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Pa3paboTka cnocoba nsmepeHums
MacCOBOM KOHLLEHTpaLMn LLMaHUAOB B MO4YBE

C UCMNOJ1Ib30BaHMEM ra3oBoun XxpomMaTtorpadpum u
TaHAEMHOIo Macc-CeJIEKTUBHOIO AeTEKTUPOBaHUSA

[.0. KopHees, M.A. lNoHcos, A.A. PoauoHos, J1.B. NeTpakoBa, U.B. PbibanbyeHko

®edepanbHoe 20cyoapcmeeHHoe 600 emHoe yuypexcoeHue
«27 HayuHbili yeHmp» MuHucmepcmea ob6opoHbl Poccutickol ®edepayuu,
105005, Poccutickas ®edepayus, 2. Mockea, bpuzadoupckuli nepeynok, 0. 13

[Toctymmma 02.02.2020 r. [TpuusTa K nyonukanum 23.02.2020 .

KonBeH1ueit o 3amperernu paspaboTku, IPON3BOLCTBA, HAKOIUIEHVS U IPUMEHEHVS XUMUIECKO-
IO OPY>XMA ¥ O €T0 YHUYTOXKEHUY IIOJI MEeXAYHAPOIHbI KOHTPO/Ib B 00/IaCTY HepaclpoCTpaHe-
HUS XMMMWYECKOT0 Opyx1s noctaBnenbl CN-cofeprKallie TOKCUYHbIe XVMUKATBDI, TaK1ie KaK TabyH
M €r0 MHOTOYMC/IEHHbIE TOMOJIOTY Y aHAJIOTV, HACYMTBIBAKLINE BO BCEX BapualyAX yIIEPOSHBIX
pafuKanoB OKono 10 ThIC. OpPTaHMYECKMX COENVHEHMIT; CMHMIbHAA KICIOTA; XJI0PIaH U ApyTHeE.
Kpome toro, CN-copiep>xaliiie TOKCMYHbIE XVMMUKATHI IPEACTABIISIOT COOO0IT OIIacHblE TEXHOIOI M-
JecKue M 9KOJIornIecKue 3arpsasHurenu. Hanbonee pacpocTpaHeHHBIMM M CTIO>KHBIMU 0ObeKTa-
M OKPY>Kalolleil Cpefbl Py aHa/Mu3e LMAHNAOB SIB/IAITC MOYBBL. Lleniv pabomu — paspaboTarh
croco6 M3MepeHNsi MacCOBOI KOHIIEHTPAL[UM LMAHNIOB B [OYBE, NMEOLUII IIPEUMYIIeCTBO IO
YYBCTBUTETBHOCTH U TPY/LOEMKOCTY OCYLIECTBIEHM B CpaBHEHUM C IpuATHIM B Poccuiickoit @e-
mepanuy GoTOMeTpuYecKUM cocob6oM. PaspaboTaHHBI CIoco0 IpednoaraeT MUCIONb30BaHME
B KauecTBe [epMBaTM3MUPYIOLEro areHTa 2,3,4,5,6-neHTadTopOeH3NNnOpOMIUy 1 ra30Byl0 XpoMa-
Torpaduio ¢ IMpUMeHeHNeM TaHJEMHOIO MAacC-CeMeKTHBHOTO [eTEKTUPOBAHUA B YCIOBUSAX OTPU-
LJaTe/IbHON XVMIYeCKOil MoHM3anuy MeTaHoM. OH IT03BO/IAET OCYLIeCTBIATh UICHTU(PUKAIINIO U
KOJIMYECTBEHHOE OTIpefieNieH e [MaHu/-IOHOB B TouBe B uanazoHe 0,7 Hr/r—-10,0 MKr/t, 4To 60nee
4eM Ha TPU JEeCSTUYHBIX HOPsAKa IPEBOCXOANT IT0 YYBCTBUTEIBHOCTH BKIIOYEHHDIN B (efepans-
HBIIT peecTp PoOTOMETpUUECKUIT METOF, TOro ke HasHadeHUs. Crocob [AjIsi CBOETO OCYIeCTBIIe-
HUA He TpeOyeT NIPUMEHeHNA B KadeCTBe BHYTPEHHETO CTaH/japTa M30TOIIOB IIIAHUCTOTO KajInA C
PafOaKTMBHBIMM METKAMM YIJIEPOJA U Ka/lus, M MEHee NPOJIOJDKUTENIEH 110 BpPEMEH.

Kniouesvie cnosa: 2,3,4,5,6-nenmagmopbenzunbpomud; 2a3oeas xpomamozpadus; oepusamusa-
WS UOEHMUPUKAUUS; KOMUHECTNBEHHDLTL AHATIUS; NPOOA NOUBbL; XPOMAIO-MACC-CHEKIMPOMEMPUST;
UUAHUODL.

