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AnrOpVITM onpeaeneHna YHNCTOTbl OpraHNYeCKuMX
BewecTB, NpuUroaHbixX K ebiageneHmno nam oHncTke
MeTOAOM NeperoHkKun

A. H0. Muxeesa @ 4, A. 1. Kpbinos, A. I. byako

Or'YM «Bcepoccuitckuii Hay4YHoO-Uccneo0BaTeNlbCKUl UHCTUTYT meTponoruu um. . V. Menaeneesa», GaHkT-MeTep6ypr, Poccus
< a.mikheva@vniim.ru

AHHOTaums: B cTaTbe 06CYXAEHbI 0COOEHHOCTI UCMONb30BAHKS LIMPOKO NpuUMeHsemoro B PO mMeToaa maccoBoro 6a-
nanca (Mb) ans onpefenieHns YNCTOTbI BbIGPAHHOM rPYNMbl OPraHN4eCKMX KOMMOHEHTOB — BELLLECTB, NPUrOfHbIX K Bbl-
JeNeHnto nnn 04ncTke metoom neperoHku (BIM). Mogens MB 6bia agantuposana ans BIM, n 3atem 6bin pa3paboTaH
ONTUMMU3MPOBAHHBIA ANTOPUTM ONPeeneHNs YACTOTbI iaHHbLIX KOMMNOHEHTOB. Ha npumepe 6eH30s1a NpoeMOHCTPUPOBaHa
paboTocnoco6HOCTb M ANMEKTUBHOCTb NPEASIOXKEHHOTO NOAX0AA, KOTOPbIA BKNO4an B cebs mogens Mb u anroputm
uceneanoBaHuin. Moaxon yCnewHo peann3oBaH Ha rocyjapCTBEHHOM nepBUYHOM 3TanoHe 3T 208: ¢ NoMOLLb anroputMa
BOCNPON3BE/EHbI eANHULbI MACCOBOM [0/ OCHOBHOIO KOMMOHEHTA B 6eH30J1e, TOJYONe, H-renTaHe, U300KTaHe, H-[0-
[leKaHe, H-rekcajekaHe, nponaHos-1, nponaHos-2, H-okTaHose. ATTeCTOBaHHbIE YACTbIE BELLECTBA UCMO0Jb30BaHbI 411
C03[aHna CTaHAAPTHbIX 06pasLoB yTeepxAeHHoro Tuna (FCO) cocTaBa COOTBETCTBYHOLIMX OPraHUYeCcKUX CoeIMHEHUIA.
MpeasioXXeHHbIA NOAX0S MOXET ObITb NPUMEHEH B JanbHellemM ANs onepaTUBHOrO pacluuperus HomeHnknarypol GO
COCTaBa OPraHM4ecKNX KOMMNOHEHTOB.

KnioyeBble cnosa: BeLLECTBA, MPUrOAHbIE K 0YUCTKE U BbIAENEHUIO METOLOM NEPEroHKM, YUCTbIE OPraHN4eCcKIe BeLLecTBa,
MaccoBas 1019 0CHOBHOI0 KOMMOHEHTa, MeTO/ MacCoBOro 6anaHca, MeTposiornyeckas npocnexuBaeMocTb, NPUMECHbIE
KOMMOHEHTbI, 6101KeT HeonpeesieHHOCTH

WUenonb3yemble cokpawenusi: Mb — maccoBbin 6anaHc; BIIT — BeLlecTBa, NPUroAHbIe K BbIAENEHUIO UNU 04UCTKE Me-
ToAoMm neperoHku; FCO — cTaHaapTHbIA 06pa3el yTBepXXaeHHOro Tuna; qsiMP — KONNYeCTBEHHbIA S48PHbIA MarHUTHbINA
pe3oHaHc; PC — poacTeeHHble coeanHeHus; JIOC — neTyyune opraHuyeckue coeanHeHns; HC — Henety4une coeanHeHus;
OK — ocHOBHO KoMNOHeHT; X — razosas xpomarorpadus; ['X—MC — ra3oBas xpomaTorpadus-macc-cneKTpoMeTpus;
NCMN-MC - macc-cneKkTpoMeTpua ¢ MHAYKTUBHO-CBA3AHHON nna3mon; TTA — TepmorpasumeTpudecknin aHanus; N -
MAaMeHHO MOHKU3aLMOHHbIA feTekTop; CKO — cpefiHee KBaapaTM4eckoe OTKIIOHEeHMe
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Abstract: The article discusses the features of using the mass balance (MB) method widely used in the Russian Federation
to determine the purity of a selected group of organic components — such substances, and the MB model was adapted for
substances suitable for separation or purification by distillation. Then an optimized algorithm for determining the purity of
these components was developed. The operability and efficiency of the proposed approach is demonstrated on the example
of benzene. The approach included the MB model and research algorithm. It has been successfully implemented on the State
Primary Standard GET 208; the units of the mass fraction of the main component in benzene, toluene, n-heptane, isooctane,
n-dodecane, n-hexadecane, propane-1, propane-2, n-octanol are reproduced using the algorithm. Certified pure substances were
used to create certified reference materials (CRMs) for the composition of the corresponding organic compounds. The proposed
approach can be applied in the future for the rapid expansion of the list of GSOs for the composition of organic components.
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BeepeHue 06pasom, onpefeneHne MaccoBoil 401 OCHOBHOMO KOMMO-

HucTble BELLECTBA LIMPOKO ucnonbaytoTes B OA ans no-
BEPKM 1 KaNMOPOBKM aHANMTIHECKOr0 060pYA0BaHNS, @ TaK-
e 15 BbINOSHEHWUS U3MEPEHMUI KaK C MOMOLLbHO cneLmnanm-
31POBaHHbIX NPMOOPOB, TaK U C UCMOb30BAHNEM METOANK
n3mepeHuin. Metponoruyeckas npocnexmsagmocTb pesynb-
TaTOB NOBEPKM, KANMOPOBKM 1 U3MEPEHNA OPraHn4ecko-
ro CoefiMHEHNS [0 MeXLYHapOoaHo cuctemsl eaunuy CU,
KaK Npasmno, JOCTUraeTCcs 3a CHET NPUMEHEHUS NepBUYHO-
ro KannbpoBOYHOro MaTepuana — OpraHN4ecKoro Komno-
HEeHTa, YNCTOTA KOTOPOro Oblfla yCTaHOBMEHA TakuM 06pa-
30M, KOTOPbI 06€CNeYnBaET NPOCNEXMBAEMOCTb B Npefie-
nax ycTaHoBMeHHOW HeonpegeneHHocTi fo CU [1, 2]. Takum

n StanoHsbl. CranpapTHble obpazubl. 2022. T.18, N2 2. C. 5-18

HEHTa B YUCTOM OPraHMYeckOM BELIECTBE (HMCTOTbI BeLlle-
CTBA) — Ba)XKHAsH aHANUTIYECKAS 11 METPOMOrM4eckas 3afava,
peLLBHIE KOTOPOIl HAMPSMYHO CBA3AHO C TOYHOCTbIO U J0C-
TOBEPHOCTbIO PE3YNbTaTOB U3MEPEHWIA.

