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MpeaucnoBue

Llenu, oCHOBHbI€ NMPUHLMMBI M1 OCHOBHOW NOPSACK MpoBeAeHNs paboT No MEXrocyaapCTBEHHON cTaHaap-
Tusauun yctaHoBneHbl FOCT 1.0—92 «MexrocyaapcTBeHHas cructema ctaHgapTusauum. OCHOBHbIE Nonoxe-
Hus» n  TOCT 1.2—2009 «MexrocyaapcTBeHHas cucTteMa  cTaHgapTtusauun.  CtaHgapThbl
MeXrocyaapCTBeHHbIe, MpaBunia 1 pekoMeHaaLnn noe MeXrocyaapcTBEHHON cTaHdapTusaumn. Mpasuna pas-
paBoTKK, NPUHATUSA, NMPUMEHEHWSA, OBHOBMEHNSI U OTMEHbI»

CBeaeHus1 o cTaHgapTe

1 NOArOTOBIEH MexrocynapCTBeHHbIM TEXHUYECKAM KOMUTETOM Mo cTaHgapTusaunm 339 «beso-
MacHOCTb CbIpbsl, MaTEPNarnos 1 BeLLeCTB» Ha OCHOBE COBCTBEHHOr0 ayTEHTUYHOIo NepeBoaa Ha PYCCKUA A3bIK
MexayHapoaHOro AOKYMeHTa, yKasaHHOoro B nyHkTe 5

2 BHECEH ®epgeparnbHblM areHTCTBOM MO TEXHUYECKOMY perynmpoBaHuio U metponorun (PocctaH-
AapT)

3 MPUHAT MexrocyaapcTBEHHBIM COBETOM MO CTaHAapTU3aLuMu, METPONOrMM 1 cepTudukaLmmn (npo-
Tokon ot 22 nona 2015 . Ne 78-1M)

3a npuHsiTUe NporonocoBanu:

KpaTkoe HaumeHoBaHue cTpaHbl Kop ctpaHsI CokpalleHHoe HauMEHOBaHUe HaUUOHaNBLHOIO opraHa
no MK (MCO 3166) 004—97 no MK (MCO 3166) 004—97 Mo cTaHaapTMsauuu
ApmeHus AM MwuHakoHoMKKM Pecnybnvukm Apmexust
Bbenapycb BY loccranpapT Pecny6nuku benapych
KasaxcrtaH KZ loccTanpapT Pecnybnuvku Kasaxcrtau
Kvprusms KG KeipreisactaHgapT
Poccus RU Poccrangapt
TagXuKkncTaH TJ TagxukcTaHgapt

4 Mpukasom PegeparnbHOro areHTCTBa MO TEXHUYECKOMY PErynMpoBaHnIo U MeTPonorum ot 12 okTsbps
2015r.Ne 1530-cT MexrocyaapcTeeHHbI cTaHaapT FTOCT 33402—2015 sBBeaeH B AeNCTBUE B KAYeCTBE HaLM-
OHanbHoro craHgapta Poccuiickoin ®egepaunm ¢ 1 ceHTA0ps 2016 T.

5 HacTtoswumin ctaHgapT MoAUMULMPOBaH MO OTHOLLEHWUIO K MexayHapoaHoMmy AokymeHTy OECD Test
Ne 119:1996 Determination of the low molecular weight content of a polymer using gel permeation
chromatography (OnpeaeneHue HASKOMOMNEKYNAPHOW Macchl NOTMMEPOB METOAOM refb-NPOHUKaKOLLEN Xpo-
matorpadumn) nyTem usMeHeHUsi CTPYKTYpbl. CpaBHeHME CTPYKTYPbl MEXAYHAaPOAHOrO AOKYMEHTa CO CTPYKTY-
POW HacTosLLero cTandapTa NpMBegeHo B AONONHUTENBHOM NpunoxeHun OA.

HaumeHoBaHWe HacTosiero ctaHgapTa U3MEHEeHO OTHOCUTESNbHO HAUMEHOBaHUA MeXAyHapoaHOro
JoKyMeHTa And npusegeHuns B cootseTcTBre ¢ FOCT 1.5 (MyHKT 3.5).

MepeBoa ¢ aHrNMINCKOro A3kbIKa (en).

CTeneHb cooTBeTCTBUA — MoauduumposaHHas (MOD)

6 BBEOEH BMEPBbLIE

UHbopmayusi 06 UsMeHeHUsIX K HacmosiweMy cmaHOapmy nybrnukyemecs 6 exe200HOM UHOpMaUUOH-
HOM yKa3zamerie « HayuoHarnsHble cmaH0apmabi», @ meKcm U3MeHeHUU U MornpasoK — 6 eXeMeCcsAYHOM UHop-
MalUUOHHBIX yKasamersle «HayuoHanbHbie cmaHOapmel». B criydae nepecMompa (3ameHbl) Unu OmMeHbl
Hacmosiweeo cmaHdapma coomsemcmsyrujee ysedoMneHue bydem onybruKog8aHO 8 eXeMEeCSYHOM
UHhbOpMaUUOHHOM yKa3zamerne «HayuoHanbHble cmaHOapmel». Coomeemcmeyiolyasi UHhopmauusi, yee-
OoMrieHUe U meKCcmbl pa3Melaromcest makxe 8 UHgopmMayuoHHoU cucmeme obLe2o rnosib308aHUs1 — Ha oghu-
yuasnbHoM calime ®edepanbHO20 azeHmMcmea 110 MEXHUYECKOMY peayfluposaHuo U Memporsnoauu 8 cemu
UHmepHem

© CraHgapTuHdpopm, 2016

B Poccuiickoin depepaunm HacToALLMIA CTaHAaPT He MOXeT BbIThb MOMHOCTbI0 UMM YaCTUYHO BOCTIpOM3Be-
OeH, TUpaXnpoBaH 1 pacnpocTpaHeH B kayecTBe oduLManbHoro nsgaHmsa 6es paspelwerus degepansHoro
areHTCcTBa No TEeXHUYECKOMY PeryanpoBaHuio U MeTposiorim
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M E XTITOCYAAPCTUBETHHUBbB # C TAHAOAPT

METO[bI UCTNbITAHUA XUMUYECKOW NMPOAYKLIUK, NPEACTABNAIOLWENA OMACHOCTbL
ANA OKPYXXAIOLLEA CPEQbI

OnpeaeneHue HA3KOMONEKYNSIPHOI Macchl NONIMMEePOB MeTOZI0M refib-NPoHUKaloLei
Xxpomatorpaduu

Testing of chemicals of environmental hazard. Determination of the low molecular weight content of a polymer using gel
permeation chromatography

DNaTta BBegeHnss — 2016—09—01

1 O6nactbL NpUMEeHeHus

HacTtosiuunit ctaHgapT ycTaHaBnMBaeT MeToA ofpeaeneHns coaepXXaHua HU3KOMONEeKynsipHbIX dppak-
LM B MONMMepax ¢ UCNONb3oBaHWEM renb-NpoHUKaoLLEe A XpoMaTorpaduu.

