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Cmambs noceéawena paspabomxe 20cy0apCmeeHHo20 6MOPUUHO20 IMANOHA eOUHUY MACCOBOU O0NU U MACCOBOU
(MonApHOT) KOHYyeHmpayuu OpeaHuyeckux KOMHOHEHIMO8 8 JICUOKUX U MEepOblX Geujecmeax U Mamepuanax md
0CHOBe 2a30601l U HCUOKOCMHOI Xpomamozpaguu. B pabome npedcmagnen cocmas 2ocyoapcmseentozo 8mopuiHo2o
IManona, a makice npedcmagieHvl pe3yibmamyl OYeHU8aHUs Mempono2udeckux xapakmepucmux. Paccmompena
npobnema obecnevenus mpedbosanus NPOCIEHCUBAEMOCU pe3yibmamos usmepenuil 0o eounuy CH. [Ipednosicero
08a nNoox00a NoaydeHus eOUHUYsbl OM 20CYOAPCMBEEHHO20 NEPEUUHO20 IMALOHA eOUHUY MACCOBOU (MONAPHOIL)
001U U MACCOBOU (MONAPHOU) KOHYEHMPAYUuu OPeaHuyecKux KOMNOHEHMO8 8 JICUOKUX U MBEPObIX Belecmaax
U Mamepuanax Ha OCHO8e HCUOKOCMHOU U 2A30801 XPOMAMO-MACC-CREKMPOMEMPUU C U30MONHLIM Pa3dasieHuem
u epasumempuu I'OT 208—2014: memodom ciuuenuii u ¢ NOMOWbIO 3MANOHO8 cpasHerus. [Ipusedenvl npumepsi
peanuzayuu YKasamHulX nooxX0008, UCHONIb30AHHbIE 6 X00e pa3pabdomKu CMAaHOApmMHLIX 00pa3y08 MOKCUYHBIX
sewecms, a UMeHHO cmanoapmuozo oopaszya cocmasa nn-AAT (mn-AAT CO YHHUHM) u cocmasa pacmeopa
oens(o)nupena ¢ ayemonumpune (C,yH;, CO YVHHUHUM). Onucanvl pezyiomamosl YyCmMaHO8IeHUs MEMPOLOSULECKUX
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Xapaxkmepucmux Cmanoapmusix 00pasyos, 8Ka4as CMAaHOAPMHYIO HeonpeoeieHHOCMb, 00YCl08IeHHYI0 CHOCOO0M
onpeodenenus ammecmo8aHno20 3HAYEHUs, d MaKdce CManoapmHule HeonpeoenenHoCmy om HeoOHOPOOHOCMU,
KPAmMKOBPEMeHHOU U 001208PEMEHHOU HeCmaduIbHOCIU.
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The article is devoted to the development of the state secondary measurement standard of mass fraction units
and mass (molar) concentration of organic components in liquid and solid substances and materials based
on gas and liquid chromatography. The composition of the state secondary measurement standard, as well
as the results of evaluating metrological characteristics have been considered. The problem of ensuring the
traceability of measurement results to SI units is given in the article. Two approaches are proposed for obtain-
ing a unit from the state primary standard of mass (molar) fraction units and mass (molar) concentration of
organic components in liquid and solid substances and materials based on liquid and gas chromatography-
mass spectrometry with isotopic dilution and gravimetry GET 208-2014: by comparing and using transfer
standards. Examples of implementing the indicated approaches used during the development of reference
materials of toxic substances, namely a certified reference material for composition of p,p-DDT (p,p-DDT,
CRM of UNIIM) and a certified reference material for composition of benz(a)pyrene solution in acetonitrile
(CyH ;5 CRM of UNIIM) are given. Results of determining metrological characteristics of reference materials
including standard uncertainty due to characterization and standard uncertainties due to inhomogeneity, short
and long-term instabilities are described.

Key words: measurement standards, certified reference materials, gas chromatography, liquid chromatography, traceability
of measurement results, CRM for composition of p,p-DDT, CRM for composition of benz(a)pyrene solution in acetonitrile,
toxic substances

m «CraHpaptHble obpasup» T.13. Ne1, 2017
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BeegeHue

HenpepbiBHOE pa3BUTUE OPraHW4ecKoro CUHTE3a,
B 0CO6EHHOCTM Ha 6ase HedTW, NPUPOLHOro rasa u yrns,
POCT MPOU3BOACTBA MOJIMMEPOB, 3JIEMEHTOPraHNYeCcKuxX
COEINHEHMIA, 6UONOTMYECKN aKTUBHbIX MPenapaToB Ass
MeAMLMHbI, CeNbCKOro X03fMCTBa, 3anpockl 6uonoruu,
OpraHn4eckom xumum, TpeboBaHUs OXpaHbl OKPYXXatoLLel
cpeapbl — BCe 3T0 NpeAnofaraeT pasBuTMe OpraHU4eckoro
aHanmaa [1, 2].

CywecTsytouas noTpe6HOCTb B METPOSIOrNYECKOM
06eClnevyeHnmn pes3ynbTatoB OPraHN4yeckoro aHannsa
npueena B 2014 rogy K CO3[aHMIO rOCYLAPCTBEHHOIO
NepBUYHOr0 3TANTIOHA eMHIL MAcCOBOI (MONAPHOM) LOMN
1 MaccOBOM (MOMSPHOIA) KOHLIEHTPALMKN OPraHNYecKnx Kom-
MOHEHTOB B XWUAKWX 1 TBEPAbIX BELLECTBAX W MaTepuanax
Ha OCHOBE >XWOKOCTHOW M ra3oBON XPOMaTO-mMacc-Crek-
TPOMETPWUM C M3OTONHbLIM pa3baBfieHNEM U TPaBUMETPUM
(manee M'3T 208-2014)", a Takxe K pa3paboTKe NOBEPOYHON
CXEMbI, PerfameHTUpYIOLEn CUCTEMY Mepefadn eauHuy
B 06nacTu opraHunyeckoro aHanmsa [3]. Metponoru-
yeckne xapakrepuctuku 3T 208-2014 npefacrtassieHb!
B Tabn. 1.

' 3T 208-2014. TocynapCTBEHHbIA NEPBUYHBIA 3TANOH EAUHUL
MaccoBOW (MONIAPHOIA) 40U U MACCOBON (MOMISIPHOM) KOHLEHTpaLnu
OpraHn4ecknx KOMMOHEHTOB B XWAKUX M TBEPAbIX BELLECTBAX W
matepuanax Ha OCHOBE >XWAKOCTHOW U ra3oBOil XpomaTo-macc-
CMEeKTPOMETPUN C W30TOMHbIM pasbaBneHnem u rpasumetpun //
Poccranpapt [caiit]. URL: www.fundmetrology.ru/08_standard/2list.
aspx?z=&n=208-2014&r=.

Ha ocHOBe aHanu3a M3MepuTeNibHbIX NOTPe6HOCTEN
B 06/1aCTM OpraHM4yeckoro aHanu3a COCTABJIEH MepeyeHb
NPUOPUTETHBIX HAMPABNEHWUA U3MEPUTENbHBIX XUMUKO-
aHaNUTUYeCKNX 3adad, peanuayemblx Ha 9T 208-2014.
MeTofonornyeckue noaxofbl COCTaBNEHUA NEpPeyvHs
npencrassieHbl B [4].

OfHAKO CMMCOK OpPraHM4yecKux KOMMOHEHTOB, NOAMe-
XKALLMX KOHTPOHO, HEMPEPbIBHO pacTeT, YTO HaknafblBaeT
JOMOMHNUTENbHbIE TPEOOBAHNS K METPONOrM4YecKomy 06ec-
NeYeHMo COOTBETCTBYIOLLMX METOAO0B KOHTPOSIS, CO3JaHMI0
CTaHAAPTHbIX 06pa3L0B YMCTbIX OPraHWYECKUX BELLECTB,
MaTpUYHbIX CTaHAAPTHbIX 06pa3L0B, a TAKXe K nepejaye
eAVHULbI 00 paboyMx CPeAcTB U3MEPEHWIA W ucnbiTa-
TenbHbIX naéopartopuit. Mpu 3TOM B COOTBETCTBUM C [3]
3T 208-2014 moxeT 6biTb NPUMEHEH ANS Nepeaayun
eMHUL, COIEPXKAHMS OPTraHN4ecKUX KOMMOHEHTOB BTO-
pUYHbIM 3TanoHam. B cBaAsn ¢ atum B OIYIM «YHUUM»
B nepuog ¢ 2015-2016 rr. B pamkax HUP «[1poBenexune
MccnepoBaHunii B 061acTm U3MepeHnin oU3nKo-xumm-
4eCKOro cocTaBa U CBOWCTB BELECTB MO pa3paboTke
KOMMJieKCa METPOJIOTMYECKOro 06eCneveHns UAeHTU-
(OuKaumm TOKCUYHbIX BELLECTB B MULLEBbLIX NPOAyKTax
11 MTPOLOBOIbCTBEHHOM Cbipbe» BbINK NPOBeAEeHbI PabOThl
Mo CO3JaHMK0 BbICOKOTOYHOW M3MEPUTENIbHON YCTaHOBKU
B BM[E roCy[apCTBEHHOr0 BTOPMYHOIO 3TaNoHa, a Takxe
pPaccMOTPEHNI0 BOMPOCOB MAEHTUUKALMKA TOKCUYHbIX
BELLECTB B MULLEBbIX NPOAYKTaX M NPOAOBOJSIbCTBEHHOM
cbipbe [9].