Bubnuozpaguueckoe onucanue: Kopuees [.0., IToncos M.A., Poouonos A.A., Ilempaxosa /LB,
Poibanvuenio V.B. Paspabomxa cnocoba usmepeHus maccosoti KOHUeHMPpayuu yuanuoos 6 no4se
UCNONb306aHIUEM 2430601l XPOMAMO2PAPUU U MAHOEMHO20 MACC-CENEKINUBHO020 0eMeKMUPOBAHUS
// Becmuux eotick PXb sawumor. 2020. T. 4. Ne 1. C. 4-20. @://doi.org/lO.35825/2587—5728—2020—
4-1-4-20

ITop Me>XByHapOTHbII KOHTPO/Ib B 00/1aCTY He-
pacnpocTpaHeHNA XMMITYECKOTO OPY>KMsI B CIIVICKK
TOKCMYHBIX XMMMKATOB U MX IpeKypcopoB «KoH-
BeHIIMell 0 3anpeleHUN pa3pabdoTKY, IPOU3BOJICTBA,

HAKOIUIEHVS I TIPYMEHEHN XVIMIYECKOTO OPY XXM
Y1 0 €TO YHUYTOXXeHuM» (anee — KoHBeHIMA) BKITIO-
yeHbl CN-comepKaliye TOKCHYHbBIE XVMMKATBI
(TX).. Cpenu Hux B Cmmcke 1 IlpunoxkeHus mo

! Convention on the Prohibition of the Development, Production, Stockpiling and Use of Chemical Weapons and on their
Destruction. Organisation for the Prohibition of Chemical Weapons (OPCW), The Hague, The Netherlands, 1997. 179 p.
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Development of a method for measuring mass concentration of cyanides in soil samples using gas chromatography...

xumukaraM — TabyH (GA) 1 ero MHOrOYNC/IEHHbIE
TOMOJIOTY ¥ aHAJIOTY, HACUUTHIBAIOIIJE BO BCEX Ba-
pUanMAX yITIEpORHBIX PajMKanoB okono 10 Thic.
OpraHNYecKNx coefHennii, a Takxe TX Cromcka 3 —
CHHWIbHAS Kucmora 1 xjopiyaH [1]. [Tomnmo atoro,
caM IMaHUJ-aHUOH, OOpa3yIOLINIICS B pe3y/IbTaTe
TUApPONN3a IVAHWU/OB, M KOTOPBIN MMeeT IpsIMoe
OTHOILIEHNe KO BCeM OpraHM4ecKUM HUTPUIAM U
MHOTYM HEOPTraHNYeCKUM COeRMHEHVAM (COmu Cu-
HWIBHOM KMCIOTBI), TaKXKe IIONJIEKUT KOHTPOIIO
cormacHo Konsenuym [2]. [lna HUX JO/DKHBI CylIe-
CTBOBaTb HAJIeXKHBIE CIIOCOOBI MAEHTUDUKALMK U
oOHapy>XeHMsI B OKPYKalolLlleli cpefie.

Kpome Toro, nuaHmpp® — oOmacHble 3KOJO-
TMYeCKUe U TeXHOTeHHble 3arpssHutenu [3-5]. B
Poccniickoit ®epeparun copepskaHue IMAaHUIOB B
MOYBe perlaMeHTUPYeTCsl TUTMEeHNYeCKUMM HOp-
MaTMBaMIT’, IIPY 9TOM OTHOCUTENIbHASA JOIYCTUMAs
koHueHtpauysa (OK) cBoOOTHBIX IMaHUIOB CO-
craBnsgeT 1,0 MI/KT IIOYBbI, KOMIIIEKCHBIX — 5,0 MI/KT
mouBbl cooTBeTcTBeHHO. CormacHo T'OCT 12.1.007-
76* 1 TOCT 12.1.005-88° 110 CTelleHM OIaCHOCTU
BO3JICVICTBMA Ha OPraHM3M CMHWIbHAsA KUC/IOTAa U
IVIaHU/BI OTHOCATCA K | K/1accy olacHOCTY BelecTs.
ITopsiioK KOMMYeCTBEHHOTO aHalMu3a Ipob MoYB Ha
cofiep>kanue quaHugoB B Poccuiickoit @epepanum
ompepensercss gokymeHtoMm  ©P.1.31.2017.27246°.
Yka3aHHBII JOKYMEHT YCTaHAB/IMBaeT METORVKY W3-
MepeHMI1 cofiep>KaHys IIMaHu/oB (B TOM 4yCIie, Ha-
XopsAIuXcs B popMe KOMIUIEKCHBIX COeHEHMIT) B
po6ax MOYB, TPYHTOB, JOHHBIX OTIOKEHMIA, UJIOB,
OCAaJIKOB CTOYHBIX BOJI, >KUIKUX Y TBEPIBIX OTXOJIOB
IIPOM3BOACTBA U NOTpeO/IeHuss GOTOMETPUIECKNM
METOJIOM C IIMPUAVHOM U 6apOUTypOBOII KICTTOTOIL.
Jnama3oH M3MepeHMii MacCOBOM OMM LIMAaHNTOB B
HI0YBe 10 JAHHOMY c1iocoby cocrasiset 0,5-130 mr/
KT TIOYBBL. B CBsA3M ¢ BBICOKOI /TaOMIbHOCTBIO CBO-
OOIHBIX LMAHWUJ-MIOHOB B 9KO/MIOTMYECKMX IMpobHax
Ppe3yJIbTaT OIpefe/leHN s HAIPSAMYIO 3aBUCKT OT IIpa-
BIJIBHOCTY BBIIIOJTHEHMS YCTIOBUIT OTOOpa, TpaHC-
HOPTUPOBKM IPOO, BIAXKHOCTY IIOYBBL, CPOKOB
IPOBeieHNsT aHa/IM3a ocIe 0TOopa Mpood, a TakKe

YMCTOTBI MICIIO/Ib3YEeMbIX PEaKTUBOB, 0COOEHHO Oap-
OUTYpOBOI KICTIOTBI (TPeOOBaHMS 110 YMCTOTE — He
menee 99 %).