2 OOwme cBegeHus

2.1 lMonumMepHbIe MOMEKYIbI CYLLECTBEHHO pasnn4yaioTcs Mo CBOUM CBOMCTBaM. B cBsian ¢ aTum, HEBO3-
MOXHO pa3paboTaTb OAUH YHUBepCcasibHbIA MeTo, TOYHO yCTaHaBNMBAIOLLWI YCNOBUS pasgeneHuns U oLeHKN
MONUMEPHBIX MOMEKy U NpeaycMaTp1BaloLLMIA BCe BO3MOXKHbIE BapyaHTbl U 0cobeHHOoCTU ux noBegeHust. B
YaCTHOCTU, CrIOXHblE NOMMMEPHbIE CUCTEMbI YacTO He MOAAATCS aHanu3y ¢ MOMOLLBIO reflb-MPOHUKAoLWEN
xpomarorpadum ([MX). Ecnu IMIX He npuMeHUMa, TO cofiepKaHne HU3KOMONEKYNAPHBIX pakumi B NoniMme-
pax onpeaenstoT ¢ UCMOMb3oBaHWeM Apyrux MeTooB. B Takux cnyyasax B ot4eTe 0 NpoBeAeHUM UCMbITAHWS
yKasbIBatoT MOSHYC MHOPMaLNIO U MPUBOASAT 060CHOBaHWE UCNOMb3YeMOoro MeToaa.

2.2 MeTopa, NnpeacTaBneHHbl B HACTOSILLEM CTaHaapTe, ocHoBaH Ha cTaHaapTe DIN 55672 [1]. Moapo6-
Hasi MHbopMaLusa o npoleaype UCMbITaHUS W OLEHKe pe3ynbTaToB NpUMBEeAeHa B yka3aHHOM cTaHaapTe.
JTioBble nsmeHeHWs YyCroBUiA UCMbITaHWUsA 4OMKHBI 6bITb 060CHOBAHBI.

2.3 BnpegcTaBneHHOM MeToAe B KauecTBe CTaHAaPTHOro BelecTBa UCNonb3yroTcs o6pasLbl noaMcTu-
poria ¢ U3BECTHOM NoNMAancnepcHoCTbIo. Kpome Toro, nonnctTupon MoxeT bbiTe MoanduumMposaH Ana nony4e-
HUS  CTPYKTYP, COOTBETCTBYIOLIMX OnNpedefeHHbIM MnonMMepam, Hanpumep, BoAoOpPacTBOPUMBIM U
ANMHHOLEeNoYeYHbIM pas3BeTBNEHHBIM NoMMepam.

3 WUccneayemble nokasaTenu v eQUHNLbI U3MEePEHUsA

3.1 CpeaHeuncnosas MonekynapHas Macca M, v cpejHeMaccoBas MonekynapHas Macca M,, BbluMCTs-
tOTCS MO COOTHOLUEHUAM:

SH, (1)
M, ==t
ZHI/MI
i=1
n
SHy- M @)
MW = I:']n ,
2.Hi

rae H; — ypoBeHb cirHana aeTekTopa no cpasHeHnto ¢ 6a3oBoil NHMel Ans o6bema yaepxusaHus V;;
M; — monekynspHas macca hpakuum nonumepa npu o6beme yaepxusaHus V;;
N — YUCO HGOPMALIMOHHBIX TOYEK.

U3paHne opnumnanbHoe
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3.2 LUupuHa MonekynsapHoO-MaccoBoro pacrnpeaeneHns, KotTopas siBfsieTca nokasarenem AUcnepcHoc-
TV CUCTEMBI, OnpeaensaeTcs cooTHolleHem M,,/M,,.

3.3 Huskas MmonekynsipHasi Macca ycnosHo onpeaensieTcs kKak MonekynsipHas macca meHee 1000 ans-
TOH.

4 CraHpapTHble BelwecTBa

MockonbKy renb-npoHuKatoLas xpomaTorpadus AsBNAeTCH OTHOCUTENbHBIM METOAOM, TO HeoBXoaMMOo
npoBoAuUTL KannbpoBsky. Kak npasuso, B kauecTBe CTaHAapTHOro BELLECTBa UCMONb3YoT NONNCTUPON ¢ pac-
npegeneHnem B y3KoM UHTepBarse 1 MMHENHbIM CTPOEHNEM C U3BECTHBIMU CpedHUMUN MOSEKY APHLIMU Macca-
mMu M, u M, 1 N3BECTHLIM MOMNEKYSPHO-MACCOBLIM pacrnpedeneHnem. KanmbpoBoyHyo KpUBYIO UCMONb3YIOT
Ans onpeaeneHns MonekynsapHon maccel Npobebl HeM3BECTHOrO NoNMMepa, TOMbKO eci YCroBus pasgene-
HUS NPobbl M CTaHAapTHOTO BelllecTBa ABNAOTCA AEHTUYHBIMU. OnpeaensiemMoe COOTHOLLEeHNE Mexay More-
KyNsipHOM Maccon M obbeMOM yaAepXUBaHUS OEWCTBUTENbHO TOMbKO AONS KOHKPETHbIX YCrosui
VMHANBMAYaNbHOIO NCTbITAHUA. YCIOBUS, MPeXae BCEero, BKOYaoT TemnepaTtypy, pacTsoputens (UM cmecb
pacTBopuTeneit), ycrnosus xpomaTtorpaduposaHus 1 pasgenuTenbHYHo KOMOHKY U cucTemy KoroHok. Mone-
KynsipHble Macchl Npob, onpeaeneHHble Takum 06pa3oM, IBMATCS OTHOCUTENbHBIMU 3HAYEHUSMU U ONUCHIBA-
OTCA, KaK «3KBUBANEHTHbIE MOMUCTUPONY MOJIEKYSISPHbIE Maccbl». OTO 03Ha4yaeT, YTo B 3aBUCUMOCTU OT
CTPYKTYPHbIX Y XUMUYECKUX pasnuunii Mexay npobol U cTaHaapTHBIM BELLECTBOM, MOMEKYNApPHbIE Macchl
MOryT B 60sbLUEN U MEeHbLLER CTEeNeHN 0TMYaTLCs 0T aBCONOTHBIX 3HAaYeHWIA. Micnonb3oBaHne Apyrux cTaH-
AapTHbIX BELLIECTB, HarnpuMep NonuaTUIEHITIMKONMSA, NONMI3TUeHoKCHAa, NonMMeTUnMeTakpunara, nonmakpu-
NOBOW KACNOTbI, A0MKHO ObITb 060CHOBaHO.

