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[Mocrynmna 16.02.2019 r. [TpuusTa K mybnukarym 17.08.2019 .

3apyH 1 ero KOMIIOHEHTBI BCe Yallle PAacCMATPUBAIOTCA SKCTPEMUCTCKMMI OPTaHN3aLMAMM B KadecTBe
CpefcTBa XMMIYECKOTO TEPPOPa, O YeM CBUAETENLCTBYIOT CTyYayl €r0 IPMMEHEHM 4eHaMy 3KCTpe-
MUCTCKOI opranusanym «Aym CuHpuké» B AnoHmMu mjs 3apakeHus BO3[yXa B CTOMMYHOM METPO B
1995 r. u 6anpdopmmposanmamy VITWJT (opranmsaums sanpereHa B Poccuiickoit @epepariyiu) B
Cupunt B 2013 r. Brarogapst cBouM (V3MKO-XMMIYECKMM CBOICTBAM ¥ CHOCOOHOCTY PaCTBOPATHCS
B BOJie¢ B JIFOOBIX COOTHOIIEHVSX, 3aPUH CIIOCOOEH 3apakaTb BOSHBIE MCTOYHVKY Ha IPOJOJDKATEND-
HbIT TIepyof. [ uccnenoBanmsa Ipo6 BOLBI HA COflep>KaHNe 3apUHa, ero IPeKypPCcoOpOB U MPOAYKTOB
IeCTPYKLyM, OCOOEHHO Py HEOOXOMMMOCTH OIIpeNe/ieHNst B KoHLeHTparsix Metee 0,03 ppm (3x10° mr/
MJI), 9YBCTBUTEIBHOCTD ITTaMeHHO-(oToMeTpudeckoro fetekropa (IIDIT) oxaspiBaeTcs He Beerna o-
CTaTOYHO IapaHTUpPOBaHHON. Hamm ycTaHOB/IEHO, 4TO 60/Iee BBICOKAsA YyBCTBUTENIBHOCTD JIETEKTOPa
MO>KeT OBITb JJOCTUTHYTA IIPJ IIOBBILIEHNY B MHXKEKTOpe NaB/IeHNs rada-HocuTess (remmii) 1o 25 psiu
TemIeparypsl o 250 °C ¢ npyMeHeHeM OJHOCETMEHTHOTO MO beMa TeMIIEPATYPhbl B TEPMOCTATE CO
ckopoctbio 10 °C/mus ot 40 °C (1 muH) mo 280 °C (5 muH) mpu notoke Bogopoza B IO - 75 m/MuH,
Boszyxa — 100 mr/muH, remmst — 60 Mr/muH. 1o CpaBHEHMIO C MICXOGHBIM CIIOCOOOM, IIPefIaraeMbiil
Gortee YyBCTBUTE/IEH TIPY KOHIIEHTpALMM 3apyHa B Bofle B MHTepBase oT 6x10° o 1x10* mr/mi o 1,7
pasa. Ampo6anys IpelaraeMbIX ONTYMA/IbHBIX YCIOBMIT MPOBOAMIACH IIPU razoxpoMarorpadurde-
CKOM OIIpefielleHNy 3apuHa B Ipobax BOfsI B xofe mpodeccronanbHbIX TecToB 1o mporpamme O3XO0,
MCCIENOBAHNN apOUTPAXKHBIX P00, BBIIOTTHEHNI HAYIHO-VICCTIENOBATENbCKIX PAOOT U IPOBEIEHNN
HAaI[MOHAIBHOI aKKpemutaiyu Jlaboparopum xmmmko-aHamutdeckoro kourponsa 27 HIJ MO PO.
YcnoBust, BbIpaboTaHHbIE B XOfie OTIpefie/ieHNs 3apuHa 11 obecrednsliye 601ee BBICOKYIO YyBCTBUTENb-
HocTb IIQ]], MOTYT YCIHENIHO MCIOMb30BaThCA MPY MPOBEEHMI ra30XpoMaTorpadiecKnx 1uccieno-
BaHUII C IVTAMEHHO-(POTOMETPIYECKIM [IeTEKTHPOBAHIMEM TI00BIX (pocOopopraHmIecKx XMMIKATOB.

Kmiouesvie cnosa: epems yoepiusanus; 2a3oebviil xpomarmozpagp; mMermoouka 6binONHeHUs U3MepeHuil
MACCOBbIX KOHUEHMPALULl; 00HOCezMeHMHbLIL (08yXCeeMeHMHbILL) NOOBEM MeMNeparmypbl; niameHHo-¢po-
momempuHeckoe 0emexmuposariie; MepMoCant; XpomMamozpaPuH4ecKuil nuK; 4yscmeumenbHOCHDb.

Bubnuozpaguueckoe onucanue: Venamves B.A., Ilempaxosa JLB., ITorncos M.A., Poouonos A.A.
Iouck onmumansHbix NApamempos ea3oxpoMamozpagpuUeckoz0 Komniekca npu onpedeneHul 3apuHa 6
npobax 600vt naaAMeHHO-Pomomempuyeckum oemexmuposaruem // Becmuux sotick PXB 3awsumut. 2019.
T. 3. Ne 3. C. 203-216. https://doi.org/10.358.25/2587-5728-2019-3-3-203-216

BosmoxHOCTM Ta30BOil Xpomarorpa¢uy BO
MHOT'OM OTIPEJIENAI0TCA XapaKTepUCTUKaMM UCIIO/Ib-
3yeMbIX fileTeKTopoB. C MOMeHTa ITOsIB/IeHN A [a30BOIt
xpomarorpadun 6b1710 1300peTeHO He MeHee 50 pas-
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JIMYHBIX TPUTORHBIX /IS MCIIONb30BAHUS [IETEK-
TUPYIOILUX CHUCTeM [l], OZHAKO NpK MCCIeTOBaHNN
pob Ha comep)kaHue TOKCUIHbIX XUMMUKATOB (TX),
KOHTPONMpYeMbIX KoHBeHIMelt 0 3ampeleHnn Xu-

SNOILNIANOD SNOdVIM 1VII190710I19 ANV
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XUMUNYECKOI'O 11 BUOJIOT MHECKOTI O OPY>KUA
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B.A. UrnaTtbes, J1.B. NeTpakosa, M.A. lNMoHcos, A.A. PognoHos

MIYECKOT0 OPYXK¥s', B OO/IBLINHCTBE CTyYaeB I0CTa-
TOYHO MCIIO/Ib30BaHMEe CPAaBHUTEIBHO HEOONIBIIOro
IepeyHsl JeTeKTOPOB: MAacC-CIeKTPOMETPUIECKOTO
(TaHZEMHOTO MacC-CIIEKTPOMETPUYECKOTro, BpeMs-
IPO/IETHOTO MacC-CIeKTPOMETPUYECKOro), IIaMeH-
HO-MOHM3AIMOHHOTO,  ITAMEHHO-(OTOMeTpuye-
CKOTO U TepMOMOHHOTO (a3oTHO-¢ocdopHoro). Ha
IpUHLUIE pabOThl yKa3aHHbBIX JAETEKTOPOB paspa-
0OTaHBI COOTBETCTBYIOIME CIIOCOOBI ITETEKTUPO-
BaHMs, 67arofaps KOMIUIEKCHOMY MCIIONIb30BaHUIO
KOTOPBIX CTajI0 BO3MO>KHBIM pellleHNe IIPaKTUIeCKI
MIOOBIX CIO>KHBIX aHAIMTUYeCKuX 3ajad. Hambomnee
IPEeANOYTUTEIbHBIM ¥ YacTO MCIONb3yeMbIM W3
yKa3aHHbBIX SIB/IAETCA MAacC-CIeKTPOMETPUIecKoe
[eTeKTHpOBaHMe, MO3BOJIsIIONIee, Garofapsi CBoeit
MH(POPMATUBHOCTY, UACHTUPUIIMPOBATH II00bIe Op-
TaHNYeCKUe COeNVHEHNs, MacC-CIEeKTPbl KOTOPBIX
UMEIOTCsI B OMOMMoTeke Macc-CrieKTpoB. OgHaKoO B
XOffe y4acTys B MEX/YHapOXHBIX 9KCIEPUMEHTaX,
BBITIOJIHEHNY apOMTPaXKHbIX aHA/IM30B TpedyeTcs
HOATBep>KfIeHNe (pakTa OOHAPY KEHNUsA LIeTIeBbIX CO-
e[V HEHNII He MeHee 4eM JIByMs CII0CO0aMM JieTeK-
TUPOBaHMs>. B CBA3Y € 9TUM POJIb IMIMPOKO PaCIpo-
CTpaHeHHBIX 60Jlee «BO3PACTHBIX» YHIBEPCATBHBIX
VI CETIeKTUBHBIX JIeTeKTOPOB, TAKMX KaK IVITAMEHHO-
nonusanyonHplt (IIM]I), nmameHHO-doTOMETpPU-
yeckuit  (II®I), Tepmouonnsiii (azotTHO-oC-
¢opubit, TU]T), no-npexxHeMy coxpaHsAeTcs Ha JI0-
CTaTOYHO BBICOKOM YPOBHE.