ITosTomy B 3apyOe>KHOI aHATUTIYECKO IIPaK-
TUKe KayeCTBEHHOE VM KOJIYeCTBEHHOE OIIpefie/ieHuie
LUAHNOB B NOYBE PEKOMEHAYeTCsA OCYLIEeCTBIATD
C MOMOIIBI0 Ta30BOI XpoOMaTorpadum C UCIONb-
30BaHMEM IIpU IPOOOIOATOTOBKE CIOCOOOB CBS-
3bIBaHMs IMIaH-aHMOHOB B XpoMaTorpadupyembie
OpraHMYecKye HUTPWIbI VIV TUOLVIAHATBI ITyTeM
mepuBaTusanyu ¢ momoibio 2(N,N-quankumaMmHo)
3TaHTUOJIOB, 3aMEIJEHHBIX IIPOM3BOJHBIX AMa3oMe-
taHa win 2,3,4,5,6-nenradropbensunopomuga (CAS
1765-40-8). AHaMUTUYECKNIT CIOCOO OIpemeNeHus
2,3,4,5,6-teHTad TOPOEH3NTALIETOHUTPIUIA OCHOBaH
Ha NPYMEHEHNN Ta30BOJl XpoMaTrorpaduu B COBO-
KYITHOCTI C MAacC-Ce/IeKTUBHBIM JIeTeKTUPOBaHVEM
B PeXMMax 37IeKTPOHHOTO yfjapa VI XVMIYeCKOi
MOHU3AI[MN, a OMMCAHHBIIT Cocobd MPoOOmoOATo-
TOBKM He TpeOyeT 3HAUMTE/IbHbIX TPYH03aTpaT, Bpe-
MeHM ¥ VCIIO/Ib30BaHM I 3HAYUTENBHOTO KONIMYeCTBa
TTabOPaTOPHOIT TIOCYABI, ZOPOTOCTOSIINX PEaKTUBOB
u pactBopureneii. IIpenen oOHapyeHNUSA LMaHWUA-
QHJIOHOB B | T IIOYBBI, 11O TAHHBIM aBTOPOB, COCTAB-
nster 1,0 ur. OmHaKo, Ha Halll B3IVIAT, UCIIO/Ib30BaHMe
B IIPMBEICHHOM MeTOfie B Ka4eCTBe CTaH/IapTa TPY/-
HOJOCTYITHOTO I[IaHMCTOTO KA/ C MeYeHbIMU 130-
TOIIaMJ aTOMOB YITIEPOJia VI Ka/Iusl IPefCTaB/IseTCs
WU3IVIIHUM [6].

Llenv pabomwvr — paspaboraTh CIocob usMe-
PeHIMsI MacCOBOI KOHIIEHTPAIMY [[MAHU/IOB B TOYBE
C MICIIO/Ib30BaHVeM Ia30BOI XpoMaTorpauim 1 TaH-
IEeMHOT'O MacC-CeNIEKTVBHOTO IeTeKTYPOBaHYL.

Vicxomsa M3 aHanmmM3a JUTEPATypHBIX MCTOY-
HJIKOB, HaVIMeHee TPYHOeMKVM M OITMMAIbHBIM
CII0cOO0M  KOTIMYECTBEHHOTO OIIpefie/ieHNsl LiMaH-
aHMOHOB B TIIOYBe sABIAETCA 00paboTKa ee
2,3,4,5,6-enTad TOPOEH3NTIOPOMUIOM, IPM ITOM B
pe3y/bTaTe alKWIMPOBAaHNUA aHUOHOB B VIHTepBajie
temineparyp 50-70 °C obpasyeTrcs perucTpupyemsiit
aHaJINT 2,3,4,5,6-neHTa(bTop6eH3MJIaueTOHMTpMJI
(CAS 653-30-5) (pucyHox 1).

2 K HUM OTHOCHTCSI TPYTINa XUMHYECKUX COSTUHEHU I — MPOU3BOIHBIX CHHHIIbHOM (IHaHUCTOMN) KUCIOTHI. Bee oHU
conepkat nuaHo-rpynmny — C=N. Paznuyaiotr HeopraHn4ecKue aHu bl (CHHIJIbHAS KUCIIOTA, IUaHUIbl METAJIIOB,
JUIIMaH, TaJIOTeHIIHaHU1bl, KOMIUIEKCOHBI METAJIJIOB U T.J1.) ¥ OpraHMYeCcKue IMaHUIbI (Harpumep, 3QUpPhI Ui aMH-
IbI IMAaHMY PABEUHOHN 1 IMAHYKCYCHOM KHCJIOT, HUTPHJIBL, TETEPOTITMKO3UIBI U AP.).

* TH 2.1.7.12-1-2006. Ilepeuens npenensHo nonyctuMbix koHeHTpaunid (I1JJK) 1 opreHTHpOBOYHO JONYCTUMBIX
koHTeHTpanuit (OK) XUMHYECKUX BEIIECTB B IIOYBE.

4 MexrocymapctBernbiii crangapt FOCT 12.1.007-76: CucteMa cTanapToB 6€30MaCHOCTH TPyAa. BpeaHbie Bele-
ctBa. Knmaccugukamus u odmue TpeboBanns 6€301acHOCTH.

