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TOCYIAPCTBEHHBIA CTAHZAPT POCCHACKOR ®ENEPALIHH
.

NMJAACTMACCHL. CMOJIbl ®EHOJIbHBIE roct p
OnpeneneHne COREPIKAHHS reKCAMETHJCHTETPAMHHA 50486—93
Plastics. Phenolic resins. Determination of
hexamethylenetetramine content (UCO 8988—89)
OKCTY 2209

Jlata BBeaeHHS 01.01.94

1. OBIIHE MOJIO)XEHHSA

Hacrosmuii cragpapt ycraHaBJAHBaeT J[ABa MeToAa oOnpeleJeHHA
COMepXaHHs TreKCcaMeTHJeHTeTpaMHHa («rexkca») B (eHOJbHBIX CMO-
Jax. O6a Metoga sxBuBaseHTHH. Mertoa Kbeabnans, onHcaHHBIH B
pasi. 2, HenpUMeHHUM, ecau B (eHONBbHOH CMOJie HMEIOTCA KOMIIOHEH-
TH, coAepXalllie a3oT. MeTox ¢ HCNOJb30BaHHEM XJOPHOH KHCJOTHI,
ONHCAaHHBIH B pasi. 3, MPHUMEHHM TOJbLKO B CJyyae, KOrja B CMOJe
He coZepKaTcs OCHOBHBIE HJH KHCJOTHBIE N00aBKH.

Hononuurtenbuble TpeGOBaHHsS, OTpa)kalollHe NOTPeGHOCTH HapOA-
HOTO X03fHCTBa, BhIJAEJEeHbE KYPCHBOM.

2. METOA, KBEJIBJAJIA

MNpenynpexaenue, B nenasix GesomacHOCTH OmpejeseHHe a30Ta Me-
toaoM Krwenbnans A4o0XKHO NPOBOAHMTHLCS B BHITAXKHOM IUKady.

2.1. Hasnauenue

Hacrosimuit pasges ycraHaBjAHBaeT MeTOX ONpelesieHHs cyMMap-
HOro asora B (DeHOJIbHBIX CMOJIaX B MepecyeTe Ha eKCaMeTHJIEHTeTpa-
MHH.

22 CymHOCTL MeTOMa

IlpeBpaienne rekcaMeTHJEHTETPAMHHA B HCNBEITYeMO# npoGe B GH-
cynbdaT aMMOHHS B ropsueil KOHIEHTPHPOBAHHOH CEpPHOH KHCJOTE B
TIPHCYTCTBHH KaTaJUTHYECKOH CMeCH.

[IpeBpaiuenne Gucyabdhata aMMOHHS B CyJbdaT HATPHA H aMMHAK
peaxilHeil ¢ THAPOOKHCbIO HATPHSI.

Ileperonka aMMuaka H NOIJIOIIEHHE €ro COJSHON (XJOPHCTOBOAO-
POJHON) KHCJOTOMH.

Mamauue odunuanpuoe

© HspareanctBo cranpaptos, 1993

Hacroamuft craHgapT e MoXeT 6biTh MOJHOCTHIO MJAH YACTHYHO BOCTIPOH3BEACH,
THPaXHPOBAaH H pacnpocTpaHen Ge3 paspewenus Iocctanpapra Poccun
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TuTpoBaHHe H3OHITKAa COJIIHOM KHCJOTH CTaHAaPTHHIM THTPOBaH-
HHM PAacTBOPOM TI'HAPOOKHCH HaTpHA B IIPHCYTCTBHH HHAHKaTOpa.

23. PeakTHBH

Ilpu nposeieHHH aHaJH3a, €CJAM HET APYrHX YKasaHHH, HCIOJb3Y-
IOT PeaKTHBE TOJIbKO aHaJHTHYECKOTO KauecTsa, He COAepXKalllHe asorT,
u TOJBKO AHCTHANHpOBaHHYIO Boay no I'OCT 6709 uam Boay 3KBH-
BaJIEHTHOH UYHCTOTHI.

