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BBepeHue. Kntoueas ponb ctaHaapTHbIx obpasuos (CO) co-
CTaBa BeLLEeCTB 1 MaTtepuarnos B 0becneyeHmn eamHcTea u 4OCTO-
BEPHOCTN (PM3MKO-XUMUYECKMX N3MEPEHWNI SIBMNAETCH HECOMHEH-
Hon. Bonpocamu, cBA3aHHbIMU C pa3paboTKON U MPUMEHEHVEM
CO, 3aHumatotca Gonee 25 mexagyHapOAHbIX OpraHu3auuin Ha
BCeX KOHTUHeHTax [1]. B Poccum nHteHcuBHas paspabotka CO Ha-
yanacbk ¢ 1980-x rr. [2-5]. B HacTosAwee Bpems B [ocygapcTBen-
HOM peecTpe YNCIIATCS OKOMO AEBATU ThiCHY ASACTBYHOLLMX TUMOB
CO, ogHako cpeaym Hux Tornbko okorno 220 Tunos CO cocTaea pac-
TBOPOB OPraHNYeCKUX BELLECTB, NPV 3TOM ABE TPETU U3 HUX pas3-
pabotaHbl Ao 2000 r. 3To KaTtacTpodU4ecKn ManeHbkas HOMeH-
KnaTtypa u neyanbHas TeHAeHUMs ¢ y4eTom Toro, 4to CO cocTtaBa
yncTbix BewectB 1 CO cocTaBa pacTBOPOB SBMSOTCA Hambonee
YHUBEPCAnbHbIMU MO NMPUMEHEHUIO, @ YUCIIO TOKCUYHBIX OpraHu-
YECKUX BELLECTB, COAEPKALLMXCA B NPOAYKTaX NMUTaHWS U OKpYxa-
toLLIen cpeae, B COTHM pa3 bonblue, Yem HeopraHudeckux. OgHom
M3 MHOTUX MPUYMH CNOXVBLUENCS CUTyaLun SBMSETCS, KOHEYHO,
CMOXHOCTb pa3paboTku 1 nsrotosneHns takux CO [3-7].

Bonpoc o pa3pabotke CO coctaBa BoAHbIX paCTBOPOB NpPO-
naHona-1 un nponaHona-2 (CO-1, CO-2) BO3HUK Npu pa3paboT-
Ke pedepeHTHON METOAMKN U3MEPEHNA MAaCCOBOM KOHLEHTpa-
LM TOKCMKaHTOB (cnmMpToB) B Guonornyeckux obvektax [8, 9].
Takme CO, Heobxoaumble Ans rpagyMpoOBKU XpomaTtorpados,
aTTecTtauuM MEeToAMKA M3MEPEHUIA U KOHTPOMS MOrpeLIHOCTM
pesynbraToB M3mepeHun, B Poccuiickon depepaumm Ha Mo-
MEHT pa3paboTkM METOAMKM He BblMyCKanuchb.

MocTaHoBKa 3agaumn. ATTECTYEMOW XapaKTEPUCTMKOM YKa-
3aHHbIX CO gBnsieTcs MaccoBas KOHLEHTpaUUs onpenensieMoro
KOMMOHEHTa, B JAAHHOM Crly4ae MpOnuoBOro MU 130nponunoBoro
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cnuptoB. OTHOCKTESbHAs MOTPELLHOCTb Pe3ynbTaToB M3MepeHUst
MaCCOBOW KOHLIEHTpaLuM 3TMX CMMPTOB B BOAE, MOYe U KPOBU B
OCHOBHOM [Mana3oHe U3MepeHuUi METOAUKN He npeBblwaeT 6 %
(CBupetenbctBo 06 atTectauum pedepeHTor MeToaukm u3me-
peHui Ne 205-12/RA.RU.311787/2019), cnemoBaTtenbHO, OTHO-
CcUTENbHas MOrPELLHOCTb aTTECTOBAHHbLIX 3HAYEHWI He [OOSmKHa
npesbiwaTb 2 %. B nabopaTopHbIX YCroBKsAX AOCTaTOMHO TPYAHO
NPUroToBUTbL HEBOMbLUME OOBEMBI PAaCTBOPOB C TAKOW MOrPELLHO-
cTbto gaxe n3 CO cocTaBa YMCTbIX BELLECTB, YYUTbIBAsA UX BbICO-
Kyl0 NneTyyecTb 1 ha3oBoe COCTOsHUE. Takum o6pasom, BO3HMKNA
HeobxogmmocTb padpabotate CO cocTtaBa BOOHbIX PaCcTBOPOB
MPONMOBbLIX CIPTOB CO CREAYHLLMMU METPONOMMYECKMU XapakK-
TEPUCTUKaMU: aTTeECTyeMasi XapaKTepuCTKa — MaccoBasi KOHLIEH-
Tpauus nponaHona-1 unv nponaHosna-2; HTepBan AonycKaeMblxX
aTTeCTOBaHHbLIX 3HaueHwii 3,5-4,5 r/om3; rpaHnLbl AOMNYCKAaeMOoro
3HaYeHNs1 OTHOCUTENbHOMN MOrPELUHOCTN aTTEeCTOBAHHOIO 3Haye-
HusA CO 11 % (npw poBeputenbHoW BeposTHocTH P =0,95).

