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TEXHONOTITMMN U MATEPUWAINDI

K BOMNPOCY O BJINAHUU
NETYYUX BELWECTB B MN3BMN
HA KAYECTBO TPYB

Onbra BopucoBa, TatbsaaiHa N'op6GyHoBa, TatbAHa KoHTapeBa, EneHa KanyruHa

BauaHue netyuunx dppakuumm Ha KayecTBO MNMOJIMITUIIEHOBbLIX TPYO Mbl HEOHO-
KpaTHO 006CYyXAaNnu Ha cTpaHuuax }XypHana «[loammepHbie Tpyobl» [1, 2]. Bnep-
Bble Mbl NONbITAa/IMCb pa3oopaTtbcs B 3Ton npo6neme B 2005, 3atem B 2011 roay.
OaHakKo npo6semMa octaeTcs Nno cen eHb BeCbMa aKTyasbHOW. B npeacTtaBneH-
HOM paboTe npuBeAeHbl pe3ynbtatbl uccnegosaHus N33 100 u NI 80 oTeue-
CTBEHHOro ¥ UMMOPTHOIr0 NPOU3BOACTBA.

O6bEeKTbl U METOAbI UCCIIeAOBAHUN

B pa6oTte nccnegoBanu rpaHynuMpoBaHHbie 13 TpyOHbIX
MapoK OTEYECTBEHHOIO M UMMOPTHOIrO NPOM3BOACTBA, Ce-
PUMHO ucnonb3yemble Ha npeanpuatuax pynnbel MOJIN-
MJTACTUK. MX TEXHMYECKME XapaKTEPUCTUKN NPUBEOEHDLI B
Tabnuue 1.

MeTtoabl uccnepoBaHuin

[Onsa onpeneneHus o6LEr0 CoaepXKaHUsa NeTy4ymux TepMo-
06paboTKy rpaHya NPOBOAMIN HECKONbKMMU cnocobamu:
no NOCT 26359 (105°C, 2 vyaca), Ha TepmoBecax HR83
Halogen ¢upmbl Mettler Toledo (105°C o BbIxoda Ha
nnaTo), B TepmoLLKady B AMHAMUYECKOM BaKyyMe Npu Tem-
nepatypax 105, 150, 200 n 250°C no 2 yaca.

CopaepaHue Boabl onpeaensiivi METOLOM KYTIOHOMETPH-
4YeCKOro TUTPOBaHMSA C MUCMONb30BaHUEM peareHTa ®uwepa
Ha npubope DL32, ocHallleHHOM HarpeBaTe/ibHOM NeYbto
DO307 dmnpmbl Mettler Toledo.

[na Ka4eCTBEHHOrO U KOMIMYECTBEHHOIO UCCeAoBaHuUA
cocTaBa JfeTy4yMx TMPUMEHUIU MeToh XpomaTo-macce-
cnekTpomeTpun (ISQ — Single Quadrupole MS, Trace 1310
npomnssoactea Gupmbl Thermo Scientific) B BapuaHTte na-
podasHoro aHanusa.

Pe3ynbTaTthbl U 06Cy}XAEHUE

FOCT 26359 pacnpocTpaHseTcs Ha 13 HU3KOro 1 BbICO-
KOro AaBfieHWs M KOMMO3WLMKU Ha ero OCHoBe B BUAeE
rpaHyn unu nopolKka. CywHOCTb MeToAa 3aK/lovaeT-
ca B OnpeaeneHuMyM notepu maccbl ob6pasua nocne

Tabnuua 1. XapaKTepuUCcTUKU OOBEKTOB UCCNef0BaHUA — HOpMaTUBHbIe 3Ha4YeHusa no TY