Ta6nuua 1. MeTtponoruyeckne xapakrepuctukn 3T 208-2014 [3]
Table 1. Metrological characteristics of GET 208-2014

HaumeHnoBaHue
XapaKTepUcTUKK

MaccoBas (monspHas) gons
KOMNOHEHTOB B YUCTbIX BELLECT-
Bax M PacTBOpPax OPraHUYECcKUX

BELLECTB U MaTepUanoB
1,0x10° - 99,99 %

MaccoBasi KOHUEHTpaUus KOMNOHEHTOB
1,0x10% - 100 r/gm?
MMONAPHAA KOHLEHTPALUA KOMMNOHEH-
1oB 0,20x10° - 2,0 monb/am®
B BELIECTBAX M pacTBOpax opraHuye-
CKHX BELLECTB U MaTepuanos

OTHOCUTENbHOE CpeaHeKBaapaTUYecKoe OTKIIO- 1,1 - 0,004 11-04
HeHue S,, % npmn=25 npun=>5
OTHOCUTENIbHAS HEMCKMOYEHHas CUCTeMaTYecKas
norpewwHocTs @, (npu P = 0,95), % 1.7-0,005 17-05
A 1,1 - 0,004 11-04
CraHgapTHas Heonpege- |T4na npun=5 npun=5
NEHHOCTb, %
Tnna B 1,0 - 0,003 1,0-0,3
PaclmpeHHas HeonpeaeneHHocTb, % npu k = 2 3,0 - 0,010 3,0-1,0
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FocypapcTBEHHbIM BTOPUYHbIA 3TaNIOH
eVH1L, MaccoBOW AOJIN U MacCOBOW
(MONsipHOM) KOHLEHTpauMn opraHu4ecKux
KOMMOHEHTOB B XUAKUX U TBEPAbIX
BellecTBax U Matepuanax Ha OCHOBe
ra3oBOol M XUAKOCTHOW XpomaTtorpacpuu
MBAT 208-1-2016

[ocynapCTBEHHbIN BTOPMYHBIA 3TasoH, NpeAHas3Ha-
YEHHbII AN BOCMPOM3BELEHUA, Nepefayn u xpaHeHus
eLMHUL, COLEPXXaHNA TOKCUYHbLIX BELLECTB B MULLEBbIX
NpoAyKTax, Co34aH Ha OCHOBE Ta30BOW W XUAKOCTHOM
Xpomarorpadum.

[a3oBas xpomarorpaus TpaguUNOHHO NMPUMEHSETCS
LN aHanu3a LWUPOKOro Kpyra TepMOoCTabuibHbIX COeam-
HEHWIA: MpefeNibHbIX W HenpenesbHbIX YreBoLop0ooB,
HedbTeNPOJYKTOB, CMMPTOB, KETOHOB, aNbJErA0B, NeCTULM-
[0B, NONNapoMaTU4ecKnx yrnesogopoaoB, HaPKOTNYECKIX
CpeAacTs U T.Mm. OrpaHnyeHns MeTOAA CBA3AHbI C HEBO3MOX-
HOCTbH NPOBEJEHMS aHaN3a BbICOKOMONAPHBIX U TEPMOHE-
CTabUIIbHbIX COeMHeHuiA. [pobiema MOXeT 6bITb peLleHa
NyTeM WCMONb30BAHMSA peakunii fepusatn3auuu, 10 ecTb
NOJTy4eHNs HEKOTOPOro NPOU3BOAHOIO, YA0NETBOPSIOLLEr0
yCnoBuaM aHanu3sa [6].

B cocTase MBIT 208-1-2016 razosas xpomartorpadus
npeacTaBneHa razosbiM xpomatorpadom Agilent 7890A
C Macc-cnekTpomeTpuydeckum aetektopom Triple Quard
Agilent 7000 (Agilent Technologies, CLLA).

MunaKocTHas xpomartorpadms npuMeHuma gns ava-
Nn3a XNUAKUX W TBEPAbIX OpPraHM4YecKnX BELLECTB, B TOM
4yucrie nIoXo NeTy4nux U TePMUYECKN HECTabUIIbHbIX,
NOCKOJIbKY XpoMartorpacdm4eckoe paszefieHne npoBoauTCs
npu Temneparypax, 6msKnx K KomHatHom [7]. B cocTase
BAT 208-1-2016 »wuakocTHas xpomaTorpadus npea-
CTaB/iIeHa MOAY/bHOW CUCTEMOI )15 BbICOKO3) D eKTUBHON
XKNIKOCTHOW xpomartorpadpum «Maactpo-14» B KOMMIIEKTe
C [lETEKTOPOM Ha JMNOLHOI MaTpuLe 1 (pnyopUMETPUYECKIM
netektopom (000 «MHTepnab Gepsuc», Poccus).

OnpepeneHne COOEPXaHWUA TOKCUYHbLIX BELLECTB
B MULLEBBIX MPOAYKTAX ABJIAETCH CIIOXHOW MHOrOCTYNeH-

4yaToM npouedypoii, nepBbin 3Tan KOTOPOW npeanonaraet
W3BNEYEHNe aHanuToB M3 MaTpuubl. pn 3TOM BaXHO,
4TO6bI NpoLeaypa 3KCTpakLum 6bina MakCUManbHO Cenek-
TUBHOW MO OTHOLLEHWIO K aHanuTam, To ecTb 06ecneynBana
BbICOKYH 30DeKTUBHOCTb IKCTPAKLMW LIENEBbIX BELLECTB
NP1 MUHUMANbHOM W3BNEYEHUN CONYTCTBYIOLLMX COBLIMHE-
HW. B aHanWTU4eCKOil NPaKTUKE CYLLECTBYET MHOXECTBO
METOJI0B 3KCTPAKUUW U TEXHUYECKUX PELIeHUi Ans ux
peanu3auuun, TeM He MeHee peddepeHTHbIM MeToAOM [0
CUX nop ABNseTca 3KkcTpakuus B annaparte Cokcrnera,
9P eKTUBHOCTb KOTOPOI Mpu3HaHa 3TanoHHoW [8]. Mo
3TOM npuyuHe B coctaB MBIT 208-1-2016 BKNHOYEH 610K
npo60rnofroToBKM, COCTOALLMIA N3 3KCTPAKTOPA — annapara
Cokcnera SER 148 v rugpanusatopa HUG (Velp scientifica,
Wtanus).

Monubiii coctaB MBIT 208-1-2016 npeactaBnieH Ha
puc. 1.

B pamkax pa6ot no cosgaHuto B3T 208-1-2016
6bina paspaboTaHa MeTOAMKa aTTecTaUuu 3TanoHa
«MA 241-0252-2016 «[oCynapCTBEHHbIA BTOPUYHbIN
9TaNOH efMHML, MacCOBOW JOMW W MACCOBOW (MOSSPHON)
KOHLEHTPaLUN OPraHnM4ecKnx KOMMOHEHTOB B XUAKUX
U TBEPAbIX BELIECTBAX M MaTepmanax Ha OCHOBE raso-
BOW W XUAKOCTHOM Xxpomatorpacpum MBIT 208-1-2016.
MeToauka nepBUYHON U NEPUOAMYHECKON aTTecTaLumn».
PaspaboTaHHbIA LOKYMEHT BK/OYaeT B cebs mpoueaypy
KanubpoBKK 3TasoHa, KoTopas npegycMaTpuBaeT npu-
meHeHue 3T 208-2014, atanoHa cpaBHeHus m,7-O0T,
aTasioHa cpaBHeHUs 6eH3(a)nupeHa. MeTponoruyeckue
XapaKTepUCTUKM 3TallOHOB CPABHEHNS MPUBEAEHbI B Ta61. 2.

KannbpoBka 3TanoHa COCTOUT U3 psiga npoueayp,
HaLleNIeHHbIX Ha OonpefeneHne OeNCTBUTESNIbHbIX 3HAYEHWIA
METPONornyeckux xapakrepuctuk MB3T 208-1-2016:

1) oLeHKa MeTPOIOrMYeCKIMX XapakTepuCTUK BbIXOAHOTO
curHana macc-cenektmuHoro getektopa (MGJ);

2) OLEHKa METPOJIOrNYeCKNX XapakTepUCTUK BbIXOAHOMO
curHana gonyopuMeTpUYecKoro AeTeKTopa;

3) OLEHKa METPOOrNYeCKMX XapakTepuUCTUK BbIXOAHOMO
CuUrHana [eTekTopa Ha OUOAHON maTpule;

Ta6nuua 2. MeTponornyeckne XapakTepucTuK 3TanoHOB CPaBHEHMSA
Table 2. Metrological characteristics of transfer standards

HaumeHoBaHWe YMCTOro BeLLECTBA

MaccoBas ons 0CHOBHOro
KOMMNOHEHTa, %

PacwwupeHHan HeonpepeneHHocTb U
(npu k = 2), % (abc.)

mn-gaT
(1,1,1-Tpuxnop-2,2-an(4-xnopcheHunn)atan) 0,1239 0,0005
BeH3(a)nupeH 99,25 0,34
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U3MEPUTENEHLIW ENOK