2.3.1. Kucaora cepHasi, KoHuenTpHpoBaHHas no ['OCT 4204.

2.3.2. Katanutuyeckass cMecr Keveapianas, comepxamas 97 r ze-
Karuapara cyabdara marpus (NagSO,4-10H20) nmo I'OCT 4171, 1,5 r
nenraruapata cyabbara mexu (CuSO4-5H;0) nmo TOCT 4165 u 1,5 p
ceqena (Se) mo 'OCT 10298.

2.3.3. Hatpus rugpookucs no I'OCT 4328, 30%-# pacreop (no
Macce).

2.3.4. Kucnora consinas no I'OCT 3118, ¢ (HCI) =0,10 moan/a.

2.3.5. Hatpua ruapookucr mo I'OCT 4328, cranzaptuuii THTpO-
BaHHHH pactBop, ¢ (NaOH) =0,10 mMouan/n.

2.3.6. CMemaHHbli HHIHKATODP, PACTBOP.

Pacreopsiior 60 Mr MerusioBoro xpactoro 1o TY 6—09—5169 u
40 mr mertuaeHoBoro roayGoro mo TY 6—09—29 s 100 mMa sranona
no TOCT 18300.

2.3.7. ®enoaprareun no TY 6—09—5360, 0,1%-i pacreop (no
Mmacce).

24. O6opynoBaHHe

O6hynoe JabopaTtopHoe oGopynoBanHe u no nm. 2.4.1—2.4.5

2.4.1. Kon6a Kpeeabpaas no 'OCT 25336, BMecTHMOcThIO 250 nan
300 MJa mss mpouecca pasfoXeHHS.

2.4.2. YcraHOoBKa JJl TNIEPErOHKH, CHAOXCEHHAsR O0eauTeabHOU 80-
poukoid u KanaeoT6opHuKom (NIPOMHILJIEHHOCTbIO BHITYCKAIOTCS pas-
JIMYHBIE MOJEJIH).

2.4.3. Broperka BMecTHMOCTbIO 50 MJ ¢ meHoil Reaenus 0,1 ma
no TOCT 20292.

2.4.4. AnanuTHYECKHE BECHl C TOYHOCTBIO JO 1 Mr.

Honyckaercs npumenare ecel aabopaTopHsle o0bujezo HA3HAYEHUST
no 'OCT 24104 ¢ nauboavwium npedesom s3sewusanus 20 2, 2-zo0
Kaacca TouHOCTU, Oonyckaemoil nozpewinocroro 0,1 me.

2.4.5. T'panyasl H3 Kap6uia KpeMHHA [Js NpelOTBpAlleHHs KHIe-~
HHSL TOJIYKAMH,

2.5. [IpoBeieHde HCHOBTAHHSA

2.5.1. Pa3aoscenue npu Hazpesanuu

B konby Keenpaaas (n. 2.4.1) B3semmBanorT 1—2 r deHonbHOE
CMOJIBL ¢ TOYHOCTBIO 0 1 M.

Jo6asasior 5 r KaTaquaTHYecKo#l cMecH (m. 2.3.2), 25 MJ KOHNEHT-
pHupoBaHHOA cepHOf KHcaOTH (I 2.3.1) H OCTOPOXHO HarpeBaioT,
TOKa LIBET CMECH B pe3yJbTaTe Pa3siOXkKeHHS He H3MEHHTCS OT YepHOre
1.1 SIHTAPHOTO A0 CBETJIOro. 3aTeM YBeJHYHBAIOT CKOPOCTb HarpeBa-
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HHSL B TeYeHHe 5 MHH OT H3MEeHeHHsS 1IBeTa H J0 BO3MOXHOI'O KHIIe-
HHSL.
Tloche pa3iOXKeHHA MKHAKOCTh OXJaXJAIOT NMPHOJHIHUTENLHO A0
KOMHAaTHOH TeMIepaTypH, HO He RONYycKas 3arycrTeHus.