Lienb, MeTogonorus nposeAeHHOro

uccnenoBaHus

B pamkax npoBeAeHHOro 1UccnefoBaHns cTaBunach
Lenb afantuposatb Mogens Mb Ans opraHuyeckux se-
L8CTB, MPUrOAHBIX A7 BbIAENBHUA U OYUCTKM METO/0M
MeperoHKi, a TakXxe paspadoTaTb ONTUMU3NPOBAHHbIN anl-
FOPUTM ONpPeeneHNs YUCTOThbI TAKOTO PoJa KOMMNOHEHTOB.
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Ha HacToAWMUN MOMEHT NPUMEHSAIOT ABA OCHOBHbIX pasfeneHne 0praHnyecKmnx CoOeanHeHNiA Ha rpynnbl 1 Knac-
noaxona K OnpeAesieHN0 YNCTOTbl OPraHNYecKnX KOM-  Cbl, KOTOPble 00bEANHAIOT BELLECTBA, CXOLHbIE MO XMMUYe-
MOHEHTOB: METOA NPSAMOro U3MEPEHUS — KONIMYECTBEH-  CKOMY CTPOeHUK0. JudpdepeHumaums MoXeT 6biTb BbINOSHE-
HbIA A0ePHbIA MarHUTHbIA pe3oHaHc (QAMP) n KOCBEH-  Ha Ha OCHOBE LpYruX NPU3HAKOB, BaXKHbIX AN KOHKPETHOIA
Hbll METOZ, OCHOBAHHbIN HA pacyeTe MaccoBOro 6anaH-  3ajadu, Hanpumep, arperaTHoro COCTOAHUS BELLECTBA (TBEp-
ca (MB) [2]. 9T0 ABa NPUHLMNNANBHO pPasHbiX CNocoba,  [ble, XUAKME, ra3006pasHbie), Creundukn nepexoaa Mex-
W HW OfINH U3 HUX He ABNIAETCS CaMOAOCTAaTOYHbIM — KaXK- [y arperaTHbIMI COCTOSIHUAMM (MeperoHKa, BO3roHKa, Npo-
Oblii UMEeT HeOCMOPUMble NPEeMMYLLECTBA U €CTECTBEH-  JIN3) UMK TEPMUYECKON YCTOAYNBOCTU (TEPMOCTABUMbHBIE,
Hble OrpaHNYeHmns, CBA3AHHbIE CO CMeLndnUKon usmepe-  TepMonabunbHole). HamMmu NPUHATO B KA4ECTBE KITHO4YEBOI0
HUA. [lpyrue aHanUTUYeCKNEe TEXHUKIN, U3MEPSIOLLME UHTE-  OFPaHNYNTENIbHOrO NPKU3HAKA NMPUrOLHOCTb OPraHNYecKux
rpasnbHble XapakTepucTUKM OPraHn4Yeckoro BeLLecTBa (TU-  BELLECTB K MeperoHKe npyu atMocq)epHOM WUITU MOHUKEHHOM
TPUMETPUS, KDUOMETPUS, KANIOPUMETPNSA), 04EHb NM0Ne3Hbl  JaBfeHuu. ViHbiMu cnoBamu, BblGPaHHbIE BELLECTBA LOSIK-
AN NONYYeHNs AONONHUTENbHON NOATBEPXKAAKLWENR UH-  Hbl ObITb XXWUAKOCTAMM NPU HOPMANbHOM AABEHUN U TEM-
hopmaumun, Ho He MOryT 6bITb MPUHATLI B KAYECTBE OCHOB-  MepaType OKpyXatolleid cpefbl U Npu 3TOM JOCTATO4HO
HbIX UIN eMHCTBEHHbIX METOJ0B XapakTepusauun [2—4].  TepMOYyCTONYMBbLIMU, 4TOOLI NEPEroHATLCSA 6e3 pasnoxe-

MeTon qfIMP He BHeapeH B npakTuky B Poccuinckon Husg. COOTBETCTBME JAHHOMY TPe6OBAHUK NO3BONSET OMN-
@epnepaunn (BepoATHO, MO NPUYMHE BbICOKOW CTOMMOCTM  TUMU3KUpoBaTb Mogens Mb n pazpaboTtatb euHbIA anro-
060pyA0BAHNA M3HAYANbHbIX CEPbE3HbIX AKCNyaTaUWoH-  PUTM ONPeaeneHns YNCTOoThbl 418 TAKOro poa COeANHEHUIA.
HbIX 3aTpar). B faHHoi cTaTbe 06CYXAAKTCH 0COBEHHOC- 3HauuTenbHas vyacTb B aBnSt0TCA NpeacTaBUTeNs-
TV UCNONb30BAHNSA LIKPOKO NpuMeHsieMoro B PO mMeToga My rpynnbl NETY4MX OPraHu4ecknx coefmHeruin — J10C".
MB B 4acTu onpeaeneHns YUCTOTbl BbIGPaHHO rpynnbl op-  CneposaTenbHo, npumecn PG u npumecn J10C — 310 04-
FaHUYECKNX KOMMOHEHTOB — BELLECTB, NPUrOHbIX K BbIe-  HU W Te e KoMNoHeHThl (fanee — PC/J10C), koTopble Mo-
NEHWI0 UM 04UCTKE METOLOM neperoHku (ganee —BIM).  ryT 6bITb U3MEPEHbI O4HOBPEMEHHO — NPAMbIM BBOAOM 663

HanomHum, 410 B 0CHOBEe MeToda Mb neXuT npuH-  NPUrOTOBSIEHMS OPraHNYeCKUX PACTBOPOB U BHYTPW OLHO-
unn «100% MUHYC cymma npumeceii», KOTOPbIA NPeano-  ro XxpomaTorpauyeckoro aHanusa. bonee Toro, «no ycno-
naraet M3MepeHne YeTbipex 0083aTesbHbIX FPYNn NpuMe-  BUAM 3agadun», Bce Bl — 310 neTy4ne TepmocTabusibHble
ceil (poAcTBeHHble coeinHeHns — PG, neTy4ne opraHnye-  XXWAKOCTW, KOTOPbIe MOTYT ObiTb NPOAHANN3NPOBaHbI Me-
ckue coeguHenmns — J10C, HeneTy4ue coeanHenus — HC,  Topom raszosoit xpomatorpadouu (MX) ¢ pasHoro tuna ge-
BOAA) W NOCNEYHLWNA pacyeT MaccoBO A0 OCHOB-  TekTopamu. CrefoBaTenbHO, rMBpUAHbIA METOA, COYeTa-
HOro komnoHeHta (OK) Ha OCHOBE NONyYeHHbIX Pe3ynb- WK X 1 Macc-CnekTPOMETPUIO C 3NIEKTPOHHON MOHN3a-
TaTOB U3MepPeHU B cOOTBETCTBUM [2, 3]. AnropuTmbl uc-  uueid (TX—=MGC) ¢ npumeHeHnem 6U6IMOTEK MAcC-CNeKTPOB
crnenoBanui Bewectsa Metogom MB moryT cywectBeH- — NIST n/unm Wiley?, npeficTaBnsieTcs ONTUMANbHbIM CMOCO-
HO BApbMPOBATHLCA B 3aBUCUMOCTM OT XMMUYECKOW NPUPO-  60M NOATBEPXAEHUA UAEHTUYHOCTM OCHOBHOIO KOMMOHEH-
Qibl OCHOBHOIO 1 NPUMECHbLIX KOMMNOHEHTOB, NPUMEHSAEMOIA Ta u naeHTudukauum npumecein PC/N0OC.

TEXHOMOr MK NPON3BOACTBA, YCNOBMIA TPAHCNOPTUPOBAHMS B 60nblUNHCTBE CIy4aeB OHUM W3 3TanoB TEXHOJO-
1 XpaHeHUs matepuana u 1. 4. He BbI3bIBAET COMHEHUIA, YTO  TUYECKOI CXembl npou3BoacTea Bl aBnseTca neperox-
06bEM 3KCNEepUMEHTOB [JOMKEH 06ecrne4ymsaTb BCECTOPOH-  Ka [5, 6]. [1ns HAaC aT0 BaXXHO, MOCKOJIbKY [JaeT 0CHOBaHue
Hee U3y4eHne OpPraHN4eckoro BeLlecTBa M 6bITb fOCTa-  nonaratb, 4710 npucytcTeue B OK npumeceinr HC manose-
TOYHbIM B paMKax 3asiBNIEHHON pacLUNPEHHON Heonpeae-  POATHOS U B MEPBYH 04epeib B LIENEBYH DPaKLMIO MOTYT
neHHocTn. G pyron CTOPOHbI, B MHTEPECAX paLMOHanbHO-  NONAcTb MPUMECK, TeMMepaTypbl KNMEHNs KOTOPbIX U 0C-
ro UCNOJSIb30BaHMSA PECYPCOB (BPEMEHHbIX, YENOBEYECKMX,  HOBHOI0 KOMMOHeHTa 61n3ku. CnefoBaTesibHO, MUMEHHO
amMopPTU3aLMOHHbIX) NabopaTopum BCErha BaXXHO ONTUMU-
31poBaTh 3TOT NPOLECC W NCKITIOYNTb N36bITOYHbIE N3Me- "CornacHo FTOCT P UCO 16000-5-2009 k JTOC oTHeceHb! op-
peHus. Takum 06pa3om, BbI6OP UK CO3AaHNe afieKBaTHO raHN4Yeckne COeANHEHNs ¢ TeMnepaTypammu KUNeHus B AuanasoHe
mogenu MB ans WHANBMAYANbHOTO OpPraHuyeckoro sewe- 0T 90 A0 260 °C.

