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HacTosiuuuit cTaHaapT ycraHaB/auBae T rpaBUMETPUYECKHI M GOTOMETPHYECKHIA METOMIbI OTIpEAEIEH S
docdopa (npn MaccoBoit none pocdopa ot 5 no 14 %).

TpaBuMeTpHuecKuii METON OCHOBAH Ha U3MEPEHUNU Macchl ocanka nupodocdarta MarHus, noayyeH-
HOro ocaxneHueMm B Buie ¢ocdara MarHuss M MociaeayioluM MPOKATHBAHUEM TOJYYEHHOrO ocalka a0
MOCTOSIHHOM Macchl.

®oroMeTpUyeCcKHii METOI OCHOBAH Ha U3MEPEHUH NPH JUTHHE BOJHbI 597 HM ONTHYECKOH TUIOTHOCTH
00pa30BaHHOFO B MPUCYTCTBUM THOMOYEBUHBI (HocHOPHOMONUOAEHOBOrO KoMIUleKca (MOJUOAEHOBOI
CHHH).

(U3amenennas penakums, Mam. Ne 1, 3).

1. OBIIME TPEBOBAHMUA

1.1. O6wme TpeboBanua Kk MetomaM ananuaa — no N'OCT 25086 rpu AByx napajuieibHbIX H3Mepe-
HUSAX.

1.2. O160p npo6 ¥ NMoAroToBKY MX K aHanu3y nposomst no F'OCT 4515.

1.3. TpebosaHuss 6Ge3zonacHocth — mo ['OCT 12.0.004, TOCT 12.1.005, T'OCT 12.1.007,
FoCT 12.4.021.

1.4. PacxoxieHusi pe3ylbTaToOB Mapa/UIebHBIX ONpENeIeHUH He NOJDKHbBI MpeBbILaTh a6COMOTHEIE
JOMNYCKaeMble pacXoXAeHUsl d, YKa3aHHbIE B COOTBETCTBYIOILMX CTAHHAPTaX HA METOAbl AHAIMU3A MENHO-
doctopucThIX cr1aBos.

1.5. PacxoxaeHus ABYX pe3y/IbTaTOB aHATM3a OXHOM U TOH Xe MPoObl, NOIyYeHHEBIE B pa3HOE BpeMs,
pa3HbIMU UCIOJIHUTENSAMU OOHUM U TEM Xe METONOM, He JOMKHBI OTIHYaThcs 6ojiee yeM Ha 2 d.

PacxoxaeHuss IBYX pe3y/JbTaToB aHalIM3a OQHOM M TOM Xe MpoGbl, MOJAYYEHHBIE B PasHOE BpeMs
pa3HbIMK UCMOAHUTEASIMU MO pa3HbIM METOAaM, HE HOJLKHbI MpeBbiliaTh 1,4 \ld} + d%, rne dy ¥ dy —

abcoNMOTHBIE OMYCKaeMbie PACXOXIEHUS PE3y/IbTaTOB ABYX NAapaUIENbHBIX ONpeaeaeHHi (1oBepUTe/IbHAS
BepOATHOCTL P=0,95), pernaMeHTUpYeMble COOTBETCTBYIOIIMMYM METONAMM aHATM3A.

1.6. KoHTponb rpaBUIBHOCTH PE3YAbTATOB aHATH32 IPOBOAST MO CTAHAAPTHBIM 06pa3LaM, COOTBET-
crylownM TpebopanusiM T'OCT 8.315 wiu MetonaM n0GaBOX OXZHOBPEMEHHO C aHanM3oM Mpob npu
MCMOJIb30BAHUM HOBOW NMAapTMHM PEaKTHBOB WM BHOBb MPUTOTOBJIEHHOIO CTAHIAPTHOrO PacTBOpa.