5 MpuHunn meTopa

5.1 Tenb-npoHuKatowWwasn xpomaTorpadus npeactasnsaet coboin 0cobblil TUN XNAKOCTHOW XpoMaTorpa-
¢hum, B koTOpOM Npoba pasaenseTca COOTBETCTBEHHO rMAPOANHAMUYECKOMY 06BEeMY OTAENbHBIX KOMNOHEH-
ToB [2]. PasgeneHne nposogutcs No Mepe NpoxoXaeHust Npobbl Yepes KOMOHKY, 3anoSIHEHHYO NOPUCTLIM
mMaTepuanom, 0bbl4HO opraHuyeckum renem. Hebonblume Monekyribl NPOHUKAOT Yepes Mopbl, B TO BPEMA Kak
KpynHble Monekynbl 3agepxusatorcs. MyTe KpyNHbIX MOMEKyN Kopoye, NO3TOMY OHU 3MI0UPYIOTCA NepBbIMU.
Monekynbl co cpegHUM pa3MepoM MPOHUKAIOT Yepe3 HeKoTopble Nopbl U anonpytoTca nosgHee. Camble
MareHbkne Monekynbl Co cpefHUM rmapoanHaMUYecKUM pagnycoMm MeHblue, YeM Mopbl refisd, NPOHUKaT
Yyepes Nopbl U 3MIUPYIOTCA NOCNeqHAMM.

5.2 TeopeTuyeckn pasgeneHne perynupyetcsl TOMbKO pasMepoM MOSEKyn, HO Ha npakTuke TPyAHO
nsbexaTtb BINAHUA HEKOTOPbLIX 3adcpekToB abcopbumn. HeoaHopoaHas ynakoBka KOSIOHKM U MepTBbIE 06 bEMbI
MOTyT yXyAwWwuTb pasaeneHue [2].

5.3 [leTekTMpoBaHMe NpoBOAUTCA, HaNpPUMep, MO nokKasatesto NpenoMneHns unu Y®-nornoweHuno
anoarta, u gaeT KPUBYIO HOpMasibHOTro pacnpeaeneHus MonekynsapHoi maccel. OgHako, Ana HaHeceHus dak-
TUYECKNX 3HAYEHNIA MOSEeKyNSIPHOM Macchl Ha KPUBYIO criefyeT oTkannbpoBaTb KONOHKY NpornycKaHuem nosnu-
MepOB C U3BECTHON MOSIEKYNSIPHOA MACcCOM U CTPYKTYPOIA, aHanorMyHom CTpyKType nccnegyemMoro nonumepa,
Hanpumep pasnu4HelX obpasLoBs nonuctupona. Kak npasuno, nonyyaetcs kpusas Maycca, nHorga nckaxeH-
HaA HebOoNbLIMM XBOCTOM 3a CHET NPUCYTCTBUA HUSKOMOIEKYNSIPHBIX (hpakuunin, ¢ BepTUKarnbHOMN OCblo, yKasbl-
BaloLEen KONNYECTBO NO Macce pasfUYHbLIX 3MIOUPOBAHHBLIX MOMEKYN C Pa3HOW MacCcon, U FOPU3OHTaNbHOMN
0Cbl0, yKasblBatoLen norapmgpmMuyeckme sHa4eHUA MonekynsipHo maccbl. CoaepxaHue HU3KOMONEKYNAPHbIX
dpakumn onpenensloT No 3Ton KpuBon. PacyeT ABNAeTCS TOYHBIM, €Cfn coAepXaHne MOJSIeKyn C HU3KOW
MOSEKYNAPHON MacCcol aKBUBAIEHTHO Macce NonuMepa B Lenom.

6 [locTOBEepHOCTbL UCMbLITAHUA

BocnponssoauMocTb (OTHOCUTENBHOE cTaHAapTHOe OTKIIOHeHUe ) o6beMa yaepXuBaHus 4okHa GbiTh
Huxe 0,3 %. TpebyeMasa BoCcnpoM3BOAUMOCTb aHanusa MoXeT ObiTb obecneveHa NyTeM KOPPEKTUPOBKM C
NCNoNb3oBaHWEM CTaH4apTHOro BELWECTBa, €CNN XpoMaTorpaMma oLeHNBaeTCA B 3aBUCUMOCTU OT BPEMEHN U
He COOTBETCTBYET yKasaHHOMY Bhille kputeputio [1].

XapakTepHble 3HauYeHUs1 MONEeKyISApPHON Macchkl 1 NONMANCNIEPCHOCTN CTaHAaPTOB NONUCTUPOa npes-
cTaBneHbl B Tabnuue 1.

2



rocT 33402—2015

Tabnuua 1—XapakTepHble 3HAYEHNA MONEKYNSIPHON MaCChl M COOTHOWeEHUA M,/M, ans o6pasuos nonuctupona

Mp M, /M,
M, < 2000 Mu/M, < 1,20
2000 < M, < 10° MM, < 1,05
M, > 10° MM, < 1,20

MpwnmeyaHune— 3HaueHue MpﬂBﬂﬂeTCﬂ 3HauYeHUeM MONeKynaApHOM Macchl obpasua B MAKCUMyMe nuka.
7 OnucaHuve UcnbITaHUA

7.1 MpuroToBneHue cTaHAAPTHLIX pacTBOPOB NONUCTUPONna

7.1.1 O6pasubl NonMcTMporna pacTBopsiloT B BbIOpaHHOM pacTBopuTene (35ioeHTe) Npn TwartelbHOM
nepemewmsaHuu. Mpu NpUroToBneHnM pacTBOpPOB crieqyeT cobniogaTe pekoMmeHaaumMmn n3rotosuTens obpas-
LOB.