CsoiicTBa
O6pasel, nTP, 190°C, MnotHocTtb Npn 23°C, | MaccoBas gons MaccoBas gons WHOYKLMOHHDIV
5 kr, r/10 MuH. r/10 MuH. TEXHUYECKOro NneTy4yux BeLlecTs, Nnepuoa OKUCNEHUS,
yrnepoga, mac. % | He Gonee Mr/Kr MUH.
N3 100 2HT11-9 He meHee 0,1 0,954-0,960 2,0-2,5 350 He meHee 20
(npn 200°C)
M3 100 PE6949C 0,1-0,4 0,946-0,950 2,0-2,5 350 He meHee 20
(npn 200°C)
N3 80 PE4PP25B 0,45-0,65 0,945-0,951 2,0-2,5 350

N3 Hostalen* 0,23 0,959 2,25 He HopMmupyeTcs He meHee 30
CRP100 (npn 210°C)

* [laHHble cepTuduKaTa. [na gaHHOro matepuana nokasarenb «COAepKaHue NeTy4nx He HOpMUpyeTes.
Hopmupytotea: coaepxaHue Boapl M 3anax (opraHonentuyeckas metoamka GSW=1,5).
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bpytTo-coaepanune netyuux npu 105°C, mr/kr ConepxaHue
npu 105°C Ha Bo3gyxe npu 105°CB npu 105°C Ha BOJbl N0
O6paseL (roCT 26359) B 6t0KCaX OMHAMWUYECKOM TepmoBecax meTony
6€3 MCNONb30BAHMA | C MCNONb30BAHMEM BaKyyme Mettler Toledo K.®duwepa, mr/Kr
KPbILIKK KPbILKK
M3 100 2HT11-9 260 530 760 530 70
M3 100 PE6949C 307 470 540 530 210
N3 80 PE4PP25B 270 270 530 470 240
M3 Hostalen 170 180 290 250 50
CRP100