CTBA UAN HECKOMbKMX OBHOTUMHbIX COEANHEHMIA — NepBbIit 2NIST phemist_ry WebBook [website]. https://doi.org_/1_0.18434/
W HEOBXOZMMbIii 3Tan NPOLEAYPbI aTTECTALIMM. T4D303; Wiley Registry™ of Mass Spectral Data, 12th Edition.

3 -
Mpu BCEM Pa3HO06Pa3NM OPraHNYeckue CoeanHeHNS ManoseposTHO, X0TA He HEBOMOXHO, HanpuMmep, B pesyno
TaTe pa36pbl3rVIBaH|/lﬂ Ky60B0|/| XUAKOCTW Npu neperoHke n/mnm

MOFYT ObITb CUCTEMATU3MPOBAHbI OTHOCUTENIbHO BbIOPAH-  gympianns Tex MM MHbIX XUMUYECKUX BELLECTB M3 annapaTypbl,
HbIX PEEBAHTHbIX XapakTepucTuk. B xummn TpagnumnoHHo NPUMEHseMoit ANs 04UCTKU N T. A. [7, 8].
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Ha npumecax PC (B Hawewm cny4ae — PG/JI0C) gomkHo  o643aTenbHbix — PCG/JI0C v BoAbl, u onunoHansHo — HC,
ObITb COCPEA0TO4EHO OCHOBHOE BHUMAHWE Npu aTTecTaumn. B pesynbrtate 4ero mogens MbB ans Bl cTaHosuTcs 60-
Mpumecy HC MoryT 6bITb M3MEPEHbI TPEMS METOAAMI.  Jlee MPOCTOM W TEXHONOrNYHOM (CM. Tabn. 1), n anropuTm
[1Ba N3 HUX— MacC-CNeKTPOMETPUA C MOHM3ALMEN B WH-  aTTecTauuiu MOXET ObiTb ONTUMU3MPOBAH C Y4ETOM Cre-
OYKTUBHO cBA3aHHoM nna3me (MCM-MC) n Tepmorpasm- — LUMUKN AaAHHbIX.
mMeTpuyeckuin aHanus (TFA) — npurogHel Ansg 60NbLUNH- Mpw pa6ote ¢ B MoXeT 6bITb CAeNaH CreaytoLwun
CTBA OPraHMYeCKNX KOMMNOHEHTOB, a MOCMEAHNIA — FPaBn-  LIAr B HanpaBAeHUN YHUUKaALM NPoLeLypbl aTTecTaunm
MeTpus (B3BelunBanue o 1 nocne yaanenus OK, PC/JTI0C B LIE/IOM W NMOBbILLEHUA TOYHOCTU ONPELEeeHs MacCoBO
1 BOAbI NPW NMOAXOAALLEM AaBNeHNM) — peanudyem Tonb-  gonu OK. MNpesnonoxnm, Mbl He pacnonaraem MHGopMa-
Ko ans BIT. LiMer 0 cnocobax NPOMbILLINEHHON 0YNCTKI BELLLECTBA U
MeTtop NCM-MC sBnsieTcs yHUBEpCaNbHbIM M TPaAN-  COMHEBAEMCS B KQ4eCTBe ee BbINoSIHeHus. U npuHumaem
LMOHHbIM ansg Mb, Ho, cTporo roBops, B JaHHOM Ciy4ae pelLeHune, 4To nepen attectaumeit BIM 6yayT noasepry-
Mbl u3Mepsem He HC, a anemMeHTbl 1 He uMeem WHOP-  Tbl NpeBapUTENbHON NOArOTOBKE — NeperoHk* npu nop-
MaLuuu o opme, B KOTOPON OHW NMPUCYTCTBYIOT B Opra-  XOASALLEM [aBMEHUN C LeNbio 0T06path Y3KYH (pakLuio
HUYECKOM BELLEeCTBE (YMCTbIA 3NEMEHT, OKCUA, TMAPOK-  KUMEHMS OCHOBHOTO KOMMOHEHTA U YAANUTbL U3 MaTepua-
cua, conb u ap.). CnefosatenibHO, HEONPEAENEHHOCTb U3-  fla 60NIee U/Unu MeHee NeTyyue (Un HeneTyyme) NPUMecH.
MEpPEeHUN JOMKHA BKNKOYATh BKNAL, OTPaXatoLWmili Takoe B 3TOM cfiy4ae 0JHOBPEMEHHO PeLLalTCs [Be B3anMOoCBs-
He3HaHue. C 3TON TOYKU 3peHUs, TPaBUMETPMSA BbITNAAUT  3aHHble 3a/ja4u: BO-MEPBbIX, COKpaLlaeTcs abCoMOTHOE
NpeanoyTUTENbHER, MOCKONbKY NO3BOMAET U3MEPUTb UH-  KOJIMYECTBO NPUMECEHN, W, KaK CNeAcTBUe, YBENY1BaLT-
TerpansHoe 3HaveHne maccosoi fonu HC nepBuYHbIM Me- €S MaccoBas [0S OCHOBHOIO KOMMOHEHTA U YMEHbLUAeT-
TOLOM 6€3 UCMOJb30BAHNA PACYETHBIX KO3 MULMEHTOB.  CH HEONPESENEHHOCTb M3MEPEHUSA YUCTOTbI, 1, BO-BTOPBIX,
Kpome Toro, TexHuka UCIM-MG/MC 3Ha4uTesIbHO COX-  COKPaLLAloTCA Pecypco3aTparsl (BpeMeHHbIe 1 YeNnoBeYe-
Hee B 4acTu NPUBOPHOro OPOpMIIEHUsS 1 NPOLEAYPbI M3-  CKWE) HA NpoLesypy aTTecTaluum B ee BbICOKOTEXHOMOM Y-
MEPEHWU KOMMOHEHTOB, 1 B JAHHOM C/ly4ae ee UCMOMb30-  HOW YacTu. ANropuTMm aTTecTauny, BKIKOYaOLWNIA npesBa-
BaHWe He onpasnaHo. puTtenbHyto neperoHky BIM, npeactasneH Ha puc. 1.
Bbi6op mexxay TIA n rpaBumMeTpuen onpegenserca ao- PaccmoTtpum nopsgok pa6oTsl ¢ anroputmom 6oree
CTYMHOCTBIO M CTOMMOCTBIO aTTecTyemoro matepuana. Mpn  pgetanbHo. brok 1 npegnonaraet aHann3 4ACTOro BeLLe-
HasM4nUK anpuopHoOmM MHopmaumum o cogepxaHum HC (Ha-  cTBa MeTOJ0M ra3oBOM Xpomartorpadyuu ¢ ni1ameHHo 1o-
npumep, u3 Macnoprta Ha YMCTOe BELLECTBO) UMEET CMbICII HU3aLMOHHbIM feTekTopom (MX-MNL). MAL asnsetcs yHN-
OLEHUTb 0XnAaemblid ypoBeHb HC (B 6OMbLUMHCTBE Cly-  BEpCasibHbIM PErucTPaTopoM Ans 60MbLUIMHCTBA OpPraHi-
4aeB MaccoBas [0S HENETY4ero ocTaTka Ha MopsjoK UM YeCKUX KOMMNOHEHTOB W NO3BOMAET NOAYYUTb NpesBapu-
[1Ba HUDKE BEPOATHOrO cofepxanus PC) 1, BOSMOXHO, Npu-  TeNbHY0 UHOPMALNID O YUCTOTE BELLECTBA, a TAKXE
HATb PELLUeHNe 0 COKPALLEHMN NPOrpamMmmMbl UCCNELOBAHNIA  OLEHWUTb KOJIMYECTBO U COLepXKaHne 3aperncTpupoBaHHbIX

B LENOM — NCKNI04UTb usmepeis HC. “[NeperoHka B 1a60paToOpHbIX YCNOBUAX C AehNermaTopom (pek-
Takum 00pa3om, nepeyeHb 00693aTeNbHbIX K ONMPEAE-  tudukauus), N03BONAIOWLAA PA3AENNT KOMIOHEHTbI C PasHULE
nexuto rpynn npumecein ansa Bl cokpaliaetcs 4o AByX  Temnepatyp kunenus 15°C u 6onee.

