roct

KAMNPONAKTAM
Mertopa onpepeneHus UMKNOTEKCAHOHOKCHMA 26743 6 85
Caprolactam. Method of cyclohexanone
oxime content determination Biamen
FOCT 7850—74

B vactu n. 3.8

OKCTY 2409

nocrauoaneuuem rocypapcraeuuoro kKomutera CCCP no craupapram or 20 AeRaGpa
1985 r. N° 4326 cpon AeHcTBHS ycraHoaneH :

_ c 01.01.87

po 01.01.92

HecoBniopeHne ctaHpapta npecnepyercs no 3aKOHY

HacTosiliuil cragiapT ycTaHaBAHBaeT (POTOKOJICPUMETPHUECKHI Me-

TOA onpeaeJeHua UHK/IOreKCAaHOHOKCHMA.
CyU.LHOCTb METOAa 3aKJIUaAeTCA B HBMEpeHHH ONTHYECKOH IJIOTHO-

CTH OKPalLiEHHOTO COEIHHEHHS (POPMTHIPOKCAMOBON KHCJIOTHI € HOHA
v Kkeaesa (II1) npn 1aure Boanbsl 500 HM. PopMruipoxkcaMoBas KHC-
JI0Ta ~— 3TO NPOAYKT B3aHMOJCHCTBHS THAPOKCH.IAMHUHA, o6pasyiole-
rocs MPH CHAPOJAH3E LHKJIOTeKCaHOHOKCHMA B KHCJIOH cpene, C cpop

MajlbIerHIOM B MPICYTCTBHH nepcynb(pa"ra aMMOHHUS.
1.. OTBEOP NPOB
1.1. Otdop ﬁpoc’) —no 'OCT 7850—74.

2. ANIMAPATYPA, PEAKTUBbI U MATEPUAJib

DoTO3IEKTPOKOJIOPHMETD, CHAOKEHHBI (QUIbTPOM ¢ MAKCHMYMOM
ponycKaHHs cBeTa NpH AJIMHE BOJIHbI 500 HM.

KroBeThl ¢ TOJILIHHOH MOTVIOLIAIOUIET0 CBET CJIOSt O CM.

Koan6er 2—100—2, 2—1000—2 no 'OCT 1770—74.

Bioperka 6—2—>5 no TOCT 20292—74.

& [lunerka 6—2—5 nmo I'OCT 20292—74.
°  Becnl smadopatopurle odutero HasHadenus no [OCT 24104—80

&
2-ro KJacca TOYHOCTH C HAaHBOJbLIMM MpefeoM B3BelunBanus 200 T.
Mepnl Macchl obuero nasnayenust no FOCT 7328—82.
AmvMonuii naacepuokucabii no F'OCT 20478—75 nan Kanuit Hag-

cepHokucabiii mo T'OCT 4146—74.
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Usnaume oduumanbHoe o Mepenevarka BocnpelleHa
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wVAd AN lrddanpyubaniadn 11U 1 VULl O/VvId— /(4.
y Kucnora cepnas mo 'OCT 4204—77, pacTBOp ¢ MaccoBOH HoJed
2 0 - o .

KBacue xenesoammonniinele no I'OCT 4205—77, pacTBop ¢ Mac-
coBo moJset 109 . _

®opmannn Texuuuecknit no F'OCT 1625—75, pacTBop ¢ MaccoBoii
npoaeit 30%.

LIuK/JIOreKCaHOHOKCHM, ABaXKIbl IEPeKPHCTATJIH30BAHHBLIE H3 GeH- -
30J1a.

3. MOATOTOBKA K MCMBITAHMIO

3.1. PacTBop Xesie30aMMOHHIAHBIX KBAcClLOB C MacCQBON aoJefi 109%
TOTOBAT c/lefylomumM obpasoM: k 100 ¢cm3 mpuroTossienHoro pacrsopa
npubasasior 1,5 cM3 pacTBopa cepHOi KHCJOTH ¢ MaccoBoit poJeii 2%
1 IPH HEOGXOAHUMOCTH (PHIBTPYIOT.

