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Pazpadorka MeToK n3MepeHmii MaccoBOIi JI0JN OCHOBHOTO BellleCTBa
B rOCY/IapCTBEHHBIX CTAHAPTHHIX 00pa3iax cocraBa (pocopopraHmyeCcRuX
OTPABJISAONINX BEleCTB, 0CHOBAHHBIX HA MeTOjie Ta30B0I XpoMaTorpadpun
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B pabore obocHoBaHa aKTya/bHOCTH Pa3zpabOTKI 1 UCITOAb30BAHUSI ra3oXpoMarorpauyeckiux MeTO/MK U3MepeHii
MAacCOBOI TOIM OCHOBHOTO BETECTBA B TOCYAPCTBEHHBIX CTAHIAPTHHIX 06pasiax cocraBa Gocdopopranmiecknx or-
passiiorux Berects (DOB) ¢ norpemuocThio, CON3MEPUMOIT ¢ TIOTPEITHOCTHIO THTPUMETPUYCCKOTO MeTojia. BeiOpaHb!
METOJI KOJTMYeCTBeHHOIT 00pabOTKI Pe3y ibratoB n3MepeH i, BHyTpeHHNe cranaprel 1iist Kasaoro ns @OB u paccumnranb
MOTTPAaBOYHBIe KOAPPUTIIHEHTH.

The work proves development and employment of gas chromatography procedure for measuring main substance
mass fraction in organophosphorus certified reference materials, the measurement accuracy being comparable with
titration method accuracy, to be of current interest. Selection of quantitative method for processing results, selection of
internal standard and calculation of indexes are shown in the article.

HitroueBwnie coBa: hocopoprannvyeckie oTpaBJsionie BeIecTBa, razoBas Xxpomartorpadus,
roCyIapCcTBeHHBIE CTAHaPTHBIE 00Pa3IbI.

Keywords: organophosphorus poisons, gas chromatography, state standard samples.

Omnpenenenne MaccoBOl 0JTM OCHOBHOTO
BEIecTBA B TOCYAPCTBOHHBIX CTAHIAPTHBIX 00-
pasnax (I'CO) cocraBa gochopoprannvecknx or-
passstiotiux Berects (DOB) aBnsercs BaskHoOI
AQHAIUTUYECKOI 3ajjaueil, TaKk KaK B JaJibHellnem
OHI WCIOJB3YIOTCA MPW TPUTOTOBJICHIN arTe-
CTOBAHHBIX cMecell W BLITTOJTHEHUN U3MepeHu
copepsranuss DOB B pazanuHbiX 00HEKTAX OKPY-
JRAIOMeI 1 TeXHOreHHOoT cpef [1].

Kraccnvaecknm MeTooM OTIpe/iesIeH s Mac-
coBoii goan ocuosmoro semtectsa B I'CO cocra-
Ba OB sBasieTcst TUTPUMETPUYCCKIIL METOI.
R mocronncTBy TMHTpEMETPUN CleyeT OTHECTH
HKCIIPECCHOCTD, TTPocTOTy B ncnoganennu. Kpo-
Me TOro, MeTOJl He TpedyeT mpoBejieHIsT TTpejBa-
puTeNbHOI rpalynpoBKu. ['panuiib oTHOCHTETh-
HOTI IOTPeTITHOCTH Pe3YJIbTaTOB N3MePeH il Mac-
COBOII JI0JI OCHOBHOTO BeIleCTBA TUTPUMeTpIye-
CKUM MeTOJIOM BO BCEM JInara3oHe n3MepsieMbiX
KOHIIEHTPAIINI ¢ OBEPUTETHLHOI BEPOSITHOCTIO
P=0,95 ne npessimaror d=+4 %.