AKTyanbHOCTb JaHHO paboOThl CBsA3aHA,
IpeX/ie BCETO, C TeM, YTO B XO/je YYaCTUsA B MeX-
AYHapOXHBIX 9KCIIEPUMEHTAX 10 VICCTIELOBAHNIO
npo6 BOABI Ha COfep>KaHUe 3apyHa, ero Ipe-
KYPCOPOB U NMPOAYKTOB AeCTPYKIUK, OCOOEHHO
Py HeOOXOAMMOCTY OOHAPY>KeHNUsI B KOHIIEHT-
panuax Menee 0,03 ppm (3x10° mr/mi), 4yB-
CTBUTENBHOCTDb IIIAMEHHO-(POTOMETPUYECKOTO
JeTeKTOpa OKa3bIBaeTCs He BCErfia JOCTATOYHO
rapaHTMPOBaHHOIL.

Ilenp pabOTHI — MOMCK ONMTHMAIbHbIX IIapa-
MeTPOB Ta30XpoMaTorpadmuyeckoro KOMIIJIEKCa,
CIIOCOOCTBYIOIINX IIOBBIIIEHNIO YYBCTBUTEIb-
HocTy II®]] mpu onpenenennu 3apuHa B mpobax
BOJIBI.

3apun, GB (CIIIA) - ¢ropanrugpup mso-
nponunosoro  adupa  merundocdonoBoit
KUCIIOTBI (nsonponunmerundropdocdoHar,
M30NPONNIOBEIN 3¢pup PpropdochoHOBOIT KMC-
n0T1hI), CAS Ne 107-44-8 (1), ABngeTCAa OGHUM U3
OCHOBHBIX OTPAaBIAIOIINX BEIECTB CMepTeb-
HOTO [eVICTBUsS, COCTOSIINX Ha BOOPYXKEHUN
apmun CIIA. OH npegHasHadeH Jad Iopa-

1

ero yunutoxenun). GE. 92-61926. ITapux, 1993.

JKeHMs >KMBOJ CUIbl NIPOTMBHMKA IIyTEM 3apa-
YKEHN A ITapoM IIPU3EeMHOTO0 0 aTMocdepsl [2]:
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Kpome Toro, 6maropapsi JOCTYITHOCTM TEXHO-
JIOTUY ¥ KOMIIOHEHTOB /i1 €T0 IPOM3BOJCTBA, 3apUH
BCe Yallle pacCMaTpUBaeTCs B KauecTBe CpeficTBa XU-
MIUYECKOTO TeppOpM3Ma, O 4eM CBUJETEeNbCTBYIOT
CIIy4an ero IpyMeHeH) s YIeHaMI 9KCTPEeMICTCKOM
opranusanym «Aym Cunpuké» B Jnonun jis sapa-
JKEHs1 BO3/IyXa B CTO/IMYHOM MeTpPO B 1995 1. u 6aHp-
dbopmuposanmsivu VITTJI (opranmsanys sampelieHa B
Poccuiickoit @enepanmn) B Cupuu B 2013 1. [3-5].

Braropapst cBouM QU3MKO-XMMWYIECKNM CBOVICT-
BaM ¥ CIHOCOOHOCTM PacTBOPSTBHCS B BOJE B JIFOOBIX
COOTHOLIICHUSX 3apMH CHOCOOEH 3apakaTh BOJHbBIE
VICTOYHVIKJ Ha TIPOJOJ/DKUTEIbHBIN Hepuof. B cesasn
C 9TUM OOCTOSITEILCTBOM VCCTIEIOBaHe IIPOO BOBI C
I[e/IbI0 YCTAHOBJIEHVS ee 3apayKeHHOCTH 3apMHOM SIB-
JIsIeTCS1 O4eHb BayKHOI 3aadert, TeM 6oriee, 4TO coziep-
JKallyecs: B Hell OpraHIdecKyie ¥ HeOpraHmdeckue co-
e[IVIHEeHA CYIIeCTBEHHO BMAIOT Ha KOMUYEeCTBEHHYIO
9KCTPAKILMIO 3apVHA, a IPOLIECC IOATOTOBKM IPOOBI
BOIbI K XPOMATOrpauuecKkoMy VICCICIOBAHUIO 3aHI-
MaeT B CpeHeM OKOTIO 61 % CyMMapHOTO BpeMeHM VICCIIe-
JIOBaHMA U AB/IACTCA VICTOYHNMKOM Ooree 45 % Tiorperi-
HOCTeT1 IIpV KOIYeCTBEHHOM ONpefieTieHyV aHamTa [6)].

Marepuansl ¥ METOBI

Crnoco6 ompepmeneHus 3apuHa B Hpobax
BOJAbl YCTAQHOBJIEH METOJAVKOJ BBIIIOTHEHU
usmepenuit (MBM) maccoBoil KOHIleHTpaunuu
3apMHa B BOJe ra30XpoMaTrorpapuyecKuM Me-
TOJOM C NpUMEHEHMEM IIaMEeHHO-(POTOMETpU-
yeckoro pgerekropa MBI Ne 031-02-235-073, at-
tectoBaHHOI 23.10.2007 1. ¢ 66CCPOYHBIM CPOKOM
IeCTBUAL.

YKka3aHHass MeTOAMKAa IIpeflHa3HauYeHa s
ra30XpoMaTorpadpuyeckoro MCCIegoBaHmA C IIa-
MEHHO-(OTOMEeTPUYECKIM [eTeKTUPOBaHIEM
Ipo6 BOABI, 3apakeHHBIX 3apVHOM, Ta30BBIM
xpomatorpadom (Mogmens 6890) ¢ IO u mpo-
rpaMmMHBIM obecriedenrieMm HP GC ChemStation
P C/IEAYIOLIVIe OCHOBHBIX YC/TOBUAX:

- MHXeKTop — TeMmmneparypa 220 °C, gas-
JIeHMe Ta3a-HoCUTeNA 25 psi;

- komoHKa - 30 m x 0,25 MM X 0,25 MKM
HP-5MS (Crosslinked Polyethylene Glycol),
¢upmor «Hewlett Packard», CIIIA;

- TIOTOK ra3a-HOCHUTeNs — const;

KouBeHII11:1 0 3ampeleHN1 pa3paboTK, IPOU3BOACTBA, HAKOIUICHNS ¥ IIPUMEHEHSI XUMIIECKOTO OPY>KIs 1 O

2 Quality Management System Document No. QDOC/LAB/SOP/PTOIL. Standard operating procedure for the

organisation of OPCW proficiency tests.

> Meropyka BeINONHeHN udMepennit MBI Ne 031-02-235-07 // «MeTopyKa BBIIIOIHEHN S MISMEPEHMIT MacCOBOIA
KOHIIEHTPALlM} 3apJHA B BOJle Ta30XPOMATOrpaduecKuM MEeTOOM C IPUMeHeHeM II/TaMeHHO-(pOTOMETPUIECKO-

Tro AETEKTOpa».
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Mouck onTMManbHbIX NapaMeTPOoB rasoxpoMaTorpadmUyecKoro KoMraeKca npu onpeaeaeHnn sapmHa...

