMELLAIOT B TPM CTakaHa BMecTMmocTbio 150 cm3,
pa3basnfaoT BoAon Ao obbema 100 cm3 M ABYKPATHO OCaKAalT rMAPOKCUA aNtOMUHUA aMMMUaAKOM Mo
MHAWKATOPY METU/IOBOMY KPacHOMY.

OcagoKk duabTpyIoT M NpoKanmeatoT nNpu Temnepatype 1100 °C g0 NOCTOAHHOM Macchl.

TUTP pacTBOpa antOMOKaNMeEBbIX KBAcLOB (O ) B rpamMmax Ha KyBUYECKUN CaHTUMETP BbIYMCAAIOT MO
dopmyne

5="5
2 (31)
rae mcp - cCpeaHee apwd)meTquCKoe 3Ha4YeHne maccbl MPOKa/ZIeHHOIo oCaakKa OKChada aNtOMUHNA, T;

25 - 06bem a/IMKBOTHOW YacTU PAcTBOPA a/IOMOKAIMEBBIX KBACLLOB, CM3.

9.2.2.2. YcTaHOBKa TUTpPA pacTBopa TpUAoHa b no okcnay antommHmna

MpeaBapuTesibHO YCTaHABAMBAOT OObEMHOE COOTHOLUEHME MeXAY KOHLLEHTPAUMsMKM PacTBOpPOB
TpuAoHa b 1 TpexxnopmucToro »Kenesa mMaccoBoi KoHueHTpaumel 0,05 monb/gm3. [ns 3Toro cnyckatoTt us
OlOpeTKM B TPWU KOHMYECKME Kosbbl BmecTumocTbio 250 - 300 cm3 no 10 cm3 pacTtBopa TpuaoHa b,
pa3basnsaoT Bogon fo obbema 100 cm3, npunmnsatoT 10 cm3 aueTaTHoro 6ydepHoro pactesopa, 6 - 7 Kanesnb
cynbPoCcannumMioBOro MHAMKATOpPa W TUTPYIOT PacTBOPOM TPEXX/JIOPUCTOrO Kenesa A0 MNOoABAEHUA
30/10TUCTO-OPAHKEBOM OKPACKK, He ncye3atoLel B TeyeHne 1 MuH.

KoadduumeHT (K), Bbipaxkalowmii 06beMHOE COOTHOWEHME MeXAY KOHLLEHTPauUAMKM pacTBOPOB
TpunoHa b 1 Tpexxnopuctoro xenesa, BbluncaaAoT No popmyne

K =, 62)
p
rae I/Lp - CcpeagHee apmd)mequeCKoe 3Ha4vYeHune 06'bEMOB pPacTtBOpa TPEXXTOPUCTOro XKenesa,

noweguero Ha TutposaHue 10 cm3 pactsopa TpuaoHa b, cm3.
TuTp pactBopa TpunoHa b ana onpepeneHua oKcMpa aJlOMUHUA YCTAHABAMBAIOT C/eAyHOLWUM
obpa3om. B Tpu KoOHM4Yeckne Konbbl BmectumocTbio 250 - 300 cm3 cnyckatoT M3 6topeTkn no 20 cm3



TUTPOBAHHOIO PAcTBOpaA a/IlOMOKA/IMEBBIX KBACLLOB, pa3basnsaioT Bogon Ao obbema 100 cm3, HeUTpanusytoT
pacTBOPOM amMMMaKa A0 M3MEHEHMA B KpacHbIA LBET Bymaxkkm "KoHro". 3atem no Kannam gobasnsiot
pacTBOP CONSHOM KUCNOTbl 40 U3MEHEHMUA LBeTa bymaxkku "KoHro" B cupeHesylo U ewe 8 - 10 Kanenb
n30bITKa TOW e KUcaoTbl. K nonyyeHHoMy pacTBopy £06asnatoT 25 cm3 pacTBopa TpuaoHa b, HarpesatoT fo
KuneHua, npubasnaoT 10 cm3 auetatHoro BydepHoro pactsopa, 6 - 7 Kanenb cynbpocannumnaoBoro
WMHOMKATOPa, OXNAXKAAT A0 KOMHATHOM TemnepaTypbl M TUTPYIOT PacTBOPOM X/I0PUCTOrO Kenesa Ao
nosBAEHUA 30/10TUCTO-OPAHIKEBOM OKPACKM, YCTOMUYMBOW B Te4eHUe 1 MuH.

TwuTp pacTBopa TpuioHa b (TA1203 ) B rpammax Ha Kybu4ecKknin CaHTUMETP BbIYUCAAIOT Mo Gpopmyne

200

A0y T he 1
25_K'ch ,(33)

roe 20 - 06bem TUTPOBAHHOIO PacTBOPa a/IloOMOKa/IMEBbIX KBACLLOB, CM3;
25 - obbem pactBopa TpuaoHa b, 3apaHee NPUAUTbIA K TUTPOBAHHOMY PAacTBOPY a/IlOMOKaANEBbIX
KBacL0B, CM3;

I/cp - cpeagHee apVId)METM‘-IECKOG 3HayeHue obbema PacTBOpPaA TPEXX/TOPUCTOTO Kee3a, I'IOLIJeFI,LIJMl‘/‘I Ha

obpaTHOe TUTpOBaHMeE, CM3.
9.2.3. NpoBeaeHne aHanmsa

K pactBopy aHanusnpyemol npobbl nocne onpegeneHua okcuaa xenesa (lll) no n. 8.2.3.1 gob6asnsior
TaKoe KO/AMYeCTBO pacTBopa TpuaoHa b, ytobbl XBaTWU/AO Ha NO/MHOE CBA3bIBaHWE MPEeAN0Aaraemoro
KOJIMYecTBa OKCUAA aNtOMUHMUA B KOMMNIEKC U ocTanca usbbiTok okono 10 cm3. Koanyectso fo6aBnsemoro
pacTBopa TpuaoHa b (C) B KyBMYECKUX CAaHTUMETPaX BbIUMCAAIOT No Gopmyne

mx X!

AL,0,

o= 7m0 4
T, xi00 %

AL,0

roe m - macca HaBecku npobel, T;
!’
XA12O3 - npeAnosiaraemas MaccoBas [0/1A OKCMAa afloMUHMA B MaTepuane npobsl, %;

10 - U36bITOK pacTBOpa TpunoHa b, cm3.

Mocne pobaBneHUs pacTBopa TPUIOHA b aHann3npyemblii PacTBOP HarpeBakoT U AOBOAAT A0 KUNEHWUSA,
npubasastoT 10 cm3 aueTaTHOro 6ydpepHoOro pactsopa, OXNa*KAaT 40 KOMHATHOM TemnepaTypbl U TUTPYIOT
pacTBOPOM TPEXXJIOPUCTOTO Kenesa A0 NOABAEHMA 30/10TUCTO-OPAHKEBOrO OKPaLLMBaAHUA, HE ncye3atoLLero
B TedeHne 1 muH.

MpumedaHne. B maTepunanax, He cofeprKallmx OKCUA, Kefe3a, OKCUA antoMUHUA onpegensetca U3
oTAeNbHOM HaBeckM maccoi 0,05 - 0,20 r B 3aBMCMMOCTM OT KOHLIEHTPALMW UAM U3 aIMKBOTHOM YacTu
dunbTpaTa nocne oTaeNeHNA OKCUAA KPEMHMUA KenaTuHom no n. 6.3.2.

PaspelsaeTca TaKKe onpenenAtb OKCMAbl *Kenesa U aAtOMUHUA, UCMONb3YA OCALAOK MMAPOKCMAOB,
NMosy4YeHHbIM Nno n. 7.2.3 noc/ie ero pacTBOpPeHUs B CONAHOM KUCOTE.
9.2.4. ObpaboTKa pe3ynbTaToB

Maccosyto 00110 OKCHMAa antoMUHNA (XA12O3 ) B NpouUEHTax BbIYNCNAKOT NO d)opmyne

(C—K><V)><TAlo x100
= — —0,638x X, ,(35)
m

A1,0,

roe V - o6bem pacTBopa TPEXX/IOPUCTOrO Kelesa, NoweaLlwmnii Ha obpaTHoe TUTpoBaHME, CM3;
m - Macca HaBeCcKu Npobol, T.

XTio2 - MaccoBas 40/1A OKCcuaa TuTaHa B Npobe, onpeaeneHHas no pasa. 10, %.



9.3. Mpsamoin POTOKO/IOPUMETPUYECKUIN METOA,

MeToa, ocHOBaH Ha 06pa3oBaHMMN OKPALLEHHOTO B KPACHbIN LBET KOMMNIEKCHOIO COeAUHEHMA NOHA
ANOMUHUA C AaNOMUHOHOM npu pH pacteopa 4,5 - 4,8.

9.3.1. CpepcTtBa aHanM3a

Becbl nabopaTopHble 06Lero HazHaYeHus.

Meyb mydenbHas.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALNOHHDIN.

pH-meTp nnn noHomep.

HaTpwuit ykcycHoKucabli 3-BogHbi no FOCT 199 unum 6e3BoaHbI no TY 6-09-246.

HaTpua rugpokemg no FOCT 4328, pacTBop MaccoBoW KoHueHTpauuelt 10 r/am3.

Kucnota ykcycHaa no FOCT 61, negaHaa.

Kucnorta ackopbuHOBas nuuweBasd, pacTBOP MaccoBOM KoHueHTpaumein 2 r/am3: 0,2 r KUCNoThbI
pacteopsatoT B 100 cm3 Boabl. PacTtBop rogeH 2 - 3 cyT.

ANOMUHOH (aMMOHUITHAA CONb ayPUHTPUKAPOOHOBOW KMC/OTbI), PaCTBOP MacCOBOM KOHLEHTpauuei
1 r/am3: 1 r antommnHoHa pacteopaAloT B 100 cm3 BoAbl C noc/ieaylowmum passeaeHmem soaon 4o 1 am3.
PacTBOp TWATENbHO NEPEMELLMBAIOT, BbIAEPKUBAIOT B TeueHue 4 - 5 cyT B TEMHOM MeCTe, XPaHAT B cocyae
N3 TEMHOrO CTeKNa.

AueTaTHbllt 6ydepHbili pactBop pH 5,2 - 5,3: 100 r HaTpus yKcycHo-Kucnoro 6essoaHoro nam 166 r 3-
BogHoro pacteopsatoT B 300 cm3 Boabl, UABTPYIOT U pa3basaAaoT BoAOM npumepHo ao 950 cm3, gobasnsatoTt
15 cm3 neagnaHOM YKCYCHOW KUCNOTbl, MepemMelnBatoT U nposepatoT pH pactBopa Ha nMoHomepe mam pH-
MeTpe; nNpu 3HadyeHnn pH meHee 5,2 4o06aBAAIOT NO Kanasm pacTBOp rMapoKkcmaa HaTpus, npu pH 6onee 5,3
- HECKO/IbKO Kanesib YKCYCHOW KUCNOTbl.

9.3.2. lMoaroToBKa K aHanAn3y

9.3.2.1. lNMpurotoBneHUe rpalyMpoBOYHbIX PACTBOPOB

Mcnonb3yloT rpafyMpoBOYHble PAcTBOPbI, MPUrOTOBAEHHble Mo n. 6.4.2.1, npuHAB Hasecky OCO
maccori 0,15 r 3a OCHOBHYIO, M PACcCYUTLIBAIOT OTHOCUTENIbHO HEE MACCOBYH A0/H0 OKCUAA a/JlOMUHUA B
NPOLEHTAX BO BCEX OCTA/NIbHbIX HABECKAX.

9.3.2.2. MocTpoeHue rpayMpoBOYHOro rpadmka

B nAaTb MepHbIXx Konb6 BMecTUmMOCTblo 50 cM3 NpWAMBalOT COOTBETCTBEHHO MO 5 cM3 Kaxporo
rpPagyvpoBOYHOro pacTeopa, AobasnsatoT no 1 cm3 pacTtBopa ackopbUHOBOM KMCOTbI M Mo 5 cMm3 pacteopa
aNIlOMUHOHA, 3aTemM fob6asnatoT no 10 cm3 aueTtaTHOro 6ydepHoro pactsopa, pazbasaAOT 40 METKU BOAOW,
nepemewunBator M nocie 15 MMH  BbiCTamBaHMA  GOTOMETPUPYIOT  PACTBOPbI  OTHOCUTE/NIbHO
OVNCTUANIMPOBAHHON BOAbI, NCNO/b3YA 3e/1eHbIN CBETOPUNBLTP C MaKCUMYMOM CBETONPONYCKAHUA NPU A/NHE
BOJIHbI 530 - 536 HM 1 KIOBETY C TO/ILUMHOMN NponycKatoLero ceet c1osd 10 mm.

Mo nosyYyeHHbIM pes3y/bTaTamM OMpPeseNeHUs ONTUYECKON MIOTHOCTU U U3BECTHOM KOHUEHTpauuu
oKcuMaa antomuHma B GOTOMETpPUpyeMbix obbemax CTPOAT rPasyMpPOBOYHbIN rpaduK WM COCTaBAAIOT
KannbpoBOYHOE ypaBHEHHUE.

9.3.3. lNpoBeaeHmne aHanmsa

Ona onpeaeneHns MaccoBOM 40N OKCUAA aNtOMUHMA B iBE MEpPHble KONbbl BMecTumMocTbio 50 cm3
oTOMpaloT: B 04HY - 5 cm3 aHanM3Mpyemoro pactBopa, NpPUrotosseHHoro no n. 6.4.3; B gpyryto - 5 cm3
6211M3KOr0 N0 MaccoBOM A0/1€ 3/IeMEHTa K aHa/IM3MPyeMoMy rpagyMpoBOYHOrO pPacTBopa, NPUroTOBAEHHOTO
no n. 9.3.2.1. 3atem B 06e Konbbl NpunmeatoT No 1 cm3 pacTtBopa acKOPOUHOBOW KUCNOTbI M Mo 5 cm3
pacTBOpa aNtOMMHOHA. [anbHelwune onepauunm - no n. 9.3.2.2.

C uenbko CTPOroro CoXpaHeHUA KUCNOTHOCTM GOTOMETPUPYEMBIX PACTBOPOB B C/lydYae M3MeHeHuA
ycnosuii  GoTOMETPMPOBAHUA MO CPaBHEHWID C YCAO0BUAMM [PagyMpPOBaHUA NPOBOAAT cCreayloline
onepauum.

Mpn ymeHblleHUM pa3BefeHUA aHa/IM3MPYyemMoro pacTBopa YMEHbLIAT NPONOPLMOHANLHO
KOZIMYEeCTBO PacTBOPA CONAHOM KMCNOTbI, UCNOIb3YeMOW A1A PaCTBOPEHUSA CNAaBAeHHOM No . 6.4.3 HaBecku
npobbl;

NpyY yMeHbLIEHUN ANIMKBOTHOM YacTW aHaNAM3MPYEMOro pacTBopa, NPUroToBAEHHOro mno n. 6.4.3,
BOCMOJIHAOT ee A0 06bema 5 cM3 X0NOCTbIM PacTBOPOM, NPUTOTOBAEHHbIM Mo n. 7.3.2.1;

npwv yBeANYeHUMN aJIMKBOTHOM YacCTU aHAIM3MPYEMOro PacTBOPa Pa3HULLY B MCMOJ/Ib30BAHHOM obbeme
(no cpaBHeHMIO ¢ 5 cm3 rpasynpoBOYHOIO PacTBopa) OTAE/NbHO TUTPYIOT PAacTBOPOM MMAPOKCUAA HATpUA U
nowegliee Ha HeUTPaAAM3aLMIO KOIMYECTBO MMAPOKCUAA HaTpuAa A00aBASAOT K OTOOPAHHON a/IMKBOTHOWM
4yacTW aHaIM3NPYEMOro pacTBopa;

npu nposegeHun aHanmsa KenesocoaepKawmx  maTepuanos (NMMpUTHBIE orapkum,



)enesocoaepKallme LWaaKu, 30/1bl, U3BECTHAKOBO-OrapoYHble CbiPbeBble CMECHU U T.M.), rae MmaccoBas Ao
oKcuaa Kenesa npesbiwaer 10%, pekomeHayeTcA onpeaeneHue OKCMAA aNlOMUHWUA NPOBOAUTL W3
OTAENbHOM HaBeCKM maccoit He 6onee 0,1 1, a K 0TOBPaHHOM aNMKBOTHOM YacTu fobasnstoT 5 cm3 pacTBopa
ACKOpPOMHOBOW KUCNOTbI.

9.3.4. ObpaboTKa pe3ynbTaToB

Mepes BblYMCIEHMEM MACCOBOI AOAN OKCUAQ AaNIOMUHUA BBOAAT NOMNPaBKy Ha U3MEHEHME YCN0BUI
doTomeTpupoBaHmA B cooteeTcTemm c n. 1.18.

Maccy oKkcuMaa aloMUHUA B MWIIMFPAaMMaxX HaxogAT NO rpagyMpoBOYHOMY rpaduKy U BbIYUCNAIOT
MCKOMYIO MaccoBYtO A0/110 aneMeHTa no popmyne (7).

HenocpeacTBEHHO MaccoByl0 [0/K0  OKCMAa anloOMWHMA B NPOLEHTax onpegensawT no
rpagyvpoBOYHOMY rpaduKy, NOCTPOEHHOMY B KOOPAMHATax "OnNTMYeckasa MAOTHOCTb - MaccoBas A0
anemMeHTa B MpoueHTax", uan HaxoaaT no KannbpoBOYHOMY ypaBHeHMIO. MNpu OTCTYNAEHUU OT YCNOBUMA
rpaflyMpoBKM B 4acTM M3IMEHEHWS HABECKM, a/IMKBOTHOM 4YacTUM WAW pas3BeLeHMA pacyeT NpoBOgAT Mo
dopmyne (8).

9.4. AnddepeHumnanbHbii GOTOMETPUYECKUIA METOL,

MeTog, OCHOBaH Ha M3MEPEHUM ONTMYECKOW MIOTHOCTU KPAacCHOTO KOMMEKCA WMOHA aJIlOMUHUA C
ANIOMMHOHOM B QHa/IM3MPYEMOM PACTBOPE OTHOCUTENIbHO OOYC/AIOBAEHHON ONTUYECKOM MNAOTHOCTU
AHaNOrMYHbIM 0H6Pa30M NONYHEHHOrO PacTBOpPa CTaHAAPTHOro obpasua.

9.4.1. CpeactBa aHanmsa - no n. 9.3.1.

9.4.2. NoarotoBKa K aHanmn3y

9.4.2.1. lNMpurotoBaeHMe rpaaynpoBOYHbIX PACTBOPOB

Mcnonb3yoT rpagyMpoBOYHbIE PacTBOPbI, NMPUroToBseHHble no n. 6.5.2.1, npuHAsB HasecKky OCO
maccori 0,10 r 33 OCHOBHYIO, U PACcCYUTLIBAIOT OTHOCUTENIbHO HEEe MACCOBYH A0/H0 OKCUAA aJtOMUHUA B
NpoLLeHTax BO BCEX OCTaNbHbIX HAaBECKaX.

9.4.2.2. lMocTpoeHMe rpasyMpoBOYHOro rpadmka

B naTb MepHbIX Koib BMecTUMOCTblo 50 cM3 MpuAMBalOT COOTBETCTBEHHO MO 5 cM3 Kaxporo
rpagyvpoBOYHOro pacTeopa, AobasastoT No 5 cM3 pacTBopa ackopbUHOBOM KMCOTbI M Mo 5 cMm3 pacteopa
aNIlOMUHOHA, 3aTemM fob6asnatoT no 10 cm3 aueTtaTHOro 6ydepHoro pactsopa, pazbasaAOT 40 METKMN BOAON,
nepemeLlnBatoT U NOJlyYeHHbIe PacTBOPbI AN1A PAa3BUTUA OKPACKM OCTaBAAIOT Ha 3 4, 3aTem GOTOMETPUPYIOT
B cooTBETCTBMM C N. 9.3.2.2 OTHOCUTENLHO OCHOBHOFO MPaZlyMpOBOYHOIO PAacTBOpPa; MNpPU 3TOM ONTUYECKUI
HoMb ¢dOTOMeTpUYEcKoro npubopa MO LWKANe MOr/IOWEHNA B 33aBUCMMOCTU OT YyBCTBUTENbHOCTMU
YCTaHaB/IMBAKOT MO 3TOMY PacTBOpPY B MHTEpPBaae ontudeckol naotHoctn 0,250 - 0,300.

Mo MNoNyYeHHbIM 3HAYEHUAM OTHOCUTEJIbHbIX OMNTUYECKUX MJOTHOCTEM M COOTBETCTBYIOLWMX WM
KOHLLEHTPaLMAM OKCMAA aNlOMUHMA B rPAAYyMPOBOYHbIX PACTBOPAX CTPOAT rPasyMpPOoBOYHbIN rpaduk nam
COCTaBAAOT KAaMOPOBOYHOE YpaBHEHME.

9.4.3. NposeaeHne aHanmn3a

Ona onpeaeneHns MaccoBOM 40N OKCUAA aNtOMUHMA B iBE MepPHble Konbbl BMecTumocTbio 50 cm3
oTOMpaloT: B 04HY - 5 cm3 aHanM3mMpyemoro pactBopa, NpUrotosseHHoro no n. 6.5.3; B gpyryto - 5 cm3
OCHOBHOIO rPaAyMpPOBOYHOIO pacTBoOpa, NPMroToBaeHHOoro no n. 9.4.2.1. 3atem B 06e Konbbl NpUANBALOT NO
5 cm3 pacTBopa aCKopObMHOBOWN KMUCIOTbI.

JdanbHelwmre onepauum - no n. 9.4.2.2.

C uenbko CTPOroro CoOXpaHeHUA KUCNOTHOCTM GOTOMETPUPYEMBIX PACTBOPOB B C/lydYae M3MeHeHUA
yCcnoBuit GOTOMETPUPOBAHMA MO CPABHEHUIO C YCIOBUMAMM FPafyMpPOBKM NOCTYNAKOT, KaK onncaHo 8 n. 9.3.3.

9.4.4. ObpaboTKa pe3ynbTaToB - No n. 9.3.4 (6e3 BBeAeHMA NONPaBKHK).

10. ONPEAE/IEHUE OKCUIA TUTAHA (IV)

10.1. OwnbKa NOBTOPAEMOCTU U PACXOXKAEHME MEXKAY pe3ynbTaTaMy NapassiesibHbix onpegeneHui
He A0/IXKHbI NPeBbIWaTb 3HAYEHWI, yKa3aHHbIX B Tab. 8.

Tabnuua 8

o

MaccoBas moJssa S R
OKCHUIa THUTaHa I max




oo 0,5 BKJIOY. +/- 0,04 0,06
ce. 0,5 " 1,5 ™" +/- 0,07 0,10
" 1,5 "5,0™" +/- 0,20 0,30

10.2. ®OTOKONOPUMETPUYECKUI METOZ, C NEPEKMCHIO BOAOPOAA

MeTop ocHOBaH Ha 06pa3oBaHMK B CEPHOKUCNOMN cpese OKPALLEHHOTO B XKENTbIN LLBET KOMMJIEKCHOTO
coeguHeHMA TUTaHa C Nepekncbio BOAOPOAa.

10.2.1. Cpeactsa aHanunsa

Becbl nabopaTtopHble 06LEero HasHa4YeHus.

Meyb mydenbHas.

CywnnbHbIN WKaod.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMOHHbIN,

Cmecb gna cnnasneHma no n. 6.4.1.

Cmecb ana cnnasnenHmanon. 12.2.1.

Kuncnota conanaa no NOCT 3118, pacteop 1:3.

Kucnota cepHasa no FOCT 4204, pactsop 1:20.

Kucnota optodocdopHas no NOCT 6552.

Bogopoaa nepekuncb no NOCT 10929, pactsop 1:10.

Tutana (IV) okema no TY 6-09-2166.