MasoBbIA XpomaTorpacd
€ Macc-cnekTPOMeTPHYECKUM AeTEKTOPOM

GC/MS 7890A/7000(Agilent Technologies)

asTocadnnep

OuanasoH maccoebix Yncen (10-1050) a.e.m.
OTHOWeHWe curHaniwym 300:1

Mpepen gonyckaemoro CKO BeIXogHOro curHana
(nnowaan NKKa) Npyu aBTOMaTUYeCKOM [03MP OBaHUA
W NporpaMMpoBaHin TeMnepatypel 10 %

raioBbIi
Macc-AeTeKiop xpomarorpad

Xpomatorpad xkugkoctHon MA3CTPO 14 (MHTepnat)

Mpepen LOMYCTUMOrO OTHOCHUTENBHOIO OTKNOHEHUA pacxofa

3MK3HTA OT 33J4aHOro 3Ha4YeHNa (Npu pacxoge 1 CM3IMMH) -0075%

®Il-nerektop Mpeaen ponyckaemoro CKO BeIXxogHoro curHana npy BeoAe
aBTocamnnepom (n=8):

- - Mo BpeMeHN yaepxuBaHua - 0.5 %

- no nnowaaun nnka - 1.5 %
TepMoctar o,
- a i - no BblcoTe NUKa - 1%
PaGouunit cnekTpanbHbIi AMaNasoH:
C =T D) - LeTeKTopa Ha AMogHoi matpuue (OM-geTekTop) - (190-900) HM

[ | || | ] - - hnopumeTpUYeckoro getektopa {OJl-neTekTopa):
Hacoc [—] - (250900} HM (no perncTpaumm)
- (200-850) Hm {no Bo3BykaeHNK)

AM-petekiop

HaGop ana ToHKocnoMHoN xpomaTorpadgum (TCX)

(000 "Muna”)
| Becbl
E LE 225 D (Sartorius)
Y-
r=———N HMB=220r
Hagop HarpeBaTenbHbLIA - e U=0.0002r
NMNacTHHOK CTONHE i)
aa TCX YCM2 (25.00)°¢ “POUTTOPAbMIeckar v g ¢ 9541365 Hu
BENOK MPOBEONOOroTOBKHU
Moﬁcklaegﬁéeasszykosaﬂ UenTtpudryra CIM-6MT (ELMI)

YacToTa - 40 k'L OB bem npoGupok - (15-50) cm?
MoLWHOCTE YNbTPasBYKOEOro MukponpoueccopHad cMcTeMa yNpaBneHUA

wanyyeHus - 120 BT CKopocTe EpalleHuns poTopa - (100 - 3500) o6iMmMH
TeMnepaTypa Harpega (20-80)°C OTHocHTenbHaa ueHTpoGexHada cuna - (2-2300) G

CucTeMa nony4YeHWA CBERXYMCTON Bodbl
AnnapaT gna rugponusa N i ;
Arium mini (Sartorius
HU-6 (VELP) { )

Twn Bogbl - cBepxuncTas soga Tuna 1 (ASTM)

CkopocTk pas6opa Boael - He Gonee 1,0 nimnH

3abop sapaHHoro o6bema- o1 0,05 oo 5 nc warom 50 o’
TUAUYHAS 3NeKTPONPOBOAHOCTE - 0,055 MKCmicm(25°C)
TunuuHoe conpoTUBnerHue - 18,2 MOM - cm{25°C)

IKCTPAKUMOHHEIM annapaT
SER 148(VELP)

3KkcTpakuma no PeHpeny (ropavas
3KkcTpakuua no Cokcnety)

Bpema ummepcuu (0-999) MuH
BpemMa npouMbIEKKY (0-999) MUH
Bpemsa BoccTaHOBNeHUA
pacTBopuTena (3-999) MuH
TemnepaTypa HarpeBa (100-280) °C

TemnepaTypHbIi guanasoH (10-200)°c

BeiGop BpemeHU rugponusa (1-999) MuH
CTabunbHOCTE HarpeBaTensHoro 6Gnoka+05°C
PaBHOMepHOCTE HarpeBaTensHoro 6noka+05°C
TouHOCTb U3MEpeHNA TeMMepaTypbl £05°C

Puc. 1. bnok-cxema MB3T 208-1-2016
Fig. 1. Block diagram of GVET 208-1-2016
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4) onpeneneHne YMCTOTbl (MAcCOBOM JONN OCHOBHOTO
BeLlecTBa) o6pasua 1,7-A0T ¢ nocneyowmm cpaBHeHnem
pesynbTaToB U3MepeHui, nonyyeHHsix Ha AT 208-2014
1 MBIT 208-1-2016 ¢ y4eTOM 3asIBMEHHbIX PACLIMPEHHbIX
HeonpeeNieHHOCTE 3TalIOHOB;

5) nocTpoeHme rpagympoBOYHbIX XapaKTEPUCTUK C NpU-
MEHEHNeM 3TaloHOB cpaBHeHus 1,n-00T 1 6eH3(a)nmpeHa,
NpoBefeHNe 3MEePeHi 04HOM0 U3 rpafynpoBOYHbIX PacTBO-
POB C NOCNefyLWMM CpaBHEHNEM Pe3YNnbTaToB U3MEPEHWIA,
nony4yeHHblx Ha MBAT 208-1-2016 co 3Ha4yeHUeM, mony-

YeHHbIM NO npoueaype NpuUroToBieHnsa OT aTTeCTOBAHHbIX
3HAYEHUA 3TaNIOHOB CPABHEHMS.

OueHKa MeTpOoNIorMYecKnx XxapakTepucTumk

BbIXOAHbIX CUrHaNIOB AETEKTOPOB, BXOASALLMUX

B coctaB 'BOT 208-1-2016

PeaynbTathl kannéposkn MBAT 208—1-2016 npu oLeHKe
CTaHAAPTHOr0 OTKJIOHEHUS W CTAaHAAPTHON HeonpeaesieHHO-
CTV TMNa A pe3ynbTaToB W3MEPEHWA BbIXOAHOr0 CUrHana
(nnowagn nuka) npu aBTOMaTMYECKOM J03UPOBAHMU
npuBefeHsbl B Tabs. 3.

Ta6nuua 3. CTaHAapTHOE OTKIIOHEHWE W CTaHZApTHAsA HeomnpeaeneHHOCTb Tuna A pesynbraTos
M3MEpPEeHNiA BbIXOLHOMO CUrHana (nnoagn nuka) npum aBToMaTM4eckom A03UpOBaHMN
Table 3. Standard deviation and standard uncertainty of type A of measurement results of the output

signal (peak area) with automatic dosing

Cranpaprhas CpepnHekBagpath-
CpepHee 3HaYeHue | HeonpepeneHHOCTb OTHocUTENbHAsA OTHocUTENbHOE
Yeckoe OTKIOHEeHue
PesynbTarbl BbIXOJHOIO0 CUrHana | Tuna A, OTKNOHEeHue cTaHfapTHas e3ynbTaTa Hame- | CPEAHEKBaApaTHye-
U3mepenui (nnowapm nuka), pe3ynbTata U3me- | HeonpefeneHHocTb pesyn CKOE OTKNIOHEHHe,
. PEHUit BbIXOHOIO
ycn. ef peHuii BbIXOJHOrO THna A, % eMrHana, YOI e %
CUrHana, ycn. e » yen.
Macc-CcenekTuBHbIA AEeTEKTOP
1223970691
115155212,8
115504052,1 117987636,3 1304700,15 1,11 1304700,154 1,11
118440923,8
118440923,8
DryopuMETPUYECKINIA JETEKTOP
1097,739
1094,323
1094,839 1100,2458 2,90 0,26 2,90 0,26
1108,150
1106,178
[leTeKTOp Ha AWOAHON MaTpuLe
10,5342
10,3913
9,8975 10,55072 0,25 2,37 0,25 2,37
11,4418
10,4888
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Ta6nuua 4. Pesynbratbl U3MepeHWi i MaccoBOW LONW rpynn npumecei B 4yuctom n,n-O0T

Ha [B3T 208-1-2016

Table 4. Measurement results for mass fraction of the impurity groups in pure p,p-DDT obtained

with the help of GVET 208-1-2016

No Mpumeck MaccoBas pons, | Paclumpensas HeonpegeneHHocts U

n/n % (npu k = 2), %

1 Mpumecu, cxoxue no CTpf)eHM}O (3TanoHHas ycraHoBka, pea- 954 0.07
nn3yroLas MeTo[ rasoBoi XpOMATo-Macc-CneKTpoMeTpui) ’ ’

2. |Bopa* 0,29 0,02

3. | HeopraHuyeckne npumecn™* 0,00091 0,00010

4 JleTy4une npumecn, OTJ'IVI‘-IHbIev 0T BOAbl (OTanoHHAs YCTAHOBKA, <004 0.04
peanuaytoLlas MeTo[ ra3oBoil XpoOMarTo-Macc-CrnekTpoMeTpui) ’ ’

* Pesynbrar n3amepeHuin nosiy4eH ¢ NpUMeHeHNemM 3TanoHHOM YCTAHOBKM HA OCHOBE KYJIOHOMETPUYECKOro TUTpoBanus no Kapny duwepy

13 coctasa AT 173-2013".