- TepMOCTAaT — IBYXCErMEHTHBIN MOAbEM
temneparypsr: ¢ 40 °C (1 muH) go 85 °C co ckopo-
ctpio 10 °C/MuH, ¢ 85 °C o 230 °C co ckOopoCThIO
30 °C/muH (2 MUH);

- [P - 250 °C, moTok Bomopoxma 85 mi/
MIH, Bo3jyxa — 100 Mi/MuH.

Bpewms ynepxxuBanus (BY) sapuna npu uc-
C/IeOBAaHNUM IO paccMaTpUBaeMOll MeTORMKe
IOI>XKHO COCTaBAATH 5,340+0,1 MmuH.

[/ IpoBeieHNs SKCIepUMeHTa UCTIONIb30BaHbI
CpencTBa M3MEpEeHMIi, BCIIOMOTaTeNbHbIe YCTPOVICTBA
VI TEXHIYECKIEe CPENICTBA, IIOCY/a, MaTepyabl U peak-
THBBI B COOTBETCTBUY C IIEPEYHEM U IIOPSIKOM, IIpYIBe-
neHHbIMU B MBI Ne 031-02-235-07, 3a MICK/TFOYeHIEM:

- C y4YeTOM BBICOKOJ TMTPOCKONMYHOCTYU U
CITIOCOOHOCTY 3apyHa CMEIINBAThCS C BOJION BO BCeX
COOTHOLIEHMSIX (7] [/Is1 IPUTOTOB/IEHNSI IPOOBI aHa-
NIM3VPYeMOIl BOABI IIPYIMEHA/IACh MUKPOIKCTPaKIVA
3apuHa (OMHOKpAaTHAsl, OTHOCUTENBHO MAlbiM 00B-
eMOM pacTBoputens) U3 5-10 M BOABI COCTAaBOM
1,5 M Bopgpt 1 100 MKJ1 X710popopMa B COOTBETCTBUM
C pekoMeHpanusMu [6]. 3aTeM mpoBOAMIACh PEIKC-
TPaKIVs STUIALETATOM;

- BMECTO peKOMEHJOBAaHHOTO Ta30BOTO XpoO-
marorpacga 6890 ¢pupmbr «Hewlett Packard» ncromns-
30BAJICA AHATUTUIECKUIT KOMIIIEKC, COCTOAIINIT U3
razoBoro xpomarorpaga Agilent 7890A c aBromaTu-
gyeckuM npoboordopurkom u I[1O]] Agilent G3435A
(Single FPD with EPC - opHOKaHaJIbHBIN C 97I€K-
TPOHHBIM KJIAIIaHOM r'a3a HOCUTENS);

- BMECTO KOJTOHKMU HP-5MS
(30 m x 0,25 mm x 0,25 mxMm) pupmbr «Hewlett
Packard» wmcnonp3oBamach KomoHka VFE-5ms
(30 M x 0,25 MM x 0,25 MKxM) pupmbl «Agilent»;

- pns obecnevenus IID]] Bomopomom u
BO3/]yXOM BMeCTO reHepatopos ¢pupmbl «Hewlett
Packard» ncnonp3oBanucek reHepaTop Bofopopa
yuctoro 'BU-12A u reHepaTop 4MCTOro Bo3ayxa
I'iyB-2,0-3,5 nmpomssopcrBa HIIII «Xmmanek-
TpoHuka» (Mocksa).

AtrecToBaHHas cMech 3apyHA U €ro rpajgy-
upoBouHble pacTBopbl (I'P) B KOHUEHTpanmax
1,00x1072, 1,00x10%, 5,00x10%, 3,00x10%, 6,00x1076 mr/
MJI B 3TU/IalleTaTe IPUTOTOBIEHBI B COOTBETCTBUM
CILIL 9.4 1 9.5 yKa3aHHOJ METOAVIKM.

B xavecTBe rasa-HOCUTENS UCIIOIb30BAJICS
renit ra3000pasHbIil (CKAThIN) Mapku «7,0» u3
6am10Ha ¢ YUCTOTON 99,999990 %.

IKCHepUMEHTBl He OrpPAaHNUYMINCDh aHa-
NMU30M IIONYYEHHBIX pPe3y/IbTAaTOB C IIaMeH-

HO-OTOMETPUYECKNM [eTeKTUpOoBaHueM. VIx
BOCTOBEPHOCTH JOIOTHUTEIBHO IPOBEPEHa IKC-
MepMMEHTAMU Ha AHATUTUYECKOM KOMIIIEKCE,
cocrosleM M3 ra3oBoro xpomarorpada Agilent
7890A ¢ aBTOMAaTM4eCKMM IPOOOOTOOPHUKOM
U MacCC-CHEeKTPOMETPUYECKUM  JIeTEKTOPOM
Agilent 5975C, copepXalmuM aHaIUTUYECKMe
6aspl manubix (RTL HAZ CHEM DATABASE
A.01.00 (G1671AA), LlenTpanbHble aHATUTHIYE-
ckmue 6asbl gauabix OPCW (OCAD 21_2019 u
VGWD_2019) (S/1705/2019 ot 14.01.2019 1.)).
Pab6ora Ha yKa3aHHBIX AaHAJTUTHYECKUX
KOMII/IEKCaX IIPOBOJIM/IACh B COOTBETCTBUN C Py-
KOBOJCTBAMU 10 MX 9KCILTyaTanumu*>°.

PesynbTaThl 9KCIIEPMMEHTOB IO aTTECTO-
BaHHOJ MeTOIMKe

3aMeHa peKOMEHJOBaHHBIX aHAIUTUYECKOTO
KOMIIJZIeKCa, TeHepaTOpOB BOJOPOAA U BO3AyXa, a
TaKXXe XpoMaTorpaduyeckoil KOTOHK) Ha aHa/IO-
TMYHbIE, HO IPYTOTr0O NMPOM3BOAUTENA, IPUBEIN K
ollpefie/leHHbIM M3MEHEeHNAM IIapaMeTPOB aHa/lIu-
TUYeCKON cucTteMbl. Tak, HampuMep, B X0fie IpakK-
TUYECKNX MCCIeOBAHNUII P00 BOJIbI, 3apakeHHBIX
3apMHOM, C TIOMOIIBIO0 PeaTbHO UCIIOIb30BAHHOTO
aHATUTUYECKOTO KOMIIZIEKCAa B COOTBETCTBUM C
MBM! Ne 031-02-235-07 npu yCTaHOBJIEHHOM B VH-
JKEKTOpe IaBJIeHNM Ias3a-HOCUTeNA 25 psi MOTOK B
XpoMarorpauyeckoil KOJTOHKe aBTOMATHYeCKN
ycraHaBnauBaeTcs Ha 2,8703 mn/muH. [Ipu ganHbBIX
ycnoBusax BY 3apuna B xpomatorpaduieckoit Ko-
JIOHKe COCTaB/IfAeT IO pe3y/nbTaTaM UCCIeJOBaHNA
yerbipex I'P 3,79240,03 muH (pucyHOK 1), 4tO He
COOTBETCTBYeT YCTAaHOBJICHHOMY METOIMKON Bpe-
MeHN. Takoe HeCOOTBETCTBUE BIOJHE OOBACHMMO
pesy/nbTaTaMy paHee IPOBE/IEHHBIX MCCIeOBaHMI,
TOKa3bIBAOILNX, 4TO BY 3apuna saBycuT ot Temrepa-
TypHOrO rpapyenTa (C/MUH), ¥ IIPeANOYTUTENbHbIM
TEeMIIepaTypHbIM IPAIVeHTOM IIPY AHA/IV3€ 3apIHA SIB-
JISIETCSL PEXKVIM CO CKOpOocThio 10 °C/MuH’.