10.2.2. lNoarotoBKa K aHanmsy

10.2.2.1. NpurotoBneHmne CTaHAAPTHOrO pPacTBopa

HaBecky okcuga tmtaHa (1V) maccoit 0,05 r cnnaeasAtoT B NNaTMHOBOM TUIIe € 1 T cMecu A cniasaeHus
no n. 6.4.1 npu TemnepaType 900 - 950 °C B TeueHme 10 muH. Mnas pacteopatoT B 100 cm3 pactBopa ConsHom
KMCNOTbI, KOIMYECTBEHHO NEPEHOCAT B MEPHYIO KOOy BMecTUMOocTbio 500 cm3, f,0AMBAOT A0 METKM BOAOM
1 nepemelwnBatoT. MaccoBas KOHLLEHTPaUma CTaHAAPTHOrO pacTBopa oKecuga TutaHa - 0,1 mr/cm3.

10.2.2.2. MNocTpoeHune rpagynpoBoYHOro rpaduKa

B natb mepHbIx Konb BmectumocTtblo 100 cm3 npunusatot 2,5; 5; 10; 15; 20 cm3 cTtaHgapTHOro
pacTtBopa, uTo cooTBetcTayet 0,25; 0,50; 1,00; 1,50; 2,00 mr oKcuga TUTaHa.

B kaxkayto Konby gobasnsatot no 10 cm3 pactBopa CONAHOM KMCNOTbl, 3 - 5 Kanesnb optodochopHoi
KMCNOTbl, A0BOAAT obbem npumepHo Ao 50 cm3 Bogon n pobasaatoT no 3 cm3 pacTBopa MNepekucu
BOLOPOAA, 4O/IMBAIOT 4,0 METKM PAaCTBOPOM CEPHOM KMCOTbI, TLLLATE/IbHO NepemeLlnBatoT U GoToOMeTpUpYoT
No/slyYeHHble TPaayMPOBOYHbIE PACTBOPbI OTHOCUTENBHO AUCTUANMPOBAHHOM BOAbI, WUCMOb3YA CUHUMN
cBeTodUNbTP C 06N1aCTbiO CBETOMPOMNYCKaHWA Npu aavHe BoAHbl 420 - 450 HM U KOBETY C TOJ/ILLMHOM
nornouwatouiero ceet cs10a 50 mm.

Mo nony4eHHbIM pe3ynbTaTam onpeneneHuii oNTUYECKo NAOTHOCTM U WM3BECTHOM KOHUEHTpauuu
OKcuZa TuUTaHa B QoTOMeTpupyeMbix 06bemax CTPOAT rPaAyMpPOBOYHbIM rpPaduUK MAW COCTaBAAIOT
KannmbpoBoYHOE ypaBHEHMeE.

10.2.3. NpoBegeHne aHanmnsa

HaBecky npobbl maccoi 0,5 r nomeliatoT B NAATUHOBLIA TUrenb, CMeLMBalOT € 2 I CMecu ans
cnnasneHns no n. 6.4.1 n cnnasnaoT npu Temnepatype 900 - 950 °C B TeyeHMe 5 MUH ANA LUEMEHTa,
KAWMHKepa, AOMEHHOrO WaKa, LeMeHTHOM CbipbeBoli cmecn nan 15 - 20 muH gna apyrnx matepmanos. MNnas
obpabatbiBatoT 50 cm3 pactBOpa CONAHOM KMCNOTbI. MONYyYEHHbIN pacTBOp NepeBOAAT B MEPHY KOnby
BMECTUMOCTbIO 250 cM3, f0MBAOT A0 METKM PAacTBOPOM CEPHOM KUCOTbI U MEpEMELLNBAIOT.

N3 nonyyeHHOro pactsopa oTOMpPatoT afIMKBOTHYO YacTb o6bemom 25 - 50 cm3 B 3aBUCMMOCTM OT
npeanonaraeMoi MaccoBOW [0/ OKCUAA TUTaHA B aHaAN3Mpyemoi npobe 1 NepeHocAT B MePHYIO Konby
BmecTumocTbio 100 cm3, fobaBnsaloT 3 cM3 NepekMcH Boaopoaa, A0MBAOT A0 METKU PacTBOPOM CEPHOM
KMCNOTbI, MepeMeLnBaoT 1 poTomeTpupyoT no n. 10.2.2.2.

Pa3noxkeHne HaBeckun npobbl AOMyCKaeTcA NPOBOAUTb CO CMECbi AAA crnaaBiaeHua no n. 12.2.1.
Mony4YyeHHbIN Npy 3TOM PacTBOP MCMO/b3YIOT gasnee ANA ONpeseeHNa MacCoBOW A0/ OKCMAOB HaTpus U
Kanua.

10.2.4. O6paboTka pe3y/ibTaToB

Maccy oKkcuaa TuTaHa (IV) B Muaanrpammax HaxoasaT Mo rpadympoBOYHOMY rpaduKy M BbIYUCASIOT
NCKOMYIO MacCCOBYIO 0110 3/iemeHTa no popmyne (7).

10.3. PoTOKOIOPUMETPUYECKUI METOA, C ANAHTUNNPUIMETAHOM

MeToa, ocHOBaH Ha 06Pa30BaHNM OKPALLEHHOIO B XKEATbIN LUBET KOMMNIEKCHOrO COeaMHEHMA TUTAHA C
OVNAHTUMUPUAMETAHOM.



10.3.1. CpeactBa aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

CywWwmnnbHbIN WKad.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALNOHHDIN.

Kucnota conanas no FOCT 3118, pactsop 1:3 1 pacTBOp MOAAPHOMN KOHLUeHTpaumei 1 monb/am3 (1 M):
80 cm3 Kucnotbl pasbasnatoT B 1 4m3 BoAbl.

Kucnorta ackopbuHOBas nuuweBas, pPacTBOP MaccoBOM KoHueHTpaumein 2 r/am3: 0,2 r KUCNoThbl
pacteopatoT B 100 cm3 Boabl. PactBop roaeH 2 - 3 cyT.

Onantunupunmetad no TY 6-09-3835, pacTBop MaccoBOW KoHueHTpauueit 50 r/am3: 50 r
ANaHTUNMPUAMETaHa pacTBopAoT B 1 M pacTBope CONAHOM KUCNOTbI.

TuTana (IV) okcma no TY 6-09-2166.

Meab cepHOKMCNanA, pacTBOP MaccoBOi KoHueHTpauuel 50 r/am3.

10.3.2. NoarotoBKa K aHanusy

10.3.2.1. MpurotoBneHme CTaHAAPTHOro pacteopa - no n. 10.2.2.1.

10.3.2.2. MNocTpoeHue rpagynpoBoYHOro rpadpuKa

B nATb MmepHbIx Konb BmectumocTtbio 100 cm3 npunamsatoT 1; 2; 3; 4; 5 cm3 cTaHAAPTHOrO pacTBopa, YTo
cooteetcteyet 0,1; 0,2; 0,3; 0,4; 0,5 mr okcnaa TutaHa (1V), nob6asnatoT B Kaxayo Konby no 10 cm3 pacteopa
COJIAHOM KMCNOTbI, AiBE Kanu pacTBopa cepHokucion meam, 10 cm3 ackopbmuHoBoOM KUcaoThl, 25 cm3 BoApbl,
5 cm3 pactBopa AMaHTMNUPUAMETaHa, A0MBAIOT 40 METKU BOAON, MEepeMeLLINBatoT U OCTaBAAT Ha 45 MUH.
Mony4yeHHble TPagyMpoOBOYHbIE PacTBOpPbl GOTOMETPUPYIOT OTHOCUTENbHO AUCTUAIMPOBAHHOW BOAbI,
NCNONb3yA CUHUI cBeTOOUALTP ¢ 061aCTblo CBETONPOMNYCKaHMA Npu AanHe BosiHbl 380 - 420 HM B KIOBETaX C
TONLLMHON Noriowatouero caet coa 20 mm.

Mo nony4yeHHbIM pe3ynbTaTam onpenesneHuint oNTUYECKOM NAOTHOCTM U WM3BECTHOM KOHUEHTpauuu
OoKcuAa TUTaHa B GOTOMETPUPYEMbIX 0ObEMAX CTPOAT rPaLYyMPOBOYHbIN rpaduK.

10.3.3. NpoBegeHne aHanmsa

B mepHylo Konby Bmectumoctbio 100 cm3 oTtbupator 50 cm3 aHanusMpyemoro pacTeBopa,
NPUroTOBAEHHOIO NO N. 6.4.3, 4,06aBAAIOT ABE KAN/M PACTBOPA CEPHOKUCAON meam. [lanbHelwne onepaumm
-non. 10.3.2.2.

10.3.4. O6paboTKa pesynbTaToB - no n. 10.2.4.

11. ONPEJENEHUE OKCUAA CEPbI (VI), (I1)

11.1. OwmnbKa NOBTOPAEMOCTM U PACXOXKAEHME MEXKAY pe3yabTaTaMu NapaniesibHbiX onpeaeneHni
He AO0NXKHbI NPeBbilWaTb 3HAYEHWM, YKa3aHHbIX B Tabn. 9.

Tabnunua 9

oo

MaccoBasa IOOJIa OKCHuIa S R
CcepHl I max
oo 1,0 BKJIOY. +/- 0,04 0,06
Ce. 1,0 mo 5,0 " +/- 0,10 0,15
" 50" 17,0 " +/- 0,20 0,30
" 17,0 " 30,0 " +/- 0,30 0,40
" 30,0 " 46,0 " +/- 0,40 0,60
" 46,0 +/- 0,55 0,75

11.2. TpaBMMETPUYECKUIA METOS,

MeToA OCHOBaH Ha OCaXXAEHWUU B CONAHOKMC/ION cpeae cynbdaT-noHOB M3ObITKOM X/10pucToro bapms
M HaXxOXKAEHUM MAcCOBOM 40N oKcuaa cepbl (VI) npy B3BELWMBAHWM BbIAENEHHOMO OCaKa.

11.2.1. CpeacTtBa aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

Kucnota conaHaa no NOCT 3118, pacteopbl 1:3 n 1:9.

Bapuit xnopuctbin no FOCT 4108, pacTBop MaccoBoi KoHueHTpauuein 40 r/am3.



AMMOHMI yrnekucabiii no FOCT 3770, pacTBoOp MaccoBoi KoHuUeHTpaumen 100 r/am3.

Ammuak BogHbi no FOCT 3760, pacteop 1:1,5.

CnnpT 3TUNOBbLIN PeKTUDUKOBAHHbIN TexHn4ecknin no FOCT 18300.

Cepebpo asoTHoKUcnoe no FTOCT 1277, pacTBop MaccoBoi KoHueHTpaumen 10 r/am3.

Cmecb ans cnnasneHuna no n. 6.4.1.

MeTMNOoBbIN KpacHbli (MHAWKATOP), CNUPTOBOM PacTBOP MacCoBOM KOHUeHTpauueil 2 r/am3 B
3TUA0BOM crinpTe.

11.2.2. NpoBegeHue aHanmsa

Mpy aHanuM3e pacTBOPUMbBIX B CONIAHOW KWUCNOTE MaTepuanoB HaBecky npobbl maccon 0,5 r
obpabartbiBatoT 50 cm3 pacTBopa CoNsHOM KMCNoTbl 1:9 B cTakaHe BmecTumocTbto 400 cm3. Cogeprknumoe
CTaKaHa HarpeBalT M KMNATAT HA NAUTKe 3 - 5 MMH 0 NOMHOFO Pa3NoXKeHUA HaBecKW. fopaumii pacTeop
dUNbTPYIOT Yepes HenloTHbIM dunbTp "6enaa neHta". Ocagok npombiBatoT 8 - 10 pas ropsayeit Boaon U
oTbpacbiBatoT.

Mpu maccoBoli gone okcupa cepbl (VI) 6onee 5% HaBECKy YMEHbLIAOT NPOMNOPUMOHaNbHO
yBE/IMYEHMIO MAaCCOBOW A0/IN 3/IEMEHTA.

Mpn aHanuse He PACTBOPUMBIX B COJIAHOM KMCNOTE MaTepuasioB Hasecky npobbl maccoit 0,5 r
CNNABAAOT B 3aKPbITOM KPbILWKOM NAAaTUHOBOM TUIE C 2 T CMeCK AAa CnaaBaeHus npu temnepatype 950 -
1000 °C B TeueHue 3 - 5 muH. Mnae pactBopaemoit B 40 - 50 cm3 nogorpetoro go temnepatypbl 50 - 60 °C
pacTBopa CONAHOM Kncnotbl 1:3.

B runcornMHo3emMmncTtom LemeHTe HaBecKy npobbl maccoi 0,25 r obpabaTtbiBaloT 75 cm3 pactBopa
CONIAHOM KMcoTbl 1:9 B cTakaHe BmecTUMocTbio 400 cm3. Coaeprknmmoe cTakaHa KUNATAT Ha nanTke 3 - 5 muH
00 MOJIHOTO Pa3NoXeHWA HaBecKW, Ao06aBnAOT 3 - 4 Kananm MeTUI0BOrO KpacHOro, pacTBoOp aMMuaKka Ao
noxKenTeHus pacteopa, 20 cm3 yrieKMCc0ro amMoHuA (AN OCaXKAeHNA TMAPOKCULA M KapboHaTa Kanbuua)
n ewe 10 cm3 ammumaka. CTakaH NOMeLLAOT Ha HECKO/IbKO MUHYT B Tena0oe MecTo A0 MPOCBET/IEHUA
XKUAKOCTU HaZ 0CaAKOM, Moc/e Yero GUAbTPYIOT Yepes ABOMHOM NAOTHbIN ¢uabTp "cnHAs neHTa". Ocagok
NPOMBbIBALOT ropayein BoAON [0 UCHE3HOBEHUA PeaKLMM Ha MOH x1opa U oTbpacbiBatoT. PunbTp ob6bemom
250 - 300 cm3 NOAKUCAAIOT CONSAHOM KUCNOTOM (OCTOPOXKHO, N0, 4aCOBbIM CTEKNOM) A0 NOSABEHUS PO30BOTO
OKpalMBaHUA M HaArpeBaloT Ha 3NEKTPOMJIUTKE [0 MNOJHOr0 MNPeKpPaLlLeHUAa BblAeNeHUA My3blPbKOB
yr/ieKucaioro rasa.

3atem npu ntobom cnocobe pPasnoKeHUA HABECKU pacTBop uan ¢GunbTpaT pa3basnaT BOAOW A0
obbema He meHee 300 cm3 1 HENTPANM3YIOT PAacTBOPOM aMMMAKa A0 MOABAEHUA NIETKON MYTWU, KOTOPYIO
PacTBOPAIOT HECKOIbKMMM KanaMK CONAHOM KMCnoTbl. K npo3padyHomy pactBopy npubasasaioT ewe 2 cm3
COJIAHOM KMCJIOTbl, HarpeBaloT PacTBOP A0 KUMEHUA M OCaXKAAlT CEPHbIA aHrmapua 25 cm3 KUMMALLero
pacTBopa xaopuctoro 6apuma. PacTBop KUMATAT Ha NJIUTKE B Te4eHUe 5 MUH NP NOCTOAHHOM MOMELLMBAHUN,
OCTaBAAIOT 40 NPOCBET/NEHMA KULKOCTU HAj, OCaAKOM, 3aTeM GUNbTPYIOT Yepes ABOMHON NAOTHbIM GUALTP
"CUHASA NeHTa" N NPOMbIBAOT OCAA0K ropsaYen BOOM 40 MCHE3HOBEHMA peakunmn Ha MOoH xnopa. Ocagok ¢
dUNbTPOM NepeHocAT B NpeaBapuTesibHO MPOKaNeHHbIM U B3BelweHHbI ¢apdopoBbiA TUresb, CAerka
NOACYLIMBAIOT Ha MJIUTKE, O30/A10T U MPOKaAMBaloT B mydenbHON nednm B TeyeHue 20 - 30 MUH npu
Temnepatype 800 - 850 °C. Turenb Ox/1a*KA4A0T B IKCUKATOPE M B3BELWMBAIOT. [poKainBaHUE NOBTOPAOT 40
NoNy4eHUsA NOCTOAHHOM Maccbl.

Mpn aHanM3e MaTepuanos, COAEPKALMX LWECTU- W  ABYXBANEHTHYKO Ccepy, C LUenbo ux
anddepeHUMpoBaHNA NPOBOAAT [ABYXKpAaTHOE onpeaeneHue cepbl. AHanuM3 MNPOBOAAT C/EAYIOLUM
obpasom.

Onpegensatot cepy (VI) nocne pacTBOpeHMs HaBeCKM B CoAAHOM KucnoTe: cepa (lI) B Buae
CepoBOAOPOAA YNETYYMBAETCA M B pacTBoOpe onpeaensatoT cepy (VI), Kak nsnoxeHo soiwe; cepy (V1) 6e3 yuerta
cepsl (1) MOXKHO TakKe onpeaensiTb KATUOHUTOBLIM MeToaoM no n. 11.4;

onpeaenstoT obLLyto cepy Nocsie pasnoXKeHUA HaBECKM CO CMECbIo AN1A CnaaBaeHuA: npu aTom cepa (1)
NONHOCTbIO oKkucasAeTcA B cepy (VI); obuyto maccosyto 4oAt0 cepbl B BUAE oKkeraa cepbl (VI) onpeaenstoT, Kak
N3/10}KEHO BbILLE.

11.2.3. O6paboTKa pesynbTaToB

MaccoByto 40ont0 0bLeit cepbl (XSO306H1 ) B MPOLEHTAX BbIYNCAAIOT N0 popmyne

(m, —m, )x0,343x100

X50306m = m ’ (36)




roe ml - MacCCa nycTtoro Turna, r;

m, - macca TUINA C NPOKasieHHbIM 0CaAKOM, T;

m - Macca HaBeCcKu Npobbl, T;
0,343 - KoadpPUuLMeHT nepecyeTa cepHOKMCNOro Hapuma Ha okeua cepol (VI).

Maccosyto gonto cepsi (I1) (XS’Z ) B MPOLEHTaX BbIYUCAAIOT No popmyne

X, :(X X )x0,4, (37)

SO;06m  “*S0,

' o
roe X503 - MaccoBaAa O01A cepbl (V|), onpeaeneHHaAa npun pactBOPeHNN HAaBECKN B CONNTAHOUN KNCNIOTE

WIN KaTUOHUTOBbIM mMeToaom no n. 11.4, %;

0,4 - koapdmumeHT nepecyeta cepbl (V1) Ha cepy (l1).

11.3. ®oToTYpOMANMETPUYECKUNI METOA, NPU MacCOBOM aosie okcmuaa cepsbl (VI) ao 17%

MeToa OCHOBaH Ha B3aumoaencTBum cyibdaT-MoOHOB ¢ MOHamM 6apua c obpaszoBaHMEM KONNOUAHOM
cycneHsuun cynbdaTa 6apua B KUCAOM cpeae B NPUCYTCTBMM 3aLLUTHOrO Koanouaa n GoTomeTpmpoBaHnu
cTeneHn NoMyTHEHUA pacTBopa.

11.3.1. CpeactBa aHanusa

Becbl nabopaTopHble 06Lero HazHaYeHus.

Meyb mydenbHas.

POTO31EKTPOKONOPUMETP KOHLLEHTPALMOHHBIN.

Kanuii cepHokumcnbint no FOCT 4145.

Kucnota conaHaa no NOCT 3118 u pacteop 1:3.

rmapokena Hatpusa no FOCT 4328, pacTBOp MaccoBOM KoHLUeHTpaumelt 100 r/am3.

Kucnota optodocdopHasa no NOCT 6552.

Kpaxman pactsopumbiii no NOCT 10163, pactBop no n. 7.3.1.

Bapuit xnopuctbii no FOCT 4108, TBepAbli, NPOCEAHHbIN, B 3epHax, ¢pakunm 0,2 - 1,0 mm nau 0,08 -
0,20 mm.

Cmecb gna cnnasneHuna no n. 6.4.1.

11.3.2. NoarotoBKa K aHanusy

11.3.2.1. NpurotoBneHne CTaHZAPTHOIO U XONOCTOrO PacTBOPOB

HaBecky cepHoKucnoro Kanua maccoin 0,4352 r pacteBopsatoT B8 100 cm3 BoAbl, KOJIMYECTBEHHO
NepeHOCAT B MePHYIO Konby BMecTMMOCTbio 1 AM3, LOBOAAT A0 METKM BOAON M NnepemelunsatoT. Maccosas
KOHLEHTpaLmMa CTaHAapTHOro pacteopa okcuaa cepbl (V1) - 0,2 mr/cm3.

Xo/i0CcTOM pacTBOp roToBAT pacTBopeHMem 6 r cmecn ansa cnnasnieHms B 100 cm3 pactBopa CONsfAHOM
Kucnotbl 1:3 c nocnegyowmm pa3segeHnem sogon ao 1 am3.

11.3.2.2. MNocTpoeHune rpaaynpoBoYHOro rpaduKa

B nAaTb mepHbIX Konb BMectumocTbio 100 cm3 npuaumesatot 1; 2; 3; 4; 5 cm3 cTaHaapTHOrO pacTBopa, YTo
cootseTtctayet 0,2; 0,4; 0,6; 0,8; 1,0 mr oKcuaa cepbl.

MepHble Konbbl NoAOMPaOT TaKMM 06pa3oM, UTOObI PacCTOAHME OT Kpas rop/blwKa 66110 He meHee 5
cMm.

Bo Bce Konbbl gobasnatoT no 50 cm3 xonoctoro pacteopa, 10 kanenb opTodpochopHOM KUCNoTbl, 7 cm3
pacTBopa rugpokcuaa Hatpma, 10 cm3 pacTBopa Kpaxmana, pa3baBnatoT BOAON A0 METKM U NepeMeLLMBaltoT.
MNMooyepenHO BBOAAT B MepHble KONObl "3aTpaBKy" B KosMyecTBe 5 - 8 KPUCTaNNMKOB xiopuaa 6apus m
nepemeLLnBaloT Kaxayto Konby B TeyeHne 1 muH. Yepes 5 muH BebinatoT 0,3 1 x1opuaa bapua u cpasy xe
SHEpPrMyYHO NepeMeLlnBaloT, NepeBopayunBas Koaby 1 B36anTbiBan pacTBOP B TEYEHUE 2 MUH.

PacTBOpbl OCTaBAAIOT ANA CO3peBaHMA Konanouaa cynbdaTta bapua Ha 40 MUH M doTomeTpupytoT
Mo/ly4YeHHble TPaAyMPOBOYHbIE PACTBOPbI OTHOCUTENBHO AUCTUANMPOBAHHOM BOAbI, WUCMO/b3YA CUHUMN
cBeTodUNbTP C 061acTbiO CBETOMPOMNYCKaHWA Npu anavHe BoAHbl 480 - 550 HM U KIOBETY C TOJILLMHOMN
noraowatowero ceet caoa 50 mm.

Mo nony4yeHHbIM pe3ynbTaTam onpeneneHuit ONTUYECKOM NAOTHOCTM U WM3BECTHOM KOHUEHTpauuu
oKcuaa cepbl B poToMeTpupyembix 0b6bemax CTPoAT rpadyuMpoBOYHbIN rpaduK. M3-3a napabosnyeckoro
XapaKTepa rpasympoBoYHOro rpadmka KaiMbpoBOUYHOE YypaBHEHNE HE COCTaBAALOT.

11.3.3. MpoBeaeHme aHanmsa



Mpu maccoBoi gone okcmaa cepbl (V1) B aHanmnsmpyemon npobe meHee 1% HaBecKy npobbl maccoli 0,5
I MOMELAT B MNAaTUHOBLIMA TUresb, cMmewmnsBaroT ¢ 1,5 r cmecn Ans cnaaBAeHMA M CNAABAAT Npu
Temnepatype 900 - 950 °C B Te4eHMe 5 MUH NS LEeMEHTa, KIMHKepa N 4OMEHHOro wnaka u 15 - 20 muH ans
oCTanbHbIX MaTepuanos. MNnas obpabaTbiBatoT 50 cM3 pacTBOpa CONAHOM KUCNOTbI 1:3, NnepeBoaAT B MEPHYHO
Konby BMmecTMmocTbio 250 cm3 1 pa3baBnatoT BOAOM A0 METKM.