OmHaro 1pu ornpejie/IeHn MaccoOBOM JTOJIH
OCHOBHOTO BeIecTBA THTPUMETPUYECKIM MEeTO-

JTOM €CTh BEPOSITHOCTD TOTYUeH IS He[OCTOBePHO-
ro pesyJabrara. JT0 CBS3aHO ¢ TeM, 4TO OJ{HA WJIN
HECKOJbKO OCHOBHBIX TeXHOJIOIMYCCKIX ITPHUMe-
cell Inbo OIpeiesIsITCs COBMECTHO ¢ OCHOBHBIM
BeIecTBOM, JINOO He ompefensiores Boobie. B
000UX cayuasix Jijisi Onpe/ieseHus! ipuMeceil He-
00XO/IUMO TIPUMEHSITh OMOJTHUTEIbHbIe METOJbI
aHaan3a: Winm TUTPUMETPUIo (APYroil THTPaHT),
uian ipyrue pusnrko-xumudeckume meronl. [pn
ATOM TIPUXOJUTCS aHAAM3UPOBATH OOJBIIITE
HaBECKU BEIecTBa, YTO B CJIydYae ONpeeaeHns
MaccoBoil goan ocrosuoro semecrsa B ['CO co-
craBa ®OB kpaitne neskenaresnno. Kpome toro,
CYIEeCTBEHHO YBeJMUNBAIOTCS BPeMsI, TPYLOEM-
KOCTh 1 [TOTPEITHOCTh AHAJIN3A.

B cBs3m ¢ BbIEn3a0keHHbBIM pazpadoTKa
METOJMK N3MePeHUIT MacCOBOI [0/ OCHOBHOTO
BettectBa B 'CO cocraBa @OB razoxpomaro-
rpaduyecKuM MeTOJIOM C MOTPEITHOCThIO, COn3-
MEePUMOIi ¢ TOTPEITHOCTHIO THTPUMETPUYECKOTO
METOfIa, SABJACTCS aKTyaJbHOM 3amadeti.

B nacrositiiee BpeMsi pazpaboTaHbl MeTO/-
KW M3MepeHuii, onpeeaeHne MaccOBOM TOIN B
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KOTOPBIX OCYIIECTBIISIETCS METOOM Ia30BOil XPo-
marorpadun. Ilo coBorynHocTn TUTepaTypHbIX
MAHHBIX W DKCIIEPUMEHTANBHBIX HCCTEIOBAHMI
BBISIBJICHO, UTO HAMOOIEe TIPUEMIeMBbIM JIeTeK-
TOPOM JIJIsl TUX METOJUK SIBJSETCS eTeKTOP 110
TeTIOTIPOBOJHOCTH.

RonnuecrBennast 06paboTra pesynibratoB
MTPOM3BOINTCS IO METOY BHYTPEHIIETo CTatgap-
ta. JlocTonHeTBa JAHHOTO METO/IA 3aKJI0YATOT-
¢s1 B TOM, 4TO OH He TpedyeT BOCITPOM3BOINMOTO
BBOJIA TIPOOBI TI0 BeJNUYNHEe, TMeeT MaTyio 3aBH-
CUMOCTD Pe3yJIbTaTOB N3MEPEeHUI OT HecTabuIIh-
Hoctn paboThl Xpomarorpada u gerekTopa, Tak
Rak 911 PAKTOPHI B PABHOI CTEMEeHN BAUSAIOT HA
olrpejiesisieMoe 1 cTaHjaapTHoe coefuuenne. Me-
TOJT BHYTPEHHETO CTAHAPTA ABJIACTCA DKOHOMITY -
HBIM, TIO3BOJISIET TTPOBOMNTE HKCITPECC-aHaIN3,
He TpedyeT MPoBeIeHNs MPeABaPUTEIBHON Ipa-
IYUPOBKI aHAJIUTUYECKOTO 0bopyoBaHus. Kpo-
Me TOTO, HCIIOTh30BaAHME IAHHOTO METOJIa TI03BO-
JIsIeT YMEHBIINThL MOTPeITHOCTh aHAIN3a U, CO-
OTBETCTBEHHO, €€ BRJIAJ B OOIIYIO MOTPEIITHOCTh
METOJ[MKIA.