MaccoBasd KOHIEHTpalusA 3apMHa B MC-
CllelyeMOM 3KCTpaKTe OIpefensgercsA MO rpa-
OyUPOBOYHON XapaKTepUCTMKe Ha OCHOBe
yCpPeJHEHHOrO0 OTK/JIMKa XpoMaTorpadmude-
CKOTO CUTHa/la U3 ABYX MapaielbHBIX OINpe-
meneHuUy (PUCYHOK 2).

ITapaMeTpsl 1MHNUY TPEH[A IIO pe3y/IbTaTaM
uccnefoBaHus yeTeipex I'P ¢ pasHbIMU KOHIIEH-
TpaUMAMU 3apMHA UMEIOT TMHEHbI XapaKTep,
Be/IMYMHA OCTOBEPHOCTH anmpokcumanun (R?)

* Bornee nomHoe pyKOBOACTBO i1 BIafeNnblieB ra3oBoro xpomarorpaga Agilent 7890A. Inc. 2850 Centerville Road
Wilmington DE 19808-1610 USA. Karamoxwusii Ne G3430-90015.

> VIHCTpyKIus IO 9KCIUTyaTalnuy razoBoro xpomarorpada Agilent 7890A. Inc. 2850 Centerville RoadWilmington

DE 19808-1610 USA. Karamoxxusbiit Ne G3430-90011.

¢ Okcmayaranus nporpaMmMHoro obecriedenus Agilent GC/MSD. Chem Stations 1 koMIIIekca Macc-CeNeKTHBHOTO
JeTeKTopa ¢ ra3oBbIM XxpoMmarorpadom. Pupma Agilent Technologies.

7 Tonuapos B.M. Dxcmpecc-MeTof ra30XpoMaTorpaduaeckoro aHanu3a TOKCMYHBIX XUMUKATOB. [IVC. ... KaHJ. XUM

Hayk. M.: BAX3, 2004.
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AND BIOLOGICAL WEAPONS CONVENTIONS
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V.A. Ignatyey, L.V. Petrakova, M.A. Ponsov, A.A. Rodionov

Tamyopes ApostaTorpaas
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PucyHok 1 - [Tuk 3apuHa Ha xpomamozpamme npo6bi 3apaxkeHHoU 800bI
npu 0assieHUU NOMOKA 2a3d-HOCcUMesa 8 UHxekmope 25 psi

npu 3ToM coctabndAeT 0,9936. BsaumocsA3p mo-
Wagy NMKa M KOHIEHTPpaluy 3apMHa B MCCAENY-
€MOM 3KCTPAaKTe€ XapaKTepMU3yeTCs COOTHOIIe-
HueM (2):

y=743955x - 3768,3 (2)

ITonydeHHBIe pe3ynbTaThl B ILEJIOM CBU-
HeTeTbCTBYIOT O BO3MOXXHOCTY OIpefie/IeHNs
coflep)XaHMA 3apuHa B Ipobax Bojbl B Tpedy-
eMBIX KOHI[eHTpalusAX, HO IIPU 3TOM B Ipobax
C KOHIleHTpanuei Huxe 3x10~° Mr/Mi He Bcerpa
JOCTUTANINCh CTAOMIBHO YOeIMTeTbHbIE Pe3yib-
TaThl C IMIMKaMMI, COOTBETCTBYIOINMY TpeboBa-
HJAM 110 COOTHOIIEHNIO CUTHAI/ITYM.

Ilouck onTMManbHBIX NapaMeTPOB Tra-
30XpoMarorpadmueckoro KOMIaeKca

B xope psma 9KCIEpUMEHTOB IO PEryInpo-
BaHUIO JaB/IEHNS MIOTOKA ra3a-HOCUTENA C I[ETbI0
OOCTV>KEeHM 3aJaHHOTO YCTIOBUAMU MeTORUKY BY
(5,340+0,1 MyH) 6BITIO YCTAaHOBJICHO, YTO HanboIee
6nmskoe K 3agaHHOMY BY pgocruraercs mpu pgaB-
JIEHNM TTOTOKA ra3a-HOCUTeNS B MHXKeKTope 13 psi
(motox B komoHke 1,1633 miu/muH) (pucyHok 3),
OHO COCTAaBWJIO IIO pe3y/IbTaTaM WCC/IeOBAHNA
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yeTpipex I'P 5,393+0,05 muH. PacTaHyTbI 3agHMIt
¢dbpoHT xpomarorpaduueckoro muKa B JAHHOM
cydae MOXKeT CBUJIETe/IbCTBOBaTb O BO3MOXKHOM
YaCTMYHOM Pa3NIOKEHMM 3apyHa B IIpoIecce Xpa-
HeHMS U 00pa3soBaHUM B pe3y/bTaTe IMAPOKCHUIICO-
Iep>KallyX IPORYKTOB, KOTOpble HEOOPAaTIMO aJiCo-
pOMpyIOTC Ha ra3oxpoMaTorpaduyeckoM HOCUTeNIe
¥ 3aTPYHHAIOT IIpoLiecc aHasmsa [8].

MaccoBasi KOHLIEHTpaIMsl 3apyHA B 9KCTPaKTe
olpefieNiAeTCA NMPU 3TOM IO TPaflyMpOBOYHOI Xa-
PaKTepUCTKe Ha OCHOBE YCpPeHEHHOTO OTK/IMKa
XpoMarorpamueckoro CUrHajia M3 JABYX Iapa-
JIeTIBHBIX OIIpefieNieHNit (PYCYHOK 4).

ITapaMeTpbl MMHUM TpeHAA HO pe3ylbTaTaM
uccnenoBanus derbipex I'P ¢ pasHbIMU KOHIIEHTpa-
IMAMU 3apUHA TaK >Ke, KaK M B IEPBOM IKCIIEPH-
MeHTe, UMEIOT JVMHEHbIN Xapakrep, R? mpu sTom
cocrasnsger 0,9328. BsaumMocBA3b mIomagy muKa u
KOHIIEHTpalluy 3apMHa B MCCIEAYeMOM 3KCTpaKTe
XapaKTepu3yeTcsi CefyIOLIM COOTHOIIeHeM (3):

y =734341x - 11569,0 3)

OpHako IpM 3TOM YYBCTBUTENBHOCTb CIIO-
coba CHUSWIACh OT JBYX (IIpM BBICOKMX KOHIIEH-

Journal of NBC Protection Corps. 2019. V. 3. No 3



Search for Optimal Parameters for Gas Chromatographic Complex When Determining Sarin...

#0000
ez

®(0,1; 72174
70000 i

:

:

B’ =0,5916

: rp-3 ¥ = 743955x - 37683
= 0,05; 31011,7

Nrowaas nded, 150 pASS
i

:

i

L% 0,03; 169248

g

10000 re-5 -
& 0.008; 3192

o 0,02 0,04 0,06 0,08 0.1 012

Kosuesrpausn 3apuna B ITHASUETATE, ppm

PucyHOK 2 - 3agucumocme niowadu nuka 3apuHa om KOoHyeHmpayuu
8 pacmeope smusiauemama npu niaMmeHHO-(homomMempuyecKkom 0emeKmuposaHuu
(OasneHue 8 uHxekmope 25 psi)
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PucyHok 3 - [Tuk 3apuHa Ha xpomamozpamme npo6bi 3apakeHHol 800bl
npu dassieHUU NOMOKA 2a3a-Hocumess 8 uHxekmope 13 psi

BecTtHuk Borick PXB 3awunTtbl. 2019. Tom 3. N2 3 207




XUMUNYECKOI'O 11 BUOJIOT MHECKOTI O OPY>KUA
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PucyHok 4 - 3asucumocme niowadu nuKa 3apuHa om KOHyeHmpayuu 8 pacmeope smusiayemama npu
nnameHHo-hpomomempuyeckom demeKkmupoeaHuu (dasseHue 8 uHxekmope 13 psi)

Tpanusx) o 20 pa3 (Ipyu HU3KMX KOHL[EHTPAINIX),
4YeM IIpY MPOBeleHNI UCCIe0BaHNI IPY JaBlIeHUN
rasa-HocuTens 25 psi B umxekrope (tabmuua 1). B
CBA3M C 3TUM XpoMaTorpaduyeckas cucreMa c sKc-
HepUMEHTATIbHO TONOOpaHHBIM HaBieHMeM 13 psi
B UH)XEKTOpe He MOXKeT ObITh UCIIO/Nb30BaHA M
oIIpeyie/ieH s 3apyHa B Ipo6ax BOAIbL, TeM Ooree mpu
0OHapy>KEeHNN ero C/IefIOBBIX KOIIMYECTB.