7.1.2 KoHueHTpauum ucnosnb3yembiX CTaHAapTHBIX PAacTBOPOB BbIOMPatoT B 3aBUCUMOCTU OT PasfiMYHbIX
hakTopoB, HanpuMep UHXeKTUpyeMoro obbema, BA3KOCTU pacTBopa U 4yBCTBUTENbHOCTU AeTekTopa. Makcu-
ManbHbIA UHXXEKTUPYEeMBbIil 06beM criegyeT noabupaTh € y4eToM AnUHBLI KOMOHKN BO n3bexaHune ee neperpys-
KA. TUNWYHBIE WHXEKTUPYMble 06beMbl AN aHanUTUYeCKoro pasgeneHus npyu ucnonb3oBaHum MIX gna
kONOoHOK pazmepamm 30 x 7,8 MM 06bI4HO HaxoasTea B Nnpeaenax ot 40 oo 100 mkn. Bo3aMoxHo ncnonb3osaHue
6ynbLUNX 06BEMOB, HO He MpeBbILatoWnX 250 mkn. CriegyeT onpeaenuTb ONTUMarbHOe COOTHOLWEHUE MexXay
NHXeKTUpYyeMbiM 06BEMOM M KOHLUEHTpaumneh ctaHaapTHOro pacTBopa nepef caktudeckon kanubpoBkoi
KOMOHKMU.

7.2 MNpuroTtoBneHue uccnegyemMbix pacTBOpoB

B obwem cny4vae npoueaypa npuroToBNEHNS UCCreQyeMbIX pacTBOPOB aHanorMyHa npoueaype npuro-
TOBMEHUs cTaHdapTHLIX pacTBOpOB. [1poby nccnegyemoro nonvmepa pacTBOpPSAIOT B oaxoasiLeM pacTBopu-
Terne, Hanpumep TeTparugpodypaHe (TFP), npu TwaTenbHOM nepemelunBaHun. PacTBopeHue Henbas
NpoBOANTb Ha yNbTpassykoBol 6aHe. Mpu HeoBXxo4MMOCTU MPUrOTOBNEHHEIA PACTBOP OYMLLAIOT NPONYCcKaHU-
eM yepes MeM6paHHbI hUnbLTP ¢ pasmepom nop B AnanasoHe ot 0,2 o 2 Mkm. Ecnun B NpuUroToBrneHHOM pacT-
BOPE MPUCYTCTBYIOT HEPACTBOPEHHbIE YacTuLbl, TO 3TO criedyeT ykasaTb B 0T4eTe O NPOBeAeHWUN UCTbITaHuS,
MOCKOIbKY Takne 4acTuULbl MOryT ABMSITbCS MOMNEKYNaMu ¢ BbICOKOW MOIEKy NipHOM Maccol. [ins onpeaenexHus
MPOLEHTHOro CcoAepXXaHUsA HepacTBOPEHHbIX YacTuy Mo Macce WUCMofb3ylT COOTBETCTBYHOLIMIA MeTofa.
MpuroToBNEHHbIE pacTBOPbI MOXHO UCMOMb30BaTL B TedeHne 24 4.

7.3 MonpaBka Ha coaepxaHue npumecen n o6aBok

Kak npaBsuso, Heo6xoanmo NpoBOAWUTL KOPPEKTUPOBKY A8 y4eTa coaepKaHns HenonMMepHbIX KOMMO-
HEeHTOB (Hanpumep, NpuMecen nunn gobasok) B HU3KOMOMNeKynspHoin dpakuum (M < 1000) uccnegyemoro
nonvmepa. Monpaska BHOCWUTCSA, TONbKO €CnM U3MepeHHoe cofepXaHue HU3KOMOMEKYSsSpHON dpakumnm
coctasnsieT > 1 %. [1ns BHeceHusi nonpasku NCMONb3YOT NPAMON aHann3 uccregyeMoro pactsopa vunu anoa-
Ta, Nosly4eHHOro Nocre NPOXoXAeHUs KONMoHKX. B Tex criyyasx, korga antoat ABnsieTcs crmwkom pasbasneH-
HbIM ANA AanbHellwero aHanuaa, To credyeT NpoBecTA ero KoHLEeHTpupoBaHue. KoHueHTpupoBaHne MoxeT
NMPOBOANUTLCA MyTEM BbiNapuBaHUS a0aTta U MOBTOPHOro pacTBOPEHUSA CyXOro octaTtka. Y CcroBus, Npu KOTo-
PbIX NPOBOAUTCH KOHLIEHTPUPOBaHWe, He JOKHbI Bbi3blBaTh U3MEHeHUs antoaTa. ObpaboTka snoaTta nocne
MPOXOXAEHWUS KOMOHKM 3aBUCUT OT BbIBpaHHOro MeToaa KoniM4yecTBEHHOro onpeaeneHus.

7.4 ObopypoBaHue

7.4.1 Xpomartorpacd A4ns refb-npoHuKaroLwen xpomaTorpadum BktodaeT B cebs criegytoyne anemeH-
Thl:

- pesepByap AN pacTBOPUTENS;

- gerasaTop (Npu Heo6xoaMMocTu);

- Hacoc;

- racuTenb Nynbcauum (Npu Heo6XoaAMMOCTH);

- CUCTEeMa NHXKXEeKTUPOBaHWS;

- XpoMaTorpaduyeckmne KoroHKN;

- AeTekTop;

- pacxogomeTp (Mpu HeobxoauMocTL);

- cucTeMa Ans peructpaunm n o6paboTki AaHHbIX;
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- CNUBHOM pesepByap.
7.4.2 Heobxogumo rapaHTnpoBaTb UHEPTHOCTb CUCTEMBI MO OTHOLLEHUIO K UCNOSIb3YEMOMY PacTBOPU-
Tento (Hanpumep, 3a cHEeT NCMONb3OBaHUA CTalNbHbBIX KAanNManapos Npu npumeHeHUn TI ).