IMpu KOHTpONE NPaBUILHOCTH PE3yNbTATOB I10 CTAHAAPTHHIM 06pa3LiaM BOCIIPOM3BENEHHOE 3HAYEHHUE
CONEePXaHUst KOMITIOHEHTA B CTAHAAPTHOM 06pa3sle He JOMKHO OTIMYATHCH OT aTTECTOBAHHOro 6onee yeM
Ha 0,7 d npu noBepuTenbHOk BeposiTHoct P=0,85.
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KoHTposb MpaBIbHOCTH pe3y/IbTATOB aHAIM3a METOHOM H00aBOK OCYUIECTBISIOT, ONPERE/sis Mac-
COBYIO JIONTIO KOMITOHEHTA B aHAIM3UPYeMOM MaTepHaie rnocie R06aBKH aIMKBOTHON YacTU CTAHAAPTHOTO
pacTBopa ONpeAe/IseMOro KOMHOHEHTa K npobe no npoBefeHUs aHanu3a. Maccy n06aBkif (A THKBOTHYIO
4acTh CTAHAAPTHOTO PacTBOpa) BLIOMPAIOT TAKUM 06pa3oM, YTOOB! aHATUTUYIECKUI CUTHAT ONpEesIe/isieMOoro
KOMITOHEHTA YBEIMYUIICS He Gosiee yeM B 2 pa3a 10 CPaBHEHHUIO C AaHATUTUYECKUM CHTHAIOM B OTCYTCTBHE
no6aBKH.

HaiinenHas BeJnuuHa 1oGaBKu TP JOBEpUTENbHON BeposiTHOCTH P=0,85 He DoJIKHA OT/IMYATLCS OT

BBeleHHOM Gonee uem Ha 0,7 Vg 2 +d},, e d)j ¥ di; — DONYyCKaeMble CTAHNAPTOM PaCXOXKIACHMSA

Pe3yJbTAaTOB ABYX Mapa/UTe/ibHBIX ONpeneieHUi L1 npobsl ¢ fo6askoit 1 6e3 106aBKH COOTBETCTBEHHO.
Pazn. 1. (Msmenennas pexakums, Usm. Ne 3).

2. PEAKTHBBI 1 PACTBOPBI

Kucnora azotHad no F'OCT 4461 u pasbasnexHas 1:1.

Kucnora consinast mo FOCT 3118, pas6asnesinas 2:3 u 1:99.

Kucnora iumonnas no F'OCT 3652, pactsop 500 r/nm3.

AmMoHuii xiopucthiit mo FOCT 3773, pacteop 100 r/omM3.

Maruuit xopuctsiit no F'OCT 4209.

CMech MarHeayaibHas: 55 r KpUCTAUIMYECKOrO XIOpHCTOro MarHust M 105 r xj0pHcToro aMMoHHUA
pacTBopsIOT B 1 1M BOIBL.

AMmmuak BonHbii no FOCT 3760 u pas6asnenHsiit 1:1 u 1:9.

Cepebpo asoTHOKHMci0e mo TOCT 1277, pactsop 10 r/om3.

Pasn. 2. (M3menennas pexaxums, H3m. Ne 3).