** Pe3ynbTaT U3MepeHuit NosyyeH ¢ npumeHeHnem BT 196-1-20122.

OueHKa MeTpoIorM4ecKuxX XxapakTepucTuk
npu U3MepeHnn MaccoBoOW A0S OCHOBHOIO
KOMIMOHEeHTa

B xome nposefeHus paboT No OLEHKEMACCOBOW A0NK
OCHOBHOro KomnoHeHTa n,n-A4T B atanoHe CpaBHeHUS
n,n-0AT ucnonb3osaH noaxof «GT0 MUHYC CymMma npume-
Cei», NPUMEHsAeMbIN B HacTosLLee BpeMs MexxayHapoaHbIM
6topo mep n Becos (BIPM) un KoHcynbTaTUBHBIM KOMUTE-
TOM no konuyectsy Bellectsa (CCAM)® [9], kpome Toro
ycnewHo peanu3yembiin Ha 3T 208-2014 npu npoBeaeHUm
MEXAYHAPOAHbIX Kto4YeBbIX cnivyenunin [10].

[Mpy peanuzauny JaHHOTO NoAxoaa Heo6XxoaMmo 6bino
OLEHUTb COJepXaHWe NPUMECeii, CXOXUX N0 CTPOEHUHD,
HEOpraHN4ecKnx NPUMecen, BOAbI, a TAKXKE NETYYUX Mpu-
Mecen, OTNINYHbIX 0T BoAbl. Moaenb n3amepeHuit B faHHOM
cflyyae MMeeT creayoLuin Bua;

o=100—( + Wy o +Wye +W,

JieTy4que,
OTJINYHbIE OT BOAbI

Wnpwmecm )v (1)
rie Wipuwecn — MaCCOBas 10N NPUMECEA, CXOXNX MO
CTPOEHUIO, %;

Wh,o — maccoBas nons ofbl, %;

Wieryune, ornusmsie or sone — MACCOBAS [0NS NETY4NX NpUMe-
Ceil, OTNNYHbIX OT BOAbl, %;

Wi — MaccoBas Jons HeopraHu4ecknx npumecei, %.

T T3T 173-2013 NI efuHML, MaccoBOM JOMU U MACCOBOIA
(MONAPHOM) KOHLIEHTpaumn BOAbl B TBEPAbIX U XUAKUX BELLECTBax
n marepuanax // Pocctangapt [cant]. URL: www.fundmetrology.
ru/08_standard/2list.aspx?z=&n=1738&r=.

2 196-1-2012 TocynapcTBeHHbIA BTOPUYHBIA 3TANOH eAUHNL
MaccoBOM A0SN U MAcCOBOM (MOSIAPHOM) KOHLEHTpaLU MeTannos
B XWIOKNX 1 TBEpAbIX BellecTBax U matepuanax / OrYM «YHUNM»
[canT]. URL: http://www.uniim.ru/gauge.html.

¢ BIPM. URI: http://www.bipm.org/en/about-us.

i3mepeHns cofiepxaHus npumMeceil, CXOXMX No CTPo-
EHUIO, @ TaKXe JIETY4UX NPUMECEN, OT/IMYHbIX OT BOAbI,
NPOBOAUMN B COOTBETCTBMI C METOLMKON BOCMPOU3BEAE-
HWUS, NPeLCTaB/IEHHON B PYKOBOACTBE MO 3KCrnyataunu Ha
B3T 208-1-2016. MeTognKa BOCNPOM3BEEHII OCHOBaHA
Ha MeToJe ra3oBOW Xpomarorpadum ¢ Macc-CrekTpome-
TPUYECKUM [eTEKTUPOBAHNEM.

I3mepeHne cofepXxaHns BOAbI NPOBOAMIN HA 3TaNOH-
HOI1 YCTaHOBKE Ha OCHOBE KYNTOHOMETPUYECKOro TUTPOBAHUSA
no metoay Kapna ®uiiepa, BXoAsLled B COCTaB rocynap-
CTBEHHOrO MepBMYHOr0 3TanOHA eAMHWL MaccOBOW AOMN
1 MaccoBOW (MOMAPHON) KOHLEHTpaLuUu BOAbl B TBEPAbIX
N XUOKMX BellecTBax U matepuanax MT 173-2013 [11].

i3smepeHmne cofepxaHus HeopraHm4eckux npumMecei
NPOBOAWAN HA FOCYAAPCTBEHHOM BTOPUYHOM 3TasnoHe efu-
HUL, MaCcCOBOM 0N 1 MacCOBOW (MOSIIPHOI) KOHLLEHTPaLmN
METassoB B XWAKUX W TBEPLbIX BELLECTBAX U MaTepuanax
B3T 196-1-2012 [12,13].

CymmapHyo CTaHAAPTHYH HeonpeaeneHHOCTb Pe3ynbTaTos
N3MEPEHUIA NPy BOCIPOU3BEAEHNN EAVHULLI MACCOBOI LONN
OpraH14eckux KOMMOHEHTOB, Ug, OLEHUBAIN N0 qhOpMYIe;

2 2 2 2
Ug = \/unpmmecm + UH20 + Unie + Uneryune, : (2)
OT/INYHbIE OT BOAbI
PaCLUVIDBHHy}O CTaHAAPTHYO HeonpeaeeHHOCTb BbI4KC-
nanm no copmyne:

U=k-ug (3)

rae kK — KoauumeHT 0xBaTta, paBHbIil 2 NpW JOBEPUTENb-
Hoil BeposiTHocTM P = 0,95.

Pe3ynbTatbl M3MePEHUI BbISIBMIEHHBIX TPYNM NpuMecei
NpeAcTaBieHbl B Tabn. 4 ¢ ykasaHWem pacLUMPEHHbLIX He-
onpeneneHHOCTel.
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Ta6nuua 5. CnuyeHne pe3ynbTaToB M3MEPEHMIA MACCOBOW 0N OCHOBHOMO KOMMOHEHTa B 06pasLie
quctoro n,n-A0T (kaHgmpar B CO) Ha 3T 208-2014 n BIT 208-1-2016

Table 5. Comparison of measurement results for mass fraction of the main component in the sample
of pure p,p-DDT (a candidate CRM), obtained with the help of GET 208-2014 and GVET 208-1-2016

PesynbTat namepeHua, PesynbTat U3mepeHui,
HaumeHoBaHue . , ) 2
XapaKTEpUETHKH nonyyenHblii Ha 3T 208-2014 | nonyyenHbiii Ha FBIT 208-1-2016 |Wr53T _WI’ST| =\ Ufgat + Urar
Wrar Wrgar
MaccoBas pons n,n-ﬂﬂ,oT 96,74 97.76
(ocHOBHOE BeLLeCTBO), %
P 1,02 < 1,08
aclmpeHHas ] 0.42 0.99
HeonpeneneHHocTb, %

Peaynbratbl kKannéposku MBAT 208-1-2016 npu nsme-
PEHUM MacCOBOM [OMN OCHOBHOrO KOMMOHEHTA B 06pasLie
yuctoro n,n-O0T npuseneHsl B Tabn. 9.

OueHKa MeTpoNIoOrMYecKUX XapakTepucTuk
npu U3MepeHnn MaccoBon [ONU
KOMMOHEHTa B pacTBope

[MocTpoeHMe rpagymMpoBOYHbIX XapakTePUCTUK Ha
IB3T 208-1-2016 npoBoaMnu C NMPUMEHEHNEM 3TANOHOB
cpaBHeHua m,7-00T n 6eH3(a)nupeHa. PactBopbl roTo-
BUIM METOAOM MOCIIeA0BATENbHOr0 pa3baBneHns n aanee
MX 3aKanbiBann W aHanM3uMpoBaNu, Ha4yMHas C pacTeopa
C HaMMeHbLUei KOHLEeHTpaLme.

C uenbto OLEHKN METPONOrnYecKUx XapakTepucTuk
npu U3MePEHN MacCcoBOI 10N KOMMNOHEHTOB NPOBOANNN
Habop CTAaTUCTUYECKMX AAHHbIX C NPUMEHEHWEM PacTBOPOB:

— pactBop 7,n-[0T B rekcaHe, npeAcTaBnstoLLImniA cO60/
pacTBOp 3TanoHa cpaBHeHus n1,n-[0T, pa36aBneHHbI
B ~30 pas;

— pacTBop 6eH3(a)nMpeHa B aLeTOHUTPUNE, NpeacTas-
NAOWMA co60i pacTBOP 3TaioHa CPaBHEHMS C MacCOBON
KoHueHTpauwein ~0,01 ppm.

3HaveHus maccoBbIx goneii m,7-A0T n 6eH3(o)nupeHa
OLieHMBANM No rpafynpoBOYHbLIM KpUBbLIM. B flaHHOM cnyyae
MOZEeNb U3MEPEHNA UMEeT CrneayoLwuin Bua;

:ﬂ, (4)

b
rae o — mMaccosas [ofif onpenensieMoro OpraHu4eckoro
KomnoHeHTa (n,n-O0T wnn 6eH3(o)nupen), %;

S — nnowagb NnKa, COOTBETCTBYHOLLASA ONpeaensiemMomy
KOMMOHEHTY;

a — CBOOOJHDbIA YneH rpagynpoBOYHON 3aBUCUMOCTHU;

b —yrnoBomn KoadPULIMEHT rpagynpoOBOYHON 3aBUCUMOCTM.