7.5 UHXeKTMpoBaHue U cucTemMa nogavum pacTeopuTens

OnpegeneHHbIi 06beM UccneayeMoro pacTsopa 3arpyXatoT B KOMOHKY Ha YeTKO OrpaHUYeHHYHo 30HY,
BPYYHYHO UNn ncnonb3ys asTocamnnep. Mpu BHeceHUN Npobbl BPYUHYO CIIULWKOM BbICTPOE ABWKEHUE UNn
ocnabreHune NOPLLUHS WNpULa MOXET NPUBECTH K MOTPELIHOCTU B U3MEPEHUN MOSeKYNsApHO-MacCoBOro pac-
npegenexnus. Cuctema nogayn pactBopuUTens AomkHa BbITb, HACKOMBKO 3TO BO3MOXHO, CBOBOAHON OT Nynbca-
UuniA. B Haunydwem cnyyae, cuctema AomkHa OblTb cHabxeHa racuTenem nynbcauun. CKOpoOCTb MOTOoKa
O0MkHa cocTaBnATb nopsigka 1 Mn/muH.

7.6 KonoHka

McnbiTaHne NpoBoAUTCS € UCMONb30BaHUEM OAHOM KOMOHKN UM HECKOMNBbKUX NocneaoBaTebHO coean-
HEeHHBIX KONOHOK. B ka4yecTBe MaTepuana Ans KONMoHKM (KONMOHOK) MOTYT MCMONb30BaTLCS NOPUCTLIE MaTepua-
Nbl, XapakTepuayroLmecs onpeaeneHHbiM1 CBOMCTBaMU (HanpuMmep, pasmep nop, npeaen akcknosun). Belbop
MaTepuana unm ananHel KONOHKN 3aBUCUT OT CBONCTB UCCNEAyeMOoro nonumepa (rmapoamHamMmm4eckuin obbem,
MOIeKyNsipHO-MaccoBOe pacnpeieneHne)  KOHKPE THBIX YCIIOBUI, UCTIONb3YeMbIX AN pasaeneHunst, Takux kak
pacTBopuUTenb, TeMnepatypa n ckopocTb notoka [1], [2], [3].

7.7 Yucno TeopeTUHeCKUX Tapenok
KonoHKy Unn cuctemy KoroHOK, UCNoSb3yeMblX A5 pasaeneHus, cnegyet oxapakrepusosaTth Mo YUCHy
TeopeTuyeckux Tapenok. B cnyvae ncnonssosaHuns TM® B kKa4yeCTBe aM0EHTa, YACTIO TEOPETUYECKUX Tapesiok

onpegenaroT Npu 3arpyske pactesopa aTunb6eH3ona unm 4apyroro nogxoasdwero HenonapHoOro pacTtsopuTend B
KOJTOHKY C M3BECTHOM ANNHON. YCro TeopeTndeckux TapenoK BbIMUCAIOT MO COOTHOLUEHWUIO:

Y 2
N= 5,54[ C J (3)
Wiz
nnn
2
N=16 (ﬁj , “
w

rae N — 4ncno TeopeTuyecKux Tapenok;
V, — o6bem yaepxuBaHus B Makcumyme nuka;
W — wupurHa nnka y ocHoBaHus;
W2 — WIMpWHa NUKa Ha NONOBUHE BLICOTDI.

7.8 ddbdekTUBHOCTL pasaeneHus
7.8.1 B gononHeHne K YACNY TEOPETUHECKUX Tapernok, KOTOpoe ABMSIETCS BEMMYMHON, XapaKTepuayio-

LLie MponyCKHYo CNOCOBHOCTL KOMOHKM, Talkoke oLeHUBatoT 3 (PeKTUBHOCTL pasfeneHns, KoTopyto onpeaens-
eT KpYTU3Ha KanubpoBoYHOW KpUBOIN. Db eKTUBHOCTb pasgeneHnsi KOSIOHKW BbIYUCHISIOT MO COOTHOLLIEHUIO:

Ve, —Ve;(10M,) 6.0 cm® (5)

CM

Mnowaak nonepeyHoro ceveHus

rae Vi p — obbem yaepxusaHusa Ans nosmMcTuporna ¢ MonekynsipHoi maccon M, ;
eM,
Ve,(10Mm,) — 0OBbEM yaepxuBaHus Ans NONIUCTMPONIa C MOMNekyNsipHoi Maccoid, 66nblueii B 10 pas.

7.8.2 Paspewarowas cnocobHocTb R KOMOHKA (CUCTEMbl KOMIOHOK) BbluMcsieTCA no hopMyne

R1 2=2_ve1_v92 . 1 , (6)
’ Wi +Ws  logyo(Ma/My)
rae Ve1, V,, — 06bembl yaepXusaHus AN ABYX CTaHAapTOB NONUCTUPONa B MakCUMyMe Nuka;
Wy, VI;Z — LLUMPUHA MUKOB Y OCHOBAHUS;
M,, My — monekynsipHble Macchl B MakCUMyMe nuka (A0mkHbI pasnuyatbea B 10 pas).
7.8.3 3HaueHue R cucTeMbl KONMOHOK A0IKHO ObITh Bhiwwe 1,7 [4].
7.9 PacTtBoputenu

Bce pacTtBoputenu AomnxkHbl ObiTb BLICOKOYMCTBIMU (MPU UcMonb3oBaHum TI® ero uuctoTa AomkHa
coctaBnATb 99,5 %). PesepByap Ans pacteoputens (ecnu Heobxoaumo, B atMocdepe UHepTHOro rasa) gon-

4
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»eH ObITb gocTaTouYHO 60NbLLIMM ANA KaﬂMﬁpOBKIA KONMOHKU N aHann3a HeCKoJ1bKUX np06. PactBoputenn cneny-
eT AerasupoBaTb Nepej ero nogayen B KOJTOHKY C NOMOLLbIO Hacoca.

7.10 KoHTponb TeMnepaTtypbl

TemnepaTypa KIo4eBbIX BHYTPEHHUX 3NEMEHTOB (MHXEKLMOHHOW NeTNK, KOMOHOK, AeTeKTopa U Tpybok)
[orkHa BblITb MOCTOSIHHOW 1 COOTBETCTBOBATL BbIGOPY pacTBOPUTENSL.