Ta6nuua 2. bpyTTO-cOAEpPKaHUE NEeTYYUX U BOAbI

cylWwKn npu Temnepatype 105+2°C Ha BO3ayxe B TEPMO-  HWUSA NOPON CyLLECTBEHHO pa3nunyatoTcs. AHaNOrMYHyto Kap-
wKady. TUHY Mbl BUAUM NPY UCMONb30BaHWM CTaKaHYMKOB Pa3HOro
B Tabnuue 2 npeacrtaBneHbl pe3ynbTaTbl OLLEHKM BPYTTO-  TuMa — pa3HoN GOopMbl, Pa3HOM BbICOThI, HE FOBOPS YKe O
coaepxaHusa netydnx npu 105°C, nosiy4eHHbIE C UCMOIb30-  TUME CTEKIa, M3 KOTOPOro OHWM M3rotosneHbl (no FOCT
BaHWEM pa3/IM4HOro 060pyaoBaHus, a TakKe cogepxaHne 25336 Tuny CH coOTBETCTBYIOT YETbIpe TMNOPa3Mepa CTa-
Bnaru (npsaMon aHanm3a Boabl no metoay K.duwepa). KaH4YMKa, CYWEeCTBEHHO pa3finyalolmecs no paamepam).
PesynbTtaThl, NpeactaBieHHble B Tabnuue 2, nokasbl- Bce 37U, Kazanocb 6bl, HE3HAYUTE/bHbIE HIOAHCbl BHOCAT
BalOT, YTO 3HAYEHUS BPYTTO-COAEPHKAHUSA NETYYMX NPU OAM-  CYLLECTBEHHbIM BKNaA B pe3ynbtaTt aHanunsa. B tabn. 3 npu-
HaKOBOW TeMnepaTtype, USMEPEHHbIE C UCMOb30BaHUEM  BeAeHbl pesynbTaTtbl, Nnony4yeHHble no FOCT 26359 B AByX
pa3Horo TMna 060pyaoBaHUs, Ppa3iMyatoTCs CYyLWECTBEHHO.  labopaTopusax Ans OAHOM U TOM e NapTUuM Cbipbs U3 O4HOM
Kak npaBwuio, MakCMManbHOE COAEPKAHME NIETYYNX MONY-  YCPeaAHEeHHON Npobbl (0TOUpanun ycpeaHeHHyo npoby, ae-
YyaeTcs NpU CyLLKe B AMHAMMYECKOM BaKyyMe, HECKOMbLKO WK nononam, noMewanu B M3 MelWKK, KOTopble 3anau-
MeHbllee 3HavyeHWe Moflydaem Ha TEpMOBECaX M CaMOe Balv M MOMelanM B 3KCUKaATop). AHanM3 npoBOAWMIU
HM3Koe 3HavyeHne — npu oueHke no NOCT 26359. BnonHe  OOHOBPEMEHHO.
€CTECTBEHHO, YTO Mbl AO/IXHbI PYKOBOACTBOBATLCS TPebo- B na6opaTtopun N21, rae Mcnonb3oBanu GIOKCbl MEHb-
BaHuaAMM cTaHgapTa. OgHako B TOCT 26359 He yka3aHbl  Wero AMameTpa, ToMLMHA CNos rpaHys Npu OAMHAKOBOW Ha-
yeTKMe TpeboBaHUs, Kacalolmecs paaa BaxKHbIX C METOAU- BecKe Obila  60/blle, COOTBETCTBEHHO, pe3ynbTaT
YeCKOWM TOYKM 3peHMsa BONPOCOB. Hanpumep, B Ka4ecTBe  coaepKaHus NEeTy4Mx Nosyyvancs 3aHUKEeHHbIM. Pe3ynbTaThbl
€MKOCTU, B KOTOPOM MPOBOAAT CYLUKY MCMbITyeMOro 06- aHanm3oB Bnaru no metoay K.®duuwepa, caenaHHbiX B 3TUX
pa3ua, YKaldaH CTaKaHuuK ana B3ewunBaHua Tuna CH no  nabopartopusx, coBnaaator.
OCT 25336, npeacraBnatoumMn o601 KOHCTPYKLIMUIO, CO- Bce BblIlen3n10XeHHOEe NOKa3bIiBAET, YTO NPU OLIEHKE CO-
CTOSILLYIO M3 CTaKaHYMKa U KPbIlKK. B cTaHgapte Ha onpe-  aepxaHus netydmx no FOCT 26359 Heo6xoauMMO COornaco-
JeneHne neTyyMx He TMpPoMMcaHo, KaK MNpoBOAUTCS BaTb METOAMKY 3KCMEPUMEHTA, a Nyylle BCEero NpoBecTH
N3MEPEHME: C UCMONIb30BAHNEM KPbILWKKW UK HET. [1pU 3TOM  NEPEKPECTHbIE UCTIbITAHUS OJHOI0 U TOMO XKE ChIPbS.
3HaYeHUs NoKasaTens Npyv N3MePEHUU C UCMOIb30BaAHNEM OcTaHOBMMCS Ha HEFOCTUPOBAHHbIX METOAAX OLEHKM CO-
KPbILWKK (KPpbllKa TaKKe NoaBepraeTcs TepMoobpaboTke U AeprKaHus netydmx. B Tabnuue 2 nokasaHo, 4To CyllKa B Au-
pacnonaraercs psoM CO CTaKaHYMKOM, CTaKaHYMK HaKpbl-  HaMWYECKOM BaKyyMe MO03BOASET yAanuTb OGonbliee
BaeTCs TOMIbKO NPW B3BELINBAHUKU) U 6E3 ee NCMOIb30Ba-  KOMMYECTBO JIETYYMX, MO CPABHEHMIO C APYTMMU METOAAMM,

Ta6nuua 3. CpaBHUTENbHbIE AaHHbIe OLEeHKU neTy4yux no FOCT 26359 Ha npumepe M3 100 2HT11-9