3.2. OGpaseu nas rpaiyHpOBaHHS TFOTOBAT CJaeIYIOLIHM obpasom:
0,1000 r UMKJIOreKCaHOHOKCHMAa pacTBOPSIOT B AHCTHJIJIHPOBAaHHOMH
BOIe B MEPHOH Koj16e BMECTHMOCTbIO | AMS3, JOBOASAT BOLOH 1O METKH
H nepemewxBamoT, 1 cM® mosyyenHoro pactBopa comepxut 0,1 Mr
LHKJIOTeKCaHOHOKCHMA. '

3.3. [TocTpoeHHe rpaAyHPOBOYHOTIO rpadpuka

B nate MepHBIX K046 BMecTHMOCTbIO 100 cM3 Ka)aas nMoMeLialoT u3
mukpo6ooperku 1,0; 2,0; 3,0; 4,0 u 5,0 cm3 rpaiyHpoOBOYHOTO PacT-
BOpa LHMKJIOT€KCAHOHOKCHMaA, J00aBJf0T B Kaxayw 50 cM3 ZHCTHIIH-
POBaHHOH BOAH, 2 cM® pacTBOpa CepHOMN KHCJOTH, 5 cM® pacTBOpa ¢dop-
MaJiHHa, 2,5 cM3 pacTBopa Keje30aMMOHHMHBIX KBacUoB H | r Han-
CEPHOKHCJ/IOr0 aMMOHHS WM KaJHusi. O6beM pacTBopa HOBOAAT OO0 MeT-
KH H TIATeJbHO NEepPeMEelIHBaIoT. '

Hepes 10 MUH H3MEPAIOT ONTHUECKYIO MIOTHOCTb PAacTBOPA NPH AJTH-
He BOJMHEI 500 HM MO OTHOLIEHHIO K PacTBOPY KOHTDPOJIbHOH NpPOGH,
NPUrOTOBJIEHHOMY TaK e, KaK H HCOBITYyeMBIH pPacTBOp, HO He colep-
XKalleMy LHKJIOTEKCAHOHOKCHM.

I[To nosyyeHHBIM NaHHBIM CTPOST FpafyHPOBOYHHIN rpadHK, OTKIa-
AbIBasi 110 OCH OpJHHAT ONTHYECKYIO ILIOTHOCTb pacTBopa, MO OCH
afcunce — Maccy LHKJIOTeKCaHOHOKCHMA B MHJLTHTPAMMax.

padux monkeH WMeTb BHA MPSMOH JIHHHH.

4. NPOBEAEHMUE UCTILITAHUA

10,00 r xanponakTamMa B3BENIHBAIOT, NIOMEILAIOT B MEPHYIO KOJGY
BMectHMocTbIO 100 cM3, pactBopsitor B 50 cM® QUCTHAIHPOBaHHON BO-
AL, 10GaBasIOT 2 ¢cM? pacTBOpa CepHOl KHCJOTH, 5 cM® pactBopa ¢op-
MaJiHHa, 2,5 cM® pacTBopa KeJe30aMMOHHMHHBIX KBAacuOB M | r Hax-
CEPHOKHCJIOTO aMMOHHS HJH KaJlHs. :
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3aTeM J0OBOAAT 00beM pacTBoOpa BOAOH A0 METKH, CHOBa IICPEMCE-
IIHBAIOT U yepe3 10 MHUH H3MepSIIOT ONTHYECKYHO0 IJIOTHOCTb PacTBOpa
Ha (OTO3JEeKTPOKOJOPHMETPe, KaK OMHCaHo B 1. 3.3.

Hysab npubopa ycTaHABAMBAKT IO PAaCTBOPY KOHTPOJLHOH npo0Hl,
PHrOTOBJEHHOMY TaK K€, KaK H HCIBITYyeMbll pacTBop, HO HE COAEp-
XKallleMy IHKJIOTeKCaHOHOKCHM. '

Maccy UHKJOreKCaHOHOKCHMa B npo6e HaXOAAT IO rpaiyHpoBOY-
HOMY rpauky.

5. OBPABOTKA PE3Y/IbTATOB

MaccoByio M0J10 UHKJIOreKCaHOHOKCHMa (X) B MpOLEHTaX BHIYHC-
JSI0T 1o ¢opmyJe

_ m1'100 _ ml
m- 1000 10 °

rae m; — Macca LUHMKJOreKCaHOHOKCHMa, HajJeHHass 1o TrpalayHpo-
BOUHOMY Tpa@HKy, MT;

m — Macca HaBeCKH KalpoJakKTama, T.

3a pesysabTaT HCHBITAHHS NPHHHMAIOT CpelHee apHQMeTHYeCKoe
pe3yJbTaTOB ABYX TNapaJjJelbHBIX H3MEpEHHH, JoNycKaemoe pac-
XOJKIeHHe MeXAy KOTOpHIMH He HoJikHO npesbimiats 0,001%.

PesysibTaT OKPYIJIAIOT O KOJHYECTBA 3HAYallHX HHQpP, PaBHOro
KOJHYEeCTBY 3HayalluX UHODP HOPMBEL.