> TocymapcrBennbiit cranfapt 'OCT 12.1.005-88. Cucrema cTaHgapToB 6esonacHoctu Tpypa. Obuye caHuTap-
HO-TUTMeHNMYecKye TpeOoBaHMA K BO3[yXY pabodell 30HBL

¢ ®P.1.31.2017.27246 (M4-2017). Konn4yecTBeHHbI XMMHYECKUI aHAJIN3 OTXOJOB, MIOYB, TPYHTOB U IOHHBIX OT-
nokeHui. MeTonnka u3MepeHuii MaccoBOil 10JIM IIMAHUOB (B T. Y. HAXOAAIIUXCS B ()OPME KOMILIEKCHBIX COCIH-
HEHMI) B MpoOax MoYB, PyHTOB, TOHHBIX OTIOKCHHUH, UIIOB, OCAJKOB CTOYHBIX BOJ, KHIKHX U TBEPABIX OTXOHOB
MIPOU3BOACTBA M HOTPEOICHHS (HOTOMETPHIESCKUM METOIOM C ITMPUINHOM U 0apOUTY POBOM KHUCIOTOHN. «YPasIbCKIit
Hay4YHO-HCCIeNoBaTenbCckiii HHCTUTYT Merposiorun» (PI'YII «YHUMMy). CeunerenscTtBo 00 arTecTanuu
Ne 222.0091/RA.RU.311866/2017 ot 21.04.2017. ®unuan «LIJTATH no Enunceiickomy pernony ®I'BY «IIJIATU no
C®Ov». Kpacnosipck, 2017.
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XUMUNYECKOT O N BUOJTIOTMYECKOIO OPY>XKNA
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[Cu{CN).] [Co{CN)J*

[Fe(CN)J*

CN-

[Fe(CN)J*
[Zn(CN)J*

CH-

CH:Br

F¢

F;

PucyHok 1 - OCHo8Hasi XuMuuecKas peaxkyus,
onpeodesiAOWAs cNOCcob aHanu3a yUuaHudos Ha
OCHOBe C8A3bI6aHUSA UUAHUO-aHUOHO8 8 noyse
¢ 2,3,4,5,6-nenmacgpmop6eH3unbpomudom [6]

It pa3paboTKM HAHHOTO CrOCo6a OleHU-
BaIM OCHOBHbIE (PUBMKO-XMMUIECKUE CBOICTBA
2,3,4,5,6-nentapropbeH3nmaleTOHNTpKUIA,  06pa-
3YIOLIETOCsl B pe3y/ibTare [epyBaTU3aALNN 1IeJIEBOTO
coefyiHeHn (Tabmmia 1).

ITpoBesieHHas OLleHKA YKa3aHHBIX B Tabmuie 1
OCHOBHBIX (PM3MKO-XVMIUIECKMX XaPAKTEPUCTHUK I{e-
JIEBOTO aHAIUTA [TO3BOIM/IA B JA/IbHEIIIIEM BBIOPATh
ONTUMAJbHBIE YCTIOBUsI MPOOOIOATOTOBKM, XPOMa-
TorpagMpoOBaHNUA U IETEKTUPOBAHMS IIPU OIpeie-
JIeHUU JAHHOTO BeIeCTBa B 0Opasijax mo4yBsl. B ka-
YecTBE CTAHJAPTa B MCCIENOBAHUAX VCIOIB30BAIN
KoMMepyeckmit obpaser; 2,3,4,5,6-nieHTadpTOpbeH-
3UTALETOHUTPUIA CO CTENEHBI0 YMCTOTHI He MeHee
98,5 % (bupma «Alfa Aesar», CIITA).

Boi6op ycmoBmit mpoBeJeHMs] SKCTPaKIMK
IMAHUOB U3 TOYBBI. [Ipy IpOBeIeHNY TPOLIERYPHI

3KCTPAaKIMMU IIVAaHUJOB M3 NOYBBI PYKOBOJCTBOBA-
NUCh PEKOMEHJAIMAMM, ycTaHOBAeHHbIMM O3XO
JUISL  ©KErofHBIX MEXIYHApOLHBIX Ipodeccro-
Ha/IbHBIX TeCTOB.

Ot60p mpo6 MOYBBI IPOM3BOAUTCS B COOT-
BercTBUM C TpeboBanmsamu ['OCT 17.4.3.01-83%,
T'OCT 174.4.02-84°, ITHA® 12.1:2:2.2:2.3:3.2-2003"
u ITHA® 12.4.2.1-99" vy gpyrMu HOpMaTUBHBIMU
JTOKyMEHTaMM, YTBEP>KeHHBIMY U TIPYMeHAeMbIMI
B YCTaHOBJIEHHOM IIOPSIIKe.

ITpo6s1 oTéuparoT B eMKOCTH (0aHKM) U3 TeM-
HOTO CTeK/Ia C IPUTEPTON WM IUIOTHO 3aBMHYMBA-
IOLIEVICS KPBILIKOIA, 3aII0THAS €MKOCTU «IIOfL TOPIIO».
Macca oTo6paHHOII TPOOBI HOIKHA COCTAB/IATDH He
MmeHee 100 r. IIpu orbope momyxmpakmx o6pasLos
MOYB, MACTOOOPa3HBIX MPOO MM MPOO, UMEIIUX
3HavyeHre pH < 5 (110 yHuBepcanbHO MHVKATOPHO
Oymare), peKOMEH/yeTCs UCIONIb30BaTh I 0TOOpa
ko716b1 co numngom. Komby 3akpeiBaloT mpuTepToit
IpOoOKOII 1 IPUBIHYMBAIOT ee K KO/Ihe TOHKOI Ipo-
BOJIOKOIL.