Buyrpennuii craugapr, ncrnoib3yembiii s
MPOBEICHIST KOJMYECTBEHHOTO aHalin3a razox-
pomarorpauUecKinM METOIOM, JIOJFKEH OTBeYaTh
caenyoimum TpeboBanusm [2]:

1. Bayrpenuuii crangapt [OTKEH TOTHOCTHIO
CMEITIBATHCA ¢ KOMTTOHEHTAMI aHaTM3UPYeMOit
CMeCH W B XUMWYCCKOM OTHOIICHUN OBITH a0Co-
JIOTHO WHEPTHBIM W K KOMITOHEHTAM CMeCH, 1
K MCITOB3YEeMBIM HEeTOABIKRHON T MOBIKHON
(paszam. yRemarenbno BeIOMpaTh cTaHmgapTHOE
BEIECTBO M3 YNCJIa COSMHeH NI, BAN3KIX K 00h-
eKTaM aHaJ3a 1Mo CTPYKType U MOJIeKYJISAPHOI
Macce, 4To HCKII0YaeT BO3MOZKHOe HeONHAKOBOE
BJIMSIHYE YCJIOBUIT OTIBITA HA MapamMerpbl TNKOB
CTAHTAPTA U ONPEeIeNSIeMBIX COCJIMHEHMI,

2. Kounenrparunio BHyTpeHHEro cCTaHapTa B
AHAIM3UPYEMOT TTPOOe CIIeyeT MO0 PaTh TAKIM
0Opazom, YTOOLI OTHOTITEeHNE TLTOTHAeH (man
APYTHX KOJMYECTBCHHBIX TTAPaAMETPOB) MNKOB
cTaHgapra i NHTePecyoIero KOMmoHeHTa ObLI0
OMM3KUM K eIUHIILC.

3. B UpUHATHIX yCJIOBUAX aHAJIN3A ITNK BHY-
TPEHHETO CTaHapTa JOJKeH pacioaaraThcs Ha
XpoMaTorpaMmMe B HeIoCpecTBeHHON 6a1n30¢TI
OT KA 00'beKTA aHAJIN3A, He HAKJIA/bIBASICH HI
Ha Hero, HW Ha MUK JIPYTUX BEIecTB.

Baskno, urobbl crangapr He cojepsra mpu-
MeCeil, TNKI KOTOPBIX HAKIABIBAIOTCA HA KN
ompefiensgeMbrx coefuaennii. [loaromy mpeasa-
PUTETHHO B TEX JKe YCJOBUAX KOHTPOTUPYIOT CO-
MepsRAHIe B CTAHIAPTE HesKeTATeIHHBIX TPIMECei.

JKCIMepuMeHTaTIbHO ObIJIO YCTAHOBJIEHO,
qr0 Hambogee MOAXOMAMNMEI BHYTPEHHNMA

crangapramn ABJsiores: s 3apuua — 0,0'-
auMeruaMernyidoc@oHar, A 30MaHa — TPUI-
tusiocar, s BelecTBa TUTIA BU-UKC — T'eK-
caxaopOeHsol.

B xope mrpoBepienns skcepuMeHTaIbHbIX 1C-
CTCOBAHMI TTPU pa3zpadboTKe METONK M3Mepe-
HUH OBLTO YCTAHOBIEHO, UTO ONTUMATLHBIM SAB-
JISIETCSI MCITOB30BAHTE KBAPIIEBOM KA PHON
kostonku HP-5MS ¢ nanecénnoii skunroit 95%-
Hoit MeTi/i- m %-Hoi HeHNICHITMKOHOBON He-
MOABIRHOT hazoii ¢ mapamerpamu: fymmHa — 30 M,
puamerp — 0,32 MM, TOJLIMHA HEIOABUKHOIM
pazer — 0,25 mrm. Kpome Toro, st mpejoTBpa-
HEeHUsT TIePerpys3Ku KOJOHKN BBOJ POOHI OCy-
HIECTRISACTCA B pesruMe ¢ fiesiernem rnotoxa 20:1.

