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CHITUKOKAJNIbLU UM
Mertopa, onpeaeneHHs Kaabuua roct
Silicocalcium. 14858.6—91

Mecthod for the determination of calcium

OKCTY 0809

JHara seepesns 01.01.93

Hacrosmuit craHpapr ycraHaB/iHBaeT KOMIJIEKCOHOMETPHYECKHH
MCTOJL OlpefeeHHs] KajblUdsi NpH ero MaccoBofi goge or 8 no 40%.

MeTox ocnoBaH Ha pacTBOpeHHH MPOGbLI B KHCJAOT2X, OTAEJEHHH
MCJC3a W aJIOMHHUSE NMPH NIOMOIH YPOTPONHHA W THTPOBAHHH Kalib-
uist pacTsopoM TpuioHa B B npucyrerBuH ¢i1yopexcoHa H THMouadTa-
aenna upu pli 6osec 12.

1. OBWHE TPEBOBAHHSA

1.1. O6utne tpeGoBanust Kk Mertoay axaausa —ino ['OCT 28473.
1.2. Jlabopartopnas npo6a n0JKHA GLITh NPHrOTOBJCHA B BHAE T1O-
pouha ¢ MakCHMaJbHLIM pa3mepoM uacthy 0,16 mm no F'OCT 25207.

2. PEAKTHUBbL! H PACTBOPbBI

Kucaora coasmast no T'OCT 3118 u pacrsopwt 1:1, 1:3, 1:100.

Kucsora asornas no TOCT 4461.

Kucaora xnopHas p 1,5 r/ems.

Kucnora dropucrosopoposnas no FOCT 10484,

Ammuak soaubiit no FOCT 3760, pacrsop 1:1.

Kanust ruppoogucs no T'OCT 24363, pacrsop 200 r/am3; pacrsop
XpausiT B NOJIHITHAEHOBOM COCYAE.

Harpuit yrackucaotit no TOCT 83.

Yporpouuu, pacrsop 250 r/nm3.

DayopeKCcoH, HHANKATOP.

Tumondraseut, HHAHKATOP.

Kanuit xnopucreiit no FOCT 4234.

Cmech uuaukatopos: 1 BecoByio uyacte ¢ayopekcoHa, | pecopyio
yactb THMosndTajenHa U 100 BecoBbiX uwacredi X/OpHAA KajNHA PACTH-
paloT B CTYNKE M TLLATEJbHO NepeMeIlHBaIOT.

Hanaune odpuunaasuoe
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Kanpuuit yraexucanit no FOCT 4530, sbicywieHHbl nepes npume-
HeHHeM B TeueHHe | u npu teMnepatype (105+5) °C u oxnakaeHmbiil
B 3KCHKaTope.

CranpapTHbli pacTBOp Kaabuusa: 2,4973 r xapGonarta kaabLus ro-
MellaloT B KOHHYeckylo Kosa6y  BmectruMocrbio 500 cm® pobapasor
30 cm3 BoAbl H MO KamJAM PacTBOP COJISIHON XHCAOTH 1:1 mo meaHo-
ro pactBopenus coau. PacrBop pas6aBasior Bogoit ao 100 cm3, Har-
PEBAIOT H KHNATAT B TeyeHHe 3—4 MHH, 3aTeM OXJaXAAIOT, NEpeHo-
CSIT B MEPHYIO K0Ji6y BMECTHMOCTbIO | IM3, NOJAMBAIOT N0 METKH CBC-
KENpoKHNAYEeHHOH U OX/JaXKACHHOHK BOAOH M NEPEMEIHBAIOT.

I cM? crannaprHoro pacrsopa cogepxur 0,001 r kaabuus.

MaccoByl0 KOHUEHTPaLHIO CTAHAAPTHOrO PAacTBOPA KaJbUHR yCTa-
HaBJHBAIOT F'PaBHMETPHUYECKHM METO/JOM.