3. TIPOBEJEHHUE AHAJIU3A

3.1. Hagecky crutasa Maccoit 0,5 r pacTBoOpAIOT B cTakaHe BMecTUMOCTbIO 300 cM? B 20 cM3 asoTHOM
kucnoTsl (1:1), mepeHocsT B dapdoposyio yamiky, npubasnsior 10 cM? KOHUEHTPUPOBAHHOW CONSAHOM
KMCJIOTBl ¥ BBIMAPUBAIOT Ha KUISILIEH BouasiHoit 6ane nocyxa. K cyxoMy octatky npubaeasior 5 cm?
KOHLEHTPHPOBAHHOM COJISTHOM KUCJOTHI ¥ BBIMapHBaIOT Kocyxa. OcTaTOK BBLICYUIMBAIOT NPU TeMIepaType
(130+5) °C. K BHICYLUEHHOMY OCTATKY IMPUBABNsIOT 5 cM? KOHLIEHTPUPOBAHHOM a30THOM KUCIOTHI, 5 cM3
KOHLIEHTPMPOBAHHO( COMSTHOM KKCNOTH, 50 cM3 ropsiyeil Boabl. PacTBOp MepeHOCAT B CTAKaH BMECTHMOC-
1610 300 cM3. Ecniv npH pACTBOPEHMM OCAlKa BbUIENACTCS KPEeMHHEBAas KUCJOTA, ee OTPWIbTPOBLIBAIOT
yepe3 GWIBTP «CHHSS JieHTa». B 3TOM cilyyae ocafioK MpOMbBIBAIOT FrOpSYMM PaCTBOPOM COJITHOM KHUCHOTbI
(1:99) o Wcye3HOBeHUSI peaKUUW Ha Mendb (KOHTPOJb MPOBOAST C MOMOILUBI0O KOHLEHTPHPOBAHHOIO
aMMHaKa Mo peakuuy o6pa3oBaHUss AMMHUAYHOIO KOMIUIEKCA).

K nonyyenHoMy pactsopy npu6aemsior 10 cM3 pactBopa JNMMOHHOI KuciaoTsl, 20 cM3 pacTBOpa
XJTOPUCTOrO aMMOHMsI, 25 cM? MarHesnanbHOM cMecH. PacTBOp HEHTPamU3yIOT KOHUEHTPUPOBAHHBIM
pacTBOPOM aMMHaka R0 O6pa3oBaHMS aMMHAYHOIO KOMIUIEKCa MEIH CHHEero uBeta. 3aTeM pacTBOp
TIATE/IbHO YIEPEMEIMBAIOT U TTOTUPAIOT CTEKJISHHON MAJoyKofl O CTEHKM cOoCyda IO Hayana BbiMadeHHs
ocanka. Jlajiee npywIKBaIOT H3GBITOK PacTBOpPa KOHUEHTPHPOBAHHOIO AaMMHUAKA B KOJIMYECTBE, COCTABAAIO-
ey '/5 06beMa conepXHMOro B CTaKaHe, M OCTAaBJIAIOT Ha HOYb.

PacTBop ¢ ocankoM PHIbTPYIOT Yepe3 GUIbTP «CUHSASA JIEHTa», MPOMbIBAsi paCTBOpOM aMMHuaka (1:9).
Ocanok Ha ¢puibTpe pacTsopsioT B 10 cM3 ropsiueit consiHoi kuenothl (1:1), cobupas gunabTpar B cTakaH,
B KOTOPOM [IPOBOIMIOCH [TEPBOHAYATBHOE OCAXIEHHUE.

K nioyyeHHOMY COJNSIHOKMCAOMY pacTBopy mpu6aBisiioT 10 cM3 pacTBOpa XJIOPHMCTOrO aMMOHMA,
5 cM3 MarHesMagbHOW cMecH, pa3bap/sioT Bomoil A0 100 cM® ¥ HeHTPANTU3YIOT KOHLEHTPMPOBAHHBIM
pPacTBOPOM aMMHaKa IpH MOCTOSHHOM MepeMeHIMBAHMU OO MOABACHHA ocanka. Tlocie HelTpanusaumn
TIPWIKBAIOT U30bITOK KOHLEHTPUPOBAHHOTO PacTBOpPa aMMMUaKa, COCTAaBIAIOLINIT 10 !/ Bcero oGbema.

PacTBOp € 0cagKOM OCTABASIOT Ha HOYb, 3aTeM DHILTPYIOT Yepe3 6e330JbHBIH PUABTD «CHHSS IEHTa»
M TPOMbLIBAIOT pacTBOpoM aMMuaka (1:9) 4o UcYE3HOBEHHUS PEaKUHUU Ha XAOp (KOHTPOIb MPOBOAAT C
TIOMOLLBIO a30THOKUCI0ro cepebpa).