Mpwn maccosoi gone okecmnaa cepbl (V1) ot 1 go 3% ucnonb3yoT HaBecky maccon 0,3 r; npu bonee
BbICOKOM MacCOBOM A0Ne 3/IeMeHTa YMEHbLLAIOT a/IMKBOTHYO YacTb aHaAZIM3MPYEMOro pacteopa 4o 25 cm3
uan  npoBogAT  GOTOTYpOMAMMETPUUECKOE OMpeaesieHMe U3  aHa/NM3Mpyemoro pactsopa Ans
$oTOMETPUYECKOro aHanM3a, NPUroTOBAEHHOro no n. 6.4.3.

[Ons onpeaeneHma maccoBoi fonm okcmuaa cepbl (VI) B ABe mepHbie Koibbl BMecTMmocTbio 100 cm3
oTbmpatoT: B 0gHY - 50 cM3 aHaNM3MpPyemMOoro pactTBopa; B APYryto - aJIMKBOTHYHO YacTb 61M3KOro Mo MaccoBol
00/1e 3IeMEHTA K aHa/n3UpyemMomy CTaHZaApPTHOro pacTBopa, K KoTopol gobasnatoT 50 cm3 x0nocCToro
pactBopa. 3aTem B 06e Konbbl NnpuamsatoT no 10 kanesb opTodpochopHOM KucaoTbl. [anbHelwme onepaunm
-non.11.3.2.2.

Mpw aHanu3e Npob ¢ maccoBom gonen okcmaa cepol meHee 0,5% K aIMKBOTHOM YacTM aHAAN3UPYEMOTO
pactBopa obbemom 50 cm3 pobasnaoT 2 cm3 cTaHAApPTHOrO pacTBopa, a BO BTOPYHO - Te e 2 cm3
cTaHgapTHoro u 50 cm3 xonoctoro pacrtBopoB. [JanbHenwne onepaumu - no n. 11.3.2.2. Koauyectso
006aBNEHHOro OKcnaa cepbl, CoOAeprKallerocs B 2 cM3 cTaHAapPTHOrO PacTBopa, Y4MTbIBAETCA B pacyeTax.

11.3.4. O6paboTKa pe3ybTaToB

Mepen BblYMCAEHMEM MACCOBOM A0/M OKCMAA Cepbl BBOAAT MOMPABKY Ha M3MEHeHuWe yCnoBui
doTomeTpupoBaHUA B cooTBeTcTBUM C n. 1.18.

Maccy okcmnaa cepbl B MUAIUTPAaMMax Haxo4aT Mo rpaZynpoBOYHOMY rPadUuKy U BbIMUCAAIOT MCKOMYIO
000 3nemeHTa no dopmyne (7).

B cnyvae gononHuTenbHoro BBoAa K aHanM3Mpyemomy pactBopy 2 cM3 CTaHZapTHOro pactsopa

MacCOBYO A0/110 OKCMAa cepbl (Xso3 ) B MPOLLEHTaX BbIYUCAAIOT Mo popmyne

(m, —0,4)x¥V =100

X = , (38
50, Voxm (38)

rae M, - macca OKCUAa cepbl, HaideHHasa no rpaduKy, mr;

0,4 - macca okcmaa cepbl B 2 cM3 CTaHOAPTHOIO pacTBoOpa, Mr;
V - 06wmit 06bEM aHaNN3NPYEMOro pacTBopa, cm3;

Vl - 06bEM aNMKBOTHOM 4yacTu, B3ATbIM Aana npoeegeHmnA aHanusa, cm3;

m - Mmacca HaBecKu npobbl, Mr.

11.4. KaTMOHUTOBbLIN MeTo/, NpM MaccoBon Aone okcmaa cepbl (VI) B uemeHnTe ao 17%

MeTon, ocHOBaH Ha pacTBopeHuun cepbl (V1) rmnca, npMMeHAEMOro B KayecTse J00aBKU K LLEMEHTY, B
pacTBope HOPHOM KMCNOTbI, MPOMYCKAHUKN PacTBOPA Yepes KaTMOHUTOBYO cMmosy B H-dopme 1 TUTpoBaHMMK
06pa3oBaBLLUEica B pe3ybTaTe MOHHOTO 06MeHa CePHOM KUCNOTbI.

MpucyTcTBytoWwMe B duabTpate BOpHasn, KPemMHMEBAs U cepoBogopoaHas (npu Hananumm cepol (11))
KMCNOTbl He MeluatoT onpegenenuto cepol (VI), 06ycnoBaeHHOM HaanumMem runca.

11.4.1. CpeactBa aHanusa

Becbl nabopaTopHble 06LLero Ha3HaYeHus.

MNoHoobMmeHHasn KONOHKa.

Cmonbl noHoobmeHHble. KatnonuTbl no FTOCT 20298: KY-1, KY-2, CBC, CBCP, CAB.

Kucnota 6opHan no FOCT 9656, pacTBop MaccoBoi KoHueHTpauuei 50 r/am3.

Kucnota conaHaa no NOCT 3118 u pacteop 1:3.

Kucnota wasenesan no FOCT 22180, pacTBop MaccoBoi KoHueHTpaumein 100 r/am3 nam ammoHuit
wasenesokmcabln no FOCT 5712, pacTBop MaccoBow KoHUeHTpaumen 40 r/gm3.

Ammuak BogHbi no NOCT 3760, pactsop 1:1,5.

Hatpua rmgpokcua no FOCT 4328 wau cTaHOapT-TUTP, PacTBOP MOJIAPHOW KoHueHTpauuein 0,1
monb/am3 (0,1 M).

Kanusa ruaporeng no FOCT 24363, pacTBop maccoBon KoHueHTpaumeit 100 r/am3.

Kucnorta cepHaa no FOCT 4204, pactBop MOAAPHOM KoHueHTpaumen 0,05 monb/am3 (0,05 M)



(ctangapT-TUTP) MK conaHas kKncnota no FOCT 3118, pactBop MonApHOM KoHueHTpauuei 0,1 monb/am3 (0,1
M) (cTaHpapT-TMTp).

MeTunnoBblin opaHKeBbl (MHAMKaTOp): 0,1 r UHAMKaTopa pacTBopaoT B 100 cMm3 BOAbI.

11.4.2. NoarotoBKa K aHanmsy

11.4.2.1. NepeBog, KATUOHMUTOBOM cMObl B H-popmy

KaTuoHuTOBYIO CMOAY (KAaTMOHWUT) NpocemnBatoT Yepes cuTo ¢ oTeepcTuamm 0,2 mm. Ppakumto 6onee 0,2
MM 3aMaymBatoT Ha 6 - 8 4 B BOAE, MOMELLAIOT B BOPOHKY, B HUXKHEM YaCTU KOTOPOMN HaxoamMTCsA CTEKNAHHAnA
BaTa, M NPOMbIBatOT 3 - 4 pasa Ten/ibiM PacTBOPOM COIAHOMN KMCAOTbI. M36bITOK KUCAOTbI OTMbIBAOT BOAOM
[0 UCYE3HOBEHMA KUCAON peaKkumMm NPOMbIBHbIX BOZ (Mpoba WMHOMKATOPOM METMNOBbIM OPaHXKEBbLIM).
BnaKHbIi KAaTMOHUT B H-bopme XpaHAT B CTeKNSAHHOM BaHKe ¢ NpobKoW.

11.4.2.2. 3apsaaKa MIOHOOOMEHHOM KOJIOHKK

B HUWXKHEN 4YacTu KOMOHKKM (4epT. 1) nomeLlLaroT CTEKNAHHYIO BaTy, Ha KOTOPYK BMeCTe C BOAOW
nepeHocAT HEGONbLLUMMU NOPLUUAMU CMOJY, M3berasa obpas3oBaHUA MeXAY 3epHaMM KaTUOHUTA BO3AYLLIHbIX
ny3bipeit. KoNIOHKY 3anoNHAKT KaTMOHUTOM Ha 0,5 CM HUKe YPOBHSA BbIXOAHOIO 0TBEpCTUA BOKOBOW TPYBKN.

3apazKa MOHOOOMEHHOM KOIOHKHU
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1 - aHanM3Mpyembili pacTBop; 2 - KATUOHUTOBAA CMO/a;
3 - cTek/AHHas BaTa

Yept. 1

B cnyyae oTcyTCTBMA KONOHKM O0MNyCKaeTca NpUMeHATb 06bluHyto 6opeTky ob6bemom 50 cm3 wan
AennTesibHyto BOPOoHKY 06bemom 100 - 150 cm3, HO Npu 3TOM HEOBXOANMMO CAeAUTb 33 TEM, YTOObI YPOBEHb
XKUAKOCTM BCceraa bl BbllLe CI0A KaTUOHUTA.

Mocne 4 - 6 onpeAeneHUn UANM NO OKOHYaHWM paboyero AHA KaTUOHUT pereHepupyroT PacTBOPOM
CONAHOM K1cnoTbl no n. 11.4.2.1 (B KosioHKe).

[ns BbIACHEHWA BO3MOMKHOCTU NPOAOIKEHMA UCMOb30BaHMA KONOHKN Be3 pereHepaLMm KaTUOHUTA
NpPOBOAAT UCMbITaHWE NPOMYLWEHHOro Yepe3 KONOHKY aHanu3Mpyemoro pacTBopa Ha NPUCYTCTBME MOHOB
Kanbuma. [na 3Toro K pactBopy nocne onpegeneHua okcuaa cepbl (VI) gobasnsaior 5 - 6 cm3
LLLABEN1EBOKMNC/IOFO0 aMMOHMA WAN LLABENEBOM KMCAOTbI M PacTBOpa aMMMaKa A0 HEUTPANbHOM peakLumm no



YHUBEPCANbHON WHAMKATOPHOM Gymare. PactBop HarpesatoT. Ecim pacTBOp OCTaeTcA NpO3payHbiM, TO
KONOHKOM MOXHO MpPOAO0/IKaTb MO/b30BaTbCA. [NOMyTHeHWe pacTBOpa YKasbiBaeT Ha HeobxoAuMOCTb
HemeaNeHHOM pereHepauum KaTMOHMUTA M NOBTOPEHNA aHaAU3a.

[na pereHepaumm KaTMOHWUTA, CMELLAHHOTO € uemeHTom no n. 11.4.3, ero npeaBapuTesibHO OTMbIBAIOT
OT LLeMeHTa BOAOM Ha cuTe € pasmepom oTeepcTuin 0,2 mm.

11.4.2.3. YcTaHOBKa TMTpa pacTBopa rmAapoKcuaa HaTpus no okeuay cepsbi (VI)

TUTp yCTaHaBAMBAIOT MO PACTBOPY CONSHOM WU CEPHOMN KUCNOT. 5 3TOro B TPU Ko1Bbl 0TOMPAtOT Nno
20 cm3 pactBOpa KUCNOTbI, TUTPYIOT PacTBOPOM rUAPOKCMAA HATPUA MO METUI0BOMY OPaHKeBOMY
(MHAMKaATOpP) A0 NEepexona OKPACKM U3 KPACHOW B XKeNTyto.

TuTp pacTBopa rMApPoKcMaa HaTpuA (7;,03 ) B FPamMmax paccymTbiBatoT no popmyne

20x 0,004
o =T

cp

,(39)

roe 20 - o6bem pacTBopa CONIAHOM UM CEPHOMN KMUC/IOTbI, B3ATbIN AN1A onpeaeneHms, cm3;
0,004 - macca okcuaa cepbl (VI), cootBeTcTBytowas 1 cm3 pacTBopa CO/IAHOM UK CEPHOM KUCAOTHI, T;

ch - cpeaHee apudmeTmyeckoe 3HadeHMe obbema pacTBopa rMApPoKCcMAa HaTpus, nolleauero Ha

TUTPOBaHME, CM3.

11.4.3. NpoBegeHne aHanmsa

HaBecky npobbl uemeHTa maccoit 0,5 r momewLatoT B CyxOM CTaKaH BmecTumocTbio 150 cm3 u
[06aBnAloT Npy noMmewmnsaHmm 25 cm3 Bogbl. Noy4EeHHYIO CyCneH3nto nepemeLllnsatoT B TeyeHne 10 MuH,
He J0MycKasa CxBaTbiBaHMA LeMeHTa.

Mpy HaAMYMK B LLEMEHTE TPYAHOPACTBOPUMbIX Popm cyabdaTa Kanbums K cycneHsmm gobasnatot 3 1
KaTnoHuTa B H-dopme, 3aTem 25 cm3 BOAbI M TaKKe nepemelunsatot 10 MuH.

PacTBOpy, NOAYy4EHHOMY B TOM WAW MHOM C/lyYae, Aal0T OTCTOATLCA 4O NPOCBETAEHMA N GUABTPYIOT
yepes HenAOTHbIN GUALTP.

Mpn HanuMunMm B UEMeHTe TpyaHopacTBOpMMbIX ¢opm cynbdaTa KanbUMsa BO3IMOXKHO TaK¥Ke
npeaBaputenbHo obpabaTtbiBaTb HaBecky uemeHTa 20 cm3 pacTBopa FMAPOKCMAA Kanua, Harpetb A0
KMMNEHUA, NPOKUNATUTb 5 MUH U HEMeaIeHHO oTOUNBLTPOBATbL Yepe3 GUAbTP "KpacHasa neHTa".

HepacTBOpUMbIM OCTaTOK NPOMbIBAOT PacTBOPOM BOPHOM KMCNOTbI, @ B c/lyd4ae 06paboTKM HaBeCcKu
rTMAPOKCMAOM Kanusa - Bogon. MNMpombiBKY nNpoun3BoanT 3 - 4 pas3a AeKaHTauuel B cTakaHe u 4 - 5 pas Ha
dunbTpe.

Yepes KONOHKY C KaTUOHWUTOM MPOMYCKAOT NOPLMAMM NOSYYEHHbIMA PacTBOP. dat0aT cobupaioT B
NoACTaB/eHHYIO K OTBOAHOMN TpybKe KOHMYecKyto Konby BmectumocTbio 250 - 500 cm3. CKOpOoCTb ero Bbixoaa
AONMKHA 6bITb 0KONO 4 CM3/MUH.

Mocne 3TOro KaTMOHWUT MPOMbIBAIOT BOAOM [0 WMCYE3HOBEHUA KWUCNOM peakumm No MHAUKATOpY
METMNIOBOMY OpPaHKeBOMY. [losly4eHHbI Mocne KaTMOHHOro obmeHa 3/10aT C NPOMbIBHbIMM BOAAMM
TUTPYHOT PACTBOPOM MMAPOKCUAA HAaTPUA NO MHAMKATOPY METUIOBOMY OpPaHXKEBOMY.

MpumeyaHue. PereHepaumnto KONOHKM Npu 06paboTke HAaBECKU TMOPOKCUAOM Kanus NPoBOAAT nocne
Ka*KAoro onpegeneHus.

11.4.4. O6paboTKa pesynbTaToB

MaccoByto A0NH0 OKCUAaA Cepbl (Xso3) B MPOLEHTaxX BbIYUCAAIOT No popmyne

3

VxT,, x100
Xgo, ==, (40)
m

rae V- obbem pacTBoOpa rmapoKkcnaa HaTpuAa, I'IOLUG,CI,LUM% Ha TUTPOBAHUE 3/110aTa, cm3;
m - MmacCa HaBeCKuU I'Ip06bl, r.

12. ONPEAENEHUNE OKCMAOOB KAIMA N HATPUA



12.1. OwmnbKa NOBTOPAEMOCTM U PACXOMKAEHME MeXAYy pe3ynbTaTaMu NapaniesibHbiX onpeaeneHni
He A0/KHbI NpeBbilWaTb 3HAa4YEHWM, YKa3aHHbIX B Tabn. 10 n 11.

Tabnunua 10
MaccoBasda noJisa S R
OKCHMIOa Ha’I‘pMH IT max
oo 1,0 BkJIOU. +/- 0,04 0,06
Ce. 1,0 mo 5,0 " +/- 0,10 0,15
" 5,0 " 15,0 " +/- 0,30 0,45
Tabanuya 11
MaccoBasa nmoJssa S R
OKCHIOa KaJns I max
IOo 1,0 BxJOU. +/- 0,06 0,08
Ce. 1,0 mo 5,0 " +/- 0,15 0,20
" 5,0 " 15,0 " +/- 0,35 0,50

12.2. NnameHHO-POTOMETPUUECKUA METOL,

MeTop, ocHOBaH Ha GOTOMETPUYECKOM U3MEPEHUU UHTEHCUBHOCTU U3/TYYEHUSA PE3OHAHCHbIX JMHWUIA
anemeHTOB, 06Pa3yOLLMXCA B NJIaMEHM CMECH ra3-BO34YyX NPU BBEAEHMM B HEFO aHA/IM3NPYEMBbIX PAaCTBOPOB.

Mpumeyanua. 1. MpucyTcTBME B PacTBOPE OKCUAOB ANOMUHUA, Kefe3a U MarHua He BAMAET Ha
onpeaeneHue.

2. Ona ycTpaHeHWA MeLaloLero BAMAHWA KalbUMA NPUMEHAIOT ONTUYECKYID KOMMEHCALMIO 3TUX
nomex. Mpu oTcyTCTBMM B Npnbope ONTUYECKO KOMMNEHCALLMM NPOBOAAT NEPEBOA, KaibLUA B TPyAHONETYYEE
n manoamccoummpyemoe coeguMHeHne, BBOAA B aHanu3Mpyemblit pactsop docdaTtbl, nam (ana npnbopos,
paboTaloWmMX Ha aLeTUIEeHe) YUNTLIBAIOT U KOMNEHCUPYIOT 3TO BAWAHWE, UCMO/b3YA PACcTBOP X/JI0PUCTOrO
Kafbums.

12.2.1. CpeactBa aHanusa

Becbl nabopaTopHble 0bLwero HasHavyeHus.

CywunnbHbIN WKad.

doTomeTp nIaMeHHbIM, paboTatowmini Ha NponaH-byTaHe UK aueTueHe.

Kucnota ¢Topucro-sogopoaHan no FOCT 10484.

Kncnota cepHana no NOCT 4204.

Kncnota conaHaa no NOCT 3118 u pacteop 1:3.

AmmoHuna ¢Topua no NOCT 4518.

AMMOHMI pocHOpPHOKUCABIN 0gHO3amelLeHHbI no TOCT 3771.

KanbLuii XNOPUCTbIN 2-BOAHbIN, PacTBOP MacCOBOM KOHLUEeHTpauuen 2 r/cm3.

Kannit xnopuctbiii no FTOCT 4234, aBaKabl NePeKPUCTaNIM30BAHHbIN U BbICYLLEHHbI A0 NOCTOAHHOM
maccbl npu TemnepaType (110 +/- 5) °C, uam ctaHAapT-TUTP.

HaTpuit xnopuctbivi no FOCT 4233, aBakAabl NepeKkpUCTanIin3oBaHHbIN U BbICYLLIEHHbIN 40 NOCTOAHHOM
maccbl npu TemnepaType (110 +/- 5) °C, uam ctaHAapT-TUTP.

AMMOHMI a30THOKMCABIN no TOCT 22867.

Nntnid yrnekucnbit no TY 6-09-3728, BbicylweHHbIN Npy TemnepaType 150 - 170 °C.

Nntna metabopat 2-BogHbin no TY 6-09-4756.

Kucnota 6opHas no FOCT 9656.

Cmecb ona cnnaBieHus: cmelnsatoT 9 yacTtelt metabopaTta IMTUA C OLHOM YaCTbHO YIIEKMCAOIO IUTUA
M BbICYLUMBAIOT B CYLIMIbHOM WKady npu Temnepatype 150 - 200 °C B TeyeHne 1 4, 3aTem pacTupatoT B
dapdopoBoOIt CTyNKe N CMELINBAIOT C OAHOM YAaCTblO OKUCAUTENS - aMMOHMA a30THOKMUCAOTO. Mpu OTCYTCTBUMU
meTabopaTa IMTUA NPUMEHAIOT CMECb, MPUFOTOB/IEHHYIO CMELUMBAHMEM YETbIPEX YACTEN INTUA YIIEKUCIOFO



N WecTu Yactei BOPHOI KMCNOTbI, KOTOPYIO cylaT B TeyeHue 3 4 npu Temnepatype 160 - 200 °C, nobasnas
noc/ie BbICYLWMBAHWUA OAHY YacTb a30THOKUCIOFO aMMOHMUA. CMecb XpaHAT B NOJINMITUIEHOBON Nocyae.

12.2.2. lNoarotoBKa K aHanmsy

12.2.2.1. NpurotoBneHmne CTaHAAPTHOrO pPacTBopa

CTaHAapTHbIM PacTBOP FOTOBAT M3 CTaHAAPT-TUTPA UM KPUCTaNIMYECKUX XIOPUCTOFO KaNna U HaTpumA.

Mpn Mcnonb30BaHUM CTAaHOAPT-TUTPA FOTOBAT UCXOAHble BOAHblE PACTBOPbI X/IOPUCTOrO Kanua u
HaTPUA MONAPHOW KOHLEHTpaumel BelecTea-akeueaneHTa 0,1 mons/am3 (0,1 H). Janee B mepHyto Konby
BMecTUMoCTbio 1 gm3 oTbupatoT cooTBeTcTBeHHO 80,7 cM3 pacTBopa Xxaopuctoro Hatpma m 53,1 cm3
pacTBOpa X/I0PUCTOrO KauA, LOBOAAT A0 METKM BOAOW M NepemeLlnBatoT.

Mpn NCNoNb30BaHUM KPUCTANINYECKUX XNOPUCTOro HaTpma n Kanua 0,4713 r XxN10puUCTOro HaTpuAa u
0,3959 r x10pMCTOro Kanma pacTBOPAIOT B BOAE, KOIMYECTBEHHO NEPEHOCAT B MEPHYIO KONOY BMECTUMOCTbIO
1 aMm3, [,ONMBAIOT 4O METKU BOSON M NEPEMELLMBALOT.

B 06oumx cnyyasx maccoBas KOHLLEHTPALLMA OKCMAA KanA U OKCUAA HaTpmA B CTaHAAPTHOM PacTBoOpe -
no 0,25 mr/cm3.

12.2.2.2. NpurotoBneHune rpagympoBOYHbIX PacTBOPOB

B cemb mepHbIXx Konb BmecTMmocTblo 250 cmM3 OTMEepuBalOT a/JIMKBOTHblE 4acTM CTAaHAAPTHOrO
pacTBopa, 06beM KOTOpbIX YKa3aH B Taba. 12.

Tabnunua 12
ANMMKBOTHAasa 4YacThb KoHueHTpaumsa [oJy4daeMoro
CTaHOAPTHOT'O pacTeopa, cM3 TPagyMpOBOUYHOTO pacTeopa, Mr/mM3

100 100

80 80

40 40

20 20

10 10

8 8

4 4

lpagyMpoBOYHblE PacTBOPbI KOHUeHTpaumnen 1 n 2 mr/am3 rotosaT oTbupas B ABe mepHble Ko/bbl
BMecTMmocCTbio 1 am3 cooTseTcTBeHHO 12,5 1 25 cm3 pacteopa KoHueHTpaumeit 80 mr/am3.

B 3aBMcMMOCTM OT cnocoba pasnoKeHMa HaBeCKN aHan3npyemoin npobbl B KaxKAblii rpaayMpoBOYHbIf
pactBop AobaBaAoT:

no 2 cm3 CONAHOM KUC/IOTbI NPU Pa3NoKeHUN HaBECKM NNAaBUKOBOM U CEPHOMN Kncaotamu (n. 12.2.3.1);

no 1 r cmecu ana cnaasneHna n no 50 cm3 pacTBopa CONAHOM KUCAOTbI MPU PA3NOKEHUN HaBECKU
cnnasneHmnem (n. 12.2.3.2).