CTaHgapTHyt0 HeonpeneneHHOCTb Tuna A pesynbTaToB
M3MEPEHUA Npu BOCNPOU3BEAEHUN e[NHULI MACCOBO
[ONU OPraHMYecKMX KOMMOHEHTOB Ha 3TanoHe, Uy, Bbl4Yi-
cnsanu no doopmyne:

()
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CTaHaapTHYO HeonpeaeneHHoCTb TUna B Bbluncnsnm

no dopmyre:
ENONAT

rne c;, — KOS MUMEHTbI YYBCTBUTENILHOCTW, KOTOpbIE
BblYuCnann no cneayrowm BbIPpaXXeHNAM:

oo 1
— = 6
oS b ©)
o 1
— = 7
oa b ")
o0® 1
—_—=— 8
ob 0 ®)

CyMMapHyt0 CTaHAAPTHYI HeonpefesieHHOCTb BblYM-
cnanm no dgoopmyrne:

Uy = UG +12. (9)

PaclumpeHHyto CTaHLapTHYO HeoMnpeaeeHHOCTb BblYK-
cnanu no gopmyne:

U=k-ug (10)
rae k — KoadhuumeHT oxBara, paBHbI 2 Npu JOBEPUTESb-
HOM BeposTHocT P = 0,95.

Peaynbratbl Kanuoéposku MBAT 208—1-2016 npu nsmepe-
HUM MaccoBoii fonu n,n-A0T B pacTBOPE rekcaHa Ha dTasnoH-
HOIi yCTaHOBKe, peanuaytollen meto BIXKX ¢ aeTekTopom
Ha AMOJHON MaTpuue, NpuBeaeHsl B Tabn. 6.

Pesynbrathl Kanubposku NB3T 208-1-2016 npu namepe-
HUK MACCOBOI [0 6eH3(o)IMpeHa B pacTBOPE aLETOHUTPUNA
Ha YCTaHOBKe, peanuaytoLlern meton BAXKX ¢ donyopumetpu-
YeCKUM [IeTEKTOPOM, NpuBeAeHb! B Taon. 7.

Takum 06pa3om, 0606LLEHHbIE METPOSIOrMYECKME XapaK-
Tepuctukn MBIT 208-1-2016, npeacTaBneHHble B Tabs. 8,
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Ta6nuua 6. CnnMyeHne pesynbTaTtoB U3mepeHunii maccosoin gonu n,n-A0T B pacTBopax
Table 6. Comparison of measurement results for mass fraction of p,p-DDT in solutions

Pe3ynbTat u3mMepeHui, NONYYEHHbI AN pacTBopa
[12 2
xl:aumeuoaauue NPUroTOBJIEHHOI 0 aTTeCTOBAHHOrO Ha |WI'BST _WI'ST| = \Urgar + Urar
PaKTepUCTHKK
U3 3TaNoHa CPaBHEHUS, Wiy B3T 208-1, Wrgar
MaccoBas gons n,n-O0OT
’ 1,882 1,856
B pacTBope, MKr/T ’ ’
2 1
PacwmperHas 0.019 0.024 0,026 < 0,03
HEeonpenesleHHOCTb, MKI/T ’ '

* MNpuBefeHo 3Ha4YeHne, pacinuTaHHoe ang pacteopa n,n-LAT, nony4yeHHOro pa3baBneHmem 3TtanoHa cpasHeHus. Xa 2.840.026-02/1-2016.
PaclwupeHHas HeonpeaeneHHOCTb Pa3baBneHHOro pacTBOpa 3TanoHa CPaBHEHMS pacCHYMTaHa C Y4eTOM 3HA4YeHNs PacLUMPEHHON HeonpeaeneH-
HOCTI 3TanoHa CPaBHEHMS U MPOLEeAYPbl NPUroTOBNEHUs pa3baBneHHOro pacTeopa Ha MBIT 208-1-2016.

Ta6nuua 7. CnnyeHne pesynbrata U3MepeHWiA MaccoBOM JoNn 6eH3(a)nMpeHa B pacTBope,
nosnyyeHHoro Ha MBAT 208-1-2016, ¢ ONOPHbIM 3HA4EHUEM, HAXOAALMMCS B [1ana3oHe MaccoBOM
ponu ot 0,005 go 0,015 mKr/r

Table 7. Comparison of the measurement result for mass fraction of benz(a)pyrene in solution
obtained with the help of GVET 208-1-2016, with the reference value in the mass fraction range from
0,005 to 0,015 po/g

OnopHoe PesynbTat u3mepeHui,
HaumeHoBaHue xapaKTepHUCTHKH 3Hay4eHue*, NONy4eHHbli Ha |WFBST _WF3T| = \/UrZBST + Ur23T
Wrar BT 208-1, Wygar
Maccosas fons 6eH3(o)nupeHa B pactsope, mkr/r| 0,01320 0,01330
PcluvpeHHas HeonpeaesieHHOCTb, MKI/T 0,00006 0,00010 0,00010 < 0,00011

* OnopHOe 3HayeHWe MAccOBOM [onu 6eH3(a)nupeHa B pacTBOPe MOSTY4EHO PACYETHbIM MyTEM C Y4eTOM NpOLeaypbl rpaBUMeTpuye-
CKOro NpuroToB/eHUs pacteopa. PaclmpeHHas HeonpeaeNeHHOCTb PacTBopa, NPUroOTOBIEHHOMO U3 3TaNiOHA CPaBHEHNUS — 6eH3(a)nupeHa
(Xn 2.840.029-05a/CyyH1,—2016), paccunTbiBaeTCa C y4€TOM 3HA4YEHUS PACLIMPEHHOI HEOMPEAENeHHOCTI 3TanoHa CPaBHEHWUS U MPOLEAypb
npurotosneHus Ha BAT 208-2016.

Ta6nuua 8. Metponoruyeckne xapakrepuctuku B3T 208-1-2016
Table 8. Metrological characteristics of GVET 208-1-2016

HaumeHoBaHue XapaKTepucTukun 3HayeHune XapPaKTepUCTUKKN
[nanasoH namepeHuint Npyu BOCNPOU3BEAEHUN eaUHMLBI MACCOBOI AO0MN OPraHUuYeckKux 10-.10©-99.99
KOMMOHEHTOB, % ’ ’
OTHOCMTENbHOE CpefHeKBaApaTU4ECKOe OTKIIOHEHWE Cy4aliHOW COCTaBNAOLLEN NOrpeLIHo-
CTW pe3ynsratoB W3MEpPeHWA Npu BOCNPOWN3BEAEHUN eAUHULbI MAcCOBOW [OMN OpPraHn4YecKmnx 1,6-0,008
KOMMOHEHTOB (1 = 5), S, %
OTHOCMTENbHOE CpefHeKBaApPaTUYECKOEe OTKIIOHEHWE HEUCKITHOYEHHOM CUCTEMATUYECKO
MOrpPeLUHOCTI Pe3yNbTaToB U3MEPEHUI Npy BOCNPOWU3BEAEHUN eaUHILbI MAcCOBO 40NN 2,1-0,001
OPraHn4yecknx KOMMOHEHTOB, Sg, %
OTHOCMTENbHASA CTaHAAPTHAs HeOnpeaeneHHoCTb Tuna A pesynbTaTtoB U3MEPEHWid npu BOC-
NPOWU3BEAEHNN eANHMLI MAaCCOBOM JOJIN OPraHNYeckux KOMMOHEHTOB (N = 5), u,, %
OTHOCMTENbHASA CTaHAapTHas HEONpe/ieNeHHoCTb Tna B pesynbratoB M3MepeHuUin npu Boc- 9 1-0.001
NPOWU3BEAEHNN eANHMLbI MAaCCOBOM O OpraHNYeckuXx KOMMOHEHTOB, Ug, % s
[nana3oH MaccoBbIX YWUCen, a.e.M. 10-1050
Mpemen ponyckaemoro CKO BbIXOAHOMO cUrHana (MioLagn nuka) npy aBTOMAaTM4eckom A03MpoBa-

1,6-0,008

HWAW 1 NPOrPaMMMPOBAHNN TEMMNEPATYPbI NS MACC-CEeNeKTUBHOIO AeTeKTopa, % 10
Pabo4yuin cnekTpanbHbIii Ananas3oH g JeTeKTopa Ha OMOLHOW MaTpuULe, HM 190-900
Pa6o4mit cnekTpanbHblil AMana3oH 419 PIyopyuMETPUHecKoro LEeTeKTopa, HM:
— 10 BO3OYX[EHUIO, 200-850
— N0 permcrpauumn 250-900
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MOJIy4eHbl NP U3MEPEHUU COLEPXaHWUA PasnuyHbIX
KOMMOHEHTOB B TBEPAbIX W XWAKMX BELLECTBAX W Mare-
puanax: obpasey n,n-OOT, pactsop n,n-O0T B rekcane,
pacTBop 6eH3(a)nupeHa B aueToHWUTpuUne. EguHuubl mac-
coBON Jonu KomnoHeHToB 0T AT 208-2014 nepepatotes
C MOMOLLbI 3TASIOHOB CPaBHEHWUA IGO0 MpPU CIUYEHUN
pe3ynbLTaToB W3MEepPeHUn, nonyyeHHbIx Ha 3T 208-2014
n B3T 208-1-2016.

Pa3pa6otka CO coctaBa n,n-OQAT n CO

cocTaBa pacTtBopa 6eH3(a)nupeHa

B xofe pa6otbl Hag [T 208-1-2016 6bina nocrasneHa
3aflaya paspaboTatb CTaHAApTHbIA 0bpasey (nanee — GO)
coctasa n,n-A0T n cTaHgapTHbIN 06pasel cocTaBa pacTeopa
6eH3(o)MpeHa ¢ BO3MOXHOCTbIO nepefaqn eauHuupsl ot
3T 208-2014.