OCHOBHOW 3ajayew Npyu yCTaHOBMEHUN aTTECTOBAHHOIO 3Ha-
YeHus ABMSieTCA COONoAeHMEe YCMOBUA MNPOCMEXMBAEMOCTH,
T. €. COOTHECEHUNE 3HaYeHWsa aTTecTyemon xapaktepuctukmn CO ¢
NMPUHSTLIMU penepamMun 1 oLeHBaHWe BKaga OT Heonpeaenéx-
HOCTEN 3TUX PEnepoB B HEOMNpPeneNnéHHOCTb, OOYCIMOBMEHHYO
xapaktepu3aumenn matepuana CO, cormacHo MW 3174-2009
«CW. CtaHgapTHble obpa3ubl matepuanoB (BellecTB). YcTa-
HOBMEHWE NPOCNEXMBAEMOCTM aTTECTOBAHHBIX 3HAYEHUY.

Llenun HacTosAwen paboThbi:

paspaboTka 1 U3roTOBIEHNE NEepPBbIX NapTUii BbilleyKasaH-
Hbix CO ¢ MeTpOonornyecknmy xapakTepucTMkamu, COOTBET-
CTBYIOLLMMUN HOPMUPOBAHHBLIM 3HAYEHUSIM;
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CpaBHeHWe [OBYX METOAOB YCTaHOBIEHWUsi aTTecTo- Tabnuuya 1
BaHHbIX 3HayeHnn CO: pacyéTHO-3KCMEepPUMEHTaNbHOIO XapaKTep1CTMKN rpafyUpOBOYHbIX CMeCeN
MeTofa Mo npoueaype NpUroToBreHus U Metoda nepe-
[a4n eAVHNLL U3MEPEHWNIT OT 3TANOHOB CPaBHEHMS. Mponarion-1 Mponaton-2
OnpefeneHne MeTPONOrMYECcKUX XapaKTePUCTUK Bewuectso m, T Qo % i s o | i SO o
CO no npoueaype npurotoenexus. Metponoruyeckue m K * 7 m K * 7
XapaKTepuCTUKM PacTBOPOB OPraHUYecKUX BEeLLEeCTB U3- ALETOH 44234 | 14650 | 068 08 085 04
3a OTCYTCTBMSI 3TaANlOHOB CpaBHEHMS 4allle BCero ycTa-
HaBMMBAIOT MMEHHO PaCYETHO-3KCMIEPUMEHTANbHBIM Metanon 43721 | 14,480 | 145 0.6 1,79 03
MeTogom no npoueaype npurotoenenusa [10]. Mpocne- MAK 4,3326 | 14,349 | 0,64 0,4 0,80 0,9
KMBaeMOCTb aTTECTOBaHHbIX 3Ha4YeHWl B 3TOM cryyae
MponaHon-2 4,2304 14,011 0,81 0,9 1,00 -
obecneynBaeTcs UCMONb30BaHUEM NOBEPEHHBIX CPEACTB
namepenun (CU), mep BMECTUMOCTM N UCXOLQHOTO BELle- OTaHon 4,1592 13,775 | 1,24 0,4 1,54 0,2
CTBa C YCTAHOBIEHHBLIMW METPONIOrMYECKUMUN XapaKTepu- Byraron-2 43772 | 14.497 | 0.80 0.4 1,00 14
cTukamMun. MeTponoruyeckme xapakTepuCcTUKN UCXOAHOIOo
BellecTea (Npy UX OTCYTCTBMM) CrieayeT ycTaHaBnmMBaTh MponaHon-1 4,2086 | 14,237 | 1,00 - 1,25 0,5
B cootBeTcTBuM ¢ PMIT 55-2003 «CW. CranpapTHble Cwmech 30,1935 | 100,000 | - _ _ _
0o6pas3subl cocTaBa opraHuM4eckux BellecTB. Metoabl aT-
Tectaumn. OCHOBHbIE MONMOXEHWA». ATOT AOKYMEHT pac-
npocTtpaHsaeTca Ha CO cocTaBa YUCTbIX OpPraHM4ecKmx
BeLLECTB (33 UCKITIOYEHVEM MOSIMMEPOB 1 CIIOXHbIX Npu- Vi, MB
POAHBLIX COEANHEHUI HEKOTOPbIX KIacCcoB), HaXoAALLMX- 3500 — — —
CA B KOHAEHCUPOBAHHOM COCTOSIHUM U cofepXallux He 30001 § % E ‘: =
MeHee 98 % OCHOBHOrO KoMMoHeHTa. B PMI™ 55-2003 Ha- 2 = = = e §
psay ¢ NpsMbIM MeToAOoM (HenocpeacTBeHHble n3mepe- 2500 g g E e ‘a =
HUSI colepXXaHNA OCHOBHOTO BELLECTBa) PEKOMEHI0BaHO = g :n l% s @ g
MCNOoNb30BaTbh KOCBEHHbIN METO[, OCHOBAHHbLIA Ha n3ame- 2000+ }3“ é N ;’ 9 5 E
PEHUSIX coAepXKaHUs Npumecer 1 nocneayoLwem Bblumc- NS Sﬁ N :; §
NEeHUN cofepkaHnsi OCHOBHOTO KOMMOHEHTA. 1500 \j S 8“ 0
[ns peanu3auum nepBoro meToga Obina paspaboTtaHa N “
1 aTTecToBaHa METOAMKA M3MEPEHNIA MAacCOBOM AOMNN Kadk- 1000
[0V NPUMECK NErkoneTy4mx ClMPTOB 1 KETOHOB B METaHore, 500 -
aTaHore, nponaHorne-1, nponaHone-2, bytaHorne-2, aLeToHe
N METUNITUIKETOHE ra3oxpoMaTtorpadduyeckum MeTonoM 0 L L L
OK 045-2019 (CeupgetenbctBo 06 aTTectaumm MeETOOUKU 15 20 25 30 tidSHH
)

namepenni Ne 205-13/RA.RU.311787/2019, BbigaHo BHU-
MMC), nopsigkoBbIi HOMep peructpaummn B ®egepanbHOM
MHOPMaLIMOHHOM hoHAE MO 0BecneyeHnio eguHCTBa U3-
mepennn ®P.1.31.2019.34921. MaccoBble Jonu npumecem