CopepxaHue netyuux Copaepxanue Bogbl (no metoay K.®uwepa),
O6pasel no NOCT 26359 mr/kr Mr/Kr
Pesynbrartsl PesynbTarthl Pesynbrar PesynbTar
na6opartopun N1 na6opatopuu N°2 na6opatopuu N°1 na6opatopuu N°2
1 444 602 62 63
2 534 624 65 64
3 409 546 69 69
4 499 503 74 75
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CopepxaHue CopepaHue MaccoBble noTepy nocne CywKu B TepMoLuKady
NeTy4mnx BOAbI N0 B JMHAMMW4Y€ECKOM BaKyyme B Te4eHue 2 4, MI/Kr,
O6pasey, (aHanusarop meToay npu Temneparype
B/IAKHOCTH, K.®uwepa,
105°C), mr/kr Mr/Kr 105°C 150°C 200°C 250°C
M3 100 2HT11-9 530 60 480 880 1870 3470
N3 100 PE6949C 530 210 540 880 1530 2640
N3 80 PE4APP25B 350 330 760 840 2020 3870
M3 Hostalen 250 50 290 330 830 1790
CRP100 Black

npv ognHakoBon TemnepaTtype 105°C. loBbIlWeHe TemMe-
paTypbl CYLLKM TaKXe MNO3BOUT yaanuTb 60Mbliee Konuye-
CTBO NETYYMX.

[MonyyeHHble pe3ynbTaTbl UBMEPEHUIN NPUBEAEHDI B Tab-
niue 4.

B tabnuue 4 B KayecTBe Npumepa NpMBeAEHbl Pe3yib-
TaTbl ANS €AMHUYHON NapTUKU UCCIEA0BAHHOIO Mapo4YHOro
accopTMMeHTa. B nencTBUTENbHOCTU, Mbl MCCNegoBanu
[OCTaTOYHO NpeacTtaBuTeNbHbIM MaccuB (0T 20 go 50 nap-
TUI PA3HOro TMNa Cbipbs) U NONYHUIN aHANOTMYHYIO Kap-
TuHY. Bo Bcex nccnegoBaHHbix naptuax M3 80 coaep-
aHWe BOAbl HACTO/IbKO BEMMKO, YTO MO0 HaxoamMTCs Ha
npeaene 4onycTMmMoro ctaHgaptamu [1, 2] coaepraHus
NeTyymnx, NMbo aaxe npeBblllaeT HOPMATUBHbIN NOKa3a-
Tenb. PaHee [3] Mbl 06CyKaanv npupoay BoAOMNOraoLe-
Hua B [13: 3TO copbUMOHHAA NOBEPXHOCTHas Bnara,
KoTopas nerko ypanatca cywkon npu 105°C, n Bnara,

Puc. 1. Tpy6a, u3rotoBieHHas us
N3H[, umelowasn aepeKTbl B BUAe
LWEepoxXoBaTOCTU Ha BHYTPEHHEN
NoBEpPXHOCTHU

M3HA, umetowasn

NMOBEpPXHOCTHU

Puc. 2. Tpy6a, u3rotoBseHHas u3

3aKpbITbIX NOP Ha BHYTpeHHeVI

Ta6nuua 4. CoaeprkaHue neTy4yux BewecTts B o6pasuax MNIH/, onpeaeneHHoe pasnnuiHbIMU METO4aMMU

agcopbupoBaHHaa TEXHUYECKUM yrnepoaoM. YaaneHue
3TOW BAarn BO3MOXHO TOMIbKO MPU BbICOKUX Temmnepary-
pax — U3 pacniasa.

lMpoBeaeHHble NCCeaoBaHUS NOKa3biBaloOT, YTO CyLIKa
no NOCT 26359 no3BonseT yaanntb NOBEPXHOCTHYIO BRary
N nerkonetyuyme dpaxkuMm ¢ TEMNEPaTypon KUNeHus [0
105°C. lpeBbllleHME HOPMATMBHOIO NoKa3aTtens no co-
JlepXKaHunto 3TUX NpoayKToB (no [1, 2] He 6onee 350 Mr/Kr)
CKa3blBaeTCA Ha KayecTBe roToOBOro usgenuns u o6bI4HO
NPosIBASETCS B BUAE LUIEPOXOBATOCTU Ha BHYTPEHHEWN MNO-
BEPXHOCTU TPyObI (puc. 1).