Ta6nuua 1. Mogenb maccosoro 6anadca ans Bl
Table 1. The mass balance model for substances suitable for separation or purification by distillation

Tun uccnepoBanum AHanuTH4eckmnit metoq
VpeHTndomkauma (NoATBEPXKAEHNE NAEHTUYHOCTM) OCHOBHOTO KOMIMOHEHTA [X-MC
MaccoBas 10N npumMecen pOACTBEHHbIX COEAVHEHUA/NETYHUX OpPraHnyecKunx rX-nng
coepuHenun (PC/110C) 'X-MC

KynoHOMeTprn4yeckoe TUTPOBaHNE

MaccoBas fons npumeci BoApbl
A p A metogom K. ®uiuepa

[paBumeTpus

Maccosas fons npumeceil HeneTy4ux coeaunernii (HC) A
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1. IlpenBapuTeabHas OneHKA
YHMCTOTHI BENIECTBA

3. [leperonka BemecTBa Ky6, npearon
IPH HOPMAJIBHOM HJIH — > Cuus
MOHUKEHHOM JaBJI€HUH

2. [leperonka
Heobxoamuma?

‘ LeneBas dpakims

;

4. [TonrBepxknenne uaentnanoctn OK,
uaeHTuukanus npumeceii PC/J1IOC

5. UneHTUYHOCTE

CuiuB
OK noarsepxaeHa?

6. Ipumecu PC/JIOC 7. lIpumech BO/AbI 8. IIpumecun HC

6. 1 IIpumecs PC/JIOC

uaeHTHGUIIPOBaHA?
Her
L, 62 M;ép/)ﬁgpcpmecu L, 64 M;ép/))(_){l(‘[)ngecn
] 63 M;Iél/);g%mecn | 65 M}I)/Ié%c;gpcl/mecn
6.6 HeoOHapy KeHHbIE

npumecu PC/JIOC

Puc. 1. AnropuTm onpegeneHns yuctotsl BN
Fig. 1. The algorithm for purity determination of substances suitable for separation or purification by distillation
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npumeceinl MeTOAOM HopManuaauuu. Ha 0CHoOBaHWM Mo-
NYYEHHbIX PE3yNbTaToOB NPUHUMAKT PELLEHUE O Lieneco-
o6pasHocTu neperoHku BIM (6nok 2). [anee BewecTso
6e3 npeaBapuTeNnbHON NOATOTOBKY UNK LIENEBYID hpak-
M0 OCHOBHOIO KOMMOHEHTA, MOMYYEHHY0 nocne ne-
peroHku (610K 3), aHanuanpytot metogom NX-MC ans
NOATBEPXAEHNA ULEHTUYHOCTU OCHOBHOMO KOMMOHEHTA
n uaeHtTudpukauum npumecen PC/N10C. B cnyyae nonoxu-
TENbHOro pesynbrata naeHtTudmkaunu OK npogomkarT
XapakTepu3aLmio BELLECTBA — U3MEPAIOT COLepXKaHME Npu-
mecen Bogpl, PG/NIOC v onumonansHo HC (6110km 6, 7, 8).
I3mepeHne 0CTaTo4HOro COAEPXKaHUs BOAbI BbINOSHAOT
NPAMbIM METOLOM — C OMOLLBIO KYJIOHOMETPUYECKOr0 TU-
TpoBaHus no K. ®uwepy. Ansg namepennis PC/N10C ncnosb-
3ytoT metofbl [X—=MC unu MX-MNM, Bbi6Upas ontumans-
HbIll METO/ Ha OCHOBAHUMW PE3ynbTaToB UAEHTUUKALNY
npumeceits (6nok 6.1). l[pagyupoBKy BbIGPAHHOr0 aHann-
TN4eCKOro 060py0BaHNS BbINOSHAT METOLOM BHELIHEro
1IN BHYTPEHHEro CTaHapTa ¢ NpUMEeHEeHeM COOTBETCTBY-
tOLLMX KannépanTos. Mpu BbI6Ope cnocoba n3mepeHmil ka-
XKA0/ NPUMECH MPUHUMAIOT BO BHUMAHWE LaHHbIe 06 nheH-
TUUKALNN N paCCMATPUBAKOT KOMOUHALIWIO BYX Napame-
TPOB — YPOBHS COLEPXKaHNS NPUMECH (MaKpo — MaXXOpHas
NPUMECh, MUKPO — MUHOPHASA NPUMECH) U JOCTYNHOCTH ay-
TEHTUYHOrO KanubpaHTa (6noku 6.2—6.5). MOHATHO, 4TO
4yem 60JbLlEe COAEPXKAHWNE MPUMECHOIO KOMMNOHEHTA, TeM
60s1ee 3Ha4YMM ero Bkaf B aTTeCTOBAHHOE 3HAYEHME MaC-
coBoit fonm OK 1 cymmapHyr CTaHOapTHYO Heonpeje-
NEHHOCTb. [10 3TOI NpUYNHE U3MEPEHNE COLepXXaHna Ma-
)KOPHbIX KOMMOHEHTOB BbIMOJTHAKOT MO ayTEHTUYHbLIM Ka-
NnUepaHTam, rapaHTUpyoLLUM NONHOE COOTBETCTBMUE (Pak-
TOPOB OTKJIMKA. 119 MUHOPHbLIX COEUHEHNIA NPUHUMAKOT
JonyLieHre 06 0AMHAKOBOCTM (PaKTOPOB OTKMUKA BHYT-
pwW rpynnbl KOHFeHePOB W BbIOMPAOT Hanbonee 6N3KUIA
N0 XUMUYECKOW Npupoe KanmoépaHT U3 UMELOLLMXCS B Ha-
nn4nu B naboparopuu. Korga naeHTudmuuposats npumec-
HbI KOMMOHEHT He NPeACTaBSETC BO3MOXHbIM, NPUHN-
MatoT LOMYLLEeHNe 0 TOM, 4TO PaKTOp OTKNNKA HEUZEHTH-
(PULMPOBAHHBLIX NPUMECEN PaBeH CpeJHeMY N3 (PakTopPoB
OTK/NKA NAEHTUULNPOBAHHBIX NPUMECEN UK PaKTO-
py otknuka OK. B aTom cny4ae B 610[)KeT HEONPeaeneH-
HOCTM [,06aBNAIOT BKMALbI, OTPaXKatoLe BapnabdenbHOCTb
thakTopoB oTknuka cornacHo FOCT 34100.3. 1, HakoHeL,
paccmaTpuBatoT BOSMOXHOCTb NPUCYTCTBUS B BELLECTBE

*Tocne aHanu3a MX-MC u ngeHTUdUKaLUM NPUMECHbIX KOM-
MOHEHTOB MOXET ObITb NPUHATO peLleHne 06 N3MepeHn npume-
cen (Bcex unu Hekotopbix) metogom IX-TNL ¢ uenbto o6ecneqnTb
YHUBEPCANbHOCTb OTKNMKA ieTekTopa. Hanpumep, korga B na6o-
paTopun HeT ayTeHTUYHOTO UK 6NIN3KOT0 N0 XUMUYECKOW NpMpoae
KannbpaxTa.
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Heo6Hapy XeHHbIX npumMeceil (610K 6.6). 04eBUHO, Takas
BEPOATHOCTb CYLLECTBYET, HaNpuUMep, Korna npuMecHsIi
KOMMOHEHT He MOXXET OblTb 3aperncTpupoBaH BblGpaH-
HbIM aHanUTM4YecKUM MeToAoM (Hanpumep, ML npak-
TWYECKN HEe pearupyeT Ha NPucyTCTBUE MeTaHona u gop-
ManbAernaa), Unn Korga copepxaHue npuMecu — MeHee
npenena o6HapyXeHus BbIGPaHHOTO MET0a U3MEPEHUIA.
PelueHune B 4acTn HEOGHAPYXKEHHbIX NPUMECei NpuHMMa-
0T H2 OCHOBAHMUW 3KCMEPTHON OLEHKN CBEPXY UMK aHa-
NN3a KCNEePUMEHTaNbHbIX LaHHbIX. VIHTEPECHbIR NOAX0A
ObIn NPEASIOKEH ANOHCKUMI nccnefoBatensmu [9], oH oc-
HOBAH Ha pacyeTe MaKCUManbHO BO3MOXHOI0 KOMnN4ec-
TBa XpOMATOrpaPuUyecknx NMKOB Ha xpomartorpamme IX-
ML v nsmepeHun cpefHero KBafpaTu4eckoro OTKNOHe-
Hua (CKO) dpoHOBbIX curHanoss.