Takum o6pasoM, Ipy NPOBENEHUM Ta30Xpo-
MarorpauyecKux VCCIeJOBAaHMII IIPU JaBIeHNU
rasa-HOCUTENA B MHXKEKTOpPE, PAaBHOM 25 psi, 4yB-
crBuTenbHOCTh IID]] KapauMHanbHO BbIlle MU
HU3KUX KOHI[EHTpanuaAx 3apuHa (B 20,2 pasa mpu
C=6x10"° Mr/MI1), CyIIeCTBEHHO BBIIIE TPV CPEIHIX
KOHLleHTpauuAx (B #Ba pasa Bbie npu C=3x107°
u 5x10° MI/M/I) ¥ He3HAYUTETIbHO BbILIE IPU BbI-

COKMX KoHIeHTpaumsax (B 1,07 pasa Bbllle Ipn
C=1x10"* Mmr/mj), 4eM IIpM NPOBefEHUN SKCIIEpU-
MEHTOB IIpM IaB/IeHnu 13 psi B MHXKEKTOPe.

Orcropa cnepyet, uro MBI Ne 031-02-235-07 B
LIeJIOM JOCTaTOYHO 3 PeKTUBHA IS UCCIeOBAHNS
po6 BOABI, 3apa’keHHBIX 3apmHOM. Hemocrarkom
ABJIAETCS OTCYTCTBME CTAaOWMIBHO YOEeIMTETbHBIX
pe3y/IbTaToB B IpoOax ¢ KOHIEHTpalyell 3apuHa
MeHee 3x107° Mr/M1, a TaK>Ke HecooTBeTcTBME BY, 110-
JTy4€HHOTO IIPAaKTI4YeCKH, YCTAHOB/IEHHOMY aTTeCToO-
BaHHOI1 MeTOMKOIL. Pazniune BY B maHHOM cy4ae
MO>KHO OOBSICHUTD B OOJIbLIEl CTelleHN 0COOEHHO-
crsiMM 6ojlee COBPEMEHHOTO allapaTypHOIO OCHa-
IIeHN 1 SKCIIepIMEHTA.

Kpome Toro, R* mpu mpoBemeHuu skcrepu-
MEHTOB II0 IEPBOMY (aTTeCTOBAHHOMY) CITOCOOY OKa-

Ta6bnuua 1 - Pe3yiemamoi 2a30xpomamozpaguyeckux ucc1e0o8aHuli npo6 800bl, 3apakeHHbIX 3aPUHOM,
C nJ1ameHHO-¢homomempuyecKkum 0emeKmuposaHuem npu pasIuYHbIX yc108UAX

KoHLueHTpauus 3ap1Ha B rpaiyMpoBO4HOM pacTBope, Mr/Mi
YVCNOBMS SKCMEDUMEHTa MokasaTtenu 6x10¢ 3x107 5x10° 1x10+#
g nuka (0,006 ppm) | (0,03 ppm) (0,05 ppm) (0,1 ppm)
lMokasaTesin NnuKa 3apuHa

D‘aBneHme B MHXXEKTOope - BY, MWH 3,827 3,777 3,768 3,794
25 psi, ckopocTb NOTOKa B

KONOHKe — 2,8703 Ma/mur | | L1OLLIRAE, 3192,0 16924.8 31011,7 72174,0

150 pA*s

JasneHune B MHxeKkTope - BY, MuH 5,443 5,400 5,353 5,374

13 psi, ckopocTb NOTOKa B Mnowans

KoMoHKe - 1,1633 M/MuH 150“; Afbs’ 157,7 7637,3 15340,5 67177,6
OcTanbHble NapamMeTpbl — B cooTBeTCcTBUM ¢ MBU N2 031-02-235-07
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Mouck onTMManbHbIX NapaMeTPOB rasoxpoMaTorpadmUyecKoro KoMraeKca npu onpeaeaeHnn sapmHa...

3aj1ach 3HAYNTENbHO BhIle (0,9936), 4eM pu mpoBe-
IeHu 110 BropoMy crioco6y (0,9328).

B 0 e Bpemsa Takas 4yBCTBUTENBHOCTD [1D]]
He BCer/ja OKa3bIBaIaCh JOCTATOYHO YOeIMTENTbHON
IIpY IIPOBEIEHUY MCCTIeOBAHMII P00, 3apakKeHHBIX
3apUMHOM, B XOfe IPOBefeHNA IPoQecCHOHATbHBIX
TecToB 1o mporpamme OpraHusanuy IO 3aIpe-
meHno xuMmdeckoro opyxus (03XO).

C Lenbio MOBBILIEHN A YYBCTBUTETLHOCTH II/IA-
MEHHO-(POTOMETPIYECKOTO AEeTeKTUPOBAHNA IKCIIe-
PVMMEHTBI ObUIM IPOBefeHBI MO3TAITHO IPU CIIeHy-
IOIINX YCTIOBUAX:

- perynmpoBaHUY IaB/IeHNA Ia3a-HOCUTENA U
TeMIIepaTypbl B MH>KEKTOPE;

- perynMpoBaHM) CKOPOCTY IOfbeMa TeMIle-
paTypbl B TEPMOCTATE;

- M3MeHEeHUN peXXIMa IO beMa TeMIIepaTyphl
(cerMeHTHOCTH) B TepMOCTATe;

- YCTaHOBJIEHUM Pa3HbBIX IOTOKOB ra3a-HOCH-
TeJlA B KOJIOHKE;

- M3MeHeHuy pabodeil TeMIIEpPaTypbl U CKO-
poctu notoka Bogopopa B ITD]I.

B pesynbrare usy4yeHnsa peKoMeHJaIuil paHee
IIPOBEJIEHHBIX VICCTIEIOBAHNUII 110 TAHHON TeMaTHKe
Y1 IPOBeMIeHN s PAJA SKCIIEPUMEHTOB C PasINYHbIMU
IapaMeTpaMy XpOMaTOrpadpuyeckoro KOMIUIEKCa
YCTaHOBJIEHO, YTO Oo/lee BBICOKAs YYBCTBUTEIIb-
HOCTb ObI/Ta JOCTUTHYTA IIPY CTIEAYIOMINX YCIOBUAX:

- TeMmImeparypa B }HXekTope - 250 °C.
IIpakTudeckn yCTaHOBJIEHO, YTO HECMOTpPS Ha TO,
YTO 3apMH KMIUT Npu Temneparype 151,5 °C ¢ yga-
CTUYHBIM pasjioKeHVeM [2], 3a BpeMsi KpaTKOBpe-
MEHHOTO ITpeObIBaHMsI B MH>KEKTOPE OH He YCIIeBaeT
PA3NOXXNUTBCA, O YeM CBUJETENTbCTBYET CTAOVMIbHBII
curHan (nuk) npu anammse I'P. IIpu atom ycraHoB-

TleHne Goree HU3KOII TeMITepaTyphbl B MH)KEKTOpe He
11e71lecO00pasHoO, MMOCKONIBKY B TAKOM CITy4ae MOXKET
MPOU30MTU 3arpsi3HeHMe MH)XEKTOPa BbICOKOKUILS-
VMY OPTaHMYECKMMU COETVHEHMSIMU, KaK Ipu-
MeCsIMM, TaK M MPORYKTAMU JEeCTPYKLUM 3apyuHa®,
HaIIpyMep, HaVIMeHee JIeTyYNM AUM30IIPOIIOBbIM
sbupoMm  guMeTMInUPoPOcHOHOBOIT  KUCTOTHI
(t,, = 279+23 °C pacuerHas). K Tomy e yKasaHHas
TeMIlepaTypa MH>XEKTOpa IIPEBBIIIAET TeMIIepPaTypy
KIIIeHVA JAHHOTO 3(Mpa ¥ COOTBETCTBYET pEKOMEHa-
IVSIM JIUTEPaTyPHBIX ICTOYHVIKOB [9];