B cnyyae oTtcyTcTBMA Yy nNaameHHoro ¢GboTomMeTpa ONTMYECKOM KOMMNEHCauuMm NomMex OT U3/yYeHus
KanbLMa U NPUMEHEHUM NponaH-byTaHOBOro NAameHn AOMNOAHUTEIbHO B pacTBopbl BBOAAT no 0,5 r conu
ofHO3amelweHHOro  GocHOPHOKMUCAOIO  aMMOHMA. 3aTemM  [O/MBAOT  BCe  KoBbl [0  MEeTKu
ANCTUNNMPOBAHHON BOAOM M NEpPeMELLIMBALOT.

12.2.3. NpoBegeHne aHanmsa

12.2.3.1. PasnoxeHne npobbl cMecbto CEPHOM U NNABUKOBOM KUCNOT

HaBecky npobbl maccon 0,5 r cmaumsatoT B NNATUHOBOM TUIE WM YalLKe HECKOJIbKMMMU Kanaamu
BOAbl, NpMbaBaAT okono 10 Kanenb cepHon KucnoTbl, 10 - 12 cm3 NNaBUKOBOM KMCAOTbI (MpY OTCYTCTBUM
NJaBMKOBOW KUCAOTbl MOXKHO 6patb 0,3 I ¢TOopMaa ammoHus). OCTOPOXKHO MepemelnBan CoaepsKumoe
TUFNA UAW YaLWKM NATUHOBbIM LUNATeNeM, MePEeHOCAT TUTre/lb MM YaLlKy Ha HEPACKAIEHHYO NecyaHyto 6aHto
N OTFOHAT GTOpPMA KpeMHUA U n3bbIToK GTOPUCTOro BOLOPOAa A0 NOABAEHMA OenblX NapoB CEePHOro
aHrMApMAaa, 3aTeM NepPeHOCAT TUreNlb UM YaLlKy Ha Bonee ropsyee MecTo M HarpeealoT 40 NPeKpaLLeHUn
BblgeNeHNAa cepHOro aHrmapmaa. K cyxomy octatky A06asnsatoT 2 cM3 CONAHON KUCAOTbl U TLLATeNbHO
obpabaTbiBalOT ropavelt BoAOW B TUINe WAW 4YallKe, pa3faBauBaa LiNaTesem BCe KOMOYKM. PactBop
dUNbLTPYIOT Yepes NAOTHbIN PUNLTP B MepHY0 Konby BmectumocTbio 500 cm3, npombiBas ropsayeit Bogomn
OCTaTOK B YallKe M Ha ¢punbtpe 10 - 12 pas.

Mpw OTCYTCTBUM Y NAAMEHHOTO GOTOMETPA ONTUYECKON KOMMEHCALMN NOMEX OT U3TYYEHUA KaNbLusA
M NPUMEHEHUM NponaH-byTaHOBOro naameHn B Konby pobasnstotr 0,5 r conm ofHO3aMELLEHHOro
$ochHOpPHOKMCNOro amMoHUA. PacTBOP OX1ax4at0T, AOMBAKOT A0 METKM BOAOM, TWATENbHO NepemMeLLMBatoT.



12.2.3.2. Pa3norkeHne npobbl WEenoYHbIM Cr/1aB/ieHUEM

HaBecky npobbl maccoi 0,5 r nomelLatoT B NAAaTUHOBbLIM TUreb, TWATE/NIbHO nNepemewnBatoTr ¢ 1 1
CMecu gNA CNNaBAEeHMA N CNNaBAAIOT B mydenbHoM neun npm TemnepaType 900 - 950 °C B TeyeHue 5 - 7 MUH.
MnaB oxnaxpatoT u pacteopAloT B 50 cm3 pacTBopa CONAHON KUCNOTbI C UCMOJIb30OBAHMEM MArHUTHOWM
MeLanKn ¢ nogorpesom B TeveHume 20 - 25 MuH.

PacTBOp MepeHOCAT KO/AIMYECTBEHHO B MepPHYy0 Konby BmectumocTblo 500 cm3, pobasnsaioT npwu
Heobxogmmoctu (cm. n. 12.2.3.1) 0,5 r conn ogHo3amel,eHHOro pochOPHOKMCIOrO aMMOHMSA, OXNAXKAAIOT
[0 KOMHaTHOM TemnepaTypbl, AOMBAIOT 4,0 METKM BOAOM U NepemMeLlnBaltoT.

12.2.3.3. doTomeTpMpoBaHME PACTBOPOB

B cTakaHbl BMecTMmOCTblo 25 - 50 cm3 OT/AMBalOT rpafyMpoBOYHbIE PACTBOPbLI U aHANU3UPYEMDbIA
pacTBop (nonyyeHHbi no n. 12.2.3.1 nam 12.2.3.2) 1 npoBogAT ux GoTOMETPUPOBAHNE B COOTBETCTBUM C
WHCTPYKLMEN, npunaraemoin K npubopy, namepas MHTEHCUBHOCTb U3NYYEHUA IMHUU HATPUA NPU AAUHE
BO/IHbI 590 HM U ANHUK Kanusa npu 770 HM, Mcnonb3ya uHTepdepeHLMOoHHble GUabTpbl. Bce namepeHusa
NOBTOPAIOT HE MEHee ABYX Pas.

Mo nonyyeHHbIM pesynbTaTam OMpPeLeneHuit CTPOAT rPagyMpoBOYHbIE FPadMKM B KOOpAMHATax
"MHTEHCMBHOCTb MU3Ny4YeHUsA HaTpuA (Kanus) - KOHULEHTPaUMUA 3/1eMeHTa B rpadyMpOBOYHbIX PacTBOpax B
MUAIUTPAMMaxX Ha Kybudyecknit geummetp", Mo KOTOPbIM OMNpeaesAaloT KOHLUEHTPALUWUIO 3/IEMEHTOB B
aHanuM3Mpyemom pacteope, GOTOMETPUPOBAHME  KOTOPOFO  OCYLLECTBAAETCA OAHOBPEMEHHO €
rpagyvpoBOYHbIMU.

lpaayMpoBOUHble rpadUKM CTPOAT AN1A KaXKA0M cepumn onpeaeneHuin.

12.2.3.4. NposegeHne aHann3a Npu onpegesieHnn BOSOPACTBOPUMBIX OKCUA0B KAanna N HaTpmA

HaBsecky npobbl maccon 1,0 r nomew,aroT B cTakaH Bmectumoctbio 150 - 200 cm3, Kyaa npu
HenpepbIBHOM NomelumBaHuu BansatoT 100 cm3 ropsyeii (80 - 90 °C) Boabl, U NnepemMeLlnBaloT Ha MarHUTHOWM
MeLLasIKe C NoAOorpeBom B TedeHne 15 MUH. 3aTem pacTtBop GUALTPYIOT B MEPHYIO KONBY BMECTUMOCTbIO 250
CM3, 0cafoK Ha ¢unbTpe npombiBatoT 50 cm3 xonogHoi Boabl, K duabTpaTy AobasastoT 6 cm3 pacTBopa
CONAHOWM KUCNOTbl U Npu HeobxogmumocTn (cm. n. 12.2.2.2) 0,5 r ogHo3amelleHHoro ¢pocdopHoKMcaoro
aMMOHuA. PoTomeTpmpoBaHMe ocyLlecTeaatoT no n. 12.2.3.3.

12.2.4. O6paboTKa pesynbTaToB

MaccoByto 400 oKcuaa HaTpua (Kanua) (XNaZO(KZO)) B MPOLEHTAX BbIYNCAAIOT N0 popmyie
m, -V -100

X = , (41
Ne0(20) = 710001000 Y

roe M, - macca onpeaesaemoro 3N1emeHTa, HaldeHHana no rpaduky, mr/om3;
1

V - 06wnin 06beM aHaNM3NPYEMOro PacTBopa, CM3;
m - Macca HaBeCcKu Npobl, T.

13. ONPEAENEHNE CBOBOAHOTO OKCUAA KA/TbUKA

13.1. OwmnbKa NOBTOPAEMOCTM U PACXONKOEHUE MEXAY Pe3ynbTaTaMu MapannesbHbIX onpeseneHui
He AO0/IXKHbI NPEeBbIWaTb 3HAYEHUM, YKa3aHHbIX B Tabs. 13.

Tabanuya 13

o

MaccoBasa nmoJssa S R
CBODOIOHOTO OKCHIa I max
KaJbLUsa
IOo 1,0 BxIIOU. +/- 0,04 0,06
Ce. 1,0 mo 2,0 " +/- 0,07 0,10
" 2,0 " 10,0 " +/- 0,30 0,40
" 10,0 " 25,0 " +/- 0,45 0,60

13.2. 3TUNEeHOoBO-IANLEPaTHbIN METOZ,



MeToa, OCHOBaH Ha 3KCTpParMpoBaHMM CBOBOAHOIO OKCMAA Ka/ibLMA M3 CBEXEPACTepPTOro NOpoLlKa
aHaM3Mpyemon npobbl 3TaHOA-TIMLEPUHOBLIM WU 3TaHON-3TUIEHI/IMKO/IEBbIM pacTBopamu (panee -
pacTBOpuUTENsIMKM) C MOCAeAyoWMM TUTpPOBaHMEM o6pasoBaBlIErocs ravuepaTa MAW STUNEHTIUKOAATA
Kanbuma 6e3BOAHbIM 3TAHONOBbIM PAcTBOPOM OEH30MHOW KWUCNOTbl B MPUCYTCTBUM WHAMKATOpPA
deHonPpTanemnHa.

13.2.1. CpeactBa aHanusa

Becbl nabopaTopHble 06Lero HazHaYeHus.

Meyb mydenbHas.

CywnnbHbIN WKaod.

XonoannbHuk Ninbumxa.

XonoannbHUK 06paTHBLIN.

CnupTtomertp.

Okcmpg Kanbuma no NOCT 8677.

Yrnekucnbiii Kanbuuii no NOCT 4530.

CBeXKeobOXKKEHHDIN OKCUA, KaNbLMA: OKCUA, KanbLMA WAW YIAEKUCAbIA KanbUMMA NPOKaAuBaloT B
mydenibHOM neuyn He meHee 4 4 npu Temnepatype He meHee 950 °C; 060XKKEHHbIN NPOAYKT OXNaXKAAI0T B
3KCUKaTope U HEMEAIEHHO UCNO/b3YIOT A4 06e3BOXKMBaHMA cnupTa no n. 13.2.2.1.

CnnpT 3TUNOBbLIN PeKTUDUKOBAHHbIN TexHUYecknin no FOCT 18300.

Hatpua rugpokcuna no FOCT 4328, cnnpToBbIi pacTBoOp MOMAPHOW KoHUeHTpauwmel 0,1 moab/am3 (0,1
M).

FmuepuH no NOCT 6259 nan atunenrankons no NOCT 10164.

BeH3oitHaa Kucnota no FOCT 10521, cnmpToBbI pacTBOP MOSIAPHOW KOHUeHTpaumen 0,1 monb/am3:
12,3 r o6e3BOKeHHOM HEH30MHOM KMCAOTbI pacTBOpAtoT B 1 AM3 abCONOTHOIO 3TUIOBOIO CNMpTa.

bapwuit xnopuctbiit no FOCT 4108.

NHauKkaTop deHondTanenH.

Tpy6Ka xnopKanbLmesas.

MN3BecTb HaTpOHHasA.

CTeKknsHHble BYCMHKU: cTeKNo B dopme BYCMHOK MAM OTMbITbIN U 3aTeM MPOKa/NEHHbIM KBAPLLEBbI
Nnecok.

13.2.2. NoAarotoBKa K aHanmsy

13.2.2.1. Obe3BOKMBaAHNE peareHToB

ABCO/IIOTHBIN CINPT FOTOBSAT C/ieAyoWmMmM 0bpa3om:

B KPYrNOA0HHYIO KON6Y BMECTUMOCTbIO 2/3 AM3 HACbINaoT 40 NMONOBUHbI CBEXEOBOMKEHHbIN OKCUA,
KanbuUMA 1 3aAMBAIOT Ha 2/3 Koi6bl 3TUI0BLIM CTMPTOM.

CnupT HAaCcTaMBalOT Hag OKCUAOM KanbLMA B Te4eHne 2 - 3 cyT, Npu 3TOM Konba NAOTHO 3aKpbiBaeTcA
pPe3snHOBOM MPOBKOM C XNOpKaabuMeBOW TPybkol. o ucTeYeHMM 3TOro BpeMeHU KoJiIby coeauHsIoT
repmMeTMyYHO C 06PATHbIM XONOAMUABHUKOM, CTaBAT HA KUMALLYIO BOAAHYIO BAHIO U KUNATAT COAEPHKMMOE B
TeyeHne 5 - 6 4. BoasaHyto GaHO HarpeBaloT 3/EKTPOMIMTKOM C 3aKpbITOM cnupasnbio Bo M3berkaHue
BOCN/1IaMEeHEHUA NApOB CAMPTA.

Mo OKOHYaAHMWM KUMAYEHUA CHUMAIOT OOpPaTHbIM XONOAM/IBHUK W 3aKpbiBaloT KOOy pesnHoBOM
npobKol, B LEeHTpa/sibHOe OTBEPCTUE KOTOPOWM BCTAaBAAIOT WM30THYTYyHO TPybKy. MpucoeamnHaoT Konby K
XONOAUNbHUKY JInbuxa, Ha BbIXOAE KOTOPOro AO/KeH OblTb afOHXK, COeAMHEHHbIM C CyXol Konboit
BMeCTMMOCTbo 1 Am3 Yyepes3 pe3nHOBY NPOOKY C ABYMA OTBEPCTUAMU. Bo BTOpoe OTBEpPCTME BCTABAAIOT
XNOpKanbLMeByto TpybKy. Bce coeanHeHMA JOMKHbI ObITb CTPOro repmMeTUYHbIMKU BO M3OeXKaHWe noTepb
cnupTa B atmocdepy.

MepBbimu 15 - 20 cm3 neperHaHHOro cnMpTa CNOMACKMBAIOT NPUEMHMK; NOCAEAHIO NOPLUUIO OTFOHA
0KoJ10 20 cM3 He NPUMEHAIOT A/1A MPUTOTOBIEHMUA TUTPOBAHHbIX PACTBOPOB.

MonyyeHHbI 6e3BOAHBIN CNUPT OXNaKAAT A0 TemnepaTtypbl 20 °C 1 NPOBEPAIOT €ro KOHLLEHTPALMIO
cnupTomeTpom no FOCT 3639. Ecim cnnpTa oKkaxkeTca meHee 99,8%, To ero BTOPUYHO HAaCTaMBaloT Hag, HOBOM
nopumel ceerkeoboKKEHHOTO OKCUAA KabLMA N OTFOHAIOT.

MonyyeHHbIN 6€3BOAHbIV CINPT XPAHAT B FTEPMETUYHO 3aKPbITbIX BYTbINAX.

Be3BogHbIN rMNLEPUH FTOTOBAT Caeayowmm obpasom:

B YKAaPOCTOMKMIN cTakaH BMmecTumocTbio 300 cm3 HanmsatoT 250 - 300 cm3 rAnLEPUHA M HArpeBatoT B
TeyeHne 3 4 npu TemnepaType 160 - 170 °C. TemnepaTypy NPOBEPAIOT TEPMOMETPOM, OMYLLEHHbIM B
rANLEPUH.

0O6e3BOKEHHbIV 1 OX/TAXKAEHHbIN FNLEPUH NEPENMBAIOT B CYXYyt0 KOnby BmecTumocTbto 250 - 300 cm3



N repMeTUYHO 3aKpbIBAlOT PE3NUHOBOM NPOOKON.

Be3BogHyto 6eH30MHYI0 KUCNOTY NOMYYatoT BbICYLIMBAHUEM A0 NOCTOAHHOM MacCbl B TEYEHUE CYTOK B
3KCUKaTope Hafd CEPHOMN KUCIOTON.

Be3BoAHbIM X10PUCTbI BapWii rOTOBAT BbICYLUMBAHUEM B CYLUMIbHOM LWKady npu TemnepaTtype 130 °C.

13.2.2.2. [purotoBneHmne pactsoputenemn

3TaHON-TNLEPUHOBBIM PAaCcCTBOPUTENb FOTOBAT CAEAYIOWMM 0bpasom:

B 200 cm3 6e3BoAHOrO rNMLEPMHA, HArPeToro B KOHMYECKon Konbe Ao Temnepatypbl 100 - 125 °C,
pacteopstoT 15 r 6e3soaHoro xnopucroro 6apus. Pacteop oxnaxaatoT u npubasnaot 1 am3 6e3BoaHOro
cnupta n 0,1 r uHgukatopa deHondtanenHa. MonyyeHHbIN pacTBOpUTENb HEWTpanusyoT, npubasnas
Kanasmu cCnMpTOBble PacTBOPbI MMAPOKCMAA HAaTpuA U BeH30MHOM KucnoTbl, Aobusasck 6a1eaHO-po30BOM
OKpacKu.

ITUNEHTINKONEBBIN PACTBOPUTENb FOTOBAT, NPUMEHAA BMeCTO 6e3BOAHOrO ranuepuHa 6e3BoaHbIN
STUNEHT/INKOb.

13.2.2.3. YcTaHOBKa TUTpa pacTBopa 6&H30MHOM KUCAOTbI MO OKCUMAY KanbLins

HaBecKy oKkcuaa KanbLma UK YIAEKUCIOro Kanbuns maccor 0,2 r npoKannBatoT 4,0 NOCTOAHHOM Macchbl
B TeyeHue 2 - 3 4 npu Temnepartype 950 - 1000 °C B naTMHOBOM TUrE. [MoNyYEHHDbIN OKCKMA, PacTUpatoT U
BHOBb MPOKanMBaloT He meHee 30 MUH MpPKU TOWN XKe TemnepaType, 3aTeM OXNAXKAAIOT B IKCMKATOpe Haz
HaTPOHHOM M3BECTbIO.

B Tpu cyxme KpyrnoaoHHbIE€ UM KOHUYECKME KONObl BMECTUMOCTbIO 150 cm3 nomeLLatoT CTeKAsIHHbIe
6ycnHKK, HanmeatT 30 - 40 cm3 pacTBOpUTENA, ObICTPO BHOCAT OTBELUEHHYIO B 3aKPbITOM OlOKCE HaBeCKy
CBEMKENPUroTOBAEHHOIO oKcnaa Kanbumsa maccon 0,03 - 0,04 r, sHepruyHo B36aNTbIBAIOT U FrEPMETUYHO
NPUCOEaNHAIOT K 06PaTHOMY XON0AUNbHUKY.

PacTBOp HarpesatoT A0 KMMNEHMA Ha NecyaHoM baHe U KUNATAT A0 NOABAEHUA NHTEHCUBHOMN PO30BOWA
OKPACKM pacTBopa. 3aTem KONOY OTCOEAMHSIOT OT XON04UbHUKA M TOTYAC e TUTPYIOT ee CoAepKnmoe
pacTBOPOM H6EH30MHOW KMCAOTbl 40 MCYE3HOBEHWUS OKpacku. CHOBa MPUCOEAMHSAIOT KONby K obpaTHomy
XONOAMNBHUKY WU KUNATAT pactsop. KunayeHne u TUTpoBaHMe 4YepenyloT A0 OTCYTCTBMA OKPACKM MNpwU
nocneayowem KmnadyeHnm B tederme 20 - 30 MuH.

TuTtp pactBopa 6eH30MHOM KMCNOTbI (TC ) B rpammax Ha KyBUYECKUI CaHTUMETP BbIYUCAAIOT MO

dopmyne

a0

m
I..= 7 @2

roe m - macca HaBecKu oKcuaa Kanbums, T;

V - 06bem pactBopa 6EH30MHOWN KUCNOTbI, NoWeAWnii Ha TUTPOBAHUE, CM3.

3a 3HayeHWe TUTPA NPUHUMAIOT cpegHee apudMeTMYECKOe HE MeHee TPeX TUTPOBAHMIA.

13.2.3. NpoBegeHne aHanm3a

B 3aBMcMmocTM OT npeanosiaraemoit MaccoBOW f[0AM CBOOOAHOrO OKCMAA KanbUusi HaBECKY
cBexepacteptoit npobbl maccorr 0,1 - 0,5 r NomMewaloT B KOHWUYECKYHD WAW KPYFIOAOHHYK KOnby
BmecTumoctbio 150 cm3 u npubasnstotr 30 - 40 cm3 pactBoputena. Coaepkmmoe Konbbl B36aNTbIBaloT.
Konby npucoeamHAT K obpaTHOMY XonoAuabHUKY M KMnaTat 20 - 30 MMH Ha necyaHol 6GaHe. Mpu
NOAB/MIEHMM PO30BOI OKPACKM pacTBopa Koby OTCOeAMHALOT OT XON0ANABbHMKA U TOTYAC XKe TUTPYIOT FopaAYnit
pacTBOp PacTBOPOM BEH30MHOM KUCNOTbI. KunayeHme u TUTpOBaHMeE YepeaytoT 40 OTCYTCTBMA OKPaCcKu npwm
nocneayowem kmnadeHmun B TedeHme 20 - 30 MKUH, NOCAe Yero TMTPOBaHME CYUTAIOT 3aKOHYEHHbIM.

MpumeyaHus. 1. Mpu maccosol fAone cBO60A4HOIo oKCnAA KanbLma meHee 0,1% HaBeCKy yBenMYMBatOT
no1,0r.

2. Npobbl gns onpeaeneHma cBO6OAHOrO OKCMAA KanbLMaA XPaHAT B 3anapadMHUPOBAHHbLIX EMKOCTSAX.

13.2.4. O6paboTKa pesynbTaToB

Maccosyto gonto CBO6OAHOFO OKCu1Aa Kanbuuna (XC”OcB ) B NMpPOLUEHTaxX BbIYNCNAIOT NO d)opmyne

V-T.  -100
X ooy = % , (43)



rae V - o6bem pactBopa 6eH30MHON KMC0TbI, Nowealen Ha TUTPOBaHME aHa/IM3NPYEMOro PacTBopa,
cMm3;
M - Maccbl HaBeCcKuM Npobebl, T.

14. ONPEAENEHUE OKCUOA MAPTAHLUA (11)

14.1. OwnbKa NOBTOPAEMOCTU U PACXOXKAEHME MEXKAY pe3ynbTaTaMy NapassiesibHbix onpegeneHui
He A0/IXKHbI NPEBbIWATb 3HAaYEHWI, YKa3aHHbIX B Tabn. 14.

Tabnuua 14

o

MaccoBas IOOJIg OKCHuIOa S R
MapIraHLa I max
IOo 0,5 BKJIIOU. +/- 0,04 0,05
ce. 0,5 mo 1,0 " +/- 0,05 0,07
"1,0"™ 2,0" +/- 0,10 0,15
" 2,0" 5,0" +/- 0,20 0,30
" 50" 20,0 " +/- 0,60 0,85

14.2. DOTOKONOPMMETPUYECKUI NEPMAHTAaHATHbI METOZ,

MeTog, OCHOBaH Ha OKWUC/EHMM WMOHOB [ABYXBAJIEHTHONO MapraHua B a30THOKUC/IOW cpeae
HaACEPHOKUCbIM aMMOHWEM 0 GMOEeTOBO-PO30BbIX NEPMaHraHaT-MOHOB B MPUCYTCTBMM MOHOB cepebpa.

14.2.1. Cpeactsa aHanunsa

Becbl nabopaTopHble 0bLero HasHa4YeHus.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMOHHDIN.

Cmecb gna cnnasneHma no n. 6.4.1.

Bopopoaa nepekucb no NOCT 10929 um pacteop 1:10.

Kucnorta asotHasa no FOCT 4461 u pactsopbl 1:4 u monsapHoi KoHueHTpauuen 1 monb/am3 (1 M).

Kucnota optodocdopHana no NOCT 6552.

Cepebpo azoTHoKUcnoe no FOCT 1277, pacTBOp MaccoBOM KOHUEeHTpauuen 2 r/am3.