Penaxktop H. [1. Hlykuna
Texuuueckuit pepakrop I'. A. Maxaposa
Koppektop I~ M. ®pososa

Cpado B Ha6. 13.01.86 [loan. B new. 06.03.86 1,0 yca. n. a. 1,0 yca. xp.-orr. 0,79 yu9.-u3x. A,
Tup. 16000 Ilena 5 kon.

Opaeua «3uaxk [Touera» HanareabcTso cranaapTos, 123840, Mocksa, I'CI1, Hosonpecuenckuf nep., 3
THn. «MoCKOBCKHA nedaTHHK». Mocksa, Jlaaud nep., 6. 3ax. 1749




vIDTPMAALLRY M DBBLALYRU D ALVMUIBHLT UL I4aVBALYOENUM 1V YyAq4qpLiblinol v huomMmnicla
CCCP no ynpap.eHHI0O KauecTBOM NMPOAYKUMH M cTaHpapraMm ot 08.04.91 Ne 460
Jara Beepenus 01.01.92

ITyukt 1.1. 3amennts cceuiky: TOCT 7850—74 na TOCT 7850—86.

Paspea 2. Ilepsoifi aG3au. 3amenutb 3navenHe: 500 uM Ha (490+10) Hu;

TpeTu#i absau JOMOJHHTL CJIOBaMH: «Hax cTakad B-I—100 TC 1nmo TOCT
25336—82»;

WwecToi ab3all H3J0XHTb B HOBOIl peaakunu: «Becwl sabopaTopHble obuiero Ha-
3Hauennss no T'OCT 24104—88 4-ro kaacca tounoctw (BJIK uam npyroit mapku)
¢ HauGo/blIMM NpefesioM B3BewHBaHHA 500 T WAM Apyrye, HMEIOWIHE AHAJOTHYHBIE
METPOJIOTHYECKHE XapPaKTePHCTHKHY;

cebMOli a03all HCKJIIOYHTD;

oauHHaauateiil a6sau. Mcekmounts cebinky: TOCT 4205—77;

mocaeAHHd a63an. KCKAIOUMTBL CJ0Ba: «ABAaXKAbl NePeKPHCTAJJIH3OBAHHBI H3
6en3onax. .

[Tynkt 3.3 nonoauuth ab3aiteM: «Jlomyckaercss o6paGoTKa MOJYYEHHBIX pe3y.b-
TaTOB MO METOAY HAHMEHBUIHX KBaJADAaTOB A/ BHIYHC/IEHHS KO3(GHIHEHTOB perpec-
cuM A u B MmiHe{HOH 2aBHCHMOCTHY.

Paspen 4. Ilepeeii ab3aw H3A0KHTb B HOBOH pexakuud: «10,00 r KanposakTa-
Ma B3BEILIHBAIOT B CTakaHe BMecTHMoCTbio 100 cm® pactBopsiior B 50 cM3 gHCTHJ-
JTHPOBAHHOH BOAL, NEPEHOCAT KOJNHYECTBEHHO B MepHYIO KONGY  BMECTEMOCTBIO
100 cm3, noGapasioT 2 cM3 pacTBOpa CepHOH KHMCIOTH, 5 cm3 pactBopa ¢opmajHHa,
2,5 cm® pacTBOpa Kee30aMMOHHMHBIX KBacUOB H | I' HaJCePHOKHCJOTO AMMOHHS
HJIH KaJusi», ‘ ’

TPETHH, ueTBepTHId a03aubl H3MOKHTH B HOBOH pejgaxkuun: «Pactso KOHTPOJb-
HOH NpoGbl TOTOBHTCSH, KAK H HCIBITYeMBIi PacTBOpP, HO 6e3 pacTBOpa (opMaJHHA.

Maccy umknorexcaHoHoKcHMa B npobe (m) B MHMIHIPAMMAax HAXOAST MO rpa-
AYHPOBOYHOMY rpadHKy HJH BLIYHCISIOT N0 GopMy.Jie

Dpaé—A
m= —p— ,

rae Dpag — ONTHYECKAs MJIOTHOCTH AHANH3HPYEMOTO PacTBOPA;
A, B — K03pHUUEHTH perpeccHu».

Paénex 5 nmomonHHTb ab3auem ([mocse 3KCMIHKAUHH): «[lomycxaeMas OTii CH-
TeqpHAs CyMMapHas NOTPELIHOCTh pe3y/bTata Hu3Mmepenus =50 % npu RoBepHTENb-
40it BeposaTHOCTH 0,95».

(MYC Ne 7 1991 r.)