EmKocTy ¢ 0TOOpaHHBIMU B HMX ITPOGaMM 10-
CTaB/ISIIOT B /1A0OPAaTOPMIO M XPAHAT B 3aKPHITOM
Buje He 6onee 10 cyT mpu TeMmIeparype He BbIIIe
10 °C. JocraBeHHYI0 B 1abopaTopuio mpody reper
aHA/IN30M YCPeHSIOT. [I151 9TOro BeCh 06'beM IpoObI
M3BIEKAIOT U3 E€MKOCTH, YHA/ISIT MeXaHUYeCKye
npuMecy (KaMemliky, KOpHM M TIp.) ¥ TIIATETbHO
HepeMelIBAT PacTUPaHueM HeCTUKOM B dapdo-
POBOII CTYIIKe COOTBETCTBYIOIIETO 0O'beMa.

ITocrme ycpesHeHus 4acTh MPOOBI UCIONb-
3YIOT [Jd aHanIM3a, OCTABIIYIOCA 4YacTb IIO-
MeLIal0T B YNUCTYI0 €MKOCTb M XpaHAT IIpU
YCIOBUAX U CPOKaX, ONMCAHHBIX BBIIe; IPYU He-
00XORVIMOCTU €e WCIONb3YIOT [/ TONy4eHMUs
IOBTOPHBIX Pe3y/IbTATOB 1 IIPOBEIEHU A BHYTPU-
naboparopHoro koutpons. ITocine or6opa npo6d
cocTaBisAeTcsA akT (IpoTOKon) orbopa mpobbI
II0 YCTaHOBJIEHHOI1 B mabopaTtopun popme, B Ko-
TOPOM YKa3bIBaIOTCA: HaMMEHOBaHMe ¥ ajpec
00CreyeMOro MpefNpUATUS; IeIb aHAIN3a,
IpeJIonaraeMble 3arpsI3HUTEIN; HAaIMEHOBaHe
aHanMM3MpyeMoro ob6bvekra (OTXOABI, IOYBA U
T.1.), MECTO, fiaTa ¥ BpeMs oTOOpa; TUI NMPOoOBI
(To4eyHas, coCTaBHas); HOMepP NMPOOBI; YCIOBUSA

7 Recommended Operating Procedures for Analysis in the Verification of Chemical Disarmament: 2017 Edition.
Editor: Paula Vanninen. The Ministry for Foreign Affairs of Finland University of Helsinki. VERIFIN, Department
of Chemistry P.O. Box 55, fin-00014 - University of Helsinki, Finland., 286 p., ISBN 978-952-10-7408-0.

OPCW Technical Secretariat. Quality management system document Ne QDOC/LAB/SOP/PT01-PT04, Standard
Operating Procedure for the organisation of OPCW proficiency tests: Philippe Denier, Director of the Verification

Division. Issue Ne 3, Revision Ne 5, April 2019.

8 TOCT 17.4.3.01-83. IToussl. OGiue TpeGoBaHKs K 0TOOPY MPoo.

9

MHHTOJIOTHYECCKOT'O aHaJIu3a.

I'OCT 17.4.4.02-84. ITouBsl. MeTO/BI 0TOOPA M TOATOTOBKY MPOO ISt XHMHYECKOT0, 0aKTEPHOJIOTMYECKOTO, TEIh-

0 TIHA® 12.1:2:2.2:2.3:3.2-2003. Ot60p mpod mo4B, FPYHTOB, OCAJAKOB OHOJIOTMYECKUX OYUCTHBIX COOPYIKEHHI,
[IJIAMOB ITPOMBIIUICHHBIX CTOYHBIX BOJ, JOHHBIX OTJIIOKECHUI HCKYCCTBEHHO CO3JAHHBIX BOIOEMOB, IIPYA0OB-HAKO-

nuTesIed U THAPOTEXHUUECKUX COOPYKEHUN.
11

OO011HE TTOT0XKEHMUS.

A

6

IMHAD 12.4.2.1-99. OTX0aBI MUHEPAIBHOTO MPOUCXOKACHUS. PekoMeHAau Mo oTOOpy W MOATOTOBKE MPOO.
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Pa3paboTka cnoco6a namepeHus MacCoBOM KOHLU,EHTPaL MU LMAHUO,0B B MOYBE...

Ta6nuua 1 - OcHosHble (husuKko-xuMudeckue ceoticmaa 2,3,4,5,6-neHmagmopbeHsunayemonumpuna [7]

CBOICTBO,
€ANHULLA U3MEepPEHUS

3HayeHue uaun NnokKasaTesb

CTpyKTypHas ¢popmyna

N

Homep no HomeHknaType CAS

653-30-5

HaseaHue no HomeHknaType IUPAC (cMHOHMMBI 1
MeXKlyHapOo/Hble TOProsble Ha3BaHM)

(2,3,4,5,6-pentafluorobenzyl cyanide, benzeneacetonitrile,
2,3,4,5,6-pentafluoro-, pentafluorophenylacetonitrile,

2,3,4,5,6-Pentafluorophenylacetonitrile

pentafluorobenzeneacetonitrile)

BpyTTo-dopmyna

C,HJF.N

8 2 5

MOJ'IeKyJ'ISIpHaﬂ Macca, a.e.M.