Cormacro Teopun MeTojia BHYTPEHHETO CTaH-
mapra Ui KaskIoro BelecTBa mpu paspadboTie
METOJIUK ObLJ OIpe/eiéH MOoNpaBOYHbBI (HOP-
MUPOBOYHBI) Koapuiment. [Ins sroro roro-
BWJINCH cMecH BHYTpeHHUX cranmgaproB n ['CO
€OCTaBa OIMPEJICTACMBIX BEIECTR, TTPOBOMIICS X
aHaJ13 Ha ra30BOM Xpomarorpade, OCHAIIEHHOM
AeTeKTOPOM 110 TeILIOIPOBOHOCTHI, I HA OCHOBE
[OJAYUYeHHBIX ILIOMIaeill IMKOB ObLIN PaccunTa-
HBI TorrpaBouHbie KoddgduiimeHTs 0 hopmye:

k — SCT ) mx .(Dx
- .
S, Mer Oy

rje S — II0MIajlb KA BHYTPEHHETO CTaH-
napra, ycJa. efl.,

S, — 1ao1ab MK aHATN31PYEMOro Bele-
CTBa, yCJ. efl.,

m_— Macca HaBeCKU aHAJIN3UPYeMOTrO Be-
II[eCTBA, MT,

m,, — Macca HaBeCKH BHYTPEHHEro CTaH-
Japra, Mr,

®_— MaccoBas JI0Jis OCHOBHOTO BellecTBa B
I'CO cocrasa ananusupyemoro serectsa, %,

®_— MaccoBas J10Jls1 OCHOBHOIO BellecTsBa B
I'CO cocrasa BayTpennero cranjgapra, %.

Pesynwrarel pacuéra mornpaBouHbIX KO3 du-
IMEeHTORB TIpejicTaBieHbl B Tabiuiax 1-3.

Jlns kaskmoro BerecTBa OBLT paccYMTaH KO-
sappurment k, KOTOpLIit cocTaBmI: I 3apuHa —
1,08, masa somama — 1,00, muasa BemecTBa THIA
Bu-uke — 0,89.

17151 onipeiesie st MacCoOBOI J{OJIM OCHOBHOTO
pemgectsa B 'CO cocrasa MOB &k masecke anamin-
3MUPYEMOTO BEIecTBA I00ABIAETCS ONPeJleTIEHHOe
ROJIMYECTBO BHYTPEHHETO CTaH/IapPTa, cCMech pac-
TBOPSIETCST B TEKCAHE U TTPOBOJINTCS A bHE TN
aHaan3 MPUTOTOBICHHON TIPOOBI HA Ta30BOM
xpomarorpade, OCHATEHHOM TEeTeKTOPOM IO
TeTIJIOTIPOBOJIHOCTH,

C 11es1bi0 YMEeHBITTeH A TOTPETITHOCTH, BHOCH-
MOTI TPV B3BETITMBAHTN, MACCA KAyRION HABECKN
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Tadoauna 1
Pesyibrarer anasimsa pactBopos 3aputa ¢ fobaBjieHneM BHYTPEHHEro cTaHapra
Howmep | IMnomays nuka sapuna, | Iaxomans nuka O,0'-pumernamern- SHMMCD/SGB, Roadpu-
poobI Sy VeI efl. dochonara, SHMM(D, YCJI. e]1. yCaI. ey et k
1 149,80 186,70 1,25 1,13
2 132,60 163,70 1,24 1,12
3 146,50 177,90 1,21 1,10
4 152,30 173,70 1,14 1,03
b) 147,80 177,30 1,20 1,08
6 153,70 178,00 1,16 1,05
7 153,30 174,90 1,14 1,03
8 152,80 171,30 1,12 0,01
9 149,40 185,10 1,24 1,12
10 148,70 182,50 1,23 1,11
Cpepiee 148,69 177,11 1,19 1,08
3HaYeHne
Taoauna 2
PeBlebTaTbl aHaJ/Jin3a pacTBOpoOB 30MaHa ¢ J_LO6aBJleHL’leM BHYTPEHHEero cTaHjapra
Homep | Tliomans nura somana, | Ilnomans nuka rpustuadocdara, St/ Seps Roadpu-
1poobI Seps YOI et S YOI €1, YCII. €]l nuent k
1 209,40 273,70 1,31 1,05
2 211,60 279,20 1,32 1,06
3 199,30 262,70 1,32 1,06
4 203,50 270,70 1,33 1,07
) 201,20 270,20 1,34 1,08
6 203,90 270,30 1,33 1,07
7 202,80 271,30 1,34 1,07
8 203,20 263,60 1,30 1,04
9 202,70 267,80 1,32 1,06
10 201,50 267,30 1,33 1,07
Cpenmee 203,91 269,68 1,32 1,06
3HaUYeHue
Tadoauna 3
PESlebTaTbl aHaJin3a pacTBOPOB BelllecTBa TUIIA BM'MKC C ﬂO6aBJleHMeM BHYTpeHHero cranjiapra
Homep | [Mnomaas nuka Bemecrsa | [lnomans nuka rekcaxiop- S/ Syxe Roaddurment k
npober | Tuna Bu-uke, S, yea. ef. Oensona, Sy, YCI. el YCJI. eff
1 156,90 149,40 0,95 0,88
2 153,20 146,90 0,96 0,88
3 156,90 152,80 0,97 0,90
4 156,30 151,90 0,97 0,90
) 156,90 149,70 0,95 0,88
6 155,80 153,20 0,98 0,91
7 179,00 176,00 0,98 0,91
8 175,70 170,20 0,97 0,89
9 180,60 174,40 0,97 0,89
10 183,80 171,90 0,94 0,86
Cpenree 165,51 159,64 0,96 0,89
3HaUYeHue
nomkHa ObiTh He MeHee 30 mr. O0BEM pacTBopu-  coefiMHeHMsI 110 (hopMyJie:
Tessl (TekcaHa), 100aBIsAeMOT0 K HaBeCcKaM, — He S -m o
MeHnee 30 CM3. » = 6—6a 6H.C 6H.C ,
S, .-m