Kannit mapraHuosokucabiii no FOCT 20490 nan ctaH4apT-TUTP, PAaCcTBOP MONAPHOM KOHLUEHTpaumen
BelllecTBa - aksmBaneHTtHasa 0,1 monb/gm3 (0,1 H).

AMMOHMI HagacepHoKUcAbI (nepcynbdat) no FOCT 20478.

Kucnota ackopbuHoBsasa nuLieBas.

rppoKcMnammnH cepHoKkucablit no FOCT 7298.

14.2.2. MNoAarotoBKa K aHanmsy

14.2.2.1. MNpurotoBneHme CTaHAAPTHbIX PACTBOPOB

[na npurotoBneHuMa CTaHAAPTHOrO pacTBOpa OKcMAa MapraHua (pactsopa A) CTaHZAPT-TUTP
MApPraHU0BOKNCAOrO Kanua pacteopAaT B 1 Am3 Boabl. MaccoBas KOHUEHTpaUMA OKCUAQ MapraHua B
pactsope A - 1,419 mr/cm3.

[Ons npurotosneHma paboyero cTaHAapTHOrO pacTBopa OKcuaa mapraHua (pactsopa b) 14,1 cm3
pactBopa A pa3baBaAlOT B MepHOM Konbe Bmectmmoctbio 200 cm3 40 METKM BOAOW U TULATeNbHO
nepemelunBaloT. MaccoBas KOHLEHTPaLMA OKCuaa mapraHua B pacteope b - 0,1 mr/cm3.

14.2.2.2. MNocTpoeHune rpagynpoBoYHOro rpaduKa

B naTb mepHbIX K016 BMecTumocTbio 100 cm3 NpMAMBalOT COOTBETCTBEHHO 2,5; 5,0; 7,5; 10,0; 15,0 cm3
pactBopa b, uyto cootsetctByeT 0,25; 0,50; 0,75; 1,00; 1,5 mr oKcnaa mapraHua; pasbaBnatoT 40 METKM
PacTBOPOM a30THOW KMCAOTbl KOHUeHTpauuein 1 monb/am3 (1 M), nepemelunsatoT U GOTOMETPUPYIOT
NoNy4eHHble rpagyMpoBOYHbIE PacTBOPbl OTHOCUTENIbHO AUCTUAIMPOBAHHON BOAbI, UCMONAb3YA 3e/1eHbIi
CBETOPUNBLTP € MAKCMMYMOM CBETOMPOMYCKaHMA NpuU gauMHe BOAHbl 530 HM M KIOBETY C TO/LLMHOWN
nornowatouero cset cnofa 10 mm.

Mo nony4yeHHbIM pe3ynbTaTam onpeneneHuint oNTUYECKOM NAOTHOCTM U WM3BECTHOM KOHUEHTpauuu
OKCMZa MapraHua B ¢GOTOMETPUPYEMbIX OBbEMax CTPOAT TPaLYMPOBOYHbLIA rpaduK WMAM COCTaBAAOT
KannmbpoBoUvHOE ypaBHEHMeE.



14.2.3. MpoBeaeHne aHanmsa

HaBecky npo6bbl maccon 0,1 - 0,5 r, B 3aBUCMMOCTM OT npeanosiaraeMoi MacCcoBOM A0AM OKCuAa
MapraHua, cnaasAaoT B TUrAe ¢ 2 T cMecu gna cnaasneHuda. MNnas pacrteopsatoT B 50 cm3 Harpetoro go
Temnepatypbl 50 - 70 °C pactBopa a30THOM KucnoTbl 1:4 B cTakaHe BmecTumocTbio 150 cm3. Turenb
06MbIBAlOT MUHUMANBbHBIM KOJIMYECTBOM BOZAbl M MEPeBOAAT PACTBOP KOJMYECTBEHHO B MEPHYLO KOOy
BmecTumoctbio 100 - 250 cm3.

Bo3moKHO BblaeneHne Bypbix X10nbes okcnaa mapraHua (V). B atom cnyyae cnepyet nobasuTb K
aHanunsmpyemomy pactsopy 1 - 2 KanauM nepekucu BoAopoAa MM KPUCTANIMK acKOPOMHOBOM KUCNOTbI.
3aTem Npo3payHbIf PaCcTBOP AOBOAAT A0 METKM BOAOW M NepemeLlnBatoT.

B mepHyto Konby Bmectumoctbio 100 cm3 oTO6MpaOT aNMKBOTHYH YacTb obbemom 10 - 50 cm3
aHa/M3Mpyemoro pacteopa, npmbasnsatoT 5 cm3 optodochopHoOM KucnoTel, 5 cm3 azoTHOKMCAOro cepebpa, 2
- 3 T HaZACEPHOKUC/IOrO aMMOHMA U HarpeBaloT Konby Ha BoAAHON GaHe [0 YCTaHOBNEHWUS MOCTOAHHOW
WHTEHCMBHOCTM OKPACKM, 3aTEM OX/axKAaloT Kosby, A0BOAAT 4O METKM BOAOM U POTOMETPUPYIOT no M.
14.2.2.2.

14.2.4. O6paboTka pe3y/ibTaToB

Maccy okcuaa maprandua (ll) 8 Muaanrpammax Haxo4aT Mo rpasynmpoBOYHOMY rpaduKy U BbIYUCAAIOT
NCKOMYIO MacCOBYIO A0/1t0 3/iemeHTa no ¢opmyne (7).

HenocpeacTBeHHO  MacCcoBYHO  AOM0  OKCMZA MapraHua B MPOUEHTAX onpeaensAldT Mo
rpafyMpoBoYHOMY rpaduKy, NMOCTPOEHHOMY B KoopAuHaTax "onTMYecKas MAOTHOCTb - MaccoBas A0/A
3fiemMeHTa B npoueHTax", uamM HaxogAaT no KaambpoBOYHOMY ypaBHeHWIO. Mpu OTCTyNAeHUU OT YC/I0BUM
rPaflyupoBKM B 4acTM M3MEHEHWA HABECKM, a/IMKBOTHOM 4YacTU WAW pa3BeLeHMA pacvyeT NpoBOJAT MO
dopmyne (8).

14.3. doToKONOPUMETPUYECKNI GOPMANbAOKCUMHbBIN METOS,

MeTon OCHOBaH Ha 06pa3oBaHMM MOHOM [BYXBAaJNEHTHOIO MapraHua ¢ ¢$GopmMasbAOKCMMOM B
LWEe/IOYHOW Cpesie OKpaLLeHHOro B KpacHO-0ypbIit LBeT popmanbLoKCMMaTa TPEXBANEHTHOTO MapraHLa.

Melwatouiee BAMAHME TPEXBANIEHTHOTO YKeje3a YyCTPaHAIT BOCCTAHOBIEHWEM ero 0 ABYXBaNE€HTHOrO
cocToAHUA. OcTanbHble NPUCYTCTBYIOWME TMAPATbl OKCUA0B MACKUPYIOT TPMITAHONAMUHOM U GTOPUAOM
HaTpwuA. MNpucyTcTBME X10PUAO0B HE MeLLaeT, YTO NMO3BOIAET ONpeaenTb MaCcCoBYIO 4010 OKCUAA MapraHua
(1) n3 conaHoKMcnoro pacteopa, NPUroTOBAEHHOrO No . 6.4.3.

14.3.1. Cpeactsa aHanusa

Becbl nabopaTopHble 06LLero Ha3HaYeHus.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMNOHHbIN.

Kncnota conanaa no NOCT 3118 mn pactsop 1:3.

Ammuak BogHbi no NOCT 3760: 100 cm3 ammmaka pasbasnsaoT Bogon ao 250 cm3.

Kucnota ackopbuHoBas.

HaTpuit cepHucToKMCAbIN Be3soaHbi no FTOCT 195, pacTBOp MONAPHON KOHUeHTpauuen 1 monb/am3.

MmapokcmnamuHa rmgpoxnopug no NOCT 5456.

®dopmanuH TexHmnyeckuit no FOCT 1625 maccoson ponei 40%.

Hatpuin pTopuctbiii no NOCT 4463.

TpuataHonamuH no TY 6-09-2448.

dopmanbaokecum no TY 6-09-07-574, pacTBop mMaccosoi KoHueHTpaumen 20 r/am3: pactsopatoT 4 1
rmgpoxnopuaa ruapokcunamuHa n 5 cm3 pacrsopa ¢opmanmHa 8 250 cm3 Boapl.

Mackupytowmin peareHT (MP): pactBopsatoT 5 r dTopuctoro Hatpusa n 10 cm3 TpuataHonamuHa 8 300
cM3 BOAbI, pacTBop GUAbLTPYIOT 1 pasbasnstoT Bogon 4o 1 am3.

Kannit mapraHuosokucabiii no FOCT 20490 nan ctaH4apT-TUTP, PAaCcTBOP MONAPHOM KOHLUEHTpaumen
BellecTBa-akeusaneHta 0,1 monb/gm3 (0,1 H).

14.3.2. NoAarotoBKa K aHanmsy

14.3.2.1. MNpurotoBneHme CTaHAAPTHbIX PAaCcTBOPOB

CTaHAapTHbIV pacTBOp OKcMAa MapraHua (pacteop A) rotoeaT no n. 14.2.2.1.

[na npurotoBneHua paboyero CTaHAAPTHOrO PacTBOpa OKcMAa mapraHua (pactsopa B) 14,1 cm3
pacTBopa A nomeLLatoT B CTakaH BMecTumocTbio 300 cm3, npmnbasaatoT 200 cMm3 pacTBOpa CONAHON KMCNOTbI
1:3, 3 - 5 Kanenb pacTBopa HaTpuUsA CEPHOKMUCNOro A0 obecuBevyMBaHWs MepmaHraHata Kanua. Pacteop
KMNATAT 40 yAa/eHMA 3amaxa CEPHUCTOro aHrMapuaa, NePeHoCcAT B MepHYto Koiby BmectumocTbio 1 am3,
OXNAXKAAT 40 KOMHATHOM TemnepaTypbl, LOBOAAT BOAOW A0 METKM M nepemewmsatoT. Maccosasn
KOHLIEHTPaLMA OKcMaa mapraHua B pacteope b - 0,02 mr/cm3.

14.3.2.2. MNocTpoeHune rpagynpoBo4YHOro rpadpuKa



B naTb mepHbIX K016 BMecTumocTbio 100 cm3 npuamBatoT cooTBETCTBEHHO 1; 2; 3; 4; 5 cm3 pactBopa
B, uto cootBetcTByeT 0,02; 0,04; 0,06; 0,08; 0,10 mr okcmaa mapraHua; gobasnsoT no 5 cm3 pactBopa
conaHom kmcnotbl, 20 cm3 Bogbl, 5 cm3 MP, 8 cm3 pacTBopa ammmaka, 5 cm3 pactsopa dopmanbaoKCUma,
[OBOAAT COAEPHKMMOE KONb A0 METKM BOAOM, NEpeMELLMBAOT M OCTaBAAOT Ha 30 MUH.

MonyyeHHble rpafynpoBOYHbIe pacTBOpPbl GOTOMETPUPYIOT OTHOCUTENIBHO ANCTUNNMPOBAHHON BOAbI,
NCNONb3yA CUHWUI CBETODUNBTP C MAKCMMYMOM CBETOMNPOMNYCKAHUA NPW ANnHE BOAHbI 420 - 453 HM U KloBeTy
C TONLWMHOM noraowatouiero caet c1oa 20 mm.

Mo nonyyeHHbIM pe3ynbTaTam onpeAeneHUin ONTUYECKOW MNOTHOCTU U MU3BECTHOM KOHLLEHTpALUn
OKCMZa MapraHua B ¢GoTOMeTpUpyemMbix oBbemax CTPOAT rPasyMpoOBOYHbIA rpaduK WMAM COCTaBAAIOT
KannmbpoBoUvHOE ypaBHEHMeE.

14.3.3. NpoBegeHne aHanmsa

N3 consaHOKMcNoro pacTeopa, Noay4eHHOro no n. 6.4.3, oTonpatoT aMKBOTHYHO YacTb 06bemom 25 cm3
M NOMELLAOT B MepHyto Konby smectumoctbto 100 cm3, pgobasnsatotr 25 cm3 Bogbl, 5 cm3 MP, 0,05 r
ACKOpPOMHOBOM KMCNOTbl, 8 cM3 pacTBopa ammMaka M 5 cm3 pactBopa dopmanbgokcuma. JanbHenwme
onepaumun - no n. 14.3.2.2.

14.3.4. O6bpaboTka pe3ynbratos - no n. 14.2.4.

15. ONPEAENEHUNE OKCUOA XPOMA (V1)

15.1. OwmnbKa NOBTOPAEMOCTM U PACXOXKAEHME MeXAY pe3ynbTaTaMu NapaniesibHbiX onpeaeneHni
He AOJ/IKHbI MPeBbIWaTb 3HAYEHWN, YKa3aHHbIX B Tabn. 15.

Tabnunua 15

oo

MaccoBasa IOoJid OKCHuIa S R
xXpoMa I max
oo 0,3 BKJIOU. +/- 0,02 0,03
Cce. 0,3 mo 1,0 " +/- 0,07 0,10
"1,0" 3,0" +/- 0,18 0,25
" 3,0" 8,0" +/- 0,40 0,50

15.2. POTOKONOPUMETPUYECKNI METOS,

MeTon OCHOBaH Ha B3auMmoAaeWhcTBUM audbeHWNKapbasnga ¢ MOHaMK LLUECTUBANIEHTHOrO Xpoma C
06pa3oBaHNEM B KUC/IOM cpefe COEANHEHMA, OKPALLEHHOIO B KPaCHO-GMONETOBbIN LBET.

PeaKuua npoTeKaeT B Te4eHME HECKOIbKUX CEKYHA,

Mewatouiee BANAHME TPEXBANEHTHOIO Kese3a yCTPaHAT NepeBoaoM ero B 6ecuBeTHbI pocdaTHbIN
KOMMNEKC.

15.2.1. Cpeactsa aHanusa

Becbl nabopaTtopHble 0bLEero HasHa4YeHus.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMNOHHDIN.

Kncnota conanaa no NOCT 3118 mn pactsop 1:5.

Kucnota optodocdopHas no NOCT 6552, pactsop 1:2.

CnnpT 3TUNOBbLIN PeKTUDUKOBAHHbIN TexHUYecknin no FOCT 18300.

OundeHunnkapbasmg: 0,25 r audpeHnnkapbasmaa pactesopsatoT npu cnabom HarpesaHum B 100 cm3
pactBopa atunosoro cnupTta 1:1. AudeHnnkapbasma HeCcToek M ero pacteop roToBAT HENocpesCcTBEHHO
nepez onpeneneHnem.

Kanuii asyxpomosokucabin no FOCT 4220, nepeKpuCcTanin30B8aHHbIN U BbICYLLIEHHbIN A0 NOCTOAHHOM
maccbl npu TemnepaType 130 °C.

Cmecb gns cnnasneHuna no n. 6.4.1.

15.2.2. MNoAarotoBKa K aHanusy

15.2.2.1. MNpurotoBneHme CTaHAAPTHOrO pacTBopa

HaBecKky ABYXpPOMOBOKMCNOro Kanuva maccon 0,0484 r pacteopsitoT B 100 cm3 BoAbl; pactsop
NnepeBogAT B MEPHYID KONby BmMecTMmocTbto 250 cm3, pa3baBaAoT A0 METKM BOAOW W TLWATENbHO
nepemeLunBatoT.



ANMKBOTHYIO YacTb 3TOro pactBopa ob6bemom 50 cm3 pa3basnaoT BOAON A0 METKM B MepPHOM Konbe
BMeCTMMOCTbIo 250 cm3. MaccoBas KOHLEHTpaLUma OKCcMaa Xpoma B cTaHgapTHom pacteope - 0,02 mr/cm3.

15.2.2.2. MNocTpoeHune rpaaynpoBoYHOro rpaduKa

B naTb mepHbIx Konb BmecTumocTbio 100 cm3 HanmBatoT cooTBetcTBeHHo 0,4; 0,8; 1,2; 1,6; 2,0 cm3
CTaHAapTHOro pacTeopa, Yto cooTseTcTayeT 0,008; 0,016; 0,024; 0,032; 0,040 r okcnaa xpoma, pasbasnawoT
npumepHo o 70 cm3 Bogol, A06aBnAOT B KarKayto Konby no 1,5 cm3 consHoit Kucnotbl, 4 cm3
opTodoCcHOPHON KUCNOTbI, TWATENBHO NepemeLlnBatoT, 3aTem NpubasaatoT no 1,5 cm3 gudbeHunnkapbasmaa,
pa3baBnAlT 4O METKM BOAON, BHOBb MepemMeLllnBaloT U Yepes 5 - 7 MUH GOTOMETPUPYIOT NoslyYeHHble
rPagyvpoOBOYHbIE PACTBOPbI OTHOCUTENBHO AUCTUAIMPOBAHHON BOAbI, UCMNO/b3YA 3e/eHbl CBETOUABTP C
MaKCMMYMOM CBETOMPONYCKAaHMA NpU AJinHe BOAHbI 530 - 536 HM M KIOBETY C TONLMHOM MOT/OLLAIOLLENO
cset 104 30 mm.

Mo nonyyeHHbIM pe3ynbTaTam onpeaeneHUin ONTUYECKOW MNOTHOCTU U MU3BECTHOM KOHLLEHTpALUn
oKcnaa xpoma B (GOTOMETPUPYEMbIX OObemMax CTPOAT rPasyMpPOBOYHbLIN FPadMK WMAM  COCTABAAIOT
KaaMbpoBOYHOE ypaBHEHME.

15.2.3. lpoBegeHne aHanmsa

HaBecky npobbl maccoli 0,2 - 0,5 r (B 3aBMCMMOCTM OT NpeAnoaaraeMoit MacCoBOW A0/1M OKCKAa XPOma)
CMNABAAKOT C 2 T cMecu anAa cnnasneHua. Nocne oxnaxkaeHua nnas pacteopatoT B 40 - 50 cm3 pacteBopa
COJIAHOM KUCNOTbl, NEPEBOASAT PAacTBOP B MeEPHYH Konby BmectumocTtbio 100 cm3, pa3baBasatoT 40 METKU
BOZOM M TLWATE/IbHO NepPeMELLMBALOT.

Ona onpeaeneHna maccoBom A0/1M OKCUAA XPOMa OTOMPALIOT a/IMKBOTHYO YacTb o6bemom 10 - 25 cm3
NoJly4eHHOro pacTeopa (B 3aBMCMMOCTM OT MpeanosaraeMoii MacCoBOW A0/M 3/1EMEHTA) B MEPHYHO KoJiby
Bmectumoctbio 100 cm3, gobasnstot 50 - 60 cm3 Boabl, 4 cm3 pacTBopa opToPochOpPHOM KMUCAOTbI U
nepemewmnsatoT. Janee npubasaawt 1,5 cm3 pgudbeHunkapbasmga, pasbasasioT A0 METKM BOAOW,
nepemewnBatoT 1 yepes 5 - 7 mmH potomeTpupytoT no n. 15.2.2.2.

15.2.4. O6paboTKa pesynbTaToB

Maccy oKcuaa Xpoma B MWAAUIPaMMax HaxoZAT MO rpagyMpoBOYHOMY FpaduKy M BbIYMUCNAIOT
MCKOMYIO MacCOBYIO A0/110 31eMeHTa no ¢popmyne (7).

HenocpeacTtBeHHO MaccoByo A0/10 OKCMAA XPOMa B MPOLLEHTax onpenenatoT no rpagyvMpoBOYHOMY
rpaduKy, NOCTPOEHHOMY B KOOpAMHaTax "onTuyeckasa NAOTHOCTb - MacCoBasA A0/1A 31eMEHTA B NpoueHTax",
WAW HAXOAAT NO KaNIMBPOBOYHOMY YPaBHEHMIO.

16. OMPEAE/IEHUE OKCUOA dOCDOPA (V)

16.1. OwmnbKa NOBTOPAEMOCTM U PACXOMKAEHME MEXKAY pe3yabTaTaMu NapaniesibHbiX onpeaeneHni
He AO/XKHbI NPEeBbIWaTb 3HAYEHUM, YKa3aHHbIX B TabJ. 16.

Tabnunua 16

o©

MaccoBasa IOOJa OKCHuIa S R
docohopa n max
oo 0,5 BKJIOY. +/- 0,03 0,04
ce. 0,5 mo 1,0 " +/- 0,07 0,10
"1,0" 3,0" +/- 0,20 0,25

16.2. POTOKONOPUMETPUYECKNI METOS,

MeTop ocHOBaH Ha 06pPa30BaHNMN OKPALLEHHOFO B CUHWUI LBET KomnaeKkca ¢ochopHo-monnbaeHoBown
reTeponosIMKMCAOTbl MONMBAEHOBOKUCIBIM HATPUEM, BOCCTAHOB/IEHHOTO CEPHOKUC/IbIM FMAPA3NHOM B
KMCNoWM cpege.

16.2.1. Cpeactsa aHanusa

Becbl nabopaTtopHble 0bLEero HasHa4YeHus.

Meyb mydenbHas.

Kucnota cepHas no FOCT 4204 n pacTBop MoAAPHON KoHueHTpauuein 10 mons/am3 (10 H).

HaTtpuit monmbaerHosokucabliii no NOCT 10931: 5 r moanbaeHOBOKUCAOrO HaTpua pactesopatoT B 200
CM3 pacTBoOpa CePHOM KMUCAOTbl MOSIAPHOM KoHLUeHTpauwmeit 10 monb/am3 (10 H).



FmapasuH cepHokucabin no FTOCT 5841, pacTtBop MaccoBoi KoHueHTpauuen 1,5 r/am3 (manee -
BOCCTaHOBUTENb).

Kanua ruapokcng no FOCT 24363, pacTBOp MOAAPHOM KOHUEeHTpauuel 3 moab/am3 (3 H).

Kucnota conaHaa no NOCT 3118 u pacteop 1:3.

Kannit pocdopHoKMcabIN ogHo3amelleHHbIM no FTOCT 4198, aBa)kabl NepPeKpPUCTanIn30BaHHbIA U3
ropAa4yero BOAHOrO PacTBOPA M BbICYLIEHHbIN A0 NOCTOAHHOM macchl Npu Temnepatype 110 °C. XpaHAT B
3KCMKaATOPE Hag, C/I0OEM CEPHOM KUCNOTbI UK B CTEKNAHHON Tape C NPUTEPTOI KPbILLIKOW.

NHauKaTop peHondTanenH.

Cmecb ans cnnasneHuna no n. 6.4.1.

16.2.2. lNoAarotoBKa K aHanmsy

16.2.2.1. MNpurotoBneHmne CTaHAAPTHOrO pacTBopa

HaBecky ogHo3amelleHHoro ¢ochopHoKMcaoro Kaama maccoi 0,1917 r pacteopstot B 100 - 150 cm3
BOZbl, NEPEHOCAT B MEPHYO Koby BMecTUMOCTbo 1 AM3, pa3baBasatoT 40 METKM BOAOW U NepemeLlnBaltoT.
3atem 100 cm3 npuroToBieHHOro pacTtBopa pasbasnsaoT Bogor Ao 500 cm3. MaccoBasa KOHUEHTpauua
oKkcnaa ¢pocdopa B cTaHaapTHOM pacteope - 0,02 mr/cm3.

16.2.2.2. MNocTpoeHune rpagynpoBoYHoro rpadpuKa

B yeTbipe MmepHble Konbbl BMecTUMOoCTbio 50 cm3 BBOAAT cOOTBETCTBEHHO 1; 2; 3; 4 cm3 cTaHAapTHOrO
pactBopa, 4to cooTBeTcTByeT 0,02; 0,04; 0,06; 0,08 mr okcmaa docdopa, Aob6aBAAOT B Kaxkayto Konby 25 - 30
cm3 Bogbl, 5 cm3 pacTBopa MOANBAEHOBOKMC/IOFO HaTpMA, 2 CM3 CEPHOKUCAOro rnapasnuHa U 4oAnBatoT 40
METKM BOAOM. PacTBOPbI NEPEMELUNBAIOT M NOrpy»KatoT Ha 10 MUH B KMNALLYIO BOAAHYIO BaHIo, nocne Yero
OXNAXKAAT 00 KOMHATHOM TemnepaTypbl MU GOTOMETPUPYHOT MONYYEHHbIE TPaLyMPOBOYHbIE PACTBOPbI
OTHOCUTENbHO  AUCTUANIMPOBAHHON  BOAbl, WCMOMAb3YA KpPacHbIM  CcBETOOMABTP €  MAKCMMyMOM
CBETONPOMNYCKaHMA NPU A/IMHE BONHbI 656 - 680 HM U KIOBETY C TONLWMHOM NoraoLatouLero cBet cioa 20 mm.