207,102

ATOMapHbIN cocTaB

C(46,40 %), H(0,97 %), F(45,87 %), N(6,76 %)

ArperaTHoe COCTOAHUNE

BeclLBeTHas »XMAKOCTb

MnoTtHocTb Npu 20 °C, r/cm® 1,515
TemMnepaTtypa KUMeHus rnpm H.y., °C 223 (107-111 °C/17 MM pT.CT.)
TemnepaTtypa nnasneHus, °C MUHYC 56-58

MokasaTesib npesiomsieHmns, nD2° 1,439

TemnepaTtypa BCnbiwKn, °C 72-73
e e oo o
KoaddunumeHT npomnsseaeHns pacTBOPMMOCTH, 1 63+0.4

LogP, ycn. en. ’ ’

®dakTop 6MoKoHUEeHTpupoBaHusa, BCF, ycn. ea. 10,26

PacTtBopumocTb

B BOAE — MNJI0XO0, B OPraHN4YeCKMX pacTBOPUTENAX — XOPOLLO

orbopa mpob; KOKHOCTY, paMuanm auL, yda-
CTBYIOIIMX B OTOOpe, MOANNCH, AaTa.

Ilasiee OIpeMieNAIOT BTaXKHOCTD HOYBBL. [I14 T1e-
pecyeTa Macchl HABECKY Ha abCOMIOTHO CYXYI0 IpoOy
OIPeNIeTIAIOT COfiep>KaHMe TUTPOCKOIITYECKOV B/IATI.
Ilna storo 6epyT 3 HaBecku mpo6sI 1o 0,2 T, moMe-
IIAIOT B IIPeBAPUTEIBHO NOATOTOB/IEHHBIe (papo-
POBBIe YaIKM U BpICYIBaT npu ¢ = (105+5) °C B
CYLIMIBHOM LIKa(y KO HOCTOSHHON Macchl. JKuakue
IpoObI IIPeBapPUTEIBHO BBINAPUBAIOT HA BOISHON
OaHe focyxa.

g=(P-P_)x100/P, 1

I7ie g — CoflepyKaHyie TUTPOCKOIITYECKO BJIary, %;

P - macca npo6sl, B3ATOII /IS TIOTTHOTO BBICY-
IIMBaHUSA, T;

P —Macca OJTHOCTBIO BHICYIICHHOI! IPOGEL, T.

TIpu BBIOTHEHH YCIOBUS: | g | <12%
BBIYUCIIAIOT § (%):

8, = (g, +g,+g)3 @)

Hanee ompepenaoT KoaddUuMeHT Hepecyera
Ha abCOIOTHO CYXYIO ITPOOY:

K=(100 - gcp.)/ 100, 3

ax gmin

BecTHuk Borick PXB 3awunTtbl. 2020. Tom 4. N2 1

e g - COJepXKaHMe TIUTPOCKOIIMIECKON
Biaru, %.

Tounas Macca (Kr) HaBecKM aGCOTIOTHO CYXOil
1poObl, B3ATON /IS aHAIN3a, PACCYUTHIBAETCS IO
dbopmyre:

mg .= mxK/1000, @)

Ifle M — Macca MpoObl, B3ATAs /I aHAIN3A, T.

K - xoa¢¢unment nepecyera (cM. Boiiie Gpop-
Mmyny 3).

Ilodeomoeka cmandapmuvix pacmeopos (0ea
chocoba) u nocmpoee 2padyuposoUHoLi 3asUCUMOCU

1. ToToBAT He MeHee 10 PacTBOPOB CTaHAAPT-
Horo o6pasua (2,3,4,5,6-neHTadTOpOEH3NTALIe TOHY-
TpWIa) B aOCOMIOTHOM 3THIALIETATE, C PA3TNIHBIMU
KOHLIEHTpaluaMu B Auanasone 10 Hr/mm - 10 MK1r/MIL.
Brocar B 10 Buan ¢ 3aBMHYMBAIOLIENICA KPBILIKOIA,
cogepKawux 1o 1,0 r nmpeaBapuUTeNIbHO IIOLTOTOB-
JIEHHO HAaBECKM II0YBBI, 3aJaHHOE KOIMYECTBO
pacTBOpa CTaHAapTHOro obpasua. Buamer repme-
TUYHO 3aKpBIBAIOT, BCTPAXMBAIOT Ha Iejikepe B
TedeHNe 2 4acoB. JJOGaB/IAIOT B KOKAYI0 BUATY IO
1,0 mn sTwianmerara, BCTPAXMBAIOT Ha IIENKepe,

A

BEMXKAdO O10X23hN10LonNg N O10AHDIRNINNX
MNHITMAdUVE O UMTIHIGHON BUHIATOIL'90D 19N3Lr90dU
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D.O. Korneev, M.A. Ponsov, A.A. Rodionov et al.

neHTpudyrupytor npu 15000 06/MuH u otéuparot
nenTpugyrar. IlomydeHHBIe pacTBOPBI YIIAPUBAIOT
[0 OCTaTOYHOro o6vema 500 MK B TOKe a3oTa Ipu
KOMHATHOJ TeMIlepaTrype. OKCIEePUMEHT HOBTOPAIOT
5-6 pas. [Tanee Bce 06pasiipl mopBepraot I X-anammsy
I7151 HOCTPOEHVIA TPafyMPOBOYHON 3aBUCMOCTIL.