AkTyansHocTs paspabotkn CO

B HacToslee BpeMs MCNONb30BAHME XNOPOPraHu-
yeckoro nectuumpa n,n-OoOT (1,1,1-tpuxnop-2,2-6uc
(4-xnopdeHunn) ataHa) BO MHOMMX CTpaHax 3anpeLLeHo,
a B Poccun ycTaHOBNEHbI NPefenbHO LONYCTUMbIE €ro
KOHLIEHTPAUMM B MPOLYKTax NUTaHMA, B NULLEBOM CbIpbe,
B 00bekTax OKpyxawowein cpefbl [14]. XKecTkne mepbl
KOHTpONs 06ycnoBneHsl Tem, 4yto n,n-A0T He pasna-
raeTcs co BpeMeHeM Ha 6e3BpefHble BellecTsa, cnabo
paspyLuiaetca u o6nafaet cnoco6HOCTbH HaKanImMBaTbCs
B BOJE, NOYBE, a TaKXXe B OpraHM3me YenoBeKa, XUBOT-
HbIX W B PacTeHUAX, 0Ka3blBas Ha HUX TOKCUYECKOe
BO3[eCTBME, OTHECEH K Tpynne CTOMKMUX OpraHnyeckux
3arpasHutenein (panee — CO3) [15]. OgHako, HecmoTps
Ha BBeJleHHble Mepbl KOHTpond, n,n-A0T npomonxaer
06HapyXnMBaTbCA NOBCEMECTHO. [1aHHOE fBNeHMe npexae
BCEro 00YCNOBNEHO aKTUBHbIM MCMNONb30BAHMEM YKa-
3aHHOr0 necTuuupa Bo BTOPOM monosuHe XX Beka [16].
BaXHO OTMETUTb HEOOXOAMMOCTb KOHTPONA COAepXKaHUs
NecTULMLO0B B NULLEBOI NPOAYKLMM B COOTBETCTBUK C [17].

BeH3(o)nMpeH — TUNUYHbIA KCEHOBMOTHK, YrIIeBOAOPOL
nonuuuknuyeckoro apomarndeckoro psga (MAY). OTHeceH
Kk rpynne CO3 n BeLLecTBam NepBoro knacca onacHoctu [18].

beHs(a)nnpen o6nagaet CUIbHON KAHLEPOreHHON
1 MyTareHHOW aKTWBHOCTbIO, BbI3biBas MPU MNOCTYNNEHNU
B OpraHmM3m Heo6paTuMble MyTaLMW FEHOB 1 OHKONOTNYe-
Cckue 3abonesanus [18].

K rpynne MAY OTHOCATCA COTHWU XUMUYECKNX BELLECTB.
AHanua rocynapcTBeHHOr0 peecTpa cTaHAapTHbIX 06pasLoB
YTBEPXXAEHHbIX TUNOB Poccuiickon defepaunn nokasan,
YTO MOYTY BCE TUMbI CTAHAAPTHbLIX 06pasuos MAY v gpyrux
TOKCWYHbIX BELLECTB WMEIT UCTEKLIee CBULETENbCTBO 06
YTBEPXAEeHUM Tuna n He BbinyckatTcs ¢ 2000-2002 rofos.
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Mpun atom Bce pencteylowme CO B HacToslee Bpems He
YOOBNETBOPAOT COBPEMEHHbLIM TPEBOBAHNAM K NPOCNEXN-
BaeMOCTU aTTeCTOBaHHbIX 3HaveHnin CO [19-21].

YreepxaeHue B 2014 rogy 3T 208-2014 BnepBbie
no3sonseT obecne4yntb nNogo6HbiM CO HeOb6X0AUMYHO
npocnexnsaemocts [3].

B cBA3M C 3TUM aKTyanbHOW ABNAETCHA 3ajava
paspabotkun CO coctasa n,n-OAT u coctaBa pactsopa
6eH3(a)nupeHa, yLoBeTBOPSAOWMX Tpe6OBaHUAM NPo-
CNeXuBaemMocTn 1 obecneyusaroLx notpeéHocts B8 GO
B COOTBETCTBUM C YTBEPXXJEHHOW rOCyNapCTBEHHOM MOBe-
pOYHOI cxemon [3].

Onmucanne CO

B kadvectBe ucxogHoro matepuana GO nmectuumpaa
npumensnca peaktus n,n-A0T (n,n-auxnopandeHnunTpu-
XJ10p3TaH) C MaccoBOW [0S OCHOBHOIO BELUECTBA He
meHee 95 % B Buae 6e10ro MenKoAUCNePCHOro NopoLLKa,
MOMELLEHHBIN B BUANY C KPUMMEPHOW KPbILLIKOA 06beMOM
5 cmM®. Buana 4ononHMTeNbHO 3ananBanach B NOANaTUNeE-
HOBbIN MakKeT.

B ka4ecTBe MCXOAHbIX KOMMNOHEHTOB NPW NPUrOTOBIIE-
Hum CO cocTasa 6eH3(o)nMpeHa Ucnosib30Banu peakTus
komnaHun Sigma-Aldrich (CLUA) ¢ maccoBoii goneii
6eH3(a)nupeHa He MeHee 96 % U peakTuB aLeTOHUTPUNIA
npounssogcTea 000 «HMK Kpuoxpom» (Poccus), copt 0.
O6pasel, npeactasnsaer coboil pacTBop 6eH3(o)nupeHa
B aLETOHUTPMIIE C MacCOBOW KOHUeHTpauuen ot 95 no
105 mkr/cm®, pacdacoBaHHblii M0 3 cm® B CTEKNSAHHbIE
BUAMbl C 3aXMMHON KPbIWKOW. Buana [ONOMHMTENbHO
3ananBanacb BO BJlarOHeNpPOHKULAEMbI NakeT U3 nonun-
9TUMEeHa.

Onpepenenne XapakTepuCcTHKN HEONPELENEHHOCTH

0T HEOJHOPOJHOCTH MATePUAaNoB CTaH[apPTHbIX

o6pa3yos

OueHnBaHue HeogHopoaHocT matepuanos GO no
nokaszatento «maccosas gonsg n,n-AAT» u no nokasartento
«MaccoBas KOHUeHTpauus 6eH3(a)nupeHa» npoBoanIIN
OJHOBPEMEHHO C ONPeAeneHnemM aTTeCTOBAHHbIX 3Haue-
HWUA. Bce mamepeHus BbinosiHeHsl Ha TBIT 208-1-2016.
JKCNepUMEHT COCTaBNeH U 06paboTaH B COOTBETCTBUU
CO CXeMOW 0[HO(PaKTOPHOro AMCMNepCMOHHOr0 aHanmaa
ANQVA ¢ yyeTom nonoxeHuin [22, 23]. Pesynbrathl oLe-
HUBAHUS HeogHopoaHocTM matepuana CO npencTaBneHbl
B Tabn. 9-10.

OTHOCMTENbHAA CTaHAapTHAas HeonpeaeNneHHOCTb OT
HeoHOpPOAHOCTU Uy, o AN CO coctasa n,n-AT cocrasuna
0,035 %, ans CO cocTaBa pacTBopa 6eH3(a)nupeHa —
0,56 %.
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Onpepgenenne aTTecToBaHHOro 3HaYeHns
W OLUeHNWBaHNe CTaH[apTHOW HEONpPESENeHHOCTH TOYHOCTW, XapaKTepHble ANA AdHHbIX METOAUK BOCMPOU3-

0T crnocoba xapaKTepu3aymm

CTBY M0 akcnnyataumu Ha MBIT 208-1-2016. Moka3atenu

BelleHWiA, npeacTasneHsl B 1a6n. 11.

13mepeHns npu yCTaHOBEHMN aTTECTOBAHHbIX 3HaYe- [Ins OUEHKW aTTeCTOBAHHbIX 3HAYEHWUIN MACCOBOIA
HUIA maccoBoi gonu n,n-O0T n MaccoBOW KOHLEHTpaLmN gonn n,n-00T n MaccoBoii KoHLUeHTpauum 6eH3(o)nmpeHa
6eH3(o)NMpeHa NPoBOANAN B COOTBETCTBUN C METOANKAMM NCMONb30BaNN Pe3ynsTatbl U3MEPEHWIA, NOJTyYeHHbIe NpW
BOCNPOM3BEAEHUNA, ABNAOLLIMUXCSH NMPUNOXEHNEM K PYKOBOA- ncenegoBaHun ogHopogHoctu CO.