Mo nonyy4yeHHbIM pe3ynbTaTam onpeneneHuint oNTUYECKoM NAOTHOCTM U WU3BECTHOM KOHUEHTpauuu
okcnga ¢ocdopa B doTOMeTpUpyembix obbeMax CTPOAT rPafyMPOBOYHbLIA FpaduK MAM COCTaBAAOT
KannMbpoBoUYHOE ypaBHEHME.

16.2.3. lNpoBegeHne aHanmsa

B 3aBMCMMOCTM OT Npeanosiaraemoi MmaccoBoit Aoan okenga ocdopa onpeseneHne NPoBOAAT UK
M3 a/IMKBOTHOM YacTU CONAHOKMCAONO PacTBOpa, NPUroToOBAEHHOro No M. 6.4.3, UAN U3 aIMKBOTHOM YacTu
pacTBopa, NPUroToBAEHHOrO No n. 6.4.3 U3 oTAEebHON HaBECKW.

OTtbupatoT nMneTkoi 25 cm3 aHaNM3UPYEMOro PacTBOPa, NEPEHOCAT B MEPHYHO KOOy BMECTUMOCTbIO
50 cm3. MpeaBapuTtenbHo 25 cm3 3TOro e pacrtsopa oTObMpaloT B CTakaH WMAM KONby U HeNTpanusyloT
pPacTBOPOM MMAPOKCHAA Kanusa no ¢peHondranemHy. MNoweswee Ha HEUTPANM3ALUMIO KOJIMYECTBO LLLENOYM
NpnbaBNAIOT B aHAIN3UPYEMbI pacTBOp, 3aTeM A06aBAAIOT 5 cm3 pacTBopa MoMb4eHOBOKUCAOTO HATpUA,
2 cm3 pacTBOpa CEPHOKMCOro r’MAapasmHa, 4O/IMBAKOT 40 METKM BOAOWN, nepemeLwnsatoT 1 nocne 10 MuH
BblAEPKMBAHMA B KUNALWLEN BOAAHOM BaHe oxnaxaatoT U doTomeTpupyroT no n. 16.2.2.2.

16.2.4. O6paboTKa pesybTaToB

Maccy okcuaa docdopa B MUAAUTPAMMAX HAxodAT MO rPagyMpoBOYHOMY rpaduKy M BbIYMCAAIOT
NCKOMYIO MacCCOBYIO 0110 3/iemeHTa no popmyne (7).

HenocpeactBeHHO MaccoByto 4010 OKcnaa dochopa B MPOLEHTAX ONPEAENAIOT NO rPasyMPOBOYHOMY
rpaduKy, NOCTPOEHHOMY B KOOpAMHaTax "onTuyeckan NAOTHOCTb - MAccoBas A0NA 3/IeMeHTa B npoueHTax",
WAW HAXO4AT NO KaIMOPOBOYHOMY YPABHEHMIO.

17. ONMPEAENEHNE OKCUOA BAPUA

17.1. OwnbKa NOBTOPAEMOCTU M PACXOXKAEHME MEXKAY pe3ynbTaTaMu NapasnniesibHbIX onpegeneHui
He A0/IXKHbI NPEBbIWATb 3HAaYEHWI, YKa3aHHbIX B Tabn. 17.

Tabnuua 17

o\

MaccoBas moJjid okcuIa S R
Bapusa I max
IOo 1,0 BxJouU. +/- 0,04 0,06
Ce. 1,0 mo 4,0 " +/- 0,15 0,20



" 4,0 " 10,0 " +/- 0,30 0,40
" 10,0 " 15,0 " +/- 0,40 0,60

17.2. TpaBMMETPUYECKUIA METOS,

MeToa, OCHOBaH Ha OcaXAeHuW oKkcuaa bapua M3 CONAHOKMCNOro PacTBopa B BUAE CEPHOKUCIOFO
6apua N HaxoX4EHMN MACCOBOM 40N OKcuaa 6apuma nNpu B3BeLLMBAHMM BblAE/IEHHOIO 0CafKa.

MpucyTcTBYIOWAA B aHAIM3UPYyeMO Npobe KpeMHEKMUC/I0Ta HaxoaAUTCA B PacTBOPMMON dopme U He
MeLLaeT onpeaeneHunto okcmaa bapua.

17.2.1. CpegcTtBa aHanmsa

Becbl nabopaTopHble 0bLuero HasHaYeHus.

Meyb mydenbHas.

Kncnota conanaa no NOCT 3118 mn pactsop 1:3.

Kucnota cepHas no FOCT 4204, pacTBOp MaccoBOM KoHLUeHTpauuel 50 r/gm3.

Ammuak BogHbI no FOCT 3760, pacteop 1:1,5.

Cepebpo azoTHoKUcnoe no FOCT 1277, pacTBop MaccoBoit KoHueHTpaumen 10 r/am3.

Cmecb ans cnnasneHuna no n. 6.4.1.

17.2.2. NpoBegeHne aHanmnsa

HaBecky maTepuana maccoit 0,5 r cnnasaatoT ¢ 2 r cmecu ana cnaasneHua. NMocne oxnaxkaeHus nnas
pacTtBopstoT B 40 - 50 cM3 Tennoro pactBopa CoOJIAIHOM KUC/OTbl B cTakaHe BmecTumocTbio 300 - 400 cm3 ao
NoMIHOro pacTBopeHus. MoayyeHHbIn pacTBop pasbasnatoT Bogon 4o 200 - 250 cm3, He obpalLas BHUMaHMUA
Ha BO3MOMHOE BblNajeHMe 0cafKa CEPHOKMCAOrO bapua, HENTPANMU3YIOT aMMMAKOM A0 NOABAEHWUA NErKow
MYTU TMAPOKCMAOB, KOTOPYI PACTBOPAIOT HECKOJbKMMM KanasMW CONAHOWM KUCNOTbl, U A06aBnatoT B
pPacTBOP N3ObLITOK 2 CM3 TOW e KUC/IOTbI.

3aTem pacTBOpP HarpesaloT A0 KMMeHua, npubasaaioT 15 cm3 ropayero pactsopa CEpHOM KUCNOTbI U
KMMNATAT B TeueHue 1 - 2 MnH. PacTBOpP C 0CafKOM BbiAEPKUBAIOT B TENIOM MECTe A0 TEX MOP, NOKA XKUAKOCTb
Ha/j, 0CaZlkOM He CTaHeT NPo3payHoi, 3aTem PUNBLTPYIOT Yepes ABOMHOM MIOTHbIA PUALTP "CUHAA NeHTa" B
MEPHYI0 Konby BmectumocTbio 500 cm3 1 NpombIBalOT ropaYeit BOAOW A0 UCYE3HOBEHMA pPeaKkLUum Ha MOH
xnopa. Ocagok BmecTe C GUABTPOM MEPEHOCAT B NpeABapUTE/NIbHO MPOKANIEHHbIN M B3BELUEHHbIN
dapdopoBbIN TUreNb, NOACYLINBAIOT, 030/50T U NPOKaAMBatoT B MydenbHOM neyun npu temnepatype 800 -
850 °C B TeyeHue 20 - 30 MUH. Turenb ¢ NPOKASEHHbIM OCaAKOM OXNaX¥AAI0T B SKCMKATOPE M B3BELUMBAIOT.
MpoKkanneaHWe NOBTOPAIOT A0 NOCTOAHHOM Macchbl.

®unbTp, NONYYEHHBbIN MOCc/e OoTAeNeHUA ocafKa, pa3basBnAlT A0 METKM BOAOWN, MEepemeLlnBatoT U
MCNONb3YHOT ANA onpeaefieHUA MacCOBOM 40N OKCUAA Kanbuua no n. 7.2.

17.2.3. O6paboTKa pe3ynbTaToB

Maccosyto gonto okcnaa 6apua (X, ) B npoueHTax BbluncasioT no opmyne

(m2 —ml)><0, 657x100
KXo = - , (44)

roe m2 - MacCCa TUurna Cc NnpokKasneHHbIM 0CagKOM CEPHOKUCNOTO 6apl/|ﬂ, r;

ml - MacCCa NycTtoro npoKaneHHoro Turna, r,

m - Macca HaBecku npobebl, T;

0,657 - KoapdMUMEHT NnepecyeTa CEPHOKMCAOro bapusa Ha okcma, bapus.

17.3. doToTypbUagMMETPUYECKNI METOL,

MeTog, ocCHOBaH Ha B3aMMoOZEeNCTBMM MOHOB Bapua U cynbdaT-uoHOB ¢ ob6pa3oBaHMEM CyCMeH3uu
cynbdaTta 6apus B KUCNOM cpene B MPUCYTCTBMM 3aLUMTHOrO Koanomaa n GoTOMETPUPOBAHUMU CTENEHMU
NOMYTHEHMA pacTBopa.

17.3.1. CpeacTtBa aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

Meyb mydenbHas.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMNOHHDIN.

Kucnota conaHaa no N'OCT 3118, pacteop 1:3.

Kucnota optodocdopHasa no NOCT 6552.

Kpaxman pactBopumbiii no TOCT 10163: 0,5 r Kpaxmana cmewwmsatoT co 100 cm3 Kunawen soapl,



KMNATAT 5 MUH, GUABTPYIOT U OXNaXKAatoT.

Kannit cepHoKkncnbin no FOCT 4145.

bapwuit cepHokucnbln no FOCT 3158.

Cmecb ans cnnasneHuna no n. 6.4.1.

17.3.2. lNoarotoBKa K aHanmsy

17.3.2.1. NpurotoBneHme cTaHAAPTHbIX 06pa3LoB

K natn HaBeckam OCO cbipbeBoit cmecu maccolt 5 r gobasnstoT cootseTctBeHHo 0,1; 0,2; 0,3; 0,4; 0,5
I CEPHOKMUCNOro H6apua, YTo AOJIKHO COOTBETCTBOBAaTb MAacCOBOW Ao/ie OKcuaa 6apua B MOJIYYEHHbIX
CTaHZapTHbIX obpasuax 1,29; 2,53; 3,72; 4,87; 5,97%.

Cmecu TwaTeNbHO NepemeLlmMBatoT M NPOBEPAIOT MACCOBYHO A0/0 3iemeHTa no n. 17.2.2, nocne yero
BHOCAT KOPPEKTUBbI B MACCOBbIE 401 OKCMAA bapuma B CTaHAAPTHbIX 06pasuax.

[Ons aHanusa maTepuasioB C MaccoBol gonein okcnga 6apus meHee 1,0% NPUrOTOBNEHHYIO M
NPOBEPEHHYO MO COAEPKAHUIO 3/1IEMEHTA CepUto CTaHAAPTHbIX 06pa3yoB pasbasastoT OCO cbipbeBO cMecH
B COOTHOWeHMM 1:4, nonyyas, TakKMm ob6pa3om, BTOPYO CepUo CTaHAAPTHbIX 06pa3LLOB C MAcCOBOM Aonew
okcuaa bapwusa 0,26; 0,51; 0,74; 0,97; 1,19%.

17.3.2.2. MNocTpoeHune rpagynpoBoYHOro rpadmKa

HaBecku ctaHaapTHbIX 06pa3uoB maccoi 0,10 r nomeLLatoT B NJaTUHOBbIE TUTK, AobasaatoTno 0,1 r
CEPHOKUCNIOro Kaamna n 1 r cmecn ana cnnasfieHUA, TWATENbHO NePEMELLNBAIOT M CNNABAAIOT B TedeHme 10
MUH npu Temnepatype (900 +/- 100) °C, nnas ¢ TUrNEM OXNaXKAalT U MOMELLAIOT B CTakaH BMECTUMOCTbIO
300 cm3. B Turenb gobasnawT 10 cm3 pactBopa conaHol Kucnotbl 1:3 n 10 cm3 Kpaxmana. PactBopeHue
BeAyT Ha MAarHUTHOM MelLlasike B Te4eHUe 5 MMH, NOMeLLan MarHUTHbIA 31eMEHT BHYTPb TUTA U NPUKPbLIB
CTakKaH 4acoBbiM CTeknomM. MepHbIM uuanHgpom otmepsaoT 200 cm3 Boabl ¢ gobasneHnem 10 Kanesb
opTodochopHoi Kncnotbl M 10 cm3 pacTBopa CONAHOW KMUCNOTbl, 0OMbIBAIOT YacCTbi0 MPUrOTOBIEHHOIO
pacTBopa TUrenb, NOC/AE Yero TUrenb yOanaoT U3 CTakaHa, a OCTaBLWMINCA B LMAKMHAPE pacTBOP BAUBAIOT B
CTaKaH.

[Ons co3peBaHMA KONMOMAHOM cycrneH3un cynbdata bapus pacTBOp B CTakaHe MepemMellnBaloT B
TeyeHne 10 MWH Ha MarHMTHOM Mellasnke. [osyvyeHHble FPaAyMpPOBOYHbIE PACTBOPbl GOTOMETPUPYIOT
OTHOCUTENbHO  AUCTUAIMPOBAHHOW  BOAbl, MWCMNOAb3yA 3e/eHbln  CBeTOPUABTP C  MaKCUMyMOM
CBETOMNPONYCKaHWUS NP gAnHe BOAHbI 540 HM 1 KIOBETY C TO/ILLMHOM Nornowatowero cBeT cnos 50 mm.

Mo nonyyeHHbIM pesynbTaTam onpeaeneHnit onTUYECKoM NAOTHOCTU U M3BECTHOM MAccoBOW Aone
oKcnpga bapus B doTomeTpupyemblix 0b6bemax CTPOAT TrpagyMpoOBOYHBLIA TrpaduUK MAM  COCTaBAAIOT
KaanbpoBOYHOE ypaBHEHME.

Mpwn maccoBol gone okenpa bapua meHee 1,0% MCnonb3yOT BTOPYIO CEPUIO CTaHAAPTHbIX 06pasyos,
BbIMO/IHAA BCE BbllEeyKa3aHHble Onepauuu, HO WCNOAb3ys CUHUIA CBETOPUABLTP C  MaKCMMYyMOM
CBETOMNPONYCKaHUA Npu gsnHe BoAHbl 490 HMm.

17.3.3. lNpoBegeHne aHanmsa

B AgBa nnaTtMHOBbLIX TUMNA NomewarT: B oanH - 0,10 r aHanusmpyemoit npobbl; B gpyroi - 0,10 r
6/1M3KOro Mo MaccoBol Aone K aHanusupyemon npobe craHgapTHoro obpasua. Janee B oba Tturna
nobasnsatot no 0,1 r cepHOKUCAOro Kaama u 1 r cmecn gna cnnasneHus. Bce ganbHeiwmne onepaumm no n.
17.3.2.2.

17.3.4. O6paboTKa pe3ybTaToB

Mepes BblMMCNEHMEM MACCOBOM [0/M OKcupaa bapus BBOAAT NOMpaBKYy Ha WM3MEHEHMWe YC/oBUI
doTomeTpupoBaHUA B cooTBeTcTBUM C M. 1.18.

MaccoByto 40110 oKcnaa 6apuma B NpoLeHTax onpeaenatoT HeNocpeACcTBEHHO Mo rpaduKy UaM HaxoaaT
No KanMbpoOBOYHOMY YpPaBHEHMUIO.

18. ONPEAENEHUNE X10OP-MOHA

18.1. OwnbKa NOBTOPAEMOCTU U PACXOXKAEHME MEXKAY Pe3ynbTaTaMy NapassiesibHbix onpegeneHui
He AO/IXKHbI NPEBbIWAaTb 3HAaYEHWI, YKa3aHHbIX B Tabn. 18.

Tabnnuya 18

o

MaccoBas moJssa S R



XJIOp—-MOHA gl max

oo 0,1 BxJIOU. +/- 0,015 0,02

Ce. 0,1 mo 0,5 " +/- 0,020 0,03
" 0,5 mo 2,0 " +/- 0,050 0,07
" 2,0 " 10,0 " +/- 0,100 0,15
" 10,0 " 25,0 " +/- 0,300 0,40
" 25,0 +/- 0,400 0,60

18.2. O6beMHbI apreHTOMEeTPUYECKMUIA METo NPM MaccoBOW Aoe xnop-moHa 6onee 0,5%

MeToz OCHOBaH Ha OCaXKAEHUN B @a30THOKMC/ION Cpesie XN0P-MOoHA M36bITKOM a30THOKMCAOro cepebpa
C nocneaylowmm ob6paTHbIM TUTPOBAHMEM 3TOr0 M36bITKA POAAHUCTBIM aMMOHUEM WAU POAAHWUCTLIM
Ka/Inem B MPUCYTCTBMM MHAMKATOPA - *KENEe30aMMOHMNHbIX KBACLLOB.

18.2.1. Cpeactsa aHanunsa

Becbl nabopaTtopHble 06LEero HasHaYeHus.

Meyb mydenbHas.

HaTpwit yrnekucabiii no FOCT 83.

KBacLbl Xe/1e30aMMOHMUITHbIE, PacTBOP MacCoBOM KOoHLeHTpaumei 400 r/am3.

Kuncnota asotHasa no NOCT 4461 v pacteop 1:2.

A3oTHoOKUcoe cepebpo no NOCT 1277, pacTBop MONAPHOM KoHUeHTpaumen 0,1 monb/am3 (0,1 M): 17
I a30THOKMCIOTO cepebpa pacTBOPAIOT B BOAE, B MEPHOI KOJ16e BMecTUMOCTbIo 1 AM3, A0BOAAT PacTBOP A0
METKM BOAOM 1 NepemeLLmBatoT.

AMMOHUI pogaHucTbiii no FOCT 27067, pacTBop MONAPHOI KoHueHTpauunen 0,1 monb/am3 (0,1 M):
7,6 T POAAHUCTOrO aMMOHUA PACTBOPAIOT B BOAE, B MEPHOM Kosibe BMecTMMOcCTblo 1 Am3, L0BOAAT pacTBop
[0 METKM BOAON M NepeMeLLMBaltoT.

HaTtpuin xnopuctbiii no FTOCT 4233 unu kannuii xnopuctoln no FTOCT 4234, unn ctaHA@pT-TUTPbI, pacTBop
MoAPHOM KoHueHTpauwmei 0,1 monb/am3 (0,1 M).

18.2.2. NoarotoBKa K aHanmsy

MpeaBapuTeIbHO YCTAaHABAMBAOT OObEMHOE COOTHOLUEHME MeXAY KOHLLEHTPaUMAMKM pPacTBOpPOB
a30THOKMUCNIOro cepebpa M POAAHMUCTOrO aMMOHMSA. 1A 3TOro B TPU KOHMYECKME KoNbbl HaameatoT no 10 cm3
pacTBOpa a30THOKMCAOro cepebpa, npubasnaaoT 5 cm3 pactBopa asoTHoM KucaoTbl, 1 cm3 pactBopa
KeNe30aMMOHUIMHbIX KBACcLLOB, 25 cM3 BOAbl U TUTPYIOT PAacTBOPOM POAAHMUCTOrO aMMOHMSA A0 NOABAEHUA
YCTOMYMBOM KPAaCHOBATO-KOPMUYHEBOM OKPaCKN.

KoadpduumeHT (K), Bbiparkalowmnii o6beMHOe COOTHOLIEHWE MEXKAY KOHLEHTPaUMAMU PacTBOPOB
cepHoKucnoro cepebpa 1 poAaHUCTOrO aMMOHUA, BbIMMCAAIOT No dopmyne

10
K=—
0 (45)

P

roe ch - cpeaHee apndmeTUUECcKoe 3HaYeHe obbema pacTBopa POAAHUCTOr0 aMMOHMA, NOLLEALEro

Ha TMTpoBaHMe 10 cm3 pacTBOpa a30THOKKUCOro cepebpa, cm3.

TuTp pacTBopa a30THOKUCAOro cepebpa yctaHasamsawT no 0,1 M pacTBopy X10pPUCTOro HaTpus
(kanua). Ons sTOro B TPU KOHUYECKME KONbbl HanusatoT no 10 cm3 pacTBopa X/I0PUCTOro HaTpua (Kanus),
npubasnstoT U3 6topeTkn 15 cm3 pacTBopa a3oTHOKKUCAOro cepebpa, 25 cm3 Boabl, 2 cm3 pacTBopa a30THOM
KMCNoTbl, 1 cM3 Kene3oaMMOHUIMHBIX KBACLLOB U TUTPYIOT PaCTBOPOM POAAHUCTOrO aMMOHMA A0 NOABAEHMUA
YCTOMYMBOM KPAaCHOBATO-KOPMUYHEBOM OKPACKN.

TuTp pacTBopa a3oTHOKMCAOro cepebpa (T —) B rpammax Ha KybUUYeCKUiA CAaHTUMETP BbIYUCAAIOT MO

c
dopmyne
_0,00355V
ClI VI_VCPK’(46)

rae 0,00355 - macca xnop-moHa, cooTBeTcTBYtoWwas 1 cm3 pacTBopa a3oTHOKMUCAOro cepebpa, T;
V - 06bem pacTBopa X10PUCTOro HaTpUA (Kaniusa), B3ATbIM Ha TUTPOBAHME, CM3;



V| - obbem pactsopa a3oTHOKMCAOrO cepebpa, B3ATbIN Ha OCAKAEHWE XN0P-WUOHa, CM3;

ch - cpegHee apudmeTHMYecKoe 3HauyeHne obbema pacTBopa POAaHUCTOrO aMMOHMA, NoLeALlero Ha

TUTPOBaHUe M3bbITKa a30THOKMUCNOrO cepebpa, cm3.
MpumeyaHua. 1. MNMpu maccoBoit AoNe X/JOp-UOHA B aHanMsMpyemon npobe meHee 1% pacTBopbl
a3oTHOKMUcnoro cepebpa, pogaHUCTOro aMMOHMA, XZIOPUCTOro HaTpuA (Kanus) roTosaT B ABa pasa cnabee.
2. B maTepmanax C noBblWeEHHON MaccoBoi ponen okcupa Xenesa (lll) ero Heobxogumo
npeaBapuUTeNbHO OTAENNUTL PAaCTBOPOM YINEKUCNOro HaTPUsA MaccoBoOW KoHUeHTpauwuelt 50 r/am3.

18.2.3. NpoBegeHue aHanmsa

HaBecky npobbl maccoi 0,5 - 1,0 r (B 3aBMCMMOCTM OT NpPeAnoiaraemMmoil MacCoOBOW 40U X0P-UOHa)
nocne TWATENbHOrO MEpPeMELINBAHMA B MNATUHOBOM TUT/IE C TPEXKPATHbIM KOJIMYECTBOM YI/IEKMCAOro
HaTpuA cnekatoT B mydesibHoM neun npu temnepatype 850 - 900 °C B TeyeHue 4 - 5 MmuH. Cnek pacTBOPSIOT B
35 - 40 cm3 pacTBopa a30THOM KncaoTbl Temnepatypoi 40 - 50 °C, ocafoK oTPuAbTPOBLIBAIOT Yepes MNAOTHbIN
dunbTP B KONBY BMECTUMOCTbIO 250 cm3, npombiBatoT ero 3 - 4 pa3a Hebo/IbLLIMMKM NOPUMUAMM ropsaYel Boabl
Temnepatypoit 70 - 80 °C. MNpun aTom 06bEM pacTBOpa He AoXKeH bbITb 6os1ee 100 cm3. PacTBop oxnakaatoT.