Mpn N3roToBNEHNKN TOSICTOCTEHHbIX TPYO GOMbLLIOIO AMa-
mMeTpa u3 M3BI1 B TEXHONOTMYECKOM pPEXMME peann3ytoTcs
[AOCTaTO4HO BbICOKME TEPMOMEXAHMYECKME Harpy3Kku. Ma-
Tepuanbl, UCNOSb3yeMble 415 MPOM3BOACTBA NOAOGHbIX U3-
genvn, obnapaloT MasbiMM  3HAYEHUSIMM MOKa3aTens
Tekydyectun pacnnaBa (IMTP = 0,5-0,05 r/10 M1H Npu TeM-

Puc. 3. CBapHo# woB Tpy6, U3ro-
TOBNEeHHbIX U3 MI3HIM, numerowun
AedeKTbl B BUe pakKoBUH Ha
BHeLWHeN NOBEPXHOCTH

aedeKTbl B BUAe
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BewecTBa N3 80 PE4PP25B N3 100 PE6949C N3 100 2HT11-9 N3 Hostalen
CRP100 Black

N,, CO,, 0, 41,3% 44,4% 40,4% 42,2%

CoegunHeHus

C TEMNepaTypoi Kunexuus 4,7% 13,7% 2,4% 4,4%

Hue 110°C

CoeanHenns

C TEMNepaTypoi Kunexuus 13,91% 23,6% 11,2% 25,6%

B uHTepBane 110-200°C

CoenunHeHus

C TEMNePaTypon KUNeHus 40,1% 18,3% 46,0% 27,8%

200-250°C

Ta6nuua 5. PpaKUMOHHDbIN COCTaB NeTy4yux BelwecTs, cogepxawmxca B [NAH/[ oteyecTBEHHOrO

U UMNMOPTHOIO NPOMU3BOACTBaA

nepartype 190°C n Harpy3Kke 5 Kr) 1 BbICOKOM BSA3KOCTbIO
pacniaBa Nnpu HU3KMX CKOPOCTSX caBMra.

Ecnu B maTepurane cogepKatcs NeTy4yme ¢ TeMnepaTypon
KuneHus, nonagatolwen B AnanasoH TemnepaTyp nepepa-
60TKM, Ha BHYTPEHHEN MOBEPXHOCTM TPYObI NOABNAOTCA Ae-
dEKTbl B BUE 3aKPbITbIX U OTKPbITbIX MUKPO- U MaKpomnop.
OTKpbITblE NOPbI, BCKPbIBasiCb, 06pa3yoT NosoCTU B Buie
PaKOBWH, 3aKpbITble BbIrNAAAT KaK 6Yrpbl Ha BHYTPEHHEW
NOBEPXHOCTHU TPYObI (PUC. 2).

[Mpn 3TOM TaKKe CyLLeCTBYET MHEHME, YTO TPYObl, U3rO-
TOoBNEHHbIE U3 3Bl ¢ BbICOKUM cOAEPHKAHMEM NETYYUX,
naoxo cBapuBatoTes. [py cBapKke MaTepuran «KUnuT», ceap-
HOWM OB MMEET HeJOoCTaTOYHYIO MPOYHOCTb, B PEOKUX CNy-
Yyasx — gaxe BCNEHEHHY CTPYKTYpY (puc. 3).

AHanuna maccma 06pa3L0B apOUTPaXKHbIX NPO6 Nokasan,
YTO AS19 BCEX MPOBAEMHbIX NapTUii €ANMHCTBEHHbLIM NOKa3a-
Tenem, He cooTBeTcTBYoLWMM Hopmam TOCT [1, 2], oka3ancs
nokasatesnb «MaccoBas [0/9 NETY4YMX BELLECTB», MPEBbILLE-
HKeE Mo HeMy OblINo CylWEecTBEHHbIM — gocturano 50—-70%.