B MeTaHore, 3TaHorne, nponaHone-1, nponaHone-2, Oyta-
Hore-2, aueTtoHe u mMeTunatunketoHe (MIK) namepsioT Ha
rasoBoM xpomarorpadpe ¢ nnameHHO-MOHM3aUMOHHBIM [e-
Tektopom (MWL) meTogom BHYTPEHHEro cTaHaapTa. B kave-

CTBE BHYTPEHHErNO CTaHAapTa MOXeT ObiTb MCronb3oBaHo noboe
BELLECTBO U3 NEePEYMCIIEHHbIX BbILE, KPOME BELLECTB-MPUMECEN.
Mpn 06paboTke pe3ynsTaTtoB USMEPEHUI YUUTLIBAKOT SKCMEPUMEH-
TanbHO YCTaHOBMEHHbIE KOAbdurumeHTbl YyBCcTBUTENBHOCTU TN
K pasnuyHbIM NpUMecsM (CnvMpTam M KETOHaM) MO OTHOLLEHUIO K
BHYTPEHHEMY CTaHAapTy. lNpUMecHble KOMMOHEHTbI MAeHTUdY-
LMPYIOT MO OTHOCUTENbHLIM BPEMEHAM YAEPXKMBAHUS U OAHHBIM
XPOMaTO-Macc-CrneKTPOMETPUYECKOrO aHanmsa.

[ns onpepeneHns rpagyMpoOBOYHbBIX KOIMMOULMEHTOB Npu-
roTOBUNM ABE rpagyuMpOBOYHbIE CMECU NpUONU3NTENbHO Ooau-
HakoBoro coctaBa. Ha puc. 1 npuBegeHa xpomatorpamma rpa-
OYUPOBOYHOM CMEecK ceMu BeLLecTB (aueToHa, metaHona, MOK,
nponaHona-1, nponaHona-2, araHona, 6ytaHona-2). B tabn. 1
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Puc. 1. Xpomatorpamma rpagyvMpoBOYHOM CMecH aleToHa, MeTaHona, MOK,

nponaHona-1, nponaHona-2, ataHona, bytaHona-2

Fig. 1. Chromatogram of the calibration mixture of acetone, methanol, MEK,

propanol-1, propanol-2, ethanol, butanol-2

yKa3saHbl COCTaB rpagyvMpoOBOYHON CMECU 1 pe3ynbTaThl onpeae-
NIEHWSI OTHOCUTENbHbIX rPaAYMPOBOYHBIX KOADPULIMEHTOB K ).
Xpomartorpammbl 06paboTaHbl C MOMOLLBI aBTOMaTU3MpPO-
BaHHOWM CUCTEMBbI MO CNeayrLemMy anroputmy:
BbIYMCST pe3ynbraT egMHUYHOro onpeaeneHus koaddu-
umeHTa yyBcTBUTEnbHOCTU MWL ANns KaXgoro onpeaensemMoro
BELLECTBA MO OTHOLIEHMIO K BHYTPEHHEMY CTaHOAPTY:

Kmkn Z(ka/QCT k)(ACT kn/Amkn)x (1)

rae Q,, — mMaccoBas [ons m-ro BelecTsa B k- rpagynmpoBoy-
HoM cmecw; Q. , — MaccoBasi [ONs BHYTPEHHero craHfapTa
(nponaHona-1 nnn nponaHona-2) B k-1 rpagyupoBOYHON CMeCH;
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Ak Acr kn — NTOLLAAM MUKOB COOTBETCTBEHHO OMPELEnsaemMoro
BELLEeCTBa 1 BHYTPEHHEro CTaHAapTa Ha n-n xpomarorpaMmve B
k- rpagyvpoBOYHON CMecy;

paccunTbIBalOT cpeaHee 3HadeHne u3 natu (N=5) oTHo-
CUTENbHOro KoaduumMeHTa YyBCTBUTENBHOCTM ANS KaXAoro
onpefenseMoro BewwecTBa B KaX oW rpagympoBOYHON CMECH:

_ 5
Kmk =%2Kmkn; (2)
n=1

BbIYMCIIAT cpefHee kBagpatuyeckoe oTkrnoHeHue (CKO)
cpegHero pesynbrata nsmepeHun K, Ana Kkaxagow k-n rpagy-
MPOBOYHOW CMECHU:

5

SK,.,,k: ;(Kmkn_Rmk)z/(N_1); (3)

NPOBEPSIOT IMNOTEe3y O PaBHOPACCEAHHOCTU MOMYYEHHbIX
rpynn pesynsraTtoB U3MepeHun (OA4HOPOAHOCTM ANCNEPCUIA) MO
KpuTepuio Puiiepa:

F=S%/S3. (4)