- [aBleHMe Ta3a-HOCUTENS B WHIXKEKTOpe —
17,062 psi (moTok B KonmoHkKe 1,673 Mj1/MMH);

- IIporpaMMa TeMIepaTypsl B TepMOCTaTe
(OmHOCEeTMEeHTHBINI NOABEM TeMIIEpPaTyphbl) — Ha-
yanbHas 40 °C (Bbiep)KKa B TedyeHme 1 MuH), mamee
HarpeBaHMe co ckopoctbio 10 °C/mmu po 280 °C
(BbImep>kKa B TeueHMe 5 MuH). Takas HayanbHas
TeMIlepaTypa TepMOCTaTa YCTaHABIMBAIACh C
y4eTOM TOTO, YTO OHAa JO/DKHA OBITh HUKe TeM-
mepaTypsl KUIEHNsI PacTBOPUTENs (ITUmalerara,
t_ =77,1°C) [10];

- mapametpnl IIDMI: Temmeparypa - 250 °C,
IIOTOK BOZIOpofa — 75 MJI/MMH, IIOTOK BO3JyXa —
100 m1/MyH, TOTOK MOAAYBOYHOro rasa (renms) —
60 mi/MuH. Takye mapaMeTpbl IOTOKOB Ofecredn-
BaIOT CTAOMIbHOE IIaMsI B IETEKTOPE.

BY 3apuHa nmpy yKasaHHBIX YC/IOBMAX COCTa-
BuI0 5,122+0,04 MuH.

Takum 06pa3oM, OCHOBHbIE OT/INYMS IIPEJIa-
raeMoro croco6a oT paHee paCCMOTPEHHBIX 3aKITIO-
YAITCI B M3MEHEHMM J[IaBJIEHMs Ta3a-HOCUTENSA U
TeMIlepaTypbl B MHXKEKTOpe, IPYMEHEHNI OJHOCET-
MEHTHOTO IOJ'beMa TeMIIepaTyphbl B TEPMOCTATe, 13-
MeHeHMM IToToKa Bofopoza B I1D]I.

8 Bo3MOXHBIe IPORYKTHI IeCTPYKI[UY 3apyHa B BOJiE: MeTI/I}I(i)OC(l)OHOBaH kucnora — t _=105,0°C, dropanruzgpup,
metunpocdonosoit kucnoret -t =151,8 °C, usonponnnossrit sgup MeTinOCHOHOBOM KICTOTHI — t .=189,9 °C,
IMU3OTIPOIIOBBLIT 3PUP MeTI/UIa)OCCbOHOBOI/I kucnorsl -t =51,0 °C, Auusonponunosbiit apup [METHTITHPO-
docdonosoit kucnore -t =279+23 °C (pacyeTHas - B0111ng Point, faHHBIE OTCYTCTBYIOT).

Ta6nuua 2 - Pezynomamel 2a3oxpomamozpaguyeckux uccsiedo8aHuli npo6 800bl, 3apaKkeHHbIX 3apUHOM,
C niameHHO-(homomempuyeckum demeKkmuposaHuem npedsazaemMmbiM cnocobom

KoHLeHTpauus 3ap1Ha B rpaiyMpoBO4YHOM pacTBope,
n Mr/mn
YcnoBug aKcrnepMmeHTa OK;:i;e"M 6x10¢ 3x10° 5x10° 1x10+
(0,006 ppm) | (0,03 ppm) | (0,05ppm) | (0,1 ppm)
Moka3saTenu nukKa 3apuHa
VikbKeKTop: Temneparypa - BY, MuH 5,158 5,137 5,111 5,081
250 °C, paBneHue rasa-HocuTens -
17,062 psi.
TepMocTaT: 0 4HOCErMEHTHbIN NOAbEM
TemnepaTypbl CO CKOPOCTbLIO
10 °C/muH ot 40 °C (1 MuH) Mnowagp,
. 3276,0 26632,0 52868,6 111966,2
00 280 °C (5 MuH). 150 pA*s
LeTekTop: TeMnepaTtypa 250 °C, NoToK|
BoAopoAa - 75 Ma1/MuH, Bo3ayxa —
100 Mn/MuH, renns - 60 Ma/MUH
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PIIICYHOK 5 - 3asucumocmeo nnoumau NUKa 3apuHa om KOHyeHmpayuu e pacmeope asmusayemama
npu nﬂaMEHHO-d)OmOMemPU'-IECKOM aemeKmupoeaHuu npeanazaeMblM cnoco6om

Pe3ynbTaTsl 9KCIIEPUMEHTOB 1 00CYXK/IeHIe

B pesynbrate IpoBeleHMs VCCIEHOBAHMII II0
OIIpefieTIeHNIO 3apyHa B IIPO6ax BOAbI Ta30BOIT XpOMa-
Torpadueit ¢ IIaMeHHO-QOTOMETPIIECKUM JIeTEKTH-
pOBaHMeM IIpef/IaraeMbIM CIIOCOOOM IIOTTy4eHbI ClIe-
Iyoliyie pe3y/IbTaThl (TabnuIa 2, PUCyHOK 5).

CpaBHeHNe pe3y/nbTaToB, IPOBEEHHbIX IIpef-
JIaTaeMBIM CIIOCOOOM, IOKa3alo, YTO €ro YYBCTBU-
TeNIbHOCTb TIPY HM3KUX KOHLEHTPALMAX 3apyHa
B mpobe (6x10 mr/mi) B 1,03 pasa Bbllle, YeM IIpu
MpOBefleHNM 39KCIepUMeHTa 1o ycmoBusasM MBU
Ne 031-02-235-07, mpu KoHeHTpauyy 3x10° Mr/mi - B

Ta6nuua 3 - CpasHumesnbHblIl aHANU3 pe3ysibmamoe 2a30XpomMamozpaguyecKux ucciedoeaHuli npo6 eooel,
3apakeHHbIX 3apUHOM, NJIAMeHHO-(homomempuveckum demeKkmupoeaHuem NPu pasaudHbIX yCa08usx

KoHueHTpaLusa 3apmHa B rpagyMpoBOYHOM pacTBope,
n Mr/mn
YcnoBusa sKcnepMmeHTa OKI_?;?(ZGHM 6x10¢ 3x10° 5x10° 1x10+4
(0,006 ppm) | (0,03 ppm) | (0,05 ppm) | (0,1 ppm)
[Noka3saTenu nuKa 3apuHa
ﬂ'aBneHme B MHXXEKTOpE — 25 psi, By, MWH 3,827 3,777 3,768 3,794
CKOPOCTb MOTOKA B KOJIOHKE —
2,8703 Mn/MuH qg%”;iE:’ 31920 16924,8 31011,7 721740
[asnenue B nHxekTope - 13 psi, BY, MuH 5,443 5,400 5,353 5,374
CKOPOCTb MOTOKA B KOJIOHKE —
1,1633 mn/MuH q’;%”;‘jf,}:’ 157,7 7637,3 15340,5 67177,6
Mpepnaraemsiii cnoco6: BY, Mun 5,158 5,137 5,111 5,081
MHykekTop: TeMnepaTypa - 250 °C,
naBsieHne rasa-Hocutens - 17,062 psi.
TepMoCTaT: OAHOCErMEHTHbIV NOABEM
TeMmrepaTypbl co ckopocTbio 10 °C/MUH n
0T 40 °C (1 MuH) 40 280 °C (5 MuH). 1’;%maAﬂb’ 3276,0 26632,0 52868,6 111966,2
LeTekTop: Temnepatypa 250 °C, PA'S
NMoToK Bogopoaa — 75 M/1/MuH,
Bo3ayxa — 100 M/1/MUH,
reavs - 60 MJI/MUH

A
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PucyHok 6 - CpasHumesnbHblli aHAIU3 pe3yibmamos onpedesieHus 3apuHa 8 npo6ax 800l NPU pazAUYHbIX
cnocobax ucciedoeanuli NIAMmeHHO-homomMmempuyecKuM demeKkmuposaHuem

1,57 pasa Bblille, IIpy 607ee BBICOKMX KOHL[EHTPAIIVAX
5x10” MI/MJI U BBICOKMX KOHLIeHTpaumsx 1x10™* mr/
MJI 4YyBCTBUTE/IBHOCTD Bo3pacTtaeT B 1,70 u 1,55 pasa
COOTBETCTBEHHO (Tabmuiia 3, pucyHok 6). IIpu atom
TOCTUTHYTA BBICOKAS IIPOMEXYTOYHAS IPELN3UOH-

HOCTb (BHYTpMIabopaTopHasi BOCIIPOM3BOAUMOCTD)
[11] pesynbraros.