OcropoxHo aobasasior 100 Ma BOAB H NepeHOCAT PacTBOP KOJH--
YeCTBEHHO, NPOMBIBast BOXOH (0X0.40 200 ma), B KoJ6y YCTaHOBKH AJISK
IeperoHKH.

J06aBasioT HECKOJBKO TpaHya KapGuia kpeMmuus (m. 24.5) nas
NpeloTBpallieHHsl KHIEHHSA TOMUKaMH u# 5 Kaneav ¢henoadprareuna
(n. 2.3.7) 0,1%-e0 pacreopa. 3aTeM K 3TOMY pacTBopy A06aBAsIOT
(oxono 100 ma) 30%-#t (mo macce) pactsop NaOH (m. 2.3.3) no
MOJMyYeHUs LIEJOUHON peaKUHH (cae2ka po308oil OKpacku).

[IeperonaoT aMMHaxK ¢ BOASHHIM [apoM B NPHEMHHUK, COfepIKalHR
50 mMa coasiHoB XucaoTh (n. 2.3.4). Ileperonky mpononxkaioT A0 TeX
nop, Noka He GyzeTr co6pano okojao 300 M BORHL

2.5.2. Turposarue

3aKOHUHB NEPeroHKy, A06aBJAIOT K CORepKHMOMY NPHEMHHKA He-
CKOJILKO Kanesb pacTsopa cMelllaHHOro WHAukaTtopa (m. 2.3.6) u THT-
pPYIOT H36BITOK COJNSIHOH KMCJIOTH pPacTBOPOM THADOOKHCH HaTpHA
(1. 2.3.5), nenonpsysa 6iopetky (m. 2.4.3).

26. O6pa6oTKka pe3yaAbTaTOB

CozmepxaHue rekcaMeTHJEHTETPaMMHA, BHIpaXKeHHOE B IIPOLEHTaX
N0 Macce, BHYHCIAIOT o dopmyre

0,35-(Vo—V3y)
mo ’

rae Vo— ob6beM consHoM KucnoTh (m. 2.3.4) B mpHeMHHKe yCTaHOB-—
KH 1151 IePErOHKH, MJI;
Vi — o6bem pacrBopa ruapookucd natpus (. 2.3.5), nomenwufi
Ha o6paTHoe THTPOBAaHHE, MJI;
my — Macca WCnHTyeMo# npolH, T.

2.7. BocnpoH3BOAUMOCTS

PesynbraTe BocnpousBoguMH B mperenax 0,309% (mo macce) rek-
CaMeTHJIeHTeTpaMuHa.

28. Uncno onpenpeneHu#

Buimonnsior Asa onpegenenus. Ecan pesyaprate oTAHyaioTcs 60-
Jee yeM Ha 5%, HCIBITaHNEe NOBTOPSIOT, BHIOJHSS CHOBa ABa onpene-
JeHHsi. BbluHCasIOT cpefiHee apHMeTHYEeCKoe JABYX OTHEJbHBIX pe-
3yJbTATOB.

3. METOJL C HCNNIOJNb30BAHHEM XJIOPHOH KHCJIOTbI

31. HasnaveHue
Hacrosumuit pasges ycTaHap/HBAaeT MeTOL ONDENEJEHHS rexcame-
TUJEHTETpaMHHA B (DEHOMBHHX CMOJAX NpsSMHM TUTpoBanHeM. Ha
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pe3yabTaThl ONpPEACdICHHS OKAIBBAeT BJIHAHHE MPHCYTCTBHE KHCJIOT-
HHX MJH OCHOBHHX A06aBOK. B Takux ciayuasx pekoMmeHayercs HC-
moJsb308aTh MeToa Keeapgansg.

32. CymiHO CTh MeTORA

Onpenenenne OAHON M3 TPETUYHBIX AMHHOIDYNI reKCaMeTHJEHTET-
paMHHA B HcnbITyeMoil npoGe THTPOBaHHEM XJIODHOH KHCJIOTOH.