BoicyiueHHbi#t B cyirunbHOM 1ikady npu 105 °C ocanok BMecte ¢ GUIBTPOM NMOMELIAIOT B MpeaBa-
PUTENbHO NMPOKAJIEHHBI M B3BEIUEHHBIA TUTE/b, GWIBLTP 030/5I0T, A 3aTEM TPOKATHBAIOT 4O MOCTOAHHOIM
Maccsl npu Temnepatype (1100+20) °C.

OnHOBpeMEHHO MPOBOJSAT KOHTPOILHBII ONBIT HA 3arpsi3HEHUE PeakTUBOB GoCcHOpPOM.

(Mamenennas pepakums, M3m. Ne 3).
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4. OBPABOTKA PE3VJIbTATOB

4.1. Conepxanue docdopa (X) B npoLeHTax BoMUCIAIOT e dopMmyne:

(m, - my)-0,2783 - 100
m

X=

3

rae m, — MAacca NMpoKajleHHOro ocanka nupodocdara Marsus, r;
m, — macca (pocdopa B KOHTPOALHOM OFIbITE,
m — HaBecKa CILIaBa, T;
0.2783 — koadduuueHT nepecyera nupodocdarta Maruus Ha dpocdop.
4.2. AGCOJIOTHOE NOMYCKAEMOE PACXOXIACHUE Pe3yNbTaToB ABYX MapajLie/ibHBIX ONpeacICHUM npu
AOBEpUTENbHOI BeposiTHocTH P=0,95 cocrasaser 0,1 %.
4.1, 4.2. (U3meHennan penaxkuua, Msm. Ne 3).

5. ®OTOMETPUYECKHU METO/1 OTIPENETEHUSA ®OCPOPA

S.1. AnmapaTtypa, peakKTUBbl U PacTBOPH

DoTO3EKTPOKONOPUMETP WIH CTIEKTPOHOTOMETP.

Kucnora azotHast mo FOCT 4461, pas6asneHHas 1:1.

Kanuit mapranuosokucasiit no FTOCT 20490, pactsop 20 r/am3.

AMMoHHUI waBeneBoxucsiit no FOCT 5712, pacteop 25 r/am3.

Kucnora consnas no F'OCT 3118, pasbapineHHas 1:2.

Crniupr 3THNOBbIN pexTHdHUKoBaHHbIH TexHUYeckuii o TOCT 18300 u pa36asneHHbIi 5:8.

AMMoHUI MonubaeHoBokucablit mo FOCT 3765, nepekprUcTaUIM30BaHHBIA U3 CTMPTOBOFO PacTBOpa,
CBEXENpPUroTOBIEHHbIN pacTsop 50 r/mm3.

[NepekpUcTaIU3alKio MOJUONEHOBOKUCIOTO aMMOHMSA TIPOBOAAT clienyowuM obpasom: 70 r npe-
napara pacTopsioT B 400 cM3 poas! npu HarpeBanuyu 70—80 °C u nBaxasl GWILTPYIOT FOPAYUI PacTBOD
yepes OMH ¥ TOT Xe GubTp «cuHaAd neHta». K pactBopy nobasssiior 250 cM3 sTwinosoro cnimpra. PactBop
OXJIAXAAIOT U AT OTCTOATheH B TeyeHMe | 4. BbimaBiume Kpuctammbl oTGWIBTPOBBIBAIOT HA BOPOHKE
BloxHepa, oTcacbiBasi pacTBOp, W TMOBTOPSIOT MepekpucTau3auuio. Iocie GUIBTPOBAHMSA KPUCTALIBI
NPOMBIBAIOT 2—3 pasa 3THJIOBbIM CIMPTOM, pa3babiaeHHbM 5:8, nopuusaMu no 20—30 cm3. Tlocne 3roro
MX BbICYLLIMBAIOT Ha BO3MyXe.

TuomouesuHa no FOCT 6344, pactop 100 r/am3.