VHHH, MB

Mpn ny=n,=5 TabnuyHoe 3HaveHme kputepusa Puwie-
pa F,=639 [11]. Ecnu pesynbraTbl M3amMepeHuin MpU3HaHbI
paBHopaccesiHHbIMY, T. €. FSF, TO cpeaHee 3HadeHne Koahdu-
uueHTa dyscTBuTenoHoctn, CKO n otHocutensHoe CKO pac-
CYMTLIBAIOT MO POPMYySiaM COOTBETCTBEHHO:

_ 2
Km:szm/z; ()

1

2
Sk, =;Skm/2; (6)
S :sRm/Km-mo. @)

Ycnosusa xpomaTorpadmpoBaHus:

KONOHKa xpomartorpaduyeckas KBapueBas kanunnsipHas
CP-WAX 52 CB anuHon 60 m, gnametpom 0,32 mm, Tonwm-
How cnost 1,2 MKM;

ras-HoCUTENb — a30T, pacxoq Yyepes KONMoHky 1 mn/MuH, copoc
50 mn/muH, nogays B getektop 30 mn/muH; Bogopod 30 mn/muH;

Bo3ayx 300 mMn/mMuH; TeMnepartypa TepmocTaTta KOMOHOK
nogaepxvsaetcs pasHon 60 °C B TeueHne 25 MyH; noab-
ém Temnepartypbl 4o 150 °C co ckopocTbto 5 °C/MUH, TeM-

20,0

17,5+

[Tponanou-1

15,01

12,5¢

Aneron
M3K
IIponanon-2

10,0

e M ETAHOIT
DraHon
e By TaHO-2

=

nepatypa ucnaputens 140 °C, Temnepartypa getekropa
150 °C;

06bEém BBOAMMOM Npobbl 1,0 M.

[ns ycTtaHoOBneHus nokasatenew kayecTBa paspa-
6oTaHHOM MeToaukm B cooTtBeTcTBUM ¢ PMIT 61-2010
«CW. TMokasaTenn TOYHOCTW, MPaBUIBLHOCTU, MpeLu-
3MOHHOCTU METOAMK KOMMYECTBEHHOIO XMMUYECKOrO
aHanusa. MeToabl OueHKU» Obin MpUrotoBneH Habop
obpasuoB anga oueHkn (OO0), cocToAWmMIA M3 NATUM UC-
KyCCTBEHHbIX CMeceW nponaHona-1 u nponaHona-2 ¢
APYrMMU MPUMECHBIMM KOMMOHEHTaMW BO BCEM Aua-
nasoHe M3MepeHun (MaccoBas O0NSA Kaxaow npuMecu
0,01-0,50 %). Ons npuroToBneHns cMecen WCMonb-
30Banu BbiCOko4MCTble BewecTtBa (Merk, Mepmanus).

7,5
10

[\
=)

30 40

t, MHH

Puc. 2. XpomaTtorpamma WCKYCCTBEHHOW CMecu nponaHona-1 ¢ maccoBow

nonen kaxgow npumecn 0,01 %

Fig. 2. Chromatogram of an artificial mixture of propanol-1 with a mass fraction

of each impurity 0,01 %

Ha puc. 2 npeacraeneHa xpomatorpamma OZHOW MC-
KyCCTBEHHOM CMecu nponaHona-1 co cnvmptamu u KeTo-
Hamu. Kak n npegnomnaranocb, MakCumaribHble OTHOCK-
TEMbHbIE MOTPELUHOCTN COOTBETCTBYIOT CaMblM FIETYYUM
13 MCMNONb30BaHHbIX BELLECTB: aUeTOHy 1 MeTaHormy. OTn
3HaYeHNs NOrpeLLHOCTEN U UX COCTaBMnsALLMX Bblnm pac-
NPOCTPaHEeHbl Ha pe3ynbTaTbl M3MEPEHU CoAepXXaHus
BCEX OCTalbHbIX KOMMOHEHTOB. MeTponoruyeckue xa-
paKkTepuUCTVKM METOAUKU MpeacTaBrneHbl B T1abn. 2, raoe
+0 — rpaHuLbl OTHOCUTENbHOW MOrPELUHOCTU pesyrbTa-
TOB M3MeEPEeHWI Npu foBepuUTenbLHON BeposTHocTh 0,95;

o™ — nokasartens (oTHocuTensHoe CKO) noeTopsiemo-
ctn; S°™ — oTtHocutenbHoe CKO cpepHero 3HauyeHus:;

CRy ¢5(10) — kpuTUyecknii ananasoH (OTHoCUTENbHOE
3Ha4yeHne 4OMyCKaemMoro pacxoXaeHus Mexay Makcu-

ManbHbIM N MWUHUMalbHbIM 3Ha4YeHUWEM pe3ynbTaToB

Tabnuua 2
MeTponoruyeckue xapakrepuctuku metoguku 3K 045-2019
. +5, % oTH
OvanasoH namepenun Q. ,, % P :’079’5) G, % | S, % |CRyg5(10), %
Ot 0,01 oo 0,10 Bkntou. 30 5 1,6 22
Cs. 0,10 go 0,30 Bkntou. 20 3 0,9 13
Cs. 0,30 go 0,50 Bkntou. 10 3 0,9 13