MaTtepuanbl LEMEHTHOFO MPOM3BOACTBA, pPasfaratolmMecs KUCAO0TaMW, MepeBOAAT B pacTBOp
HenocpeacTBeHHO 06paboTKOl a30THOM KnucnoTtol 6e3 cnekaHua. [na sToro Hasecky maccon 0,1-1,0r (8
3aBMCMMOCTM OT npeanonaraeMol MacCcoBOW A0AM X/IOP-MOHa) MOMELLAOT B KOHMYECKYH KOonby
BmecTumoctbio 250 cm3, npubasnaot 25 - 30 cm3 pacTBOopa a30THOM KUCNOTbl M HaArpesBatoT npu
Temnepartype, 61M3KOM K KUMEHWUIO, 3aTeM 0OMbIBAIOT CTEHKM KONObl BOAOMN. MMpn 3Tom 06bem pacTBopa He
[0/KeH npesbliwaTtb 100 cm3. PacTBOp oxnaxaatoT.

K npurotoBneHHOMY MO OAHOMY WAWM Apyromy cnocoby pactsopy npubasastoT (B 3aBUCMMOCTM OT
cogeprKkaHuna xnop-moHa) 4 - 15 cm3 pactsopa a3oTHOKMcNoro cepebpa, 1 cm3 Kene30aMMOHUIHBIX KBACLLOB
N TUTPYIOT PaAcTBOPOM POAAHUCTONO aMMOHWMA A0 YCTAaHOBAEHWUA YCTOMYMBOW KpaCHOBATO-KOPUYHEBOW
OKpacKM.

18.2.4. O6paboTKa pesynbTaToB

MaccoByto 40/10 X/I0P-MOHa (X —) B MPOLLEHTAX BbIYUCAAIOT NO popmyne

(@

T -(V,-V,-K)-100
chz Cl ( 1 2 ) ’(47)
m

rae V| - obbem pacteopa azoTHOKMCAOrO cepebpa, B3ATbIN Ha OCaKaeHWe x10pa, CM3;

V2 - 06bem pacTBopa PoAaHUCTOr0O aMMOHMA, NOLWEALWNIA HA TUTPOBAHME U3ObITKA a30THOKMUCIOTO
cepebpa, cm3;

m - Macca HaBeCKu Npobbl, T.

18.3. ®oTOTYPOMAMMETPUYECKNI METOA, NPU MAcCOBOW f0/e XN10p-UoHa Ao 2,0%

MeTop, OCHOBaH Ha B3aMMOAENCTBMM MOHOB X/10pa U cepebpa ¢ obpaszoBaHMEM CycneH3uM xaopuaa
cepebpa B a30THOKMC/ION Cpeae U U3IMEPEHUM ONTUYECKOWN NJIOTHOCTM KONJIOMAHOIO pacTBopa.

18.3.1. Cpeactsa aHanusa

Becbl nabopaTopHble 06LLero Ha3HaYeHus.

Meyb mydenbHas.

DOTOKONOPUMETP KOHLEHTPALLMOHHDIN.

Kucnota asotHaa no NOCT 4461 v pacteop 1:5.

Cepebpo azoTHokucioe no NOCT 1277, pacTBop MaccoBoi KoHUeHTpaumein 20 r/am3. XpaHAT pactesop
B TEMHOW CTEKAAHHOW nocye.

HaTtpuin TeTpabopHoKkncabin 10-sogHbii no FOCT 4199, 06e3BOXKEHHbIN.

Kannit yrnekucnbin - HaTpui yrnekucabiii no FOCT 4332.

Cmecb gns CnnaBAeHUA: Kanuii YINeKUCAbI - HAaTPUA YIAEKUCAbIA CMeLnBatoT ¢ 06e3BOXKEHHbIM
TeTPabopPHOKUCAbIM HAaTPUEM B COOTHOLIEHUM 2:1.

Hatpuin xnopuctbit no FTOCT 4233 wuam Kanuih xnopuctbiit no FTOCT 4234, BbICYLWEHHbIA npu
Temnepatype 110 °C B Te4eHNe He MmeHee 3 Y 40 NOCTOAHHOM Macchbl.

Kanbumin yrnekmcabiii no FOCT 4530.



18.3.2. MoaroTtoBKa K aHanmsy

18.3.2.1. NpurotoBneHue CTaHAAPTHbLIX M CONIEBOrO PacTBOPOB

[na npurotoBneHma cTaHAAPTHOIO pPacTBopa xaop-noHa (pactesopa A) 0,33 r x10pPUCTOro HaTpUA Uan
0,42 r xnopucTtoro Kanus pactesopatoT B 100 cm3 BoAbl, NEPEHOCAT B MEPHYIO KONBYy BMECTUMOCTbIO 1 Am3,
OO0BOAAT 0O METKM BOAOM M nepemelnBatoT. MaccoBasa KOHUEHTpauua xnop-uoHa B pactsope A - 0,2
mr/cm3.

CTaHpapTHbIM pabouunii pacTBop X0p-MoHa (pacTeop B) rotosAT pasbasneHnem pactsopa A B 10 pas.
MaccoBas KOHUEeHTpaLmaA Xaop-uoHa B pacteope b - 0,02 mr/cm3.

[na npuUroToBneHUs CONEBOro pacTBopa HaBECKY YrNEKUCAOro KanbLma maccok 0,5 r cmewmsatotc2 1
CMecH s CNAaBAEHUA U CNAABAAIOT B NIAaTUHOBOM TuUrie B MydenbHOM neun npu Temnepatype 700 - 720
°C B TeuyeHue 15 muH. Mo oxnaxkaeHum nnas pacTeopAtoT B 50 cM3 pacTBopa a30THOM KMCAOTbI TeMNepaTypon
40 - 50 °C ¢ Mcnonb3oBaHMEM MArHUTHOM MeLlanku. PacTBop nepeBoAAT KOANMYECTBEHHO B MEPHYIO KONby
BMECTMMOCTbIo 250 cm3, oxnaxkaatoT, pa3basniAaoT BOAOM A0 METKM M NepeMeLlmBatoT.

18.3.2.2. MNocTpoeHue rpagynpoBo4YHoro rpadpuKa

B naATb mepHbIX K016 BMecTMmocTbio 100 cm3 BHOCAT no 50 cm3 coneBoro pacteopa M COOTBETCTBEHHO
1,0; 2,5; 5,0; 10,0; 25,0 cm3 pactesopa b, uto cootBetcteyet 0,02; 0,05; 0,10; 0,20; 0,40 mr xnop-noHa. B
pacTBopbl A06aBnsAldT No 5 cm3 pacTBopa a30THOKUC/AOrO cepebpa, A0AMBAOT 4O METKM BOLOW W
nepemewnsaot 1 MWH, OCTaBAAA pPaAcTBOpP ANA CO3peBaHMA Konaouaa Ha 15 mMUH B TeMHOM mecTe.
Mony4yeHHble TPagyMpPoOBOYHbIE PacTBOpPbl GOTOMETPUPYIOT OTHOCUTENbHO AUCTUAZIMPOBAHHOW BOAbI,
NCNONb3YA CUHUIM CBETODUNBLTP C MAaKCMMYMOM CBETOMPONYCKAHMA Npu AsnHe BoaHbI 420 - 450 Hm U KloBeTy
C TOJILMHOM NponycKawLwero ceeT ¢/ioa 50 mm.

Mo nony4eHHbIM pe3ynbTaTam onpeneneHuii ONTUYECKO NAOTHOCTM U WM3BECTHOM KOHUEHTpauuu
XN10P-MOHA B GOTOMETPUPYEMbIX 06 bEMAX CTPOAT rPagZyMpPOBOYHbIN rpaduK.

Mpu aHanM3e MaTepmnanos, PaCTBOPUMbIX B a30THOM KUCNOTE, rPafyMPOBOYHbIE PACcTBOPbI FOTOBAT 6e3
[o6aBneHns conesoro pacTeopa.

lpafynpoBOYHbLIN FpaduK CTPOAT ANA KaxKAoro onpeaeneHuna. JonyckaeTca MCNONb30BaHWE OAHOTMO
rpaduka Npu NpoBeAeHUN CepUN aHaNN30B B TedeHMe He bosee 1 cyT.

18.3.3. NpoBegeHne aHanmsa

HaBecKy npobbl maccoi 0,5 r npu npeanonaraeMmoin MaccoBoi gone xnop-noHa meHee 0,5% mamn 0,1 r
npu 6os1ee BbICOKUX COAEPHKAHUAX 3/1EMEHTA CNIABAAIOT COOTBETCTBEHHO C 2 Uan 11 cmecu Ansa cnnaBneHus
W panee NOCTynarT, Kak n3noxeHo B n. 18.3.2.1 B cnyyae NpMroToBaeHMA CONEBOrO pacTBopa.

Mpwn aHanuM3e maTepuanos, PAaCTBOPMMbIX B a30THOI KucaoTe, npoby 6e3 cniaBneHusa pacTBoOpAOT
HenocpeAacTBeHHO B 50 cm3 pacTBopa a3oTHOM KMcioTbl TemnepaTypoit 40 - 50 °C 1 nepeBogAT B MEPHYIO
Konby BMmecTMmocTbto 250 cm3, oxnaxkgatoT, pa3basnsatoT 40 METKM BOAOW M NepemMeLLmBatoT.

B mepHyto konby BmectumocTbio 100 cm3 nomewtatoT 50 cm3 aHaIM3MPYEMOro pacTBopa, NpUaMBaloT
5 cm3 a3oTHOKKCIoro cepebpa. JanbHenwme onepaumm - no n. 18.3.2.2.

18.3.4. O6paboTKa pesybTaToB

Maccy Xxnop-MoHa B MUAIMFPAaMMaxX HaxogAT MO rPasyMpoBOYHOMY rpaduKy U BbIYUCAAIOT UCKOMYHO
MacCOBYIO 400 31emeHTa no dopmyne (7).

HenocpeactseHHO MaccoByl A0J0 X10pP-MOHA B MPOLLEHTAX ONpeaenatoT No rpasyvpoBOYHOMY
rpaduKy, NOCTPOEHHOMY B KOOpAMHATAX "oNTMYecKas NAOTHOCTb - MaccoBas 408 31eMeHTa B npoueHTax".

19. OMPEAENEHUNE ®TOP-MOHA

19.1. OwnbKa NOBTOPAEMOCTU M PACXOXKAEHME MEXKAY pe3ynbTaTaMu NapasnniesibHbiX onpegeneHui
He A0/XKHbI NPEBbIWATb 3HAaYEHWIA, YKa3aHHbIX B Tabn. 19.

Tabnunua 19

o\

Maccoraa poinda S R
bTop-moHa I max
IOo 0,3 BKJIOU. +/- 0,02 0,03
Ce. 0,3 mo 0,5 " +/- 0,05 0,07
" 0,5 mo 1,0 " +/- 0,15 0,20



" 1,0"™ 5,0" +/- 0,30 0,40
" 50" 23,0" +/- 0,50 0,70

19.2. AnddepeHumanbHbI GOTOKONOPUMETPUYECKMIA METOL, C apCeHaso

MeToa, OCHOBaH Ha 0C/labaeHNUN MHTEHCUBHOCTU OKPACKU KOMMIEKCHOIO COeANHEHUA aNtoMUHUA C
apceHaso B MPUCYTCTBUM MOHOB ¢TOpa, 0bpasylowero ¢ aaloMmuHuem bosiee yCcTonmumBbii BecuBeTHbIN
Komnaekc npu pH pacrteopa 4,5.

19.2.1. CpepcTtBa aHanmsa

Becbl nabopaTopHble 0buero HasHaYeHus.

POTO3/1EKTPOKOIOPUMETP KOHLLEHTPALMNOHHDIN.

Meyb mydenbHas.

pH-meTp nan noHomep c yyscTeutenbHocTbto 0,05 eguHun, pH.

HaTpuit TeTpabopHoKMcAabI 10-8oaHbI no TOCT 4199, 06e3B0KeHHbIN Npy TemnepaType (400 +/- 20)
°C, nnn bypa no FOCT 8429.

Kannit yrnekncnbint - HaTpu yrnekmcabliii no NOCT 4332.

Cmecb ans cnnasneHmna no n. 18.3.1.

Kucnota conaHaa no FOCT 3118, pacTBopbl MOAAPHOMN KoHUueHTpauuen 0,1 monb/am3 (0,1 M) n 1:3.

Kucnota ykcycHaa no FOCT 61, negaHaa.

Ammmak BogHbin no FOCT 3760, pactBopsl 1:15; 1:10.

PactBop 6ydepHbIii c pH 4,5: 7 cmM3 ammunaka n 12 cM3 YKCYCHOM KMCNOTbl MOMELLAIOT B MEPHYIO KONOY
BMeCTUMOCTbI0 1 gM3 1 pa3baBasatoT 40 MeTKM Bogol. Koppekuuio pH 6ydepHoro pacTeopa ¢ TOYHOCTbIO +/-
0,05 npoBoAAT, UCNONb3YA MOHOMEP UK pH-meTp, A06aBAAA KANAAMM aMMUAK UNU YKCYCHYIO KUCNOTY.

ApceHaso 1 (ypaHoH): 0,263 r apceHaso pactsopstoT B 500 cm3 bydepHoro pactsopa.

n-HuTpodeHon (MHamkatop) no TY 6-09-3973: 0,04 r MHAMKaTOpa pacTBopAloT B 50 cm3 Boabl U
[obasnatoT 8 Kanesb pacTBopa ammuaka 1:1,5.

ANOMUHUIA a30THOKUCABLIA 9-BogHbI no TOCT 3757 nan antoMUHUA CEPHOKMUC/bIA 18-BOAHbIN NO
FOCT 3758: 0,15 r antomnHmA aszoTHokmcnoro namn 0,12 r antommHUA cepHokumcaoro pactsopatoT 8 60 cm3 0,1
M pacTBOpa CONAHOM KMCNOTbI, PAaCTBOP NEPEHOCAT B MePHY0 Koiby BmecTumocTbto 1 am3 n pasbasnatoT
[0 METKN BOJ0M.

Hatpuin pTopuctbiii no FOCT 4463.

19.2.2. MoaroToBKa K aHanmsy

19.2.2.1. NpurotoBneHue CTaHAAPTHOIO U CONEBOIrO PAacTBOPOB

[Ona npurotosneHnA CTaHOAPTHOrO pacTBOpa HaBecky ¢Topuctoro HatpuAa macconm 0,1106 r,
BbICYLLUEHHOro A0 NOCTOAHHON Macckl npu TemnepaTtype 110 °C, pactBopsAtoT B 500 cm3 Boabl. AJIMKBOTHYHO
YacTb pacTeopa pasbasnatoT Bogon B 10 pas. MaccoBas KOHUEHTpauusa ¢Top-MoHa B CTaHAAPTHOM pacTBope
- 0,01 mr/cm3.

[na NpuroToBaeHMA CONEBOrO PAcTBOpPa He coaepsKaltyto ¢Topa HaBecky OCO mam COM cbipbeBoi
CMecUn MU KAuMHKepa maccoit 0,25 r cnnaeasAloT B NAAaTUHOBOM TUrAe ¢ 1 r cMecu ANA cnaiasaeHuA npwu
Temnepatype 900 - 950 °C. MNo oxnaxaeHMn Nnae B TUrIe pacTBopsAtoT B 50 cm3 pacTBopa CONAHON KMCNOTbI
1:3 B cTakaHe BMecTMMOCTbio 150 cm3 c nepemellMBaHMEM Ha MArHUTHOW Mewanke. Yaanus Turenb us
CTaKaHa, 0Ca*KAatoT rmapaTbl OKCMAO0B aIFOMUHUA U Kene3a pacTBOpom ammnaka 1:1,5 B npucytcteum 3 - 5
Kanenb MHAMKATOPa N-HUTPOodEeHONa UM NO YHUBEPCANbHOM MHAMKATOPHOM 6ymare go pH 6,5 - 7,5. PactBop
BMECTE C OCAaJKOM NEepPeHOCAT B MEPHY Konby BmecTumocTbto 250 cm3, pa3baBastoT 40 METKM BOLOW,
nepemeLlnBatoT U AatoT oTcToATbCA 15 - 20 MUH, 3aTeM OTPUILTPOBbLIBAIOT YaCTb PACTBOPA B CYXOM CTaKaH.

19.2.2.2. MNocTpoeHune rpagynpoBoYHOro rpadpuKa

B nATb mepHbIX K016 BMecTUMOCTbio 50 cm3 BHocAT no 20 cm3 0TdMIbTPOBAHHOIO COJIEBOIO pacTBopa
n cootBeTcTtBeHHO 1,0; 1,5; 2,0; 2,5; 3,0 cm3 cTaHgapTHOro pacrteopa, 4to cootsetctayet 0,010; 0,015; 0,020;
0,025; 0,030 mr ¢pTOp-MOHa. 3aTem B K016bl 06aBNAIOT NO 5 cM3 pacTBopa CONM aIloMUHMA, 5 cm3 pacTBopa
apceHaso 1 10 cm3 6ydepHoro pactsopa. Bce Konbbl A0NMBAOT A0 METKU BOAON, NepemellnBatoT 1 gatoT
nocTtoATb 20 MUH.

Mony4YyeHHble rpPaayMpoOBOYHbIE PACTBOPbI (OTOMETPUPYIOT MCNONb3YA 3e/eHbld WUAU  KenTbli
cBeTOOUNBLTP C MAKCMMYMOM CBETOMNPONYCKAHUA COOTBETCTBEHHO Npu A/inHe BOIHbI 530 - 536 nam 582 Hm
N KIOBETY C TOJILLMHOM Mornowatowero ceetr cnofd 20 MM, OTHOCUTENbHO FPaZyMpPOBOYHOrO pacTeopa C
maccont ¢pTop-noHa 0,020 Mr, N0 KOTOPOMY YCTaHABAMBAOT ONTUYECKUIA HOMb NpMbopa B 3aBUCMMOCTM OT
YyBCTBUTE/IbHOCTU B MHTEPBasie onTuyeckoi naotHoctn 0,300 - 0,400.

Mo nony4yeHHbIM pe3ynbTaTam onpeneneHuint oNTUYECKo NAOTHOCTM U WM3BECTHOM KOHUEHTpauuu



¢dTopa B poTOMeTpupyembix ob6bemax CTPOAT rPagyMpPoBOYHbIA rPaduK MM COCTAaBAAIOT KaMOpPOBOYHOE
ypaBHeHMWe.

lpaaynpoBOYHbLIN FpaduK CTPOAT ANA KaxKAoro onpegeneHua. JonyckaeTca MCNONb30BaHWE OA4HOTMO
rpaduka Npu NpoBeeHNN Cepun aHann30B B TedeHMe He bosee 1 cyT.

19.2.3. NpoBegeHne aHanmnsa

HaBecky npobbl, BbibpaHHYylD B 3aBMCMMOCTM OT MNpeanosiaraemoit maccosoi ponm ¢Topa B
COOTBETCTBUM C Taba. 20, cnAaBAsAOT U NepeBoAAT B pacTBop no n. 19.2.2.1.

Tabnunua 20

Maccoeasa mnojsda Macca HaBeCkKU AnvxkBOTHasa 4dYacTb |0OOBEeM COJIEBOTIO
brop-moHa, % NpoO6H, T aHAJIU3UPYEMOTO pacTeopa, CcM3
pacTeopa, cM3

0,01 - 1,00 0,50 20 -
1,00 - 5,00 0,25 10 10
5,00 - 23,0 0,10 5 15

B ogHy mepHylo Konby BmectumocTbto 50 cm3 nomewator 20 cm3 coneBoro pactsopa M 2 cm3
CTaHAaPTHOrO, B APYryH - aJIMKBOTHYK YacTb aHaAM3MPYyeMOro pacTBopa B COOTBETCTBMM C Tabn. 20.
[danvHenwmne onepaumm - no n. 19.2.2.2.

19.2.4. O6paboTKa pesynbTaToB

Maccy ¢pTOp-MOHa B MUAUTPAMMAX HaXOAAT NO rPagyMpoBOYHOMY rPaduKy U BbIYUCAAKT UCKOMYHO
MacCCOBYO A01t0 3nemeHTa no dopmyne (7).

HenocpeactBeHHO maccoByto o0 GTOP-MOHA B MPOLEHTAX OMNpeaenArnT MO rpasyMpoBOYHOMY
rpaduky, NOCTPOEHHOMY B KOOpAMHaTax "onTuyeckasa NJAOTHOCTb - MaccoBas A0/1A 3/1eMEHTA B NpoueHTax",
WAW HAXO4AT NO KaNMBPOBOYHOMY YPaBHEHMIO.

19.3. MNoTeHUNOMETPUYECKMIA METOL, C MIOHOCENEKTUBHbBIM 31EKTPOLOM

MeToa, OCHOBaH Ha M3MEpPeHWUn MOHOMEPOM UAM PH-MmeTpoM pasHOCTM MNOTEHUMANOB MeXAY
UHOMKATOPHbIM GTOPULHBIM INEKTPOAOM W XN0pcepebpaHbIM 31EKTPOAOM CPaBHEHUA B pacTBOpaXx,
cogeprKalmx MoHbl ¢pTopa 6e3 oTAeNeHNA MELLIAIOLWMX INEMEHTOB, MAaCKMPYEMbIX PAaCTBOPOM YPOTPONMHA
npuv pH 6.

19.3.1. Cpeactsa aHanusa

Becbl nabopaTtopHble 0bLEero HasHa4YeHus.

pH-meTp nan noHomep c yyscTeutenbHocTbto 0,05 eguHun pH.

INeKTpoa UHANKATOPHbLIN GTOPUAHLIM TMNa IF-VI.

dneKTpoa cpaBHeHUA xnopcepebpaHbiii no NOCT 16286.

YpoTponuH (TexHuyeckuit) no FOCT 1381, pactBop maccosoi KoHueHTpauwmeit 300 r/am3, pH 6.

HaTtpuin pTopuctbiii no NOCT 4463.

Cmecb ana cnnasnerma no n. 18.3.1.

19.3.2. MoaroToBKa K aHanmsy

19.3.2.1. MNpuroToBneHne CTaHAAPTHOIO M rPaayMPOBOYHbIX PAaCTBOPOB

[Ona npurotoBneHMAa CTaHAAPTHOrO pacTBopa Hasecky ¢Topuctoro Hatpua maccon 0,42 r,
BbICYLLEHHOro A0 NOCTOAHHOM macchbl npu Temnepatype 110 °C, pactBopsatoT B 1 am3 Boabl. MonapHasd
KOHUeHTpauma ¢dTopa B cTaHgapTHOM pactsope - 0,01 monb/am3 (0,01 M).

lpPaaynMpoBOYHbIE PACTBOPbLI FOTOBAT M3 CTAHAAPTHOrO NocnenoBaTe/ibHbIM pasbaBneHnem BOLOW B
COOTBETCTBUM C Tab. 21 aIMKBOTHbIX YacTel CTaHAAPTHOIO M MONYYEHHbIX HA €ro OCHOBE PaAYMPOBOYHbIX
pacTBOPOB B MepHOM Konbe BmectTMocTbio 250 cm3. CTaHAAPTHbIA PacTBOP MOMKET ObITb MCMONb30BAH KakK
OAMH W3 TPagyUpPOBOYHbIX PaCTBOPOB.