O6cyxpeHus

ApantupoBaHHas mogens Mb 1 npeanoXeHHbIA anro-
puUTM aTTecTauuu NPUMEHUMbI 4N WUpoKoro kpyra BIIM,
1, KaK y>xe 6blIfo CKa3aHo BblLUe, 3Ha4uUTeNbHas YacTb Bl -
370 J10C. B cBOW 04epenb, JTOC BKNtOYAOT B TOM YUCNE BCE
Hanbonee pacnpoCTPaHeHHble OPraHNYeckue pacTBopuTe-
nu. ABTOpbI 0NPo6oBann anroputm s arTectauum opra-
HWYECKIUX PACTBOPUTESIEN, OTHOCALLNXCA K pa3HbIM Knac-
caM XMMUYECKNX COEUHEHNIA: apOMaTUYeCKIX YriieBoao-
ponos (6eH3on, Tonyon, aTun6eH30n, n-kcunon), anudga-
TUYECKUX YrNeBOLOPOAOB (H-renTaH, 300KTaH, H-A04eKaH,
H-rekcajekaH), rmapodunbHbIX CMMPTOB (NponaHon-1, npo-
naHon-2) n rufpo@o6HbIX CNUPTOB (H-OKTaHON). Huxe
B KQ4ecTBe npumepa pacCMOTPEHO NPUMEHeHNe afanti-
poBaHHoOI Mogenu MB 1 npefnoXeHHOro anroputma ans
YUCTOr0 OPraHN4eckKoro BeLecTBa 6eH3071.

Kak n Bce pacTBoputenu, 6eH301 ABNAETCA KPyn-
HOTOHHAXHbIM NPOSYKTOM OPraHU4eckoro CUHTE-
3a. CoBpeMeHHOe NPOMbIWIIEHHOE MPOU3BOACTBO

S MpuHUMatT, 4T0 HabOP (DOHOBLIX CUrHANOB MOXET ObITh
OnMCcaH HopManbHbIM pacnpegenenuem. [anee aHanuaupywot
nokasaTenb CUrHan/Wym NS WAEHTUDULNPOBAHHBIX, XOPOLLO
BUAWMBIX MUKOB U NPUHUMAIOT, 4TO npegen onpepenexus (M0)
cocTaBnseT curHan/wym = 20/1, 4T0 COOTBETCTBYET, Hanpumep,
0,002 mr/r (0,0002 %). Cymmy Heo6HapyXeHHbIX NPUMECEN U He-
onpeaeneHHocTb, CBA3aHHyto ¢ 10, oueHnBalOT cneayoLwum o6-
pa3oM: y4nTbiBas WUPUHY TUNUYHbIX NukoB ana IX-MALD (0,2 muH)
11 BPEMS BbINOSHEHUSA 0LHOr0 N3Mepenns (40 MUH), MakcMmanbHoe
KONTM4eCTBO He HabNtoAaeMblx MMKOB MOXeT 6biTb 200, a Hanbonee
BepoATHOe — nonosuHa o1 200, T. e. 100. Mpeanonaras, 4To UHTEH-
CWBHOCTU HEOGHAPYXEHHbIX NPUMECe PaBHOMEPHO pacnpeaeneHsbl
MEeXAY HYNem 1 npesenom 06HapyXeHus, NPUHAMAIOT, YTO CyMMa
nnouwjazgei n3 100 NMKOB XapakTepu3yeTcs NPAMOYrofibHbIM pacnpe-
neneHnem co cpearnm 3HaveHnem 100 M0/2=50 M0 u CKO, paBHbIM
50M0/V3=28,9 NMO. 3ameHus npegen o6HapyxeHns Ha 0,0002 %,
paccymMTbIBAOT CYyMMY HeoOHapy>XXeHHbIXx npumecein — 0,010 %
1 CKO - 0,006 %.
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apoMaTM4ecKnx yrnesofopoA0B OCHOBAHO HA NpoLieccax
nepepaboTKM HeTAHbLIX PPaKUUA METOA0M KaTanuTuye-
CKOTO WNIM TePMUYECKOr0 pUPOPMUHra. TeXHUYecKune xa-
PaKTePUCTUKN rOTOBOr0 NPOAYKTA BKNHOYAOT TPE6OBaHNS
K 41CTOTE MaTepmana u/unu guanasoHy TemnepaTyp Kune-
HUA, @ TAKXe K COEPKaHMI0 HENETY4Yero 0cTaTka 1 BOAbl.
B 1abn. 2 npuBefeHbl HEKOTOPbIE HOPMATUBHbIE AOKYMEHTbI
1 XaPaKTEPUCTMKI NPOMbILLSIEHHbIX NPOAYKTOB «B6EH30/1».

[na Hawmx uccnefoaHunin 6611 BbIGpaH 6€H30J1 C HaU-
AYHWNUMN 3aBIEHHBIMU XapaKTepUCTUKaMM — KBanudu-
Kauusa «3atanoHHbin» no CTMN TY COMP 3-138-09. Ha oc-
HOBAHWUM TEXHMYECKUX TPEOOBaHUIA K rOTOBOMY NPOAYK-
TY MOXHO 0XWJaTb, 4TO BblAENEHNE LieNeBOr0 KOMMNOHEH-
Ta METOJOM MeperoHku 6bin0 4acTbio TEXHOSIOrNYECKOro
npouecca, 1 HeT 04eBUAHOM HEO6X0AMMOCTU AO0YNLL AT
6€eH30/1 B 1a60PATOPHBIX YCNOBUAX. [1n5 NOATBEPXKAEHMS
COOTBETCTBMSA BbIMOHUIN aHaNU3 mMaTepuana MeToaoM

IX-NnL (DANI Maestro GC) Ha yHWBepcasibHON Xpoma-
TOrpadyuyeckoil KOMoHKe CO cnabonosiapHON Henop-
BUXHOW pasonn HP-5 (gnuHa — 60 M, BHYTPeHHUIA aun-
ameTtp — 0,25 MM, TONLIMHA NAEHKN HENOABUXHOM (ha-
3bl — 0,25 MKM) B CTaHZapTHOI TeMNepaTypHOI nporpam-
me (40 °C (5) — 10 °C/muH — 280 °C (55 MUH)) 1 OLEHUK
YUCTOTY BELLECTBA METOAOM HOpManu3auun (8 npeano-
NOXeHUn 06 041HAKOBOCTN (hakTopoB oTkNnka OK u npu-
MECHbIX KOMMOHEHTOB). Pe3ynbTarhl OLEHUBAHUA NPUBE-
JieHbl B Ta61. 3.

[MonyyeHHbIA pe3ynbTaT NOATBEPXAAET NACMNOPTHYIO
XapakTepucTuky 6eH30ma, B TOM YUCIIe C Y4ETOM BEpOoAT-
Horo npucyTcTBus Bogbl (MeHee 0,01 %). CnefgoBatensHo,
maTepuan He TpebyeT 0693aTeNbHON NpeABaAPUTENIBHON
NOAroTOBKM (NMeperoHku) nepes xapakrepusaymnen.