2. ToTOBAT MCXOOHBIN PacTBOp CTaHAAPTa LiN-
anucroro kamus (CAS 151-50-8) ¢ copepkaHyeM
OCHOBHOIO BelllecTBa He MeHee 99,8 % B abc. 3TUI-
anerare ¢ koHneHTpauueit 1,0 mxr/mn. Ilocne atoro
BHOCAT B 10 Buan, copepkamux 1o 1,0 r npegsapu-
TeIbHO TIOATOTOBJIEHHON HABECK! NTOYBbI pacyeTHOEe
KO/IMYECTBO PACTBOPA LIMAHNCTOTO Ka/lINsA C 3a/laH-
HBIMI KOHIEHTpauuAMM B guamnasoHe 10 Hr/mm -
10 Mxr/M1. Buasnbl TepMeTMYHO 3aKpbIBaIOT, BCTPA-
XMBAIOT HAa MeXaHMYECKOM IleliKepe B TeyeHue
2 4vacos. [lomemanT Bce Buaabl B TepMOCTaT U
B KXY HO0ABIAIOT pacyeTHOE KOMIMYECTBO
2,3,4,5,6-nenradropbensnnbpommaa. Berpsaxusaior
Buansl npu t = 50 °C B Tedyenne 2 yacos. [locne ox-
NaXAeHNs UeHTpUdyrupyior mpu 15 Teic. 06/MMH
u orbupaior neHTpudyrar. [lonyyeHHbIe pacTBOPbHI
yIapyBaoT I0 OCTaTOYHOro 06 bemMa 500 MKII B TOKe
a30Ta IpyY KOMHATHOJI TeMIlepaType. DKCIIepUMMEHT
HOBTOPSIIOT 5-6 pa3. [lajiee Bce 06pasIibl TO{BEPTaioOT
I'’X-amanusy 1 TOCTPOeHMUA TPafyMpPOBOYHON
3aBUCHMOCTIL.

IKcmpakyus YUaHUO-UOHOB U3 NPo6 NOUBbL

O6paser; aHaIM3MpyeMoii MOYBbI Maccoit 1,0 T
MOMEIAIOT B BMA/Y C 3aBUHYMBAIOIIENCA KPBILIKOIA,
OpwImMBalT 2 M1 abc. aTwianerara. Berpaxu-
BalOT BMA/Ty HA MEXaHMYECKOM LIefiKepe B TeueHUe
0,5 gaca, gob6asmsitor 100 Mk 2,3,4,5,6-nieHTad TOp-
6ensmnbpomua. Berpsaxmsator Buany npu £ = 50 °C
B TeueHye 2 yacoB. OX/IaXJal0T BUATTY, IeHTpUQyTy-
PYIOT IIpu 15 ThIC. 06/MVH ¥ OTOMPAIOT LIeHTpUPYTaT.
INomy4yeHHBIN pacTBOp YIApUBAIOT 4O OCTAaTOYHOIO
o6bema 500 MKJI B TOKe a30Ta IIpY KOMHATHOM TeM-
nepatype. 9KCIIepMMeHT NOBTOPAIOT 5-6 pa3. [lanee
obpaser; mopsepraior [X-aHanusy s ompefe-
JIEHVSL COflep>KaHMsI LIMAHNUI-MOHOB B ITPO6e MOYBBI
C UCTIONIb30BaHMEM paHee IMMOCTPOEHHON Tpafynpo-
BOYHOJ1 3aBUCHMOCTIA.

Pa3pa6oTka XpoMaTo-Macc-CHEKTPOMeTpH-
YeCKOro Cmoco6a ompepneneHns KOHIEHTPaLIN
OMaHUJ-MOHOB B mpo6ax mousbl. [locTpoenme
KaTMOPOBOYHOI 3aBUCHMOCTH, @ TaKXKe KOJM-
4YeCTBEHHOE OIlpefie/ieHNe COflep>KaHusA LMaHN[-
aHMOHOB B aHA/IM3MPYEMOII IT0YBE IIPOBOAVIOCH C
UCIONIb30BaHNMEM XPOMaTO-MacC-aHaTUTUYECKOI
CTAQHIIMY, BK/IIOYAIOLIell Ta3oBBINI Xpomarorpad

«Agilent 7890A» 1 TpeXKBaZPyIOIbHBIII Macc-ce-
JeKTUBHBIN feTeKkTop Tuma «Agilent 7000B GC/
MS Triple Quad» ¢pupmsr «Agilent Technologies,
Inc.», CIIIA. Insa paspeneHus cMmeceil B Xpoma-
torpade MpUMeHs/Iach KBaplieBas KaluWUIspHas
konoHka tuma «DB-5MS Ultra Inert» mmunoit 30 m
¢ BHYTpeHHUM jguamerpoM 0,25 MM ¥ TONIIVHOM
HeNOJIBVKHOM (basbl nonucuinokcaHa 0,25 MKM.