7.11 [etekTop

HeTtekrop npeaHasHayeH A4ns KONMYecTBEHHON perncTpaummu KoHLUEHTpaLuumM pacTsopa, 31i0MpoBaHHOro
13 konoHkW. [ins npegynpexaeHns HexxenaTenbHOro paclumpeH1a NMKoB 06beM KioBeThl AeTeKTopa AOMKeH
6bITb Kak MOXHO MeHblLue. O6beM KloBeTbl He AoMKeH NpeBbiwaTth 10 MKI1, 3a UCKITIOYEeHNEM AeTeKTopa CBeTo-
paccesiHUs U BUCKO3MMETPUYECKOTro AeTekTopa. Ana AeTeKTupoBaHna ob6bivHO ucnonb3yeTcs anddepeHum-
anbHasa pedpakromeTpus. B otaenbHbIX cnydvasx ¢ y4eToM onpeaeneHHbIX CBOMCTB UCCriedyeMoro pacTsopa
wnn aneHTa TpebyeTca ucnonb3oBaTb ApyrMe Tunbl AeTekTopoB, Hanpumep, Y®/BUA, WK,
BUCKO3NMETpUYECKNE AETEKTOPbLI U T. A.

8 [aHHble M OTYEeT O NpOoBeAEHNUU UCTNIbITAHUA

8.1 [aHHble

8.1.1 Kputepum ans noapobHoi oLeHkN pe3ynbTaToB UCbITaHUS, a Takke TpeboBaHua k cbopy U obpa-
60TKe AaHHbIX NpeacTaBnieHbl B cTaHgapTe [1].

8.1.2 [insa kaxxporo uccriefilyeMoro pactsopa NnpoBoAAT ABa He3aBUCUMBIX UCTIbITaHUA. PesynbTaTbl Kax-
[Oro ucnbiTaHWA paccmaTpusaloT MHANBUAYanbHO.

8.1.3 CnepayeT 4eTKO yKasaTb, YTO NOMNYYEHHblE 3HAYEHUS ABNAOTCA OTHOCUTESbHBIMU 3HAYEHUAMMU,
3KBMBaNEHTHLIMW MONEKYNAPHBIM Maccam UCMOoNb3yeMOoro cTaHAapTHOro BeLwecTsa.

8.1.4 [na Bcex UCMbITaHWUA Talke cneayeT ykasbiBaTb pesynbTaTbhl UCbITAHUA KOHTPOMBHBIX PacTBO-
poB. NcnbiTaHWe KOHTPOSLHBIX PACTBOPOB AOSMKHO NPOBOAUTLCA B YCMOBUSAIX, aHANMOMYHbIX YCNOBUAM obpa-
6OTKM Nccrneayemblx pacTBOPOB.

8.1.5 Mocne onpeaeneHna 06bEMOB yaAEPKUBAHUA UNU BpeMEHWN yaAEePXUBAHUA (CKOPPEKTUPOBAHHBIX C
NCMNOMNb3OBaHNEM BHYTPEHHEro cTaHaapTa), CTpoAT rpaduk 3aBucumocTtu log Mp (rpe Mp npeacTaBnAeT Mak-
CUMYM M1Ka CTaHA4apTHOro BELLeCTBa, UCTIONb3YEeMOro A kanubpoBKM) OT OAHOMO U3 YKa3aHHbIX Konuyec-
TBEHHbIX NokasaTenen. TpebyeTcsa He MeHee ABYX Touek Ha 10 3HaYeHMWIn MONeKySISIPHOW Macchkl U He MeHee
5 Touek aAns nocTpoeHns KanndpoBOUHONM KPUBO. [lnanaszoH MOMeKynsApHbIX Macc Ha KanMbpoBOYHON KpUBOM
JOIDKEeH BKMoYaTh NpeanonaraemMble 3HaueHUst MOMeKynsipHoW Macchbl uccnegyemMoro nonumepa. KoHeuHas
TOYKa KPMBOW (HU3Kas MoMekynsipHasi Macca) onpeaensieTcsl H-reKcMnbeH30nom unu Apyrum nogxoasimm
HenonsipHbIM pacteopuTenemM. OnpeaensoT y4acTOK KPUBOW, COOTBETCTBYIOLLMIA 3HAYEHUSAM MONEKYNAPHON
maccel Huke 1000, 1, npu HeobXxo4MMOCTH, BHOCST NOMpaBKy Ha npumecu 1 aobasku. Kpusble anonposaHus
aHanM3npylT C UCMOSMbL30OBAHNEM 3MIEKTPOHHBLIX MeToAoB 06paboTkn AaHHbIX. UHbopMauusa o metogax
py4Hol 06paboTkM AaHHbIX NpeacTasneHa B [3].

8.1.6 Ecnu Ha KonoHKke ocTaeTcsl HepacTBOPUMBIN MONMMEDP, TO NpeAnonaraeTcs, YTo ero Monekynsip-
Hasi Mmacca byaeT BbllLe, YeM MONeKynsipHas Macca pacTBOPEHHOM (hpakLuUn, U 3TO He NpuBeaeT K 3aBblLLEHUIO
pesynbTaToB Npu onpeaeneHnn HU3KOMoNeKynsapHon dpakumun. YKasaHusi No BHECEHWIO NONpaBKku Ha NpUCyT-
CTBME HepacTBOPUMBIX KOMMOHEHTOB B HU3KOMOSEKYNSApHOW pakuMm uccnegyemoro nonvmepa
npeacTaBneHbl B NpUNoXeHnn A.

8.1.7 KpuBylo pacnpegeneHuns npeacTaBnsioT B Buae Tabnuubl UM pucyHka (pasHoCTHas YactoTa unm
CyMMa NpoLeHTOB B 3aBUCUMOCTH oT logM). B rpadpmnueckomM npeactaBneHuu nepaas AeCATKa MONEKYNSIPHbIX
Macc A0mKHa ObITb LUMPUHOW NPUMEPHO 4 CM, 1 MakCMMYM NyKa A0JIKEH MMeTb BbICOTY NpumepHo 8 cM. B cny-
Yyae MHTerpanbHbIX KPUBbIX pacnpeaeneHust pasHuua no ocu opanHart B npegenax ot 0 % ao 100 % gomkHa
cocTaBnatb npumepHo 10 cm.

8.2 OT4yeT 0 NpoBeAeHUU UCTILITAHUA

OT4eT 0 NpoBeAEHUN UCNBbITAHUS JOIMKEH BKIOUATb CreayoLyto MHopmauuio:

WUccnenyemoe BellecTBo:

- pocTynHas nHgopMaums o6 nccregyeMoMm BelLlecTBe (XuMudeckas naeHTudukaums, ao6asku, npume-
cu);

- onucaHue NpUroToBMNEHNS UCCelyeMoro pacTeopa, HabnioaeHNs U BO3HUKaBLUME TPYAHOCTH.