Tabanua 21

KoHueHTpaumsa ANMMKBOTHAaA KoHueHTpaumsa Macca
CTaHIOAPTHOTO U JacThb [IOJIYYE€HHBIX bTop-moOHa
TPandyMPOBOYHEIX [ pasfaBisgeMOIoO ITPanynpPOBOUYHEIX B QJIMKBOTHOM

PacTBOPORB, CTaHOAPTHOTO U PacTBOPOB (5 cMm3) uactTu



MOJIb / oIM3 TPanyMpPOBOUYHEIX TPanyMpPOBOUYHEIX
pacTBOpOB, cM3| Mosib/mm3 Mr/cm3 PacTBOPOB, MT
-2
- - 1 x 10 0,19000 0,95000
-2 -3
1 x 10 50 2 x 10 0,03800 0,19000
-2 -3
1 x 10 25 1 x 10 0,01900 0,09500
-3 -4
1 x 10 50 2 x 10 0,00380 0,01900
-3 -4
1 x 10 25 1 x 10 0,00190 0,00950
-4 -5
1 x 10 50 2 x 10 0,00038 0,00190
-4 -5
1 x 10 25 1 x 10 0,00019 0,00095

19.3.2.2. NpurotoBneHne CONEBOro pacTeopa

Ona NpuUrotoBneHUs CONEBOro pacTBopa He coaepkauwyto ¢Topa HaBecky OCO mam COI cbipbeBoi
CMecu UM KAnHKepa maccoit 0,5 r cniasnsatoT B NAAaTUHOBOM TUrae ¢ 1 r cmecu gnsa cnaasieHUs npu
Temnepatype 900 - 950 °C B Te4yeHue 5 muH.

Mo oxnaxaeHwu naas B TUrAe pactBopAloT B 50 cm3 pacTBOpa COMIAHOM KUCAOTbl 1:3 B CTakaHe
BmMecTMMocTbio 150 cm3 ¢ nepemelInBaHMEM Ha MarHUTHOM mellasnKke. PacTBop nepeBoaaT B MePHYIO Kooy
BMeCTMMOCTbio 250 cm3, pa3baBnsaoT 40 METKM BOAOKN U NepemMeLlnBaltoT.

19.3.3. MpoBeaeHme aHanmsa

Hasecky npobbl maccoii 0,1 - 0,5 r (B 3aBMCMMOCTM OT Mpeanosiaraemoit maccoson Aonun ¢ropa)
nepeBoaAT B pacTtsop no n. 19.3.2.2.

3aTeM B TpPW CTaKaH4YMKa BMecTMMOCTblO 50 cm3 oTbupatoT no 5 cm3 conesoro pactsopa u
COOTBETCTBEHHO MO 5 cM3 rpagyMpoBOYHbIX pPacTBOPOB, O/M3KMX MO MaccoBoi pone ¢Topa K
aHanunsmnpyemon npobe. B ueTBepTbI CTaKaHYMK NOMeLLLatoT 5 cm3 aHanmM3Mpyemoro pacteopa 1 5 cm3 Boabl.
Bo Bce cTakaHuuMKuM pobasnsaoT no 20 cm3 pacTBopa YpPOTPOMMHA, COAEPHKMMOE NepemMeLllnBatoT Ha
MarHMTHOM MeLlanKe, MOrpy*KatoT B PacTBOP 3/EKTPOAbl U M3MEPAIOT B MWANIMBONIbTaX MNOTEHLMASbI
rpagyvpoBOYHbIX M aHAaNIN3NPYEeMOro pacTBOpOB.

Kaxkgoe mnamepeHne cHMMAIOT Yyepe3 3 - 5 MUH nocne MNOrpy*eHwsa 31eKTpoaos B pacTtsop. lpu
nepexofe OT OAHOrO PAcTBOPA K CAeaylollemMy 31eKTpoAbl 06MAbHO MPOMbIBAOT BOAOW WM OcCyLlatoT
¢dunbTpoBancHOM 6Gymaroii. B KoHUe onpepeneHnit NpoBoAAT MOBTOPHOE MW3MEPEHWE OAHOMo U3
rpafympoBOYHbIX PacTBOpoB. Eciiv oHO oTanuaerca 6osee yem Ha +/- 3 MB OT paHee M3MepeHHOro, To BClo
CEePUI0 M3MEPEHUIN NOBTOPAIOT A0 YAOBNETBOPEHUSA YKA3aHHOIo YCnoBMA. 3a pesynbTaT M3MepeHus
NPUHUMALOT NEePBOE U3MEPEHUE.

Mepes NnpoBeLeHNEM aHA/IM3a NPOBEPAIOT YYBCTBUTENbHOCTb PTOPUAHOIO 3/1EKTPOAA B COOTBETCTBUM
C METOAMKOW, NpMBEAEHHOM B €ro nacrnopre.

Mpwn maccoson pone ¢top-noHa 6onee 1% aHanmsmpyemyto Hasecky ymeHobwatoT go 0,05 r, a
ANIMKBOTHYIO YaCTb aHANM3MPYEMOrO PacTBOpPa B YETBEPTOM CTaKaHUMKe - A0 1 cm3, BOCnonHAA obbem 40 5
cm3 cosieBbIM PAacTBOPOM.

19.3.4. O6paboTKa pesybTaToB

Mo nonyyYyeHHbIM pe3yabTaTaM OMpPefeneHuidt PasHOCTM MNOTEHLMANOB MeXAY 3NeKTpodamu B
rPagyvMpoOBOYHbIX pPAcTBOpPax M W3BECTHOM Macce ¢Top-MoHa B Hux (B 5 cm3 pactBopa) cTpoAaT
rpagyvpoBOYHbIl rpadmK, OTKAAAbIBAA HA OCU abCLMCC 3HAYEHNUA OTPULLATENbHbIX 1orapudmMoB maccbl GTop-

MoHa B 5 cM3 rpagyvpoBoYHoro pacteopa pF = (-Ig CF — ), KOTopble gns 3TUX pacTBopoB pasHbl 0,02; 0,72;

1,02; 1,72; 2,02; 2,72; 3,02, a Ha OCUM OpAMHAT - COOTBETCTBYHOWME MM 3HA4YeHWA NoTeHuMana B
MWANNBObTAX.

Mo nocTpoeHHOMY TrpadmMKy M 3HAYEHUIO pPaA3HOCTM MOTEHUMANIOB MeXAy 3J/eKTpogamMun B
aHaNM3MPYEMOM pacTBOpe HaxoaaT 3HayeHue (pF) ans atoro pactBopa. AHTUAOrapudm HangeHHOoro
3Ha4yeHUsA COOTBETCTBYeT Macce ¢TOp-UOHA B MWAAUIPAMMax B aJIMKBOTHOM 4acTM aHAAM3UMPYEeMOro
pacTtBopa (5 cm3). Maccosyto gonto ¢bTop-MoHa B NPOLEHTax BbluMcAatoT no dopmyne (7).

Mpumep

Macca HaBecku npobbl m = 500 mr.



O6wuit o6bem aHanusnpyemoro pactsopa V =250 cm3.
AZMKBOTHas YacTb aHanusupyemoro pactsopa V| =5 cm3.

3HayeHWe oTpuuaTenbHoro sorapudma maccbl GTOP-MOHA B A/IMKBOTHOW 4YacTU aHA/IM3UPYEMOro
pactBopa no rpaduky pF = 1,46 nam B "nckycctseHHoi" popme 3anucu - 2,54. AHTMNOorapudm 3Toro ymcna
paseH 0,0347.

MaccoBana aons ¢pTop-MOHa B COOTBETCTBMU C popmynoit (7)

©0,0347-250

100 =0.35%

F ,3270.

500-5

MpumeyaHue. Ana yaobctBa 06paboTKM pPe3ynbTaToB PEKOMEHAYETCA NMPUMEHATb NPU NOCTPOEHUM

rpadvka nonynorapuommueckyto bymary. Mpu 3Tom rpapuK CTPOAT B KOOpAMHaTax "KOHLEeHTpauua $Top-

MOHa B a/IMKBOTHOI YaCTH pacTBOPA B MUAIMIPAMMaX Ha KyBUYECKUI CAHTUMETP UM MONAX Ha KyBUYecKuii
[euMMeTp - pasHOCTb NOTEHLMAN0B B MUANNBOAbTAX".

MpunoxeHune 1
CnpaBoyHoe

TEPMWHbI N UX NOACHEHWA

TepMmrH l[loacHeHue
1. CraHmapTHEIM PacTBOp C TOYHO M3BECTHOM KOHLEHTpalLMUeU
pacTseop B5JIEMEHTA
2. T'pamyUpOBOUHEI PacTBOp C M3BECTHOM KOHIIEHTpAaLUMEM onpenejs-—
pacTsBop eMOTO BJIeMeHTa, MCIOJIb3yeMblll OJS NOCTPOEHMUS

TPalyUpPOBOUHOTO Tpadrka B MHCTPYMEHTAJIbHBIX
MeTomax aHanmMsa

3. OcHOBHas HaBecka craHmapTHOTO ofpaslla coCTaBa BelleCTBa
HaBecka B T'paMMax, KOTOPOM YCJIOBHO COOTBETCTBYET
aTTeCTOBAaHHOE 3HAUeHHue DJIeMeHTa, [IPUBEIOeHHOe B
CBUIEeTeJIbCTBe Ha obpasel, M 10 OTHOUIEHUI K
KOTOPOM PaCCUMTHBAKT KOHLEHTPalUuM CEPpUM
TPalyUPOBOYHEX PACTBOPOB

4. OCHOBHOM PacTBOp C M3BECTHOM KOHIEHTpAalLMUEeM 3JIeMeHTa,

pacTBoOp NPUTOTOBJIEHHEM M3 OCHOBHOM HaBECKU

5. CosneBonu PacTeOp, HOpMMeHseMbl B QOTOMETPMUECKOM WMJIM

pacTeop MOHOCEJIEKTMBHOM MeTonax, nJia obecCledeHMusa yCTOM—
UMBOCTMU PEeaKUUM, MCIOJb3yeMsll OJIA ONpeneyIeHUd
B5JIEMEHTA

6. XoJjocToMu PacTBOp, COCTAaBJIEHHBI U3 IIPUMEHSIEMEIX B

pacTBOpP KOHKPETHOM aHallM3e pPeakKTMBOB M BOIH, IOJA ydeTa

X BarpsAs3HEHMS M BHECEHUs IIONPaBOK IIpu oOpaboTke
pPe3ynbTaTOB aHalms3a

MpunoxkeHune 2
PekomeHgyemoe

CXEMA CUCTEMATUYECKOIO AHAJIU3A LLEMEHTA



0,1 r
CnyaBJieHMe C IJIaBHEM M PacTBO—
peHMre B XOJIOOHOM pacTeope HCL

(m. 6.4.3)
VICXOOHEI
pacTBOp
(500 cm3)
250 cmM3 50 mmm 100 cmM3 5 cMm3 5 cM3 25 cMm3 25 cMm3 50 cmMm3 50 cMm3
| | | | | | | |
CaOo CaOo si0 Al © Fe O MgO TiO SO
(. 7.2.3.2) (. 7.2.3.2) 2 2 3 2 3 (m. 7.3.3) 2 3
(1. 6.4.3) (m. 9.3.3) (m. 8.3.3 (m. 10.3.3) (m. 11.3.3)
mm 8.4.3)
0,5
CnexaHue ¢ Na CO wim
2 3
npsaMmas obpaborka HCL
(m. 6.3.2)
|
Beimenenue SiO
2
xejaTmuHOM (m. 6.3.2)
Sio
2
Ocamox + H SO + HF
2 4
(m. 6.3.2)
dunbTPaT |
(250 cm3)
F<—————————— OCTaToK CHJIaBJISALT
C IJIaBHEM ¥ PaCTBOPST
B HCl (m. 6.3.2)
| T 1
100 cMm3 50 cMm3 50 cMm3
| 1 1
Fe O Cal Ca0 + MgO
2 3 (m. 7.2.3.1 (m. 7.2.3.3
(n. 8.3.2) v 7.2.3.2) v 7.2.3.4)
T
100 cM3 | |
|
Al O
2 3 MgO
(n. 9.2.3) (o pasHOCTH)

MpunnokeHune 3
ObasatenbHoe

PEHTFEHOCIMEKTPA/NIbHbIN METOA, ONPEAENEHNA SNEMEHTOB

PeHTreHoCneKTpanbHbIA MeToA ABAAETCA IKCNPECC-MeTo40M, OCHOBAHHbIM Ha BO36Y»XAeHUM aTOMOB
3N1€MEHTOB U U3MEPEHUU MHTEHCUBHOCTU UX XapPaKTEPUCTUUYECKUX NMHUIA GIYOPECLEHTHOMO U3NYYEHUS.

1. CpeactBa aHanmsa

Becbl nabopaTopHble 0buwero HasHaYeHus.

Meyb mydenbHas.

LWKad cywmnnbHbIN.

CneKkTpoMeTp PEeHTreHOBCKMM  MHOTFOKaHafAbHbIA  AMPPAKUMOHHBIA  AUCKPETHOro  AeincTsus,
NO3BOJIAIOWMI aHANN3MPOBATb JIETKME 3NEMEHTbl, HauuHaa ¢ marHua (Z = 12), ¢ ogHOBpeMeHHOM
perucTpaunen usnydyeHmsa He MeHee LWeCTU 31EMEHTOB.

Nntnin yrnekncneln no TY 6-09-3728.



NnTtna Tetpabopart 6e3soaHbIN no TY 6-09-4758.

Nntna metabopat 2-BogHbi no TY 6-09-4756.

HaTpuin a30THOKMUCABIN.

Kucnota 6opHan no FOCT 9656 1 pacTBop MaccoBon KoHLUeHTpauueit 50 r/am3.

Kpaxman pactsopumbiii no NOCT 10163.

Cmecb Ans cnnaBneHus: 6e3BoAHbIM TeTpabopaT MAM MeTabopaT AUTUA, MNPOKASNEHHbIA NpU
Temnepatype He meHee 700 °C, yrneKUCnblii INTUN U a30THOKUCABIA HATpUl cMmellmBatoT B papdopoBoi
CTYMKe B NPOLLEHTHOM OTHoweHun 75:20:5 (B cnyyae ncnonbsoBaHua TetTpabopata autus) uam 85:10:5 (B
C/nly4ae ncnonb3osBaHua metaboparta AuTus).

MoanoKKa rpaputoBasn AMckoobpasHaa guameTpom 30 MM M3 aneKTpoaHoro rpaduTa mapok rM3, 13
WA OPYTrMX aHanornyHbIx (4epT. 2).

lpaduToBas NoAN0XKKa
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Yeprt. 2

BopoHKa ¢ nyaHcoHOM meTanamyeckume (4epr. 3)

BopoOHKa ¢ nyaHCOHOM
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1 - BOPOHKQ; 2 - NyaHCOH; 3 - rpaduToBasn NOAN0XKKaA;
4 - cmecb COIN co cmecbto gna cnaasaeHus

Yepr. 3
MpumeyaHune. Paamepbl NnpuBeaeHbl 418 CNPaBOK.
Bunka ana ycTaHOBKU U n3BeYeHUS U3 MydesibHOM neun rpadpuToBom NOAN0XKKK (YepT. 4).

Bunka
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YepT. 4
MpumedaHne. Pasmepsbl npuBeaeHbl 415 CNPaBOK.

LLTaTnB ¢ onycKatowWwmmca Wramnom ans ¢opmMoBaHUA NOBEPXHOCTU HaNaBAEHHOrO clos obpasua-
nsnydartens (4yeprt. 5).

Wratme c onycCKaruwmMmca Wwtamnom
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YepT. 5

MpumeyaHue. Pasmepbl NpuBeaeHbl 414 CNPaBoK.

Mpecc-bopma ana bopmoBaHMA 06pa3LOB-M3yYaTeNeid, U3roTOBNEHHAA U3 HeprKaBelolen cranu
mapkun 12X18H9 no NOCT 5632 (uepT. 6).

Mpecc-popma
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1 - ocHoBaHue; 2 - 0601Ma; 3 - MyaHCOH; 4 - KONbLO-BKAAAbILL
YepT. 6
MpumeyvaHue. Pasmepbl NpuBeaeHbl A5 CNPaBOK.

Mpecc, obecneunsatolmii gasneHune He meHee 150 Krc/cm2.

2. MoarotoBKa K aHanunsy

2.1. NMpurotosneHune COT

[ns Kaxpoi pasHOBUMAHOCTM aHaNNM3UpPYEMbIX MaTepmUanoB roToBAT CEPUIO NOpPOLWKoobpasHbix COMM ¢
Pa3NNYaOLLMMCA XMMUYECKMM COCTaBOM B AMana3oHe MPOU3BOACTBEHHbIX KOebaHWi maccoBon [oau

onpeanenAaembiX 3/1EMEHTOB. Konnyectso COIll gonxHo 6bITb HE MeHee n + 2, rae n - 4ncno adHaNn3npyembix
B MaTtepuane anNeMeHTOB.

2.2. N3roToBsieHne 0bpasLoB-m3yyaTenei
N3 cepum COM nsrotaBanBaloT 0bpasubl-u3nyyaTenu B Buae Tabnetok HaniasaeHUeM Ha rpadUTOBYIO



noanoXKy nopowka COl, cmewaHHOro co cmecblo AnA cnnasnerHua. MpegBaputenbHo, ANA yaydlweHua
cuenieHns MOAJI0XKKM C Pacn/iiaBOM, €e CMayMBaloT pacTBOpPomM OOPHON KWUCAOTbl M NOACYLUIMBAIOT B
cywmnnbHom WKady npu Temnepatype 105 - 110 °C.

Haseckn COIM maccoii no 0,5 r u cmecn ana cnnaeneHma no 1 r B3BeLMBAOT Ha aHaIMTUYECKMX Becax
n nepemewwmnsatot B GpapdopoBoit cTynke He meHee 3 MUH. [ONyYEHHYHO CMECb C MOMOLLbIO BOPOHKMK U
nyaHCOHa BpPYyYHyt0 GOpMyOT Ha rpaduToBOM MNOANOXKKE W BUIKOWM MNOMELLAOT B pas3orpetyo Ao
Temnepatypbl 900 - 950 °C mydenbHyo Neyb Ha KepaMUYECKYo NOACTaBKY U BblAEPXKMBAIOT He bonee 5 MUH.
3aTeM NOANOXKKY C MAaBOM BbIHMMAIOT, ObICTPO YCTAaHABAMBAIOT Ha LUTAaTMB M OMYCKAlOT Ha Hee LWTamn ¢
No/IMPOBAHHOM NOBEPXHOCTLIO U POPMUPYIOT TBEPAbIN CTEKNOBUAHbBIN CNOM TabNETKM.

[na kaxgoro COMM M3rotaBaMBatoT TpU TabneTKu.

Mpw ycnosmn nonyvyeHnA pesyibTaToB aHaN3a, OT/INYAIOLWMXCA OT MOJYYEHHbIX MPU UCNOb30BAHUMU
06pa3LoB-usnyyaTeneid, M3roTOBNEHHbIX METOAOM CMAAaB/AEHUsA, MeHee YemM Ha 3HayeHue OoWwunbKu
NOBTOPAEMOCTU, YCTaHOB/IEHHOM A/1A COOTBETCTBYIOLWEro 3/IeMEeHTa, A0NYyCKaeTcs NnpumeHeHne ob6pasLLos-
nsnyyatenemn, M3rotToBseHHbIX METOL40M NPECCOBAHMA UM HaMa3blBaHWUS.

Mpwn wusrotoBneHnn obpasLoB-U3yYaTenell MeToLOM MNPECcCOBAaHWUA CKpenaatoWwen MnoaN0KKoM
TabneTok cAyut 6opHaa Kucnota. COM npeaBapuTenbHO BbICYLWMBAKOT A0 MOCTOAHHOW MacCbl npwu
Temnepatype 105 - 110 °C. 3atem B npecc-popmy HacbinatoT HaBecky COM maccon 1-1,5rmnceepxy 1,5-2r
6OpHOM KMCNOTbI (MOOJ/I0MKKN), HANAraoT MyaHCOH 1 MOMELLAIOT BCo npecc-popmy B Npecc, co3aaBas ycuaune
He meHee 150 krc/cm2. NMocne cHATUA Harpyskun TabaeTKy akKypaTHO BbIHMMAIOT M3 KO/bLa-BKAaabiwa. Mpu
HEBO3MOMHOCTM U3BAeYeHUs TabneTkm 6e3 nospexaeHun (cnabonnactuyHble matepuanst) COIM
npeaBapuTe/ibHO CMELLMBAOT C BOPHOM KMCAOTON UAM Kpaxmasom B COOTHOLWeHUM 1:1 un nomellatoTt B
npecc-popmy (6e3 noanoxku). Mpu 3Tom 06LLaA Macca HaBeCKM obpasLa-usnydyatena AN U3roToBleHUA
TabneTkn AoNKHa bbiTb 3 - 4 T.

2.3. NocTpoeHune rpalyupoBoYHOro rpadmka

N3 npuroToBieHHbIXx 06pasuos-usnyyatenen cepum COM BbibMpatoT ogMH B KavecTBe 0bpasua-
penepa, B KOTOPOM MAcCOBble JONM 3/1EMEHTOB HaX0AATCA B cepefMHe aHaAM3UpPyemMoro AnanasoHa.

OcTaBwunecs TabneTkm 0bpasLOB-M3ayYaTeNe NOMELLAIOT NOOYEPEAHO B AEPrKATE/b CNEKTPOMETPA
N U3MepAIT UHTEHCUMBHOCTb W3/ly4eHUA onpegenfaemblx 3n1eMeHToB B umnyabcax 3a 100 c, Kotopoe
PerucTpmpyeTca nepecyeTHbIM YCTPOUCTBOM. [lOpPAJOK W peruMm paboTbl CNEKTPOMEeTpa - COrMacHo
TEXHWYECKOM AOKYMEHTALMM HA HErO.

Mocne namepeHUAa MHTEHCUMBHOCTM OT Tpex TabneTok Kaxkporo COM cTaBAT obpaseu-penep. Takum
obpa3om, yepeaysa TabneTkn obpasuos-nsnydatenein Kaxkgoro COM un penep, NPoBOAAT U3IMEpPEHUE BCEN
cepun COI.

Mcnonb3ysa cpesHee apudmeTMyecKoe 3HayeHue Tpex MapaniefibHbiX U3MepPeHUM WMHTEHCMBHOCTU

manyuenus obpasuos-usnyyatenein I.o; u penepa ]p AN KaXAoro onpeaensieMoro 3/eMeHTa,

BbIYMCASAIOT OTHOCUTENbHYIO MHTeHCHMBHOCTL COM R, no dopmyne

1
Rcon = % . (48)

p

Mo nosyyeHHbIM pe3ynbTaTaM oOnpefeneHuin CTPOAT rPagyMpoBOYHbIE TPadMKM B KOopAWHaTax
"OTHOCUTENbHAA MHTEHCUBHOCTD - 3HaYeHWe MaccoBoM Aonu anemeHTa B COM B npoueHTax" nau coctaBasioT
KannMbpoBoYHble YpaBHEHUA.

3. NposegeHne aHanunsa

lfoToBAT ABe TabneTkn obpasua-usayyaTensa aHannsmpyemon npobbl Tem e crnocobom, KOTopbii
MCNoNb30BancA MNPU MNOCTPOEHUU rPaAyUpPOBOYHbLIX rpadMKoB (cocTaBieHMU ypaBHeHUK). UamepatoT

MHTEHCMBHOCTb U3NyYeHns Asyx obpa3uos-usnyyatenein I, u 1,, 3atem obpasya-penepa ]p .

BbluMCAAIOT 3HAYEHMA OTHOCUTE/IbHOM MHTEHCMBHOCTM 06pa3LoB-u3nydaTenemn Rl n R2 no ¢popmyne

(48).
MpumeyaHue. [pu M3rotoBaeHMM 06pasLOB-U3AyyaTeneil MeToAOM ChaB/leHUAa AOoMnycKaeTcs
BapbMpOBaHME Maccoi HaBecKM 06pasLa, a TakKe COOTHOLWEeHnem obpaseu;:nnaseHb ot 1:2 go 1:5.

4. ObpaboTKa pe3ynbTaTos



Maccosyto gonto onpegenaembiX 3/1IeMEHTOB B NPOLLeHTaX, COOTBETCTBYIOLWYIO 3HAaYEHUAM Rl 7] R2 ,

onpegensoT MO COOTBETCTBylOWeMy rpaduKky WAU  KaAMOPOBOYHOMY YpaBHEHMIO. 3a pesynabraTt
onpeaeneHusa NPUHMMALOT cpegHee apuPMeTUYECKOe HalAEHHbIX 3HAaYEHUN.