Ta6nuua 9. Pesynbratel nsmepenunii maccoson gonu n,n-g0T
Table 9. Measurement results for mass fraction of p,p-DDT

HUMBD JK3emnnapa acoosan onn ”,n-un-.r’ - CFEAHMFI
o n Homep n3mepenus j pesynbTart
1 2 3 4 5 Wy
1 97,69 97,69 97,77 97,70 97,78 97,72
2 97,78 97,71 97,73 97,71 97,79 97,74
3 97,72 97,76 97,77 97,80 97,73 97,75
4 97,88 97,77 97,84 97,81 97,85 97,83
5 97,70 97,73 97,80 97,84 97,72 97,75
Ta6nuua 10. Pe3ynstatbl MU3MEPEHUt MACCOBOM KOHLEHTpaLuun 6eH3(o)nupeHa
Table 10. Measurement results for mass concentration of benz(a)pyrene
Homep oxsemnnana MaccoBas Kuuu:HTpauuﬂ ﬁeus(a)n‘upeua, MKr/cm® Cpenuui
o n OMep U3MEepeHus | pesynbTart
1 2 3 4 5 W,
1 98,57 99,32 99,40 99,60 98,67 99,11
2 98,37 98,97 98,51 97,95 97,94 98,35
3 98,80 99,14 98,82 99,01 100,13 99,18
4 99,83 99,87 99,89 99,38 100,81 99,96
5 100,00 98,76 98,91 99,14 99,35 99,23
6 99,28 99,28 99,01 99,70 99,42 99,34

Ta6nuua 11. [UanasoH U3MepeHWid, 3Ha4eHNs nokasaTtesen TOYHOCTM METOANK BOCNPOM3BEAEHNS Mac-
cosoi gosim n,n-A0T 1 mMaccoBoi KOHUEHTpauum 6eH3(a)nupeHa

Table 11. The measurement range, the values of the accuracy indices for the reproduction procedures
of the mass fraction of p,p-DDT, and the mass concentration of benz(a)pyrene

[Mana3oH U3MepeHuii, U3MEpSEMas BENMYMHA Cvmmapuau CTaHaapTHasd Pacmupeuuau HeonpeaeneHHocTb
p ’ p HeonpefeNeHHocTb Ug npu Ko3tpdpuumente oxpara k = 2
MaccoBasi KoHLUeHTpauus 6eH3(o)nupeHa 3 3
(80,0-150) mikr/cw® 0,5 mMKr/cm 1,0 mKr/cm
Maccosas pons n,n-00T 0 0
(95,0-100,0) % 05 % 1.0%

Reference Materials Vol.13. Ne1, 2017 m
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Uccneposanne crabunbHocTn matepuana

cTaHgapTHoro obpa3sya

[ns onpenenexus cpoka rogHoctn CO u cTaHAapTHOI
HeonpeaeneHHoCTN OT A0JITOBPEMEHHON HecTabuiibHOCTH
CNOJIb30BANN METO[, YCKOPEHHOro cTapeHms. [ng pacyeta
BPEMEHU CTapeHus (t, CyT) UCMONb3YETCA YpaBHeHNe BaHT-

lodhda [22]:

(1)

roe T — HasHavaeMsblii cpok rogHocTn CO, cyTku;

fy — Temneparypa xpanenus CO, °C;

t — Temnepatypa ucnbiTanus matepuana GO, °C.

PesynbTathl n3mepeHunii maccoBoi gonu n,n-A0T
11 MaccoBOM KOHLEHTpaLuy 6eH3(o)npeHa npy OLeHBaHNN
HeonpenesieHHOCT OT A0NrOBPEMEHHON HeCTabunbHOCTH
06paboTaHbl METOAOM JUHERHOW annpokcumauum [22]

1 NpeacTaBneHbl B Tabn. 12. Pe3ynbraThl UCCNEO0BAHNS
[0/ITOBPEMEHHON HecTabunbHOCTU B rpacduyeckom Buae
NpeAcTaBfieHbl Ha puc. 2.

ns noateepxxaeHus ctabunbHocTn matepuanos GO
B YCIIOBMSIX TPAHCMOPTUPOBKI ObIN NPOBEMEHbI MCCNEA0Ba-
HUS KPaTKOBPEMEHHOW CTabuNbHOCTM B TEYEHUE BPEMEHU,
Heobxoaumoro ana poctaeku CO no Poccun, ucnonb3ys
ycnyru akcnpecc-noytbl. G aToM Uenbio ak3emnnapbl GO
BblJEPXXMBANK B TeyeHue 14 aHei B KNMMATU4eCKON Kamepe
Unn TepmocTarte npu YCnoBusaX, yKasaHHbIX B Tabn. 13.

Mertponornyeckne xapakTepucTuku cTaHgapTHOro

o6pasya

Puc. 3 nnntoctpupyeTt BKNagbl OCHOBHbIX UCTOYHUKOB
HeonpeaeneHHOCTH, BbIpOXXeHHbIe B abCONIOTHOW dhopMme,
B HeomnpeaeneHHOCTb aTTecToBaHHbIX 3HaYeHuin GO.

B tabn. 14 npencrasneHbl HOPMUPOBAHHbIE METPONO-
rN4eckmne xapakTepucTukn paspaboTtaHHbix CO.

Ta6nuua 12. Pe3ynbratbl M3MEPEHUA NPK OLEHUBAHUM HEONPEAesIeHHOCTM (MOrPeLHOCTH)
0T ponropeMeHHon HectabunbHoct CO coctasa n,n-A0T n CO coctaBa pactBopa 6eH3(c)nupeHa

B auetoHutpune (CyHy, CO YHUNM)

Table 12. Measurement results for uncertainty (error) estimation due to long-term instability
of CRM for composition of p,p-DDT and CRM for composition of benz(a)pyrene solution in acetonitrile

(CyoH1p, CRM of UNIIM)

. |Homep mecsaua ucenepo- [loBeputenbHblii
(I’-I]o:m;.jp"(:]([]]ﬁl) BaHUA [0NroBPEMEHHON xz::;::;g:tﬂau’:(a usﬂg:::n Koamq;uuuem Koadldll,MuMEHT s(b,) uHTEpBan
HecTabunbHoCTH 0 1 togsin-2) * S(b1)
CO cocrasa n,n-A0T

1 0 97,76

2 3 98,38

3 5 98,59

98,11 0,012 0,027 0,069
4 8 98,37
5 11 98,27
12 98,30
CO cocrasa 6eH3(a)nupeHa

1 0 99,19

2 2 99,19

3 4 99,70

MKr/cm3 99,30 0,012 0,025 0,065

4 6 99,50

5 8 99,50

6 10 99,22
OTHOCMTENbHAs CTaHAApTHAs HEOMpPEeAeNeHHOCTb OT J0NrOBPEMEHHOI HECTaOUNbHOCTY ANns 0,33
CO coctasa n,n-0A0T, %
OTHOCMTENbHAs CTaHAAapTHas HEOMpPeAeNeHHOCTb OT JO0NrOBPEMEHHOI HECTabUNbHOCTY ANns 0,31
CO cocTaBa pactBopa 6eH3(o)nupeHa, %
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< 100,00 y=0,012x + 99,306 h
2 = R>=0,0691 uehar
= E}: e ..
F-(; g — u | stab
FE 4 99.00 o 4 4-JUIT
£ g p —= Bens(o)nupeH h stab
Z & u sh stal
S = E 98,50 -
e = e Sy
REIS | e
B O |l
S22 9800 - uh
S g 3 98,00 y=0,0265x + 98,11
= . R2=0,1942
9750 0,00 0,10 020 030 040 050 0,60
70 2 4 6 8 10 12 14 .
Bpewmsi, Mecsin m44-IAT mBens(o)mupeH
Puc. 2. Peaynbtatbl UCCNE0BAHNSA LONTOBPEMEHHON Puc. 3. OCHOBHble BKNadbl B HEONPEENEeHHOCTb aTTeCTOBAH-
HecTabunbHocTn ang CO coctasa n,n-OAT n CO coctaBa HbIX 3HaYeHuin GO, rae U, — CTaHOAPTHAA HEeONpeaeNeHHOCTb,
pacteopa 6eH3(a)nupeHa 00YCNOBMEHHAsA CNOCO6OM ONPeAeneHns aTTecTOBAHHOrO 3Hade-
Fig. 2. Study results for long-term instability of CRM HUS; U) 515 — CTAHAAPTHAA HEOMPEAENIEHHOCTb OT LOJITOBPEMEHHON
for composition of p,p-DDT and CRM for composition HECTABUNbHOCTU; Ugy g1, — CTAHAAPTHAA HEOMPEAENEHHOCTb OT
of benz(a)pyrene solution KPAaTKOBPEMEHHOW HECTabUNbHOCTU; U, — CTaH4APTHAs Heornpe-

AEeNeHHOCTb OT HeOAHOPOAHOCTKN

Fig. 3. The main uncertainty contributions of the certified values,

where u,,,, — standard uncertainty due to characterization; u, 4,y —

standard uncertainty due to long-term instability; g, s, — Standard

uncertainty due to short-term instability; u, — standard uncertainty
due to inhomogeneity

Ta6nuua 13. Pesynbratbl U3MEPEHUA Mpu OLEHUBAHUN HEOMNpeLesIeHHOCT 0T KPaTKOBPEMEHHOI
HectabunbHoct CO coctasa n,n-OAT n CO coctasa pacteopa 6eH3(c)nupeHa B aLeToOHUTPUIIe
(CyoHso, CO YHNIM)

Table 13. Measurement results for uncertainty estimation due to short-term instability of CRM

for composition of p,p-DDT and CRM for composition of benz(a)pyrene solution in acetonitrile
(CyH42, CRM of UNIIM)

OTHOCMTENbHAA BNAXHOCTb ¢ M Temnepatypa 7B knu- | T=(-18 £2) °C,| T=(5%2)°C, | T=(20+2) °C, | T = (60 = 2) °C,
MaTHYecKoii kamepe (Tepmocrare) 0=(20%5)% | ¢=(20%5)% | ¢ =(80£5) % | ¢ = (60 £5) %
Maccosas pons n,n-OAOT, % 98,36 98,37 98,25 98,25
MaccoBas KOHLEHTpauun 6eH3(a)nnpeHa, MKr/cm? 99,55 99,34 98,64 98,61
OTHOCWTeNbHAs CTaHAAPTHAs HEOMpPeaeneHHOCTb OT KPaTKOBPEMEHHOW HecTabunbHocT ans CO 0.36
cocrtasa n,n-400T, % ’
OTHOCUTEeNbHAs CTaHAApTHAs HEOMpeAdeNieHHOCTb 0T KPAaTKOBPEMEHHOW HecTabunbHocTh ans GO 0.34
coctaBa 6eH3(a)nupeHa, % ’