O6opynoBaHue:

- pesepByap A1l pacTBOPUTENS, UHEPTHBIY ras, Aerasalns pacTBOpUTENs, COCTaB PacTBOPUTENSA C yKa-
3aHMeM npumMecei;
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- Hacoc, racuTenb Nynbcaumm, CUCTeMa UHXEKTUPOBaHMS,

- pasgenuresbHble KOMOHKN (M3roToBUTESb, NoMHas NHpopMaL s 0 XxapakTepucTukax KoroHKK, B Yac-
THOCTMW pasmep nop, pasaenuTenbHelil MaTepuan U T. 4., YUCno, ANMHa 1 NopsAoK UCMOSb3YeMbIX KOMIOHOK);

- YNCIIO TEOPETUYECKNX TaPE oK KOMOHKM (U CUCTEMBbI KOMTOHOK), 3dbheKTUBHOCTL pasgeneHusi (paspe-
WwatoLas crnocoBbHOCTb CUCTEMDI);

- HdopMaLMsa 0 CUMMETPUN NINKOB;

- TeMneparypa KONoHK!, BUA TeMMNepaTypHOro KOHTPOMS;

- AeTekTop (MPUHLMM U3MepeHus, Tin, o6 beM KIoBEThI):

- pacxogomeTp, NPy UCMOMb30BaHUM (M3rOTOBUTENb, MPUHLIMM U3MEpPEeHUs);

- cuctema cbopa 1 06paboTkn AaHHbIX (annapaTHoe U nporpammHoe obecrnieyeHue).

Kanubposka cuctemsl:

- noapo6Hoe onucaHue MeToAa NOCTPOEHNA KarIMBPOBOYHON KPUBOIA;

- MHdopMaLMA O KpUTEpUsiX KayecTBa AnA daHHOro metoda (Hanpumep, koadduuneHT Koppensauuu,
cyMMa KBaJapaToB OWMBoK U T. A.);

- nHbopmaLus 060 Bcex IKCTpanonsauusax, gonyckax u npubnvmkeHusax, caenaHHbIX BO BpeMA UCTbITa-
HUSA, OLLeHKN 1 06paboTKN AaHHbIX.

Bce nsmepeHus, ncnonbayemMele 45 NOCTpoeHUs KanMbpoBOYHON KPUBOW, NPpeACTaBNAOT B TaBNUYHON
cpopMe, BKMOYAKOLLEN CieAyoLLY0 HbopMaLIMIo ANS KXKA0N TOYKU KanMbpoBOYHON KPUBOA:

- HanMeHoBaHWe obpaslia CTaHO4apTHOro BeLlecTBa,

- n3rotoBuTENb 06pasLa,

- 3Ha4yeHus nokasartenen Mp, M, M,, M,/M, ana ctaHAapTHbIX BELLECTB, YKasaHHbIe U3roToBuTeneM
W1 NonyYeHHble NpY NocneyoLLem NCMbITaHUU C ONUCaHNEM UCNOMb3yeMoro MeToaa,

- UHXEKTUPYEMbIA 06beM 1 MHXEKTUPYeMasn KOHLEHTpaums,

- 3HaueHue M, ucnonb3osaHHoe Ans KannbpoBku,

- 06beM yaepXKMBaHNSA UM CKOPPEKTUPOBaAHHOE BPeMS YASPXUBAHUA, U3BMEPEHHOe B MakCUMyMe Nnka,

- 3HayeHue M, paccunTaHHOe B MakcUMyMe nika,

- oluMGKa B NPOLieHTax OT pacCYATAHHOTO 3HaueHUa M, U 3Ha4YeHUA B COOTBETCTBUN C KAaNMGPOBOYHON
KpVBOW.

CogaepxaHue HU3KOMONEKYNApHOU chpakumn:

- onucaHue MeTOAOB aHan1sa u NPoBeAeHUs UCTIbITaHWUI;

- MHbopMaLMs O MPOLEHTHOM coAepXXaHUM HU3KOMONEKYSpHOW chpakunm B uccnegyemom obpasue (no
macce);

- nHdopmaLms 0 NPOLEHTHOM coaepXXaHWUM Nnpumecei, 4o6aBoK U APYrUX HEMONMMEPHBIX KOMNOHEHTOB
B UccriegyemoM obpasue (no macce).

OueHka pesynbTaTos:

- OLleHKa Ha BpeMeHHOoW OcCHOBE: Bce MeToAbl Ans obecneveHuns Tpebyemoro BocnponseeaeHuns (Metoq
KOPPEKTMUPOBKM, BHYTPEHHUA CTaHAapT U T. N.);

- nHcpopMaLMs 0 NPOBeAEHUM OLIEHKM Ha OCHOBE 06beMa yaepXUBaHUA U BpeMEHN YAEPKUBaHUS;

- nHcpopMaLms 0 Npedenax oLEeHKU, ecrnin Nk 6bin He NONHOCTLIO NPOaHaNU3NPoBaH;

- onucaHve MeTOAOB CriaXuBaHUs, NPU UCMONb30BaHNN;

- noaroToBka U NpeaBapuTensHas obpaboTka nccnegyemoro pactsopa;

- NMPUCYTCTBUE HEPaCTBOPEHHbIX YaCcTuL;

- UHXeKTUpyeMbli 06 eM (MKIT) U UHXKEKTUPYeMasa KOHLeHTpaumsa (Mr/mn);

- HabnogeHus, ykasbiatowwme Ha acbdekTbl, IpUBOAALLME K OTKITOHEHUAM OT TeopeTudeckoro npodunsa
renb-npoHuKatoLLen xpomaTtorpadpuu;

- nogpo6Hoe onucaHue Bcex U3MeHeHUin npoueaypbl UCNbITAHUS;

- AnanasoH 3Ha4YeHNA oLnBoK;

- niobas apyraa MHbopmauus u HabnogeHua, UMetoLLne 3HaveHne ANs nHTepnpeTauum pesynbLTaTos.
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Mpunoxenne A
(pexomenpgyemoe)

Yka3saHua no BHECEHUIO NONPaBKU Ha NPUCYTCTBUE HePaCTBOPUMbIX KOMNOHEHTOB
B HU3KOMoOnNeKynspHon cdpakuumn