N3MepEeHMIn); agnanasoHbl U3MEPEHUI MacCOBOW 40N
OTHOCSITCSl KO BCEM MPUMECHbIM KOMMOHEHTaAM CMECH.
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3atem gna onpegeneHns MaccoBow onuv Ta6nuua 3
npumecen B nponaHore-1 1 nponadone-2 npu- PeaynbTaThl aHanu3a nponawona-1
roTOBMNM CMecu nponaHona-1 v nponaHona-2 ¢
BHYTPEHHUM CTaH4APTOM, B KQ4eCTBE KOTOPOro Mponaton-2 Byraron-2 HeupeHTUNLMpOBaHHOE
B MEPBOM CIly4ae MCnonb30Banu nponaHor-2, (tR =254 MUR) (tR =34,37 MuH) BELLeCTBO (tR =39,06 MuH)
a BO BTOpOM — nponaHon-1. MNpurotoBneHHble Nyo
CMecU npoaHanmMav“poBani B COOTBETCTBUU C A A X 9% A X 9
metoaukon namepernin OK 045-2019 B Tex e ern m m m m
ycroBusix. Ha xpomarorpamme nponaHona-1 1 109,359 23,536 0,0209 6,381 0,0057
(puc. 3, a) oBHapyxeHo ABe NpuMech: ByTaHo- 2 119,118 25,818 0,0211 6,933 0,0057
na-2 N HeMaeHTUPULMPOBAHHOMO BELLECTBa, a
Ha xpomarorpamme nponaHona-2 obHapyxeHa 3 112,888 22,405 0,0193 6,896 0,0059
TOJbKO ogHa Hel/l,quTqu)VlU.leOBaHHaﬂ npuMech. 4 126,258 24,104 0,0186 7,296 0,0056
Mpumep xpomarorpammbl nporaHona-1 ¢ BHy-
TPEHHIUM CTAHAAPTOM MPUBEAEH Ha puc. 3, 6. 5 112,640 24,242 0,0209 6,572 0,0057
PesynsraT eaMHNYHOro N3MepeHUsi MacCoBOM 6 117,927 25,560 0,0211 6,864 0,0057
onm (X %) m-ro NPYMECHOrO KOMMOHEHTA Ha
A . ( mn ) P 7 117,404 23,301 0,0193 7,172 0,0059
n-i XxpomaTtorpamMmmMe paccumTbIiBany no hopmyrne
_ 8 123,733 23,622 0,0186 7,350 0,0058
Xmn =AmnKmCor /Act n» 8
mn =AmnKmiCor [Actn (®) 9 115,544 25,043 0,0211 6,725 0,0057
roe Amn, ACT n= nnowaan XpOMaTorpad:)l/IHGCKVIX 10 113,733 24 477 0,0209 6,736 0,0058
MUKOB COOTBETCTBEHHO MPUMECHOTO mu—ro KOMIO- Cpeatee araverme X, 0,0200 B 0,0057
HeHTa ¥ BHYTPEHHErO CTaHdapTa Ha n-i Xpomaro-
rpamme; K ,1— cpegHee 3HaveHne koadduumeH- OtHocuTensHoe pacxoxaexne R
Ta YyBCTBUTENBHOCTM [U] K COOTBETCTBYIOLLIEMY MaKCAMAITEHOTO 1 MAHMMATIBHOTO 13 - 5
pe3ynbTaTtoB U3MEPEHUN
NPYMECHOMY M-MYy KOMMOHEHTY OTHOCMTESbHO
BHYTPEHHEro CTaHgapTta u3 1abn. 1 (ana He npeH-
TUMLMPOBaHHBIX Npumecen npuHsam Kp,1=1); Tabnuua 4
C.; — MaccoBas [0ns BHyTPEHHEro cTaHaapTa. p )
Mnowaan nMKOB BHYTPEHHEro craHgapta W npumMecen, a €3ynibTathl ananusa nponaHona-
TakKe paccyMTaHHble 3HaYeHUs MaccoBow Aonm X - Kaxaown Mponaron-1 HenaeHTMdULMPOBAHHOE
npvmMecu B nponaHone-1 v nponaHone-2 npvBeAeHsbl B Tabn. 3, N (ts =34,39 MuH) BeWecTBo (tg =33,35 MUH)
4, roe ty — Bpems yaepxxusaHus; pr — HOMep XpoMarorpammbl. P
CornacHo Tabn. 3 copep)aHve HenaeHTUMDULMPOBAHHOM Acrn Amn X %o
npvmMecu B nponaHone-1 MeHbLUe HDKHEN rpaHuLbl AnanasoHa 1 197,100 15,893 0,0082
namepeHun metogukn K 045-2019, maccoBasi gons GyTaHo-
na-2 B nponaHone-1 coctaengaet 0,020+0,006 % npu P=0,95. 2 254,956 20,271 0,0080
B cooteetctBumM ¢ PMI™ 55-2003 maccoBasi A0St OCHOBHOMO KOMIMO- 3 220,916 17,477 0,0080
HeHTa coctaenseT 99,9 %, a NorpeLlHOCTb MacCOBOWM 0N OCHOB-
o 4 196,013 15,824 0,0082
HOro KOMMOHeHTa ¢ BeposaTHOCTLI0 0,95 He npesbiwaeT £0,1 %. Co-
rnacHo Tabn. 4 maccoBasi 4O HEMOEHTUULIMPOBAHHOW NPUMECH 5 189,757 15,194 0,0081
B NnporaHose-2 MeHee HKHeW rpaHuLbl AnanasoHa 3MepeHuin Me- 6 234,560 18,649 0,0080
Toamkn K 045-2019, B cootBeTcTBMM ¢ PMI™ 55-2003 copepxaHune
OCHOBHOTO KOMMOHEHTa (MaccoBas [101) HaXoaUTCs B AnanasoHe 7 197,347 15,802 0,0081
99,9-100,0 %, a norpeLHOCTb MacCOBOW AOMMN OCHOBHOIO KOMIMO- 8 203,013 16,370 0,0082
HeHTa ¢ BeposATHocTbio 0,95 coctaenseT + 0,1 %.
Onsa narotoBnenns naptun CO-1 n CO-2 n3 nponaHona-1 9 231,962 18,351 0,0080
1 npornaHona-2, COOTBETCTBEHHO, Obina paspaboTaHa MeTo- 10 215,795 17,157 0,0080
OVKa, KoTopasi pernaMeHTUpyeT BeCb TEeXHONOrM4eckuin npo- =
uecc usrotosneHuns CO: TpeBGoBaHNA K UCXOOHBLIM BELLEeCTBaM; Cpenree sHaqeHne X, 0,0081