Ta6nuua 14. HOPMMPOBAHHbIE METPONOINYECKINE XapaKTePUCTUKM
Table 14. Standardized metrological characteristics

WutepBan [paHuubl fonyckaembix OTHocuTENbHAsA paciuu-
ATTECTVEMaﬂ AoNyCKaembIX 3Ha4YeHui OTHOCUTENbHOW peHHaa HeonpeaeneHHoCTb
XapakTepucTuka aTTecTOBaH- | MNOrpeHocTH aTTeCTOBAHHOr0 | aTTECTOBAHHOI0 3Ha4€HUs
HbIX 3Ha4eHuii | 3Ha4yenus CO npu P = 0,95, % CO npn k = 2, %
Maccosas gons n,n-O0T, % 95-100 +1,0 1,0
MaccoBasi KOHLEeHTpauus 6eH3(o)nmpeHa, MKr/cm? 95-105 +20 2,0

Cpok rogHoctu ak3emnnspa CO: 12 mecsues.
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Pe3ynprarei

B xofe pas3paboTku cTaHgapTHOro o6bpasua cocraBa
n,n-00T n CO coctasa pacTBopa 6eH3(c)nnMpeHa peanunso-
BaHbl 06a crnocoba nepefadqn eguHmupbl ot MAT 208-2014
(puc. 2):

— aTTecToBaHHOe 3HaveHue CO coctasa n,n-OAT npo-
cnexusaetca o 3T 208-2014 nocpeacTtBOM CANYEHNIA
pe3ynsLTaToB W3MEepPeHUn, nonyyeHHbIx Ha 3T 208-2014
n B3T 208-1-2016;

— aTtTecToBaHHOe 3HayeHme CO cocTaBa pacTBopa
6eH3(a)nnpeHa npocnexusaetcs go AT 208-2014 nocpen-
CTBOM MPUMEHEHNS 3TanoHa CpaBHeHMs GeH3(o)nupeHa.

Pa3paboTaHHble cTaHgapTHble 06pasupl coctasa n,n-LAAT
1 cocTaBa pactBopa 6eH3(a)nupeHa BHeceHbl B locynap-
CTBEHHbIN PEECTP CTaHLAPTHbIX 06PA3LOB YTBEPXKAEHHbIX
TunoB noa Homepamu CO 10732-2015 n ICO 10833-2016
COOTBETCTBEHHO.

3akntoyeHune
1. PaspaboTaH n yTBEPXAEH rOCYaapCTBEHHbIA BTO-
PUYHbIA 3TaNoOH eJWMHWUL MAacCOBOW AOMM W MacCCOBOA

(MONSIPHOM) KOHLEHTPALMUW OPraHnYyecKnX KOMMNOHEHTOB
B XKUOKUX W TBEPAbIX BELLECTBAX U MaTepuanax Ha OCHOBE
ra30BOIi U XUAKOCTHOM Xxpomatorpacpum MBIAT 208-1-2016,
N0 CBOMM METPOSIOrNYECKUM XapaKTepucTukam 3TasioH
YLO0BJIETBOPSIET MOS0 BTOPUYHBIX 3TaNIOHOB B COOTBETCTBUN
¢ [OCT P 8.735.2-2013 «I'CW. TocynapcTBeHHas noBepoyHas
CXeMa Ans CPELCTB U3MEPEHNA COAEPXKaHUsA OpraHu4ecKux
KOMIMOHEHTOB B XXAKWX M TBEP/bIX BELLECTBAX W1 MaTepuanax.
Mepeaaya eAuHNL, OT rOCYLAPCTBEHHOMO NEPBUYHOMO 3TasI0HA
Ha OCHOBE XXWAKOCTHOI W ra3oBOM XpOMATO-Macc-Crnek-
TPOMETPUN C W3OTOMHLIM Pa3baBfieHNEM U TPABUMETPUM>.

2. [okasaHa nepejada eAnHULbI OT rOCYAAPCTBEHHOIO
NepBUYHOTO 3TANIOHA EAMHNL MAcCOBOW (MONAPHON) AONN
11 MaccOoBOW (MONSIPHON) KOHLEHTPALIMM OPraHn4ecKx KOM-
MOHEHTOB B XXUAKWX U TBEPAbIX BELLECTBAX U mMatepuanax
Ha OCHOBE XXWKOCTHOW U ra3oBOW XpOMaTO-mMacc-Cnek-
TPOMETPUN C M30TOMHbIM pa36aBfieHNEM U TPABUMETPUN
3T 208-2014 aByms cnocobamu: NOCPEACTBOM CNYEHNIA
pesynbTaToB U3MepeHun, nonyyeHHsix Ha AT 208-2014
n B3T 208-1-2016, n nocpefCcTBOM NPUMEHEHUs 3Ta-
NOHOB CPABHEHUS.

3T 208-2014 NocypapcTEEHHBIA NEPBUYHBIA 3TanoH eAMHUL MaccoBOW (MONAPHOW) AonKn K
MaccOBOW (MONAPHOW) KOHUEHTPAUMK OpraHUYeCcKUX KOMMOHEHTOE B XXWAKWX U TEEpAbIX
BellecTBax M MaTepuanax Ha OCHOBE KMAKOCTHOW U rasoBoW XpoMaTo-Macc-CNeKTpOMeTpUK

¢ M30TOMHBIM pazbaBneHUem

3TanoH cpaBHeHWA GeHs(g)NMpeHa
3C-1.2-208-0-2016-CyH,,

Cnu1YeHuWe pesynbTaToB
M3IMepPEHWI, NoNy4YeHHbIX Ha
3T 208-2014 W FB3T 208-1-2016

E

MB3T 208-1-2016 MNocyaapcTBEHHEIA BTOPUYHBIA 3TanoH eAMHUL MaccoBOW AONMK M MaccoOBON
(MonApHOW) KOHUEHTPAUWK OpraHMYecKNX KOMMOHEHTOB B KMAKWX M TEEpABIX BeLLeCTEaX W
MaTepuanax Ha OCHOBE raszoBon M KMAKOCTHOW XpomaTorpacun

CraHgapTHeIA obpasey
YTEBEPKAEHHOMO TMNA cocTaBa
pacTBOpa GeHs(a)nNMpeHa

B aUeTOHUTpHNE

rco 10833-2016

CtaHgapTHeIA o6Gpasey
YTEBEPKAEHHOrO TUMNA cocTaBa

nn'-00T
rco 10732-2015

Puc. 4. TIpocnexnBaemocTb aTTecTOBaHHbIX 3HaveHnit CO go AT 208-2014
Fig. 4. Traceability chain of CRM certified values to GET 208-2014
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3. PaspaboTaHbl 1 yTBEPXAEHbI B YCTAHOBJIEHHOM
nopsake crtaHpgapTHole o6pasubl coctaBa n,n-O0T n
cOCTaBa pacTBopa 6eH3(o)nMpeHa ¢ 0651aCTbio NPUMEHEHUS
BO BCex cgpepax o6nact obecnevyeHns efuHCTBA U3Me-
PEHMWIA.

Bknag coaesTopoB

WoxuHa 0.C.: c60p nuTepaTypHbIX LAHHbIX, KYpUpo-
BaHWe AaHHbIX, NONYYeHUe IKCNEePUMEHTANbHbIX AAHHBbIX.

Mensenesckux M.H0.: KOHLENUMA 1 UHALMALWS Uccne-
[0BaHMs, ONpeaeneHne 3ambicia U MeTOAONOrn CTaThi,
aHanu3 [aHHbIX.
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oKpyxatowlein cpenpl. M.: TexHocdepa, 2013. 632 c.

8. Naspyxun O.K. ducnepcrnoHHas TBepaodasHas n XuaKOCTHO-
XKNAKOCTHA MUKPOIKCTPAKLMA NPU OAHOBPEMEHHOM
onpeaeneHn NecTULMAOB Pa3NNYHbIX KNAcCOB B MULLIEBbIX
NPOLYKTax U KOpMax Xpomarorpagpuyeckumi MeTogamu: Luc.
... KaHg. xum. Hayk. Capartos: 02.00.02 / Capar. roc. yH-T

um. H.I'. YepHbiwesckoro, 2014. 179 c.

KpaweHnHmHa M.I1.: nogrotoBka nepBoHa4asibHOro
BapuaHTa TeKCTa CTaTbll, KOMMNbIOTEPHAA PaboTa C TEKCTOM,
HanucaHume Tekcra.

Makapoga C.I".; nofy4eHne aKCnepuMeHTaTbHbIX JaHHbIX.

KpbiioB AWM. c6op nuTepaTypHbIX JaHHbIX U JoKa3a-
Te/bCTB W UX (DOPMASIM30BAHHbINA aHann3.

TkadeHko W.KO.: c6op nuTepaTypHbIX OAaHHbIX HA WHO-
CTPAHHbIX A3bIKAX U UX aHaun3.

Muxeesa A.H0.: KpUTUYECKUIA aHANU3 1 AOPAOOTKA TEKCTa.

Bce asmopwr npouumanu u 00odpunu
OKOHUAMENbHbIL 6APUAHI PYKONUCH.
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