33. PeakTusm

Ipu nposeleHHH aHaJH3a, ecNH HeT JAPYrHX YyKa3aHHH, HCIOJb-
3YIOT peakTHBBl TOJBKO aHAJHTHUECKOrO KayecTBa, He colepiKalilHe
a3oT, H TOJNbKO RHCTHJAAHpoBaHHyw oy no I'OCT 6709 nam Boay
DKBHUBAJECHTHOH YHCTOTHI.

3.3.1. TekcameTunenretpaMus mapox C (soicweut coprt) u M no
TOCT 1381

3.3.2. Aueron no T'OCT 2603.

3.3.3. Kucnora xaopuas no TY 6—09—2878, 70%-i (no o6nbemy)
PacTBop.

Mpeaynpexnenune, XNopHasg KUCAOTA ONacHa B NPUCYTCTBHH Opra-
HHYECKOTO BeIlleCTBa, NOCKOJAbKY MOXKET NPOH3OATH B3PHIB, €CIH XJIOD-
Hasl KHCJIOTa B H30BITKe.

34. O6opyAoBaHHEe

O6niuHoe nabopaTopHoe obopyAoBaHHe H mo nn. 3.4.1—3.4.6

3.4.1. MaruuTHas MeluaJKa

3.4.2. ABroMaTHuecKasn OlOpeTKa, HOMHHAJbHOA BMECTHMOCTBIO He
menee 15 Ma, ¢ neno#t aenenusi 0,1 MJ, ¢ KpaHOM, H3rOTOBJIEHHBIM M3
noaurterpadTOpPITHICHA.

Honycraerca npumenare boperxu 1—2—25—0,1 u 5—I1—25 no
I OCT 20292.

3.4.3. Crakanu BmectuMocTbio 100 Max mo I'OCT 25336.

34.4. TpagyvpoBaHnnfi uUuAMHEAD BMectMmocTbio 1000 Ma mno
rOCT 1770.

3.4.5. AHaJHTHYECKHE BeCH C TouHOCTbIO %o 0,1 u 1 mr.

Honycraercs npumenars aecel raboparopuvie 06ue20 HA3HAYEHUR
2-20 Kkaacca TOuHOCTU, ¢ Haubosbwum npedesom a3sewusanus 20 e,
€ npedeaom donycxaemoil nozpewnocru *0,1 mz no F'OCT 24104.

3.4.6. pH-mertp.

35 IlpoBeneHnHe HCHNHWTAaHHSA

3.5.1, TpuroTossieHHe H THTPOBaHHE PacTBOPa XJOPHOH KHCJOTH B
aneToHe

8 M pacTBOpa XJIOpPHOR KHCJOTH (nm. 3.3.3) moMellaloT B rpaiyH-
POBaHHHA LHIMHAD BMecTEMOcThbio 1000 Ma (nm. 3.4.4) u pasbabada-
1ot Jo 1000 mMa aneronom (m. 3.3.2).

TuTp MOJAyYeHHOro pacTBOPa YCTaHaBJHBAIOT O reKCaMeTHJEHTEeT-
pPaMHHy, KaK ONHCaHO HHXe.

Bspemusaor ¢ tounoctbio A0 0,1 Mr okono 150—170 Mmr rexca-
meTHaenTerpaMuia (n. 3.3.1) B crakane (m. 3.4.3) BMeCTHMOCTHIO
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100 ma, no6aBasior 30—40 mMa aueroHa (m. 3.3.2) H THTPYIOT, KaK
omucano B 1. 3.5.2.

flpumeuanune IloTemHeHHe pacTBOpa He OKa3HBaeT BJHAHHE HAa pe3yJbTar
THTDOBAHHA.

Turp T, BHpaXXeHHLIi B MHJIJHIDAMMAX I'eKCAMETHJCHTETPAMHHAa Ha MHJIAJHTD
pacTBopa, OnpefiensioT Ho HopMyne
my

Va

rae m;— Macca reKCaMeTHJIEHTETpaMHHA, MT;
V,— ob6beM pacTBOpa XJOPHOH KHCJOTH, HeOGXORHMHA AJas cHuXeHHsy DH
HHXe HYJ, MJ.