NoaroTOBKY MCXOOHbIX BELLECTB; aHanv3, yCrnoBUsS XpaHeHus,
npoueaypy npurotonennsa n arrectauyumn CO; dpacosky, yna-
KOBKY, TpaHcnopTupoBaHue n xpaHeHune CO.

AtTectyemas xapaktepuctnka CO HopmupoBaHa Agvanaso-
HOM 3HAY€HUIN MacCOBOW KOHLEHTpauun. ATO CBA3AHO C TEM,

U3mepumenbHas mexHuka Ne 6, 2020

YTO B OTnnymne ot TBép,D.bIX BeLLeCTB, CIMOXHO B3ATb HaBECKY onpe-
OENéHHOM Macchl NMErkoneTyyero xuakoro Bewecrtsa. OgHako Ans
rpagyvpoBKM KpaiHe HeyLoOHO MCMoNnb30BaTh PacTBOPbLI C MAaCCOBOM
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KOHLEHTpauuen, 3Ha4yeHne KOTOpOn ABMSAETCA He LenbiM Yuc-
oM, a BblpaXkaeTCsq HeCKONMbKMMM 3Havawmmu umdpamu. Mo-
atomy npu npurotoeneHun CO-1, CO-2 ¢ uenbio nonyvyeHns
aTTecTOBaHHOIO 3HauyeHus, pasHoro 4,0 r/ame, npuMeHeHbl go-
3aTtopbl (OO0 «3KPOCXWNMy», Poccusi), KoTopble NO3BOMSAOT
O03UPOBAThb XNAKOE BELLECTBO A0 HY)XHOM Macchl. OnTumarb-
Hasa npoueaypa npurotoeneHns CO Gbina BbiOpaHa no pesyrb-
TaTam aHanuM3a pacTBOPOB, NPUrOTOBIIEHHbIX TPeMsi cnocoba-
MU, NYTEM BapbMpOBaHUSA HAaBECOK 1 0OBEMOB MEpPHbIX KOmb.

Maccy m HaBecku nponaHona-1 unu nponaHona-2 paccyu-
TbIBaAKOT NO hopmyrie

m=CV/A-100, 9)

rne C=4 r/ M3 — MaccoBas KOHLEHTPaLWst mponaHona-1 unn npo-

naHona-2 B pacTteope; V —o06bém pacteopa; A=99,9 % — MaccoBas
0551 OCHOBHOIO BeLLeCTBa B nponaHorne-1 nnm nponaHone-2.

Vl‘[l/l}l’ MB

[loBeputenbHble rpaHuLibl OTHOCUTENbHOW MOTPeLIHOCTH &
AENCTBUTENBHOMO 3HAYeHWss MacCOBOWM KOHLIEHTpauuu npona-
Hona-1 (NnponaHona-2) B NPUroTOBIIEHHbIX PacTBOpPax paccyu-
TaHbl No opmyne

5=110y2(Am/m)2 +(AA/A)2+(B/C)%+(AV/V)?, (10)

rme Am=0,00025r — nOrpeLHOCTb BECOB, UCMOMb3yeMbIX OIS
B3BELUMBaHUS HaBeckn; m=2,00200r — macca HaBecku Mpo-
naHona-1 (nponaHona-2); AA=01% — norpelwHocTb MacCOBOM
OONN OCHOBHOTO BeLlecTBa B nponaHorie-1 vnvM nponaHone-2;
3=0,01 r/ am® — npeen o6HapyeHNst NponaHora-1 1nu Nponato-
na-2 B BOAE, PacCHMTaHHbIN, KaK 30 (05 — NOKasaTenb BOCNPOU3-
BOOMMOCTU pedepeHTHoi MeToaukm); V =500 cm® — 06bém Mep-
Ho konBbl; AV =0,5 cM® — NOTPeLLHOCTL MEPHOI KorBbl.
lMonyyeHHOe 3Ha4YeHue OTHOCUTENbHOW MOrPEeLUHOCTU
0=10,5 % nokasbiBaeT, YTO Npu COBNIOAEHUN BCEX pe-
rMamMeHTUPOBAHHbIX YCMNOBWIA AaHHas MeToauka obe-
cneyvmBaer Bbinyck naptu CO-1n CO-2 ¢ meTponoruye-

35

35,505

30

25

20

34,262

15

38,997

CKUMUN XapaKTepUCTUKaMu, ,D,eI7ICTBVITeJ'IbeIe 3Ha4YeHuda
KOTOpPbIX COOTBETCTBYHOT 3HA4Y€HNUAM, HOPMUPOBaAHHbLIM
B TEXHNYECKOM 3aJaHUNn.