Conb auHarpueBasi stuaeHzuamui — N, N, N’, N’-rerpayxcycuoi
xucaoTel 2-BofHast (tpuson B) mo I'OCT 10652, pactsop: 18,6 r TpH-
aona B pacrsopsiior B 300 cM® BoAbl, pacTBOP GHALTPYIOT B MEPHYIO
Kos6y BMecTHMOCTbIo | AM3, ROMHBAIOT BOXOI A0 METKH, NCpCMEWwH-
BAIOT H XPaHST B NOJIM3THJIENIOBOM COCYAE,

MaccoBylo KOHLEHTpauuio pacrBopa TpHJaoHa B ycranaesausaior
cnepywownm obpaszom: orbupator 50,0 cM® crampaprHoro  pacrsopa
KaJblUus B KOHHYECKYl KoJOy  Bmectumoctbio 500 cm3, poGapasitor
50 cm® Boaw, 20 cM® pacTBopa  THAPOKCHAA Xajusi B oxoqao 0,1 r
cMecH MHAMKATOpPOB. Pacrsop Turpylor  pacrBopom Tpuaowa B mo
HCUC3HOBEHHA 3CJICHON (yopecUeHLHRH.

MaccoBylo xoHuneHTpauuio TpuaoHa b (c), BeipaxeHsywo B r/cm®
KaJblHsl, BLIYHCASIOT MO (hopmyJie

m
C== —.!.____

V=V, ?

ric /m,-—Macca Kanabliusi, conepxaumascs B 50 cM® cranpaprHoro
pacrsopa, r;
V —o6bem pacTBopa TpuJOHaZ B, M3pacxoLoBaHMBI 1A THTpO-
BaHHe CTaHAAPTHOrO PacTBOPa KaJjbllusi, CM3;
V,—ofbeM pacTBopa TpuJOHa B, u3pacxonoBaHHLill HA TuTpOBaA-
HHE PACTBOpPa KOHTPOJILHOIG OMKITa, CMS.

3. MPOBENEHUE AHAJIU3A

Hasecky npo6ui maccoit 0,25 r nomemaroT B NJATHHOBYIO YalIKy
WJH YallKy M3 CTeKJoyraepopa, no6asasiior 10 cM® a30THOR KMCJOTHI,
nepeMelnBaloT B OCTOPOKHO Mo KamasaMm pobasasior 10 cm® dropuc-
TOBOLOPOAHON KHCJOTHI, 3aTeM NocJe OKOHYaHHs  OypHOH peakUUH
npuauBaior 10 ¢M3  XJIODHOM KHCJOTH, HarpeBaloT W BLINAPHBAIOT
pacTBOp 0 BLIAGJNEHMs T'YCTHIX NMapoB XJOPHOM xucaoTh. Ilocne ox-
JaxAeHHs Yaliky oGMLIBAIOT ee CTeHKH Boao#i, noGasasior 10 cm®
XJOPHON KHCJIOTH M BBIIapuBaloT gocyxa. 3arem ao6Gasasior 10 cm®
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C. 3 FOCT 14858.6—91

CONHON KHMCJOTH M CHOBA BbllapHBalor gocyxa. OCTaTOK 0XJaXnalor,
pacreopsor B 10 cm3 cossinod  kucjoTel ¥ 50 cM® BOABI H pacTBOp
yMepeHHo HarpesaloT. IIpu HaJIMuHM HepacTBOPHMOro OCTarka pacrt-
BOP QHIbTpylOT uepe3 (QHALTP cpeiHel  MJOTHOCTH, YIJIOTHEHHBIH
¢duabTpobymakHolt Mmaccoit, u npompiBaior ero 10—15 pas ropsuum
pacrBopoM coJisiHofi kucaotel 1:100. PacrBop 1npobnl H IPOMBIBHBIC
pacrBopbl cobupaior B crakaH BmectuMmoctblo 400—500 cm® (pact-
sop A).

QuabTp c OCTATKOM NOMEINAIOT B INIATHHOBLIH THIEJb, BLICYLUH-
BAIOT, 030/HIOT B NpoKaauBaloT npu temneparype 700—800°C. Ocra-
TOK B THIVIC CIJMABJsIIOT ¢ 2 r kapBoHata HaTpusi NPH TeMmmeparype
1000 °C.