MaccoBasg KOHIIEHTpalys 3apyuHa B 9KC-
TpaKTe OIpefeNnseTca IO TPajyMpPOBOYHON Xa-
PaKTepUCTHKe Ha OCHOBE YCPETHEHHOTO OTK/IMKA

Ta6nuua 4 - Pesyisbmamel 2a30xpomamozpdacguyecKux ucc1edo8aHuli npo6 800bl, 3apakeHHbIX 3pUHOM,
Macc-cnekmpomMempuyecKkum 0emeKmupoeaHuem

KoHueHTpauusa 3apuHa B rpagyMpoBOYHOM pacTBope,
n Mr/mMn
YcnoBus aKcrnepMmeHTa OK:::en” 6x10¢ 3x10° 5x10° 1x10+
(0,006 ppm) | (0,03 ppm) | (0,05ppm) | (0,1 ppm)
lMokasaTesin NnuKa 3apuHa
ﬂaBneHme B MHXXEKTOpE — 25 psi, BY, MWH 3,4662 3,4673 3,4652 3,4750
CKOPOCTb MOTOKa B KOJIOHKE —
3,3262 Mn/MuH Mrowane, 735 22235 39997 80134
yci. ea.
Jaenexue B nH>kextope - 13 psi, BY, MuH 4,2684 4,2667 4,2718 4,2632
CKOPOCTb MOTOKA B KOJIOHKE —
1,6191 Ma/MuH ”;Cz‘f*:ﬁ"” 687 18759 30642 67972
MeTopg npeanaraembiit: BY, MuH 4,552 4,561 4,549 4,581
NhxkekTop: TeMnepaTtypa - 250 °C,
pasneHuve - 17,062 psi, ckopocTb
NOTOKa B KOJIOHKe - 2,1289 ma/MuH 0
TepMoCTaT: OAHOCErMEHTHbIM NOABEM JoLale, 1978 27435 49654 98792
TemnepaTypbl CO CKOPOCTHIO yen. €a.
10 °C/muH ot 40 °C (1 MuH) go 280 °C
(5 MuH)
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xpomaTorpadu4eckoro CUrHama U3 ABYX Mapa- y = 1E + 06x - 5742,0 @
JIETbHBIX OIIpele/IEHMIA.

B3auMOCBs3b IIOIA IV TMKA Y KOHIIEHTPALIN R? npu mpoBeieHNN SKCIIEPUMEHTOB 10 IIpef-
3apyHa B UCCTEyeMOM 9KCTPAKTe XapaKTepusyeTcss — jaraeMoMy croco6y cocrasuia 0,9982 u HaXoguTcA
C/IeAYIOLIVIM COOTHOIIEHeM (4): B IIpefieIaX IOMYCTUMbIX OTK/IOHEHUIL.

a'\tléh"&aﬁgﬁ- TiE: 5T-Zarin-50. Dhdata.ms
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Scan XX (4.553 min); ST-Zarin-50 D'data.ms (-224) (-)
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PlllcyHOK 7 -TNuku Mdacc-cneKmp 3apuHa e pacmeope smusnayemama no pesysiomamam
macc-cnekmpomempu4yecKko2o BemeKmupoeaHu;'
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Mouck onTMManbHbIX NapaMeTPOB rasoxpoMaTorpadmUyecKoro KoMraeKca npu onpeaeaeHnn sapmHa...

100000 A 98792
& 80000 80134
s
;T 67972
£ 60000
% A 49654
3
€ 40000
| =

20000

1978
0T8T

0 0,02 0,04 0,06 0.08 0.1

HoHueHTpayMA saprHa B sTHAAYETaTe, ppm

& meTon 25p6 B wetonlips A METOD NPEnar Aean i

— Linear (MeTog 25 psil Linear (metog 13 psi) Linear (meton L3 psi)

PucyHok 8 — CpasHUmMenbHbil aHAIU3 pe3ysbmamoe onpedesieHus 3apuHa 8 npo6ax eo0vl
Macc-cnekmpomMempuyeckum 0emeKkmuposaHuem

OTHocuTeNbHAsA TOTPENTHOCTh  M3MEPEHUI rme K - HOpMaruB KOHTpONIA TOYHOCTH (TI0-

KOHIIEHTpAlM! 3apyHa B PacCMaTPMBaeMOM Jiyara-
30He He ImpeBblaeT 9 %.

ITpu 3TOM KOHTPO/Ib TOYHOCTU (IOTpem-
HOCTM) pe3y/IbTaTOB WU3MepeHUil KOHI|eH-
Tpanuil 3apuMHa B guamasoHe ot 1,00x10* mo
6,00x10¢ mr/mn (mo I'P) mokasan rapaHTuUpoO-
BaHHOe cobnmiofjenne tpebosanus (5), a mpu
aHanu3e Mpo6 BOABI C KOHIIEHTpalLuell 3apuHa
Hyoke 3x10° Mr/mn OblIM monydeHsl Ooree
CTaOM/IbHbIE Pe3y/NIbTaThl C MMKAMM, COOTBET-
CTBYIOIIVMM TPeOOBAHUAM IO COOTHOLIEHUIO
CUTHAJI/IIyM.

|Crp - Ccpl = Ka6c’ (5)

rae Crp — 3HaveHMe cofiep>kKaHuA 3apuHa B I'P,
Mr/MIT;

C,, — pesynbrar ananusa I'P (cpennee apudme-
TUYECKOE Pe3Y/IbTAaTOB JBYX IIapalJIEIbHBIX OIpefie-
JIEHMIT), MT/MJT;

K,,, — a0comoTHOe 3Ha4YeHMe HOPMATHBA KOH-
TPOJIA TOYHOCTH (IIOTPELTHOCTY), MI/MJI, PACCYNTHI-

BaeTcsA 110 COOTHOLIEHUIO (6).

K, =001 xKxC, ©6)

TPEIIHOCTH) /11 MeTOVIKY, PaBHBIIT 42 %.

Taxoke yCTaHOBJIEHO, YTO yBe/lIuYeHye obbeMa
BBOJVIMOI IIPOOBI, HATIpUMeEP, OT 1 10 5 MKJI C IIe/IbI0
yBe/I4eHNs YyBCTBUTETBHOCTY CIIOCO0a, IIPUBOAVIT
K He3HauMTe/IbHOMY yBenndeHnio BY sapuna B xpo-
MaTtorpaiecKoil KOMOHKe, IIPY 3TOM IPOVCXOINUT
Heperpyska KaIv/UIAPHON KOJIOHKM, HaOMIOfaeTcst
pasMbITHe IepegHero GpOHTA IIMKa (epeHss YacTh
nuka Oojmee mojoras, 4eM 3afHASA), IPOUCXOTUT
yMeHblIeHNe oTKMMKa [IO]]. 9TuM nopTBep>K/ieHbI
pe3y/IbTaThl paHee IIPOBEJECHHBIX VICCTENOBAHMIL.
B menax 6ormee TOYHOI BOCIIPOM3BOLVIMOCTY pe-
3y/IbTaTOB SKCIIEPMMEHTOB 11e7IeCO0OPa3HO BBOAWUTD
HeM3MeHHbII 00beM POOBI B TedeHMe BCell cepun
3KCIIEPVMEHTOB.