OnpepeneHne MeTPOIOrMYECKUX XapaKTepPUCTUK
CO c nomowbIo 3TaNIOHOB CpaBHeHusA. [1na peanusa-
UMM BTOpPOro MeToda MCNnonb30BaHbl 3TalfioHbl CpaBHEHUA
nponaHona-1 (X9 2.840.029-12/C3H80-1-2018 n npona-
Hona-2 (X0 2.840.029-13/C3H80-2-2018), M3roTtoBneH-
Hble U atTectoBaHHble BoO BHUWM wnm. O. . Menge-
neesa. MeTporormyeckme xapakTepUCTUKU 3TarloHOB
CpaBHeHus (Tabn. 5, rae pacwmpeHHas HeonpeaenéH-
HoCTb U aTTecToBaHHOIo 3Ha4YeHuUsi MaccoBor gonu A
COOTBETCTBYET [paHMLaM CyMMapHOW MOrpeLHOCTH

25 30

Vl‘[l/l}l’ MB

t, MUH

40 npv goBepuTtenbHoi BeposTHocTh P =095) ycTtaHosne-
Hbl METOIOM KOCBEHHbIX U3MEPEHUIA (B COOTBETCTBUM C

PMI" 55-2003) ¢ npumeHeHnem FocyaapCTBEHHOTO nep-

25

25,423
35,600

20

34,372

15

L.

39,060

BUYHOro artamnoHa (FOT 208-2014) eauHuy, mMaccoBom
(MonsapHOI) gonn 1 MaccoBOn (MOMSIPHON) KOHLEHTpa-
LUMN OpraHMYecKMX KOMMOHEHTOB B XXUOKUX U TBEPAbIX
BeLleCcTBax M marepvarnax Ha OCHOBE XWOKOCTHOW Wt
rasoBoll XpOMarTo-MacC-CMeKTPOMETPUN C N3OTOMHBIM
pasbaBneHvem n rpasumeTpun [12].
MpocnexmBaeMoCTb aTTeCTOBaHHbIX 3HadYeHun CO-1 u
CO-2 k 'OT 208-2014 Obina ycTaHOBINEHA B COOTBETCTBUM C
MW 3174-2009 c ncnonb3oBaHnem MeToda rpagyvpoBKy Mo
[BYM CTaHOapTHbIM 06pasLuam ¢ pa3HbIMi aTTeCTOBaHHBIMU
3HaYeHNSIMM MaccoBov Aonu. [Ins 3Toro 13 3TanoHoB cpaB-
HeHus Obinn npurotoBneHsbl pacteopbl (AP) ¢ maccosow
KOHLeHTpaumen nponaHona-1 unn nponaxona-2 B Boae 3 u

25 30 35

o

Puc. 3. Xpomartorpammel nponaHona-1 6e3 BHyTpeHHero craHgapta (a) u ¢

BHYTPEHHUM cTaHaapToMm (6)

Fig. 3. Propanol-1 chromatograms without internal standard (a) and with internal

standard (b)

70

t, MUH

5 r/am3, COOTBETCTBEHHO MO MpoLeaype NPUrOTOBNEHMS,
aHanornyHon npouegype npurotoenennss CO-1 n CO-2.
Metponormnyeckne xapakTepuCTUK/ BbIMUCIIEHBI MO HOp-
mynam (9), (10), oTHocuTenbHasi NOrPELLHOCTb MaCcCOBOW
KOHLEHTpaummn pacTBOPOB, MPUIOTOBIEHHBIX M3 3TaroHOB
cpaBHeHus (3P), He npesbiwaeT 0,2 %.

Anxanus 3P un attectyembix CO-1 n CO-2, NpurotoBneHHbIX
Tpemsi crnocobamu, BbIMOMHANM Ha ra3oBOM Xpomarorpade

40
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¢ asyms MW v aByms xpomartorpacnyecku- Ta6bnuua 5
MW KanUnisapHBIMA - KOMOHKamK, - MMEtoLLn- MeTponoruyeckue xapakTepMCTUKMN 3TaNlOHOB CPaBHEHUS
MW PasHyt MOMAPHOCTb Xuakon dasbl. [Ans
BBOAA NPO6 METOIOM PaBHOBECHOW MapOBOW OTarnoH cpaBHeHVs ATtTecToBaHHasa xapaktepuctuka | A, % | U (k=2), %
¢hasbl C TEPMOCTATMPOBAHIEM WCTIONb30BAIK X0 2.840.029-12/C3H80-1-2018 | Maccosas fonsi nponaHona-1 99,72 0,02
aBTOMaTUYeCKUi napodasHbiin NpobooToop-
HUK. YCNOBWMS aHanmaa: OB6bEM BBOAMMON X0 2.840.029-13/C3H80-2-2018 MaccoBas gonsi nponaHona-2 99,856 0,002
rasooii pasbl (06bEM netrm) 1 cm3; Temne-
patypa urbkektopa 110 °C; Temneparypa Tep- Ta6bnuuya 6
mocTata konoHok 40 °C; Temneparypa AeTek- MeTpornoruyeckue xapakrepuctukun CO-1 n CO-2
Topa 250 °C; pacxop rasa-Hocutens (asor)
6,6—6,7 cM3/MWH; Bpemst aHanmnaa 4 MyH. Konowka | CO | CM | Sepg, r/ a3 Uproer 1AM | Uy 1803 | Uy g 1803 | Uy g %

Kaxxgbli 13 pacTBOpOB BBOAMNM MO-
nepemeHHo B xpomartorpad no 10 pas npu 1 0,0177 0,0355 0,0078 0,0363 0,91
yKa3aHHbIX yCrnoBusix. BeixogHble curHanmbl co1 | 2 0,0141 0,0281 0,0078 0,0292 0,73
(nnowagn  xpomatorpadHecknx  MMKOB,
pA-c) Ha xpomaTtorpammax OP u atTectye- A 3 0.0117 0.0235 0,0078 0,0248 0,62
MbIx CO-1 n CO-2 obpabarbiBanu B COOT- 1 0,0137 0,0274 0,0077 0,0285 0,71
BeTcTBMK C anroputmom 8.3 M 3174-2009.