MCHOJH)3yH IMoJIly4yeHHbIe 3HaYeHUA T1J10Ia-
Jleil TIMKOB, MAacChl HABECOK, & TAKKe MacCOBOI
J1OJIT OCHOBHOTO BEIIeCTBA BO BHYTPEHHEM CTaH-
flapTe, PacCUNTHIBATCA MACCOBAsS JIOJIsI OCHOBHO-
ro BerectBa B I'CO cocraBa cooTBETCTBYIONIETO

rme S

m

BH.C

mapTa, MT,

B-Ba

B8H.C B-Ba

— ILTOIIAb TUKA OMPeeIsieMoro
COCIMHEHUS, YCII. €.,

— MacCCa HaBECKM BHYTPEHHEro cTaH-
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(Dmm — MaccoBad 10JA OCHOBHOI'O BellleCcTBa JII/ITepaTypa
BO BHYyTpeHHeM cranapre, % macc,
m . — Macca HaBeCKU ollpejes1emMoro 1. Rammammn B.11., Ilyakesuu B.C., 3arpe6un E.M.,
COeJINHeHUA, MT, [Tam¢pumon C.O. Pazpaborka 1 nconb3oBanie B CHCTEMaX
Smm — Jjaoma/ab IMnKa BHYTpeHHero craH- XUMHKO-aHAJIUTHYECKOTO KOHTPOJIsI 00'beKTOB 110 YHI-
gapra, ycJ.el., YTOKEHNIO XUMIYECKOTO OPYKISA TrOCy/lapCTBeHHBIX CTaH-
k — HOpMI/IpOBOIIHBIfI MHOMUTeJb [IJId OIipe- JIAPTHBIX 00PA3I[0B TOKCHYHBIX XHMIKATOB I IPOJIYKTOB X
JeJIs1eMOT0 COe[[MHeHMA. necrpyriyu // Poc. xum. 3. 2007. T. 51. No 2. C. 118-121.
Paspaboranubie MeTOMKI N3MEPEHITT TTPO- 2. Ocuosbl ananntnyeckoit xumnn. B 2 xku. Ru. 1.

XOAT MPOIeypy YCTAaHOBIEHUA METPOJIOTAYE-  O6mue Bonpockl. Mertosnl pasnenenus: Yued. uis By30B /
CKHUX XapaKTepPUCTUK, aTTecTaluy 1 BHeCeHUA B 3oxoros [0.A., [lopoxosa E.H., ®ajeesa B.I. u ap. / Tlox
DepepalibHbLL peectp. pen. H0. A. 3onorosa. — 2-e uzy. M.: Beicm. mik., 1999. 351 c.
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