Kanui pochopHokucisiit onHosamemeHnblit mo FOCT 4198.

CrannapTHbii pactBop docdopa: 8,7874 r onHosaMeleHHOro GochOpHOKUCIOrO Kanus (NpexBapu-
TeabHO BbicymieHHoro npu 105 °C 1o noctosiHHO# Macchl) MOMEIIAIOT B MEPHYIO KOl6y BMECTUMOCTBIO
1 am3, pacTBOpSIOT B BCIE, ZOAMBAIOT BOMON IO METKH M MEepeMEILINBAIOT.

1 cm? cranpapTHoro pacrsopa conepxut 0,002 r docdopa.

Menb Bricokoit uncrotbl no F'OCT 859 ¢ maccoBoit noneit docdopa He Gonee 0,00002 %.

(M3menennas penakums, Wam. Ne 3).

52. lpoBeneHune aHanusa

(Berenen nonoanmnrensno, Mam. Ne 1).

5.2.1. Hasecky cruiaBa maccoit 0,1 I NOMEW@IOT B KOHMYECKYI0 Koy BMecTUMOCTBIO 250 cM3 M
pacTBopsiioT B 20 cM? a30THOI Kic1oThl (1:1). KHISITSIT 10 ynaneHust okucios asota. JIo6asnsior 5 cm> pacTBopa
MapraHliOBOKMCJIOTO Kanus M BbIIEPXMBAIOT HA TEIUION IUMTE N0 MONMHOM KOAryisiuMK ocagka OKCUAA
mapranua (1V). 106aBnsiioT no KaruisiM pacTBop LLABEIEBOKUCIOIO aMMOHHS 10 TTOJTHOTO PaCTBOPEHMs OCaKa.

Bo 136exaHue H3ObITKa 1IaBEIEBOKUCIIOrO aMMOHMSL, ITOCTIE 106ABNIECHHMS KAXKIOM KATLIH €ro, pacTBOp
TILATENBHO FIEPEMELINBAIOT.

Ox1aXAa10T, NEPEBOAT PacTBOP B MEPHYIO K0jiBy BMecTUMOCTBIO 200 cM3, IOBOMAT IO METKH BOAOH
M TepeMelMBalOT. AJIMKBOTHYIO YacTb 5 cM? rnoMewalor B MepHYI0 KonbGy BMmecTMMOCTbio 100 cm3,
nobasasior 12 cM? consiHoM KUCNOTHI, pazbasnenHoit 1:2, 10 cM3 pacTBopa THOMoYeBHHEL, 10 cM3 pacTBopa
MOIKOACHOBOKHKCIOro aMMOHMs. Bee peakTHBbI PUMBAIOT MEIJIEHHO, TIPY TIOCTOSSTHHOM TIOMELIMBAHVH.
Josonat no MeTKM BONOit M BHOBb MepeMeuinBaloy. UYepes 15 MHH U3MEPSIIOT ONTHYECKYIO IUJIOTHOCTD
pacTBopa Ha POTOINEKTPOKOJOPUMETPE C KPACHBIM CBETO(DMIBTPOM MPH JUTHHE BONHLI 597 iM. PacTBopom
CPaBHEHUS CTYXUT BOJA.

5.2.2. CooTBeTCTBME aHUIUTUYECKOrO CUrHaja COfepXaHHI0 MaccoBoii nose docdopa ycTaHapnuBa-
10T NO rpagyMpoBOYHOMY rpadyKy B COOTBETCTBMM C M. 5.2.2.1 WIN MO MeTooy CPaBHEHHUS ONTUYECKONM
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TUIOTHOCTH QHAJIM3UPYEMbIX DACTBOPOB C OMM3KUMU 3HAYEHMSMHU ONTHYECKUX ILIOTHOCTEN pPacTBOPOB
CTaHIApTHBIX 0OpasLos o m. 5.2.2.2.

5.2.1, 5.2.2. (Aamenennas penakums, M3m. Ne 3).