CO-2 2 0,0125 0,0251 0,0077 0,0262 0,66

Mony4eHHble 3HaYeHWs METPONOrMYECcKNX
xapakTepuctik CO cocTtaBa pacTBOPOB Npo- 3 0,0164 0,0328 0,0078 0,0337 0,84
nawona-1 (CO-1) v nponarona-2 (CO-2) 1 0,0177 0,0355 | 0,0078 0,0363 0,91
npeacraeneHbl B Tabn. 6, rae CI — cnocob
MPUIOTOBMNeEHNst; Sgpg — CTaHOA@pTHOE OT- Co-1 | 2 0,0140 0,0280 0,0078 0,0291 0,73
KInoHeHne cpeaHero OTHOLWIEHUA BbIXOOHbIX 3 0,0118 0,0236 0,0078 0,0248 0,62
curHanos; Uy, ., U, — CTaHaapTHele Heorpe- B
OENEHHOCTU, OOYCNOBMNEHHbBIE NMPELM3VOHHO- 1 0.0137 0.0273 0.0077 00284 0.7
CTbIO M UCMOMb3yeMbIMU perepamm, COOTBET- co-2| 2 0,0126 0,0251 0,0077 0,0263 0,66
CTBEHHO; U, ghey — CYMMAPHAS! CTAHAAPTHAS 3 0,0164 0,0328 | 0,0077 0,0337 0,84
HeonpeaenéHHOCTb OT XapakTepu3aLmu.

AHanus pesynsratoB. 3HaveHust atTe-
ctyemon xapaktepuctukn CO, ycTaHOBMeEH-
Hble MO npouedype MPUrOTOBIIEHNS WM CPaBHEHMEM C 3TarioHamu,
npakTuyecky coBnanu B npeaenax norpewwHocty. MorpetuHocts CO-2
HECKOMbKO BbILle, YeM norpeluHocTb CO-1, 4yto MOXeT ObiTb 00y-
croBrneHo bornee BbICOKOW NETYYECTb0 NpOonaHona-2 no CpaBHEHMIO
¢ nponaHoromM-1 (Temnepartypa KuMeHusi nponaHona-2 COCTaBnsieT
82,4 °C, yto Ha 15 °C HwKe TemnepaTypbl KUNEHWs nponaHomna-1).
OTMETUM, YTO NPY YCTAHOBIEHNM aTTECTOBaHHbIX 3HadeHun CO pac-
YETHO-3KCNEPYMEHTarbHLIM METOAOM MO MpoLenype NPUroToBNEHNS
HeobXxoaMMO yumTbIBaTL BCE CBOWCTBA NCMONb3yeMbIX BELLECTB.

OpHopogHoctb CO-1 1 CO-2 kak pacTBOPOB SBMSETCA OYEBUL-
HOW 1 He nccnegoBanack. CTabunbHOCTb He 13yyanachk. YCTaHOBIEH
MUHUMATIbHbIN CPOK rOAHOCTM 1 rod, COOTBETCTBYHOLLMIA CPOKaM rod-
HOCTM aHanornyHbix CO cocTaBa pacTBOPOB METaHONMNa 1 aTaHona.

3akntouyeHne. PaspabotaHHas meToguka nNpPUroTOBNEHUS
ob6ecneunBaet nsrotoBneHme CO ¢ METPONOrM4yeckMMmn xapak-
TEPUCTMKAMU, COOTBETCTBYHOLLMMM HOPMUPOBAHHBIM B TEXHUYE-
CKOM 3a4aHunn, YTO NMO3BONUT BbiNyckaTb cneaytowme naptum CO.
KoppekTHoe uCrnonb3oBaHNe pacyETHO-IKCNEPUMEHTarbHON
npoueaypbl NPUroTOBNEHUSA MO3BOMNSAET MOMyYMTb aTTeCTOBaH-
Hble 3HayeHns1 CO ¢ Takon ke TOYHOCTbI, Kak M Mpu MUCMOSb-
30BaHMK 3TanoHOB cpaBHeHus. PagpaboraHHbie CO-1 n CO-2
BHeceHbl B [0CyaapCTBEHHbIN peecTp yTBepXAEHHbIX Tunos CO:
CO coctaBa pactsopa nponaHona-1 Ne 11383-2019; CO cocta-
Ba pacTtBopa nponaHona-2 Ne 11384-2019.
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Development of reference materials with the composition of propyl

and isopropyl alcohol solutions
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Certified reference materials (CRM) composed of propyl (11383-2019) and isopropy! (11384-2019) alcohols solutions were created
for validation of measurement procedures and control of measurement errors of measurement results of mass concentrations of toxic
substances (alcohol) in biological objects (urine, blood) and water. Two ways of establishing the value of the certified characteristic — mass
consentration of propanol-1 or propanol-2 have been studied. The results obtained by the preparation procedure and comparison with the

standard are the same within the margin of error.

Key words: certified reference materials, propanol-1, propanol-2, certified characteristic, preparation procedure, traceability,

comparison to standard.
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