BaxHO OTMETUTb, 4YTO YCNIOBMA Xpomarorpaupo-
BaHMA JOMKHbI rapaHTUpOBaTh OTAENEHUE OCHOBHOIO

Ta6nuya 2. HOPMATUBHbLIE JOKYMEHTbI U TEXHUYECKME XapaKTePUCTUKM MPOMbILLIMEHHbIX MPOAYKTOB

«OeH30M»

Table 2. Regulatory documents and technical characteristics of «benzene» industrial products «benzene»

HopmaTuBHbIA JOKYMEHT

TeXHN4ecKne XxapaKTepucTUKH

benson

FOCT 5955-75

Keanudukayus — XumMnm4ecKmn YACTbINA
Maccosas fons 6eH3ona — He meHee 99,8 %

F0CT 5955-75

CTN TY KOMIT 2-130-09

CTN TY KOMIM 3-129-09

CTN TY KOMIM 3-138-09

TemnepatypHble npefenbl neperoHku npu 101325 Ma - (79,6-80,3)°C, B nHtepsane 0,4 °C
06bemHas 1ons OTroHKM — 95 %

MaccoBas 1055 HesleTy4yero octatka — He 6osiee 0,0005 %

Maccosas fons Boabl — He 60see 0,02 %

Keanudukauus — YncTblin 418 aHanmsa

Maccosas fons 6eH3ona — He meHee 99,6 %

TemnepatypHble npefenbl neperodku npu 101325 MNa - (79,6-80,4)°C, B uHtepsasne 0,5 °C
06bemHas 0ons 0TroHKN — 95 %

MaccoBas fons HeneTyyero octatka — He 6onee 0,0005 %

Maccosas fons soabl — He 60see 0,03 %

KBanudukaums — ansg xpomatorpadum

MaccoBas gons 6eH3ona — He meHee 99,85 %

MaccoBas 1015 HefneTyyero octatka — He 6onee 5,10-4 %
MaccoBas gons Bofabl — He 6onee 0,01 %

KBanuukaums — 0co60 YnUCTbINA

Maccogas nons 6eH3ona — He meHee 99,9 %

MaccoBas fons Henety4ero octatka — He 6onee 5,10-4 %
Maccogas nons Boabl — He 60nee 0,01 %

KBanudukauus — 3TasiOHHbIN

MaccoBas fons 6eH3ona — He meHee 99,93 %

MaccoBas nons Bogbl — He 6onee 0,01 %

MaccoBas 10719 HeJleTy4ero octatka — He 6osee 5,10-4 %
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Ta6nuua 3. Pesynbratel aHanm3a OUeHWBAHWA YUCTOThbl 6€H30/1a METOLOM razoBoin xpomartorpaguu

C NNaMeHHO-NOHN3ALUNOHHbIM AEeTEKTUPOBAHNEM

Table 3. The test results of the benzene purity by gas chromatography with flame ionization detection

Ne n/n* KoMnoHeHT Mnowaab xpomangpamuqecKoro nuKa,
1 [TpUMeCHbI KOMMNOHEHT 1 0,0006
2 [TpUMECHbBI KOMMNOHEHT 2 0,0004
3 [TpMECHbI KOMMOHEHT 3 0,0005
4 [TpUMeCHbI KOMMNOHEHT 4 0,0030
5 OCHOBHOI1 KOMMOHEHT — NPeAnoNoXUTeNbHO 66H30/ 99,9825
6 [TpUMECHbI KOMMNOHEHT 5 0,0006
7 [TpUMeCHbI KOMMNOHEHT 6 0,0050
8 [TpUMECHbBI KOMMNOHEHT 7 0,0060
9 MpUMECHBIt KOMMNOHEHT 8 0,0007
10 | [puMeCHbIN KOMIMOHEHT 9 0,0007

* B OPALKE YBENINYEHNS BPEMEHY YEPKNBAHNA KOMMNOHEHTOB

KOMMOHEHTA 0T MPUMECHbIX COeLUHEHWNIA. TOCKONbKY
Ha NepBOM 3Tane HeMmoOHATEH KOMMOHEHTHbIA COCTaB Npu-
mecen, ana usmepeHuin NX-MALJ uenecoobpasHo Ucnosb-
30BaTb YHWBEPCANbHYO XpoMaTorpadouyeckyto KomnoH-
Ky (CM. BbILLe). Ha cnefytoulem atane Heo6XxoAMMO noj-
TBEPAUTb 3 MEKTUBHOCTL Pa3eNneHnst KOMNOHEHTOB
C NOMOLLbIO KOJIOHKU(OK) OTNUYHON nonspHOCTU. B Ha-
LeM Cny4ae afibTepHATUBHOM XpomaTorpau4yeckomn Ko-
NOHKOM 6bina Rix-Dioxin (AnvHa — 60 M, BHYTPEHHWIA an-
ameTp — 0,25 MM, TONILWMHA NNEHKX HENOABUXHOW (ha-
3bl — 0,25 MKM), Ha KOTOPOW KONMYECTBO 3aperncTpmpo-
BaHHbIX MUKOB MPUMECEN BbIN0 aHanornyHbIM. G Lenbl
COKpaLLleHMs BPEMEHHbIX 3aTpaT 6blfI0 BbINOJIHEHO pas-
feneHne Ha 60nee KOPOTKOI YHUBEPCANIbHON KONOHKE
HP-5MS (anuHa — 30 m, BHYTpeHHMiA anameTp — 0,25 MM,
TOJILLMHA NNIEHKU HeNOLABMXHON (pasbl — 0,25 Mkm). 1o pe-
3ynbTatam 9KCrnepuMeHTa 6b110 YCTAHOBNEHO, YTO KO-
4eCTBO 3aPErncTPUPOBAHHbBIX NPUMECE He U3MEHNIIOCH,
a Bpems aHanu3a ecTeCTBEHHO COKpaTUoCh. Takum o6pa-
30M, [laHHas KOJI0HKA 6blna NPMHATA B KAY€CTBE OCHOBHOW
ANs XapakTepusaumn 6eH30na 1 fanbHeLlnx nccnenosa-
HUN FOMOTreHHOCTM 1 CTABUNBHOCTM MaTepuana.
CneayowWwmnin war anroputma — NOATBEPXAEHNE
naeHTu4HocT OK v maeHTudmkauus npumecen rpyn-
nbl PC/ITOC. Wccnenosanus BbinonHanu metogom X—-MG
(Agilent 7890B/5977B) ¢ npumeHeHnem 6MBNNOTEKU
macc-cnektpoB NIST 14 [10]. CoBnageHue macc-cnekrpa

StanoHsbl. CranpapTHble obpazubl. 2022. T.18, N2 2. C. 5-18

OK ¢ 61b61MoTeYHbIM faHHbIMIU COCTaBUNO 95 %, 4TO yA0B-
NeTBOPSET KPUTEPUIO HALLEXHON naeHTUdukaunu. Kpome
TOro, B Matepuane 06HapyXunu u ngeHtunduymposa-
nn (no 6a3e AaHHbIX MAcC-CMNEKTPOB U UHAEKCOB yaep-
xunanua NIST 14 [10], a6CONOTHBIM BpeMEHaM yaepxu-
BaHMA) 9 NPUMECHbLIX COEUHEHUA: 2-METOKCU-2-METuII-
NponaH, H-rekcaH, TPUXJIOPMeTaH, METULMKIONEHTaH,
1,2-AUMETUNLMKNONEHTAH, U30MEPHbIRA TenTaH, MeTUuILn-
KJiorekcaH, aSTUILMKIIONEHTaH, 0-kcunoJs. Mokasarens co-
BNaZeHNs Macc-CrneKTpa Kaxxjon npumecu ¢ 6ubnnoTey-
HbIM MaCC-CMeKTPOM COCTaBWII He MeHee 75 %.

AHanuTn4eckne ycnoBus BbINOHEHUS U3MePEHNIA Npu-
BefleHbl B Tabn. 4. Macc-xpomatorpamma 6eH3ona npej-
CTaBNeHa Ha puc. 2.

[lna onpenenenuns maccoson gonu npumecei PC/N10C
BblOpAsIN METO/ BHYTPEHHEr0 CTaHfapTa. B kauyecTse BHyT-
PEeHHEero cTaHgapTa Ucnofib30Banu cTMpon (418 xpomaro-
rpacpun — 99,9 %), KOTOPbIA He COLEPXMUTCH B UCCEaY-
eMOM MaTtepuane 1 rapaHTMpOBAHHO OTAENAeTcs 0T Ha-
TUBHbIX KOMMNOHEHTOB BeLLEeCTBa (BPeMs yAepXKMBaHus —
3a o6nacTbto xpomaTorpacupoBanus OK n npumecen).
MpenBapuTeNibHO CTUPOS NPOAHANN3NPOBANN HA Mpej-
MET OTCYTCTBUA BCTPEYHbIX 6EH301TY NPUMECEN.