MpucyTcTBre HepacTBOPMMbIX KOMMOHEHTOB B Mccnegyemom o6pasue NpMBoOAUT K MOTEPE MaCChl BO BPEMS NPOBe-
AEHNA UCNbITaHNA METOAOM renb-NpoHnKatowen xpomatorpacdumn. HepacTBOpHUMBIN KOMIMOHEHT HEOOpaTUMO yAEpPKUBa-
€TCS Ha KOMNOHKe unu duneTpe Ans npob, B To BpeMst Kak pacTBopumasn dpakumus npobsl NpoxXoauT Yepes KoNoHkKy. B Tom
crnyJae, Korga moxHo onpeaenuTb UNu n3mepuTb NpupalLeHne nokasarensa npenomnexus (dn/dc) nonumepa, To onpege-
NAIT NoTepio Maccsl Npobbl Ha KornoHke. MNonpaeka BHOCUTCA C UCMONb30BAHMEM BHELWHEN KanMBpPOBKW CO CTaHAAPTHLIMK
BELLECTBaMM C U3BECTHOWN KOHLEHTpaunen n dn/dc anst kanubpoeku nokasaHus pedpakromeTpa. B npumepe, npueeaex-
HOM HUXe, B Ka4eCcTBe CTaHAapTHOro BewWwecTea ucnone3yetcsi nonumetunmetakpunat (NMMMA).

Mpwn npoBegeHnn aHanm3a akpunNoBbIX NONIMMEPOB METOZOM FeNnb-NPOHUKaWen xpomartorpadun ansi BHeWHen
kanubposku nucnonbaytot pacteop NMMMA B TI® ¢ naBecTHOM KoHUeHTpaunen. MonyqeHHble AaHHbIE NPUMEHSAIOT ANS
onpegeneHnsi pepakToMeTpUIeCcKon KOHCTaHTbI MO COOTHOLLEHWIO:

- R )
C-V.-dnidc’

rae K— pedpakromeTpuyeckas KOHCTaHTa, MKB - c/mn;

R — noka3sanus anst o6pasua NMMA, mkB - ¢;

C — koHuUeHTpauus o6pasua MMMA, mr/mn;

V — nHxekTupyemblii 06bem, mn;
dn/dc — npupaleHve nokasartensi npenoMmnexus ans obpasua NMMMA B TeTparmgpodypaHe, MN/Mmr.

Cnegayolme AaHHble SIBNSAIOTCA TMNUYHBbIMKM Ans o6pasua MMMA:

R — 2937891;
C — 1,07 mr/mn;
V—0,1wmn;

dn/dc — 9,']0‘5 M/mr.

Mony4eHHoe 3HadveHne K = 3,05 - 1011 3arem WUCNONbL3YIOT ANA pacyeTa TEOPETUHECKOro MNnoKasaHna OeTekTopa,
ecnu 100 % MHXEeKTMPOBAHHOIO NONVMEpPa aMIOUPYETCA Yepes AeTEKTOP.
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Mpunoxenne DA
(cnpaBo4HoOe)

CpaBHeHUe CTPYKTYpbl MeXAyHapo4HOro AOKyMeHTa CO CTPYKTYPOI HacTosLWero craHaapTa

Ta6nwuua QA1

CTPYKTYPa MeXQyHapoaHoro Mexrog;gzzgzaemioro CTPyKTYPa MeXQyHapoaHoro Memrog;g;":)z‘;aemoro
HOKymeEHTa craHgapra AoKymeHTa craHpapra

Pasgen 1 — Pasgen 19 7.6
Pasgen 2 2.1 Paspen 20 7.7
Pasgen 3 2.2 Paspen 21 7.8.1
Pasgen 4 3.1 Paspen 22 7.8.2
Pasgen 5 3.2 Paspen 23 7.8.3
Pasgen 6 3.3 Paspen 24 7.9
Pasgen 7 Pasnen 4 Paspgen 25 7.10
Pasgen 8 5.1 Paspen 26 7.1
Pasgen 9 5.2 Paspnen 27 8.1.1
Pasgen 10 5.3 Paspen 28 8.1.2
Pasgen 11 Pasnen 6 Pasnen 29 8.1.3
Pasgen 12 711 Paspen 30 8.1.4
Pasgen 13 71.2 Paspnen 31 8.1.5
Pasgen 14 7.2 Paspen 32 8.1.6
Pasgen 15 7.3 Pasnen 33 8.1.7
Pasgen 16 7.4.1 Paspen 34 8.2
Pasgen 17 7.4.2 Ilntepatypa Bubnuorpadws
Pazgen 18 7.5 Mpunoxexve MpunoxeHue A




[1] DIN 55672:1995

(2]

[3] ASTMD 3336—91

[4] ASTMD 5296—92
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Bu6nuorpadwua

Gelpermeationschromatographie (GPC) mit Tetrahydrofuran (THF) als Elutionsmittel, Teil 1
(FCenb-nponukatowas xpomatorpadusi (IMX) ¢ Tetparmapodyparom (TFP) B kavectse
antoeHTa, YacTb 1)

Yau W.W., Kirkland J.J. and Bly D.D., 1979. Modern Size Exclusion Liquid Chromatography,
J. Wiley&Sons. (CoBpeMeHHas XMAKOCTHas XxpomaTorpadms NCKIIOHEHNUs paamepa)
Standard Test Method for Molecular Weight Averages and Molecular Weight Distribution by
Liquid Exclusion Chromatography (Gel Permeation Chromatography — GPC, American
Society for Testing and materials, Philadelphia, Pennsylvania)

(CTaHgapTHbI MeToA, onpeAeneHns CpeaHeMacCcoBON MONEKYNSAPHON MacChl U MOMNeEKy-
NSPHO-MacCOBOr0 pacnpeAeneHns XWAKOCTHOW renb-NpoHUKalowWwen xpomarorpaduen
(renb-nponukatowen xpomarorpadumen=T1X)

Standard Test Method for Molecular Weight Averages and Molecular Weight Distribution of
Polystyrene by High Performance Size-Exclusion Chromatography, American Society for
Testing and materials, Philadelphia, Pennsylvania. (CtangapTtHein metog onpegeneHuns
cpefHEMacCOBON MOIEKYIsIPHOW MacChl U MONEKyNnsiPpHO-MaccoBOro pacnpeaeneHus
nonucTUporna rerb-NnpoHUKaioLWen xpomartorpaduen BbICOKOro AaBrieHus1)
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