IIpoBepka pe3ynbTaToB paGoOTHI APYTUMH Me-
TOlAMMU MCCTIeOBAHIA

B nensax co6miofieHns Tpe6OBaHMII , TIPEbB-
JSIeMBIX K aHATUTUYECKUM MCCIEJOBAHNAM IIO IIPO-
rpamme O3XO, pe3ynbTaThl aHA/IN30B, OMYYEHHBIX
IVIAMEHHO-(POTOMETPUYECKMM  JIeTEeKTHPOBaHMEM,
IIPOBEPEHBI JIOMOTHUTEIBHO MAacC-CIEeKTPOMETPH-
YeCKVM JIeTeKTVPOBaHVEM.

® Tonuapos B.M. Dxcmpecc-MeTof ra30XpoMaTorpaduaeckoro aHanu3a TOKCMYHBIX XUMUKATOB. [INC. ... KaHJ. XUM

Hayk. M.: BAX3, 2004.

BecTtHuk Borick PXB 3awunTtbl. 2019. Tom 3. N2 3

213

BEMXKAdO Ol10XI3hN10Long N O10HDIRNINNX
MNHITMAdUVE O UMTIHIAGHON BUHIAT'OILr'90D 19N3Lr90dU




AND BIOLOGICAL WEAPONS CONVENTIONS

-
<
v
b3
i
I
O
L
I
l—
O
l—
W
O
4
wi
24
w
I
a
<
w
o
)
>
i
i
(2]
o
(24
a
W
I
l—

V.A. Ignatyey, L.V. Petrakova, M.A. Ponsov, A.A. Rodionov

Pe3y/nbTaTbl Macc-CIIEKTPOMETPUYECKOTO  JVIC-
CeioBaHMsI MPOO BOMBI, 3apaKEHHBIX 3aPUHOM,
HOATBEPAN/IN JOCTOBEPHOCTb BBIBOJOB II0 Pe3y/ib-
TaraM IUIAMEHHO-(OTOMETPUYECKOTO [JeTEeKTIPO-
BaHMs (Tabmmua 4, pucysku 7 u 8). OHn cBuyeTenb-
CTBYIOT O TOM, YTO NP/ MacC-CIEKTPOMETPUIECKOM
[ETeKTUPOBAHUM TIPEMIaraeMblil CIIOCO0 orpere-
JIeHMsl 3apyMHA B Ipo6ax BOAbI O0JIee YYBCTBUTENIEH
II0 CPaBHEHMIO C IPEAbIAyIMMU ABymMsA OT 1,23
(B koHLIeHTpanyax 3x10°-1x10* mr/m) Ko 2,69 pasa
(B koHLIeHTpa1yy 6x10° Mr/MIT).

BriBojabl

OcCHOBHbIE OTIMYMS TIPeIaraeMoro crocoda
IeTeKTUPOBAHUs 3apyHa B TPoOax BOIbL, 00ecmeun-
Balolye 6ojee BBICOKYI0 4yBCTBUTETbHOCTD [1D]I,
3aK/IIOYAIOTCA B U3MEHEHUM [aB/IeHUs ra3a-HOCU-
TelA M TeMIIepaTypbl B MHXXEKTOPE, IPUMEHEHUN

Hngopmavyus o kongdnuxme unmepecos

OJHOCETMEHTHOTO HOJ’beMa TeMIePaTypbl B TePMO-
cTaTe, UI3MEHEHUM IOTOKa Bofopopa B IID]I.

Anpobanys npepyaraeMblX ONTUMAJIbHBIX
YCIOBUII IPOBOAMIIACH IIPY Ira30XpoMaTorpadu-
4eCKOM OIIpefie/IeHNM 3apuHa B IMpobax BOABI B
Xofie Tpo¢eCCHOHABbHBIX TECTOB IO IPOrpaMMe
03XO, uccnegoBaHUM apOUTPAKHBIX MPOO, BBI-
IOTHEHNY Hay4YHO-UCCIEeJ0BAaTeNbCKUX paboT U
IpOBeJeHNM HallOHATbHON aKKpeguranuu Jla-
6opaTopuM XMMMKO-aHATUTNYECKOTO KOHTPO/IA
27 HII MO P®.

YcnoBus, BbIpaOOTaHHBIE B XOfie OIpefe-
JleHMs 3apMHa U obecrednBiIe 60/ee BBICOKYIO
qyBCcTBUTENbHOCTD IID]I, Moryr ycmemso wuc-
I0/Ib30BAaTbCsA IPYU IIPOBEJEHUM Ta30XpOMATO-
rpapuYecKux JWCCIeJOBaHMIT C IUIaMeHHO-do-
TOMETPUYECKMM  JeTeKTMPOBAaHMEM  JIOOBIX
dbochopopraHnYecKUX XMMUKATOB.

ABTOPI)I 3aAB/IAIOT, YTO MCCIIENOBAHMA TPOBOAMIIVICD IPU OTCYTCTBUN MI06BIX KOMMEPUIECKUX NN (I)I/IHaHCO-
BbIX OTHOIIIEHUA, KOTOpbIE MOI/IN 6bI OBITh MCTOTKOBAHBI KaK l'IOTeHI.U/Ia}'IbeIf/l KOH(i)]'II/IKT VHTEPECOB.

Csedenust o peyeH3UPOBAHUL

CTaTbs IpoLIa OTKPBITOE PElieH3MPOBaHME ABYM:A pelleH3eHTaMM, CIeIUaluCTaMU B JAHHOI 06/1acTu.

PCHCHSI/II/I HaxXogATCA B peJaKIINM J)KypHaia.
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Search for Optimal Parameters for Gas Chromatographic Complex When Determining Sarin...

Search for Optimal Parameters for Gas Chromatographic
Complex When Determining Sarin in Water Samples by Flame
Photometric Detection Method

V.A. Ignatyev, L.V. Petrakova, M.A. Ponsov, A.A. Rodionov

Federal State Budgetary Establishment «27 Scientific Centre» of the Ministry of Defence
of the Russian Federation, Brigadirskii Lane 13, Moscow 105005, Russian Federation

Sarin is considered to be an instrument for chemical terror by the extremist organizations due to the
availability of technologies and components for its production. This fact became evident after the use of
sarin by several members of the extremist organization «Aum Shinrikyo» for air infection of the capital's
subway in 1995 in Japan and by ISIL bands in Syria in 2013. Because of its physical and chemical properties,
as well as its ability to be dissolved in water in any ratios, sarin can infect water sources for the long period
of time. But the sensitivity of flame photometric detectors (FPD) is not always sufficient for the analysis of
water samples for the presence of sarin, its precursors and products of destruction, especially in cases of
necessity to detect the concentrations less than 0,03 ppm (3x10-° mg/ml). We have found out that higher
sensitivity of the detector can be achieved in case of the increase of the gas carrier (helium) pressure in the
injector up to 25 psi, and the temperature — to 250 °C, single-segment temperature rise in the thermostat
with a speed of 10 °C/min from 40 °C (1 min) to 280 °C (5 min) at a hydrogen stream in PFD - 75 ml/min,
air - 100 ml/min, helium - 60 ml/min. In comparison with the initial method, the oftered one is more
sensitive in case of sarin concentration in water in the range from 6x10 to 1x10* mg/ml to 1,7 times. The
approbation of the offered optimal parameters was carried out during the gas chromatographic detection
of sarin in water samples during the OPCW Proficiency Tests, during the analysis of arbitration samples,
during the scientific research and the obtaining of national accreditation of the Laboratory of Chemical
Analytical Control of the 27 Scientific Centre of the Minstry of Defence of the Russian Federation. These
parameters can be used successfully during the studies of any organophosphorous chemicals by GC
analysis with flame photometric detection.

Keywords: retention time; gas chromatograph; mass concentration measurement technique; single-segment
(two segment) temperature rise; flame photometric detection; thermostat; chromatographic peak; sensibility.
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