N3 paHHbIX, NONYYEHHbIX METOLOM HOpManu3a-
U1K, BUBHO, 4TO COLEPXaHWe KaXLOA U3 npumeceil
PC/NOC He npesbiwaer 0,01 %, 970 no3BonseT knac-
cuuunpoBaTb BCE MPUMECHbIE KOMMOHEHTbI Kak
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Ta6nuua 4. AHANUTNYECKNE YCIOBMSA BbIMONHEHUS U3MEPEHUI
Table 4. The analytical conditions for performing measurements

Xpomatorpad
KonoHka HP-5MS, 30 mx0,25 mmIDx0,25um df
Temnepatypa nHxekTopa 280 °C
Pacxop raza-Hocurtens (renun) 1 cM%/MUH

Pexxum raza-Hocutens

Pexxum BBOAA NPo6bI

TemnepatypHas nporpaMma TepMocTaTa KonoHKm
3afiepXKKa Ha BbIX0[ pacTBOPUTENS

06bem npo6b!

MocTosiHHbIA noTok (Constant Flow)

C neneHvem notoka 1/100 (Split 1/100)
40 °C (5 muH) — 10 °C/mun — 280 °C
6e3 3aepXKu

1 mm?®

Macc-cnekTpomeTp

TemnepaTypa NOHHOrO UCTOYHUKA 230 °C
Temnepatypa kBagpynons 150 °C
9HEpris MOHU3NPYIOLLNX ANEKTPOHOB 70 38

Pexxum peructpaumn Total lon Current (TIC) m/z 33-550

2108 |+ TIC Scan PUR_Banzens_Th_14
564
54
524 6
L]
4549 5
46
444
42 7
3
364
34
324
14
2B
26
244
22
2
154
16
144 4
12 &
; ]
5: %__A - m""‘“‘_““""—"-- T T T I e 2 by
0.24

12 14 18 12 2 22 24 16 2z 3 12 4 16 38 4 42 44 46 48 5 52 54 56 52 & 62 64 66 68 7 72 4
Counts vs. Acuisition Time {min)

Puc. 2. Mpumep macc-xpomatorpammbl 6eH30Na, rae: 1 — 2-MeTOKCU-2-MeTUNINPOonaH, 2 — H-rekcaH, 3 — TPUXIopMeTaH, 4 — MeTus-
UMKNONeHTaH, 5 — 1,2-0MMETUNLNKIIONEHTaH, 6 — renTaH (M30MepHbIN), 7 — METUALMKNOTeKCaH, 8 — aTUALUKIONEHTaH, 9 — 0-Kcunon

Fig. 2. An example of a mass chromatogram of benzene, where: 1 — 2-methoxy-2-methylpropane, 2 — n-hexane, 3 —trichloromethane, 4 —
methylcyclopentane, 5 — 1,2-dimethylcyclopentane, 6 — heptane (isomeric), 7 — methylcyclohexane, 8 — ethylcyclopentane, 9 — 0-xylene

NPUHAT YCPeAHEHHbI (hakTop OTKANKA. [PagynpoBOYHbIe
XapakTepUCcTUKL CTPOUNN METOLOM BHYTPEHHEr0 CTaH-
[apTa no AByM TOYKaM B A1ana3oHe 0XXWAAEMOro coaep-
xaHus npumeceit PC/II0C (cm. Ta6n. 3). na usmepeHnii
NPUrOTOBMAM NATb HaBECOK YMCTOr0 BeLlecTBa 6eH30-
na, B KAKAYI0 HABECKY BHECIN BbIOPAHHbI BHYTPEHHUI

MWHOPHbIE — MUKPONpUMecKH. B cOOTBETCTBUN C anro-
PUTMOM AN ONPeAeNeHns MIUKPONPUMECEN KanubpaHTbl
ObINnK1 BbIGPaHbl CPEAN YUCTbIX BELLECTB, 6NU3KNX N0 XK-
mMuyeckoi npupoge k onpegensemsim PG/J1I0C: ans apo-
MaTUYeCKNX COEAUHEHWNII — TONYON, ANS anKaHOB U LN-
KNoankaHoB — H-TenTaH, ANg Npo4yux CoOeANHEHUA ObiN
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CTaHJapT — cTMpon. Peaynbratsl U3MepeHmnii 0606LLeHbI noMeLLani B s4enKy TUTPOBAHMSA U BbIMOSTHANN U3Mepe-
B Ta6N. 4. HME MacCOBOW 0/ BOAbI N0 CTAHAAPTHOW NpoLeaype Tu-
Mockonbky nsmeperne npumeceit PC/J10C 6b110 Bbl-  TpoBaHus no MA3-2019, MP10-2019. To4Hyt maccy Hase-
MOJIHEHO He N0 ayTeHTUYHbIM KanubpaHTam, AN KaXXA0ro  CKM pacCcymTbiBasu No pasHuLe Macc Wwnpuua c 6eH3010M
KOMMOHEHTA B 3HAYeHUe CTAaHAAPTHOM HeonpeLesieHHOC- 1 6e3 Hero (nocne BHeCEHUs NPo6bl B A4EiKY TUTPOBAHMS).
T TMna B 6bin fo6aBfieH BKNag, OTpaxkatoLWnii BO3MOX-  Pe3ynbTar uamepeHuin Boabl B 6eH30ne — meHee 0,1 mr/r.
HOe pacxoxaeHne pakTopoB OTKNIMKA. Ha 0CHOBaHUM 9KC-  Dopma 3annucK «MeHee YeM» TpaauLOHHO He CONpOBO-
NepPTHOI OLIEHKMN CBEPXY NMPUHAMN, 4TO (PAKTOPbI OTKNIMKA ~ XKJAeTCH 3HAYEHUEM HeonpeaefeHHOCTMW, OfHAKO, C TOY-
NpuUMecei N BbIGPAHHbIX KAIMOPAHTOB MOTYT OTIMYATb- KU 3PEHWUS aBTOPOB, BIMSIHME TAKOr0 pPoLa Pe3ynbTaTtoB
¢ He 60nee YeM Ha 30 % W MX 3Ha4YeHMs PaBHOMEPHO pac-  Ha aTTeCTOBAHHYI XapakTepUCTUKY 6ECCMOPHO U AOSIKHO
npeneneHsl BHyTpK AnanasoHa o1 0 0o 30 %. Takum 06pa-  ObITb YYTEHO NPW pacyeTe CTaHAAPTHOW HEONpPeaeNeHHoC-
30M, JONOSTHUTESIbHbIN BKMA[ B HEONPEe/IeHHOCTb M3Me-  TW YUCTOThI BEeLLecTBa. B Hallem cryyae A5 pacyera cym-
peHunit PC/I10C 0T pacxoxeHus hakTopoB OTKIIMKA COCTa-  MAPHOI CTaHLAPTHOW HEONpeaeneHHOCTU MacCOBOM [0-
Bun 30/\3=17 % no MP9-2019, MA3-2019. nu OK B YMCTOM BELLECTBE ObINO MPUHATO, 4TO CTAHAAPT-
CopepxxaHne HeOOHaPYXEHHbIX NpuUMeceit 66110 NpU-  Hasf HEOMpPeAeNeHHOCTb KaXXA0ro pesynbrata U3MepeHuil
HATO paBHbIM 5% 0T cymmbl PC//10C (0,0065 mr/r) Ha oc-  «MeHee YeM» HaXOAMTCS B JMana3oHe OT HOMA A0 HUX-
HOBAHWM 3KCMEPTHOM OLIEHKN CBEPXY. ATO 3HA4YeHWe Obl-  Heil rpaHnLbl Anana3oHa M3MepeHuin U xapakTepuayeTcs
N0 Y4YTEHO B CYMMApHOI CTaHOapPTHON HEOMpPedeneHHOC-  NPAMOYrofibHbIM pacnpeaeneHunem cornacHo MA3-2019,
T n3mepenunii PG/JI0C ¢ y4etom npamoyronbHoro pac-  MP10-2019. Takum 06pa3om, BKNaj B CTaHAAPTHYHO He-
npeaeneHns BeNWYWUHbI. BnusiHue HeOOHAPYXEHHbIX  ONPEAeseHHOCTb YACTOTbI 6EH30MA OT COAEPXKAaHUS BOAbI
MPUMECeil Ha aTTeCTOBAHHYIO XapaKTepUCTUKY cocTaBn-  cocTanser 0,1/43=0,06 mr/r.
n0 0,0065/4/3=0,0037 mr/r. Mpumecn HeneTy4Ynmx KOMMNOHEHTOB U3MEPANN rpaBu-
Onpeaenexue NpUMeCH BObl BbIMOMHANM METOAOM Ky-  METPUYEeCKU. JIeTy4yne KOMMNOHEHTbl yaansnu npu Tem-
noHomeTpuyeckoro TutposaHma no K. ®uwepy (Mettler  nepatype 230 °C v octatoyHom AaneHun 1,33 kla
Toledo G30). ins atoro HaBecky 6eH3ona (okono 0,3 1) (10 Mm pT. CT.), 4TO oBecne4ynBaeT ncnapeHue BOAbl