5.2.2.1. JIna nocTpOeHMS TPALyHPOBOUHOro rpaduka B LECTb KOHUYECKHX KONO BMECTUMOCTbLIO
250 cm? momemarot 0,1 r Menu, nobasmsior 2,0; 3,0; 4,0; 5,0; 6,0 u 7,0 cM? cTaHnapTHoro pactsopa
docdopa. Bo Bce ko661 noGasnsioT o 20 cM3 a3oTHON kucioThl (1:1), KMUMATAT A0 yAANEHUS OKHC/IOB
asora ¥ Jajiee MOCTYNAloOT, KakK yKa3ado B IN. 5.2.

Mo moJiyyeHHBIM JaHHBIM CTPOAT rPalyUpOBOYHLII rpaduk, No ocH abCIMce KOTOPOro OTKIIAABIBAIOT
COOTBETCTBYIOIIYIO ATUKBOTHOI YacTH pacTBopa Maccy ¢ocgopa, 1o ocH opauHaT — 3HaueHUe ONTHYECKOM
TUIOTHOCTH pacTBOpa.

Kaxnas Toyka rpaxyMpoBoyHoro rpacuka COOTBETCTBYET CpelHeMYy apu(MeTHYECKOMY Pe3yAbTaTOB
IBYX MapajUIeNIbHBIX OMpeReeHHH.

5.2.2.2. OnHOBpPeMEHHO ¢ aHAIM3UPYEMOii po6oi IIPOBOAAT aHANTKH3 00pa3La CPaBHEHHS, B KAYecTBe
KOTOPOTO MCMOJB3YIOT CTAHAAPTHHIN oOpasell ¢ 6;u3KkuM conepxaHueM ¢ocdopa.

5.2.2.1, 5.2.2.2. (Bseaens! nonoannreasno, Uam. Ne 3).

53. O6paboTka pe3yaAbTaToOB

(Bsexen gononnurenbHO, M3m. Ne 1).

5.3.1. Ilpy ucnonb30BaHMH MeTona rpanyMpoBo4yHOro rpadrka maccosyio nomo ¢ocdopa (X) B
MIPOLIEHTAX BLIUMCISAIOT No dopMmyne

rae m, — macca docdopa, HailIeHHas N0 rPANyMPOBOYHOMY rpaduKy, T;

m — Macca HaBeCKM CIUIaBa, COOTBETCTBYIOLIAS] ATMKBOTHOMN 4acTH Ipobbki, T.

IMpH HCITOIb30BaHUM METOA CPABHEHUS PacTBOPA C GIW3KUMH 3HAYEHUAMU ONTUYECKUX MIOTHOCTE !
MaccoByio om0 docdopa (X) B MpoleHTax BLMUC/AIOT 1o Gopmyse

_C- A m

Al A-m

’
rae C — maccoBas xo.s ¢ocdopa B obpasue cpaBHeHus, %;
A — 3HaYeHUe ONMTUYECKOMN IUIOTHOCTH aHATU3IUPYEMOIo pacTBopa;
A, — 3Ha4YeHHe ONTUYECKON IUIOTHOCTH PACTBOpA CPAaBHEHHS,
m; — Macca HaBeckd obpaslia CpaBHEHHMS!, COOTBETCTBYIOLLAS! ATUKBOTHOH yacTu Mpo6bl, T;
m — Macca HaBeCKUW aHATH3UpyeMo#t NMpoObl, COOTBETCTBYIOLLAA AJIMKBOTHOM YacTH Mpobsl, T.
5.3.2. AGCOIIOTHOE JOITyCKaeMoe pacXoXIeHHE pe3ynbTaToB ABYX MapajUie/ibHbIX OMpeleIeHUN Mpu
JoBepuTeabHOM BeposiTHocTH P=0,95 coctasnsert 0,1 %.
5.3.1, 5.3.2. (Aamenennas penakums, Mam. Ne 3).
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