Turens oxJaaxpalor, naas Boillesnaunsator 30—40 cm® pacrBopa
COJISIHOM KHUCJOTHI 1:3 M NOJYYEHHbIH PacTBOpP NPHCOEAHHSIOT K pact-
Bopy A. OGwuit 06beM pacrBopa goJxen 6biTb 0k0J0 200 cm3,

[MosyueHHplit pacTBop HarpesatoT o temmeparypsl 50°C u no6as-
JISIOT OCTOPOMKHO PAcTBOP aMMHaKa X0 HOsiBJeHHs HebOoJblIOro ocai-
Ka ruapoxcnpoB. Ocagok pacrsopsiior, A06aBJsis IO KallIsIM pacTBoOp
coJsintoit Kucsotel (1:1) Ge3 u36biTKa, 3aTeM npujibator 20 cm® pact-
BOpa ypoTpONMHA, HArpeBalOT U OCTaBAAIOT Ha 10— 15 Mull npu Temme-
parypce 80—90°C. PacTBop 0xs1aXal0T H BMECTC C OCaAKOM MepeHo-
CAT B MepHyI0 KoJOy BMectuMocTblo 250 cm®, nosuBaloT BOJOH A0
MeTKn ¥ nepeMelrnBaior. PactBop dusbTpylor uepes cyxoit duabtp B
cyxofi crakau, oTGpachiBasi IlepBbic TiOpuuuM  ¢uabTpara. M3 noay-
yeHHOro Quabrpara orbuparT 200 cM® B KOHHUECKYIO KOJOYy BMeECTH-
moctbio 500 cm?, poGamasior 40 cm3 pacrBopa  TMAPOKCHZA Kanus,
0,1 r cMecu HMHAHKATOPOB H THTPYIOT pacrBopoM TpuJjoHa B 1o wuc-
Ye3HOBEHHs! 3esieHOH (JayopecueHIn.

4. OBPABOTKA PE3YJIbTATOB

4.1. MaccoByo joni0 Xajbiusi (X) B JIPOUEHTAX BLIMHC/ASIOT JIO
dbopmyae
X (Va—V3)-¢-100

m ’

rie V;— o6beM pacTBopa TpHJIOHA b, u3pacxojoBaHHBIT HAa THTPOBA-
HHe pacTBopa npobbl, cM3;
V3 - o6beM pacTBopa TpuioHAa B, H3pacxOmOBaHHBI lia THTPOBA-
HHEe pacTBOpa KOHTPOJIBHOIO ONbITa, cM3;
¢ — MaccoBasi KOHUEHTPalusi pactsopa Tpujoha B, suipakenHas
B r/cMm® KaJbius;
m — macca HaBeCKH, COOTBETCTBYIOWAass aJHUKBOTHOH YacTH pacr-
BOpa MpoGHL, T.
4.2, HopMbl TOYHOCTH H HOPMAaTHBH KOHTPOJISI TOUHOCTH ONpejeJie-
HHSl MACCOBOM JOJIH KaJbLlUs NPHBeAEHH B TabJule.
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IOCT 14858.6—91 C. 4

JonyckaeMmbie pacXOxJCHUS, 2%
Tlorpeu:-
ot | myxcpsmnc | geye | mpon | pesyararos
peayabta- | PeSYALTATOB | papapnenv-| napasn- 4HAJH
Macconasi [oasl KanbiHa, % TOB asannsa, HBIX JCAbHLX | CTaHAAPTHOrO
aHannaa BRINOJIHEHHLIX | onpenienc- | onpene- oGpasua
A, % B Pa3JIHYLLIX wuit NCHHI OT aTTecTo-
YCA0BHSIX ds ds BaHHOTO
K 3HaYeHus O
Or 8 no 10 BKJIOU, 0,2 0,3 0,2 0,3 01
Cs. 10 » 20 » 0,3 0,4 0,3 0.4 0,2
» 20 » 40 » 0.4 0.5 0,4 0.5 0,3
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