[na Ka4yeCTBEHHOro U KOIMYECTBEHHOIO UCCleAoBaHMS
cocTaBa neTy4Ynx MpPMMEHUINM MeToh XpomaTo-macc-
CMEKTPOMETPUM B BapmnaHTe napodasHoro aHanmsa.

B cocTtaBe neTty4ymx coeaMHEHUn AN BCEX YKA3aHHbIX
MapoK NONn3TUNIeHa B HanbONbLIEM KOMMYECTBE Mpea-
CTaB/IEHbI YrNEBOA0POAbI C PA3/IMYHON ATMHON Lienu: goae-
KaH, TPMAEKaH, TeTpadeKaH, reKcageKaH, OKTageKaH 1 ap.
¢ TemnepaTtypamu KUNeHus, HaxoaauwmMmMncs B MHTepeane
Temnepartyp 216-250°C.

CpaBHUWTENbHbIE AaHHble BPYTTO-COAEPKAHNS NETYYMX NO
'X-MC-aHanuay ans uccnegoBaHHbIX 06pa3L0B NPUBEAEHbI
B Tabnuue 5.

[aHHble N0 MaccoBbIM NMOTEPSIM MOCNE CYLIKK B TEPMO-
WwKady B AMHAMUYECKOM BaKyyMe Npu pasinyHbIX Temne-
paTypax cornacyttca ¢ aaHHbiMM [X-MC-aHanmsa no
COCTaBY NIETYYUX COEANHEHUN.

lpoBeaeHHbIe UCCeaoBaHUSA NOKa3anu, YTo Kak B UM-
NOPTHOM, TaK M B OTeYeCTBEHHOM ob6pa3uax 13 80 u

MHOOPMALIMOHHO-AHAJIUTUMECKUM XKYPHAN

M3 100 ot 10 go 30% oT 06LEeN Macchl IETYYUX BELLECTB
COCTaBASOT BbICOKOKUNSLLME GpaKkumn, Bblaenstolmecs na
pacnnaBa B MHTepBane Temnepatyp nepepabotku. OgHako
MHTEPECEH TOT GaKT, 4To B «6ecnpobaeMHoM» obpasue N3
Hostalen CRP100 Black obuiee cogeprkaHue nety4ymx npu
250°C coctaBuno 1800 Mr/Kr, B TO BpeEMS KaK B oTe4e-
CTBEHHbIX 13 80 3TOT NoKasaTeNb HAaXOAMUTCHA Ha YPOBHE
4000 mr/Kr. CyMTaeTcsd, 4TO NPUMECHK BbICOKOKMMALLMX
NpPOAYyKTOB B Konn4yectse Ao 100 mMr/Kr He CKa3bIBaloTCS Ha
KayecTBe Noay4aemMoro u3genus, Ho npu aToM oKasbiBatoT
HEe3HauYUTEeNbHOE NacTuduumpyloLee AeNCTBMUE Npu nepe-
pabotke [4]. B cny4yae otedectBeHHbIx [NTAH/[ Takmx npume-
Ccen 3HauuTenbHoO 6onbLue. 1o BCcen BEPOATHOCTU, UMEHHO
3TOT GaKT M Bbi3blBAET NP0o6EMbI NPU U3FOTOBIEHWM TOS-
CTOCTEHHbIX TPY6, Bblpaxkatolmnecs B Hann4mmn geGexkToB Ha
WX BHYTPEHHEW NOBEPXHOCTH.

CnepyeTt OTMETUTb, 4YTO B A@HHOW CUTyaLMKU NpeaBapu-
TeNbHas CyllKa Cbipbs 6ecnosie3Ha, NOCKObKY OCYLLECTB-
naetca B 60nee HU3KOM TemnepaTypHOM MHTepBane.
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