Pexomendyerca TUTP pGCTEOPG XAODHOU KUCAOTbs 8 QUETONE ONPEGeARTd exce=
OHesHo.

3.5.2. Turposanue

B crakan Bmectumoctbio 100 MJ1 B3BEUIHBAIOT C TOUHOCTHIO 1O 1 MD
deHosbHYIO CMONY B KoaudecrBe, paBHoM 100-kpaTHoMy 3HaueHHIO
THTpa, onpeledensoro no n. 3.5.1, moGasasior 30—40 Ma aueroHa
(n. 3.3.2) H nomelalOT MAarHHTHHIA CTEPXKEHbp AJA NepeMelUHBaHHS.
CrakaH noMellaloT Ha MarguTHyio Mewaaxky (m. 3.4.1), BcraBasioT
crexasnEHi snexTpox pH-metpa (m. 3.4.6) u BxaOualOT MeliaJKy H
pH-merp.

Koraa cmosa pacTBOPHTCA, N06aBJASIOT PaCTBOD XJOPHOA KHCJO-
TH, NPHIOTOBJEHHHH mo nm. 3.5.1, MeAJseHHO Mo Kamjsam 40 Tex NOp,
noxa 3HaueHde pH He ymazer pesko HHXe HyJd.

Tak Kak cMOJIa PacTBOPSAETCS B aleToHe GHICTpee, yeM reKCcaMeTH<
JleHTeTpaMuH, 3HauenHe pH MoXeT NOZHATHCH BHILE HyJs B pe3ylib-
TaTe NPOAOJIKAIOUIErocss NpPOLEcca PACTBOPEHHS IeKCaMEeTHJEHTETPA«
MHHa, THTpOBaHHe IMPOXOJIXKAIOT O TeX NOp, moka sHaueHHe pH ocra+
€TCSl MOCTOSIHHEIM, HEe3HAUHTEJNBHO HHXKE HYJIS.

36. O6pa6oTka Pe3yALTAaTOB

ColepkaHHe reKcaMeTHJEHTETPAaMHHA, BHIpaXKeHHOe B NPOLEHTAxX
no Macce, ONpelessiioT no dopMyJe

Vy- 7100
mo ’
rae Vi, — o6bem pacTsopa XJODHOS KHCJAOTH, NMOIIEAIHSi Ha THTPO<
BaHHe, MJI;
T — turp, BHpaXKeHHHHA B MHJJIHrPaMMaX reKCaMeTHJEHTeTpa=
MHHA Ha MHLJIHJHTP PacTBOpPa XJOPHOR KHCJOTH, ONpejes
JeHHHH no n. 3.5.1;
my— Macca HCIIHITYeMOH NMpOGH, M.

3.7. UYucao onpeaeneHu i

Burmoansiior x8a onpenenends. Ecan pesyanraTi otaHualoTcs 6O«
Jee yeM Ha 5%, HCIBITaHHe NMOBTOPAIOT, BHINOJHASA CHOBa ABa ONpe-
JeJIeHHSA.

Bruneasior cpearee apudpmernueckoe RBYyI pPesybTaToB,
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4. MPOTOKOJ1 MCNBITAHHSA

IIpoToxkon HMcnbiTaHHs JOJXKEH BKJIIOYaTh ciaenyiolyio nubopma-
IHIO:

a) CCHUJIKY Ha HacTOsIHE cranfapT M Merof (Merof Keeabpaas
HJAH METOX C HCMOJb30BAHHEM XJOPHOH KHCIOTHI);

6) noJHYIO HIEHTHOHKALHMIO HCMNBITYEMOH CMOJIHL

B) CoAepXKaHHe TreKCaMeTHJEHTETPAaMHHA, BHPAaXKEHHOE B MPOUEH-
Tax no Macce:

OTAEJbHEIE Pe3yJbTaTH;

cpejiHee apH(pMeTHYECKOE 3HAUEHHE;

r) AaTty MCOHTAHHA.
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