Ta6nuua 5. Pesynbratel udmepennii npumecein PC/NTI0C B ynctom BelecTse 6eH30Me
Table 5. The measurement results of RC/VOC impurities in pure benzene

CtangaptHas HeonpeaeneHHoCTb, M/ PacwmpenHas
HauMeHoBaHNe npuMeck Maccosas gons, HeonpepeneH-
mr/r Tun A Tun B CymmapHas HOCTb (npy k=2,
P=0,95), mr/r
2-MeTokcun-2-metunnponaH 0,0037 0,0001 0,0007 0,0007 0,0014
H-TekcaH 0,0027 0,0002 0,0005 0,0005 0,0010
TpuxnopmetaH 0,0025 0,0001 0,0005 0,0005 0,0010
MeTtunumkoneHTaH 0,023 0,001 0,004 0,004 0,008
1,2-[IumeTnnumknoneHTaH 0,0054 0,0004 0,0010 0,0011 0,0022
lenTaH (M30MepHbIIA) 0,032 0,001 0,006 0,006 0,012
MeTunumknorekca 0,051 0,001 0,010 0,010 0,020
STUNLNKNONEHTAH 0,0046 0,0003 0,0008 0,0009 0,0018
0-Keunon 0,0042 0,0003 0,0008 0,0009 0,0018
Cymma PC/J10C 0,1291 0,013 0,026
Heo6Hapy>XeHHbIe npumecH 0,0065 — 0,0037 0,0037 0,0074
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1 OPraHWYecKNX COEAMHEHUIA C TemnepaTypamu Kume-
Hus po 400 °C. Hasecku 6eH3ona coctasnsanm (70-75) ,
370 06€CNeYnI0 N3MEPEHNe MacChl HeNeTy4ero octatka
Ha ypoBHe 0,005 mr/r. Pe3ynbTat n3mepeHuii coctaBun
meHee 0,005 mr/r, BKNag B CTaHLAPTHYIO HeOnpeneneH-
HOCTb MaccoBom gonu OK B 6eH3one ot cogepxxanms HC —
0,005/4/3=0,003 mr/r no MP12-2019, MA3-2019.

ATTecToBaHHOE 3Ha4yeHune maccosoi gonu OK B 4u-
CTOM BellecTBe 6eH30/e ONPeaenann B COOTBETCTBMUN
¢ Mb «100% MuHyc cymma npumecen» no opmyne,
aJanTUPOBAHHOM K BbIOPAHHbIM eANHNLLAM U3MEPEHUIA
BENUYUHBI (MI/T)

Wok = 1000—Wpc/noc T Wiao T Wic)
PacLUMpeHHYI0 HeONpPeeneHHOCTb aTTeCTOBAHHON Xa-

pakTepucTukin Uqg (Mr/r) npu koadhduumenTe oxeata k=2
paccynTbIBaIM No hopmyne:

_ 2 2 2
Ug =2 \/ Upcnoc T Uypo T Uy

Pe3ynbTathl onpeaeneHns YNCToTbl 6eH301a 0606LLe-
Hbl B Ta6. 6.

3akntovyeHue

B paHHomn pa6ote modens Mb 6bina agantuposaHa
AJ151 OpraHNyecKux BeLecTB, NPUroAHbIX 418 Bbl4eSeHNs
M 0YMCTKM METOAOM MEPEeroHKK, a Takxxe pa3pabdoTaH on-
TUMWU3UPOBAHHBI ANFOPUTM ONPEeNeHNs YUCTOTbI TAKOro
poJa KOMNOHEHTOB. Ha npumepe 6eH30Ma NPOAEMOHCTPY-
poBaHa paboToOCNOCO6HOCTb NPEAN0XeHHOro Noaxoaa.

AnropuTtm 6bIn YCNELWHO peann3oBaH Ha rocynap-
CTBEHHOM nepBuYHOM aTtanoHe AT 208, B pe3ynbTarte 4ero
ObIN BOCMPOM3BEAEHb! eANHILbI MAaCCOBOW L0 OCHOB-
HOr0 KOMMOHEHTA B YMCTbIX OPraHN4eCcKnX BeLLecTBax (sB-
nsawowmxca BIM) 6eHsone, Tonyone, H-rentaHe, N300KTa-
He, H-[0[ieKaHe, H-rekcafekaHe, nponaHon-1, nponaHon-2,
H-OKTaHone.

ATTeCTOBaHHbIE KOMMOHEHTbI BbININ NCMONb30BAHbI 415
cospanus CO cocTaBa COOTBETCTBYHOLLMX YUCTbIX OPraHu-
YeCKUX BELLECTB. B HACTOALLNI I MOMEHT OKYMEHTbI Ha ne-
peyuncneHHble CO HanpaBneHbl 4519 NPOBEAEHNS NpoLeay-
Pbl YTBEPXAEHNS TUMOB CTaHAAPTHbIX 06pa3LIOB, NOCNE Ye-
ro CO 6yayT KOMMEPYECKN AOCTYMHbI.

MpefnoXXeHHbIA NOAXO0A ONPefeNleHNs YNCTOThI Opra-
HWYECKNX BELLECTB, MPUTOJHbIX K BbIAENEHNO N 04UCTKE
METOAOM MePeroHKM, MOXeT 6biTb UCMONb30BAH B Aanb-
HeWLLIEeMm s onepaTMBHOrO paclunperus nepeyHs CO coc-
TaBa OPraHN4eckKx KOMNOHEHTOB.

bnarogapHocTu: /iccneaoBaHne BbINOSHEHO B paMKax
OMNbITHO-KOHCTPYKTOPCKON paboTbl «[poBefieHne nccnepo-
BaHWUM B 06NacTN N3MepPeHni HN3NKO-XUMNYECKOro coc-
TaBa U CBOWCTB BELUECTB N0 pa3paboTke rocyaapCTBeH-
HbIX 9TaJIOHOB CPABHEHUS B BUAE BbICOKOUYUCTbIX BELLECTB
A5 BOCMPOWU3BELEHMA U nepeayn eauHNL BEMNYMH, Xa-
PaKTEPU3YIOLLMX XUMUYECKNIA COCTAB TBEPAbIX U XUAKUX
BELLECTB 1 pa3paboTka pedepeHTHbIX METOANK U3Mepe-
HUM>» B 0611aCTN (PU3UKO-XMMUYECKUX U3MEPEHUIn COCTaBa
11 CBOWNCTB OPraHN4YeCcKnX KOMMNOHEHTOB B XXUAKNX W TBEP-
ObIX BELLECTBAX U MaTepmanax, wnudgp «4nucrora-2a».

Bce namepeHns NpoBOANNMCH C UCMNOSb30BaHMEM 060-
pynosanug OIYM «BHANM um. . U. MeHaeneesa».
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Ta6nuua 6. Peaynbtatbl OnpeaeneHns 4ucToTel 6eH3ona

Table 6. The benzene purity results

Moka3sartenb

CymmapHas cTaHfapTHas

MaccoBas gons, Mr/r
HEeonpefeNeHHoCcTb, Mr/r

Maccosas gons npumecein PG/NOC, wpcnoc
MaccoBas [ofis npumecu Bofbl, Wiao

MaccoBsas gons npumecen HG, wyc

MaccoBas 10N 0CHOBHOIr0 KOMMOHEHTA, Wok

0,1291 0,0221
menee 0,1 0,06
meHee 0,005 0,003

999,8709 0,0640
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