ITopgroroBka  rasoBoro  xpomarorpada,
Macc-CeJIEKTMBHOTO [eTeKTopa INPOBOAUIACH B
COOTBETCTBUM C PYKOBOACTBOM IIO/Ib30BaTesns'’.
O6paboTka 1 pacyeTsl HOTYYEHHBIX XPOMATOTpa-
$UYeCcKMX M Macc-CIEeKTPaNbHBIX JAHHBIX IPO-
Bopgwnuch Ha II9BM «HP Compaq 530» dupmbr
«Hewlett Packard» (CIIA) ¢ wmcnonb3oBaHuEM
TUIEH3MOHHOTO TMPOTPAMMHOTO obecmeyenus".
Jlns MaTeMaTMYeCKUX pacyeToB IPayPOBOYHBIX
3aBMCUMOCTEI TaK)Ke MCIIO/b30BAIOCh MNIIEH3U-
OHHOE IIPOrpaMMHOe obecreyeHe'.

B kadecTBe [iepMBaTU3MPYIOLIErO areHTa Ipu-
MEeHSICST KoMMepuyeckuit 2,3,4,5,6-neHTadpropben-
sunbpomup (CAS 1765-40-8) co cTeneHbi0 YNCTOTHI
He MeHee 99,5 % dupmer «Alfa Aesar», CIIIA.

PaspaboTka ¥ NOMCK ONTMMAJIbHBIX YC-
JIOBUIT pasfie/ieHnsi cMecell M UeHTUPUKAIUU
BK/II04Ya/K B ceOsi MpoBefieHNe aHamn3a 00pasiioB
npoO MOYBBI Ha HAa/MNM4YME B HUX OIpPeensieMOro
aHanmuta (2,3,4,5,6-neHtadpTopbeH3nIaneTOHN-
TpPU/Ia) C MCIOJb30BaHMEM TpeX TUIIOB MOHMU-
3anuu (tabmumna 2):

- aekTpoHHoI1 (70 3B);

- XUMHUYECKOIl MOHM3AIMM METAHOM C peru-
CTpalueil OTPULIATeTbHBIX MIOHOB;

- XMMWYECKOJl VIOHM3aLlMyI METAaHOM C peru-
CTpaliyeit HOMOXKUTENTbHBIX IOHOB.

[l onpenenenus npeena oOHAPyKeHN 1-
aQaHMJ-MIOHOB B IIOYBe B paMKax pa3pabOTaHHOro
XPOMaTO-MacC-CIeKTPOMETPUIECKOTO crocoba
TMPOBOAW/ICS aHAIN3 PACTBOPOB C Pa3TMYHON KOH-
IieHTpalyeli aHa/INTa ¥ aHa/IU3 IIPOO MOYBBI, UCKYC-
CTBEHHO 3apa>KeHHBIX IIMAHVU/IOM Kamus, C TAKUMU
Ke 3HAYeHMAMM KOHIIEHTPALUIL, KaK y Habopa CTaH-
TapTHBIX PAaCTBOPOB.

BBopm mpo6 u mpoBefeHMe aHATU3a BbIMTON-
HSUIUCh B COOTBETCTBMM C IapaMeTpaMy M yCIo-
BUSMM, yKa3aHHBIMU B Tab/u1ie 2. Macc-ClieKTpsl
97IEKTPOHHOTO yJapa, 3aperucTpUpOBaHHbIE IIPU
ckanupoBauu B pexxume «MSISCAN», cosma-
manu ¢ OubnmoredyHbiMu gaHHbIMKU. CTeneHb co-
BIIAJIeHNsA IOTYYeHHBIX MAacC-CIIEKTPOB OIIpefie-
JISIEMOTO aHAMNUTA C OUMOMMOTEYHBIMU JAHHBIMU

'2 PyKOBOJICTBO II0JIb30BaTe/IA pabOTEI ¢ ra30BbIM XpoMaTorpadom «Agilent 7890A» 1 Macc-CeleKTUBHBIM JJeTeKTO-
pom «Agilent 7000B GC/MS Triple Quad»: «Agilent Technologies, Inc.», CIITA, 2013.

13 Mass Hunter Workstation Software, Qualitative and Quantitative Analysis, version B.08.00 build 4.0.548.0: Agilent

Technologies, Inc., CIITA. 2016.

14 MaTtemarndeckas mporpamma pacuetoB / Mathcad-2018, Add-In for Excel ver. 15.0.02.A7 for Windows 7,8,XP.
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Development of a method for measuring mass concentration of cyanides in soil samples using gas chromatography...

Ta6nuua 2 - OnmumarnbHbie yc/108Us U 3HAYeHUA 2d30XpoMmamozpaguyecko2o pazdeneHus u \
macc-cnekmpomempu4ecko20 0emeKkmuposaHus 0719 onpeoesieHus
2,3,4,5,6-neHmagmopbeH3unayemoHuUMpusIa 8 pasauyHbIX pexxumax u munax uoHu3ayuu

Ycnosusa nnm napameTpsl Tvn oHM3aLMM
rasoxpomartorpaduyecKkoro pasgeeHus
M MacCC-CMEeKTPOMETPUYECKOTO 3J1eKTp0HHa$| Xumunueckas (MeTaHOM), Xumunyeckas (MeTaHOM),
[EeTEKTUPOBaHUS NMoJIoXKUTeJibHas oTpuLaTe/IbHas
3Ha4yeHue napameTpa
Beog npobbl MporpamMmMmnpyemblii, ¢ NoMoLLblo aBTocaMnaepa «Agilent 7693A»
O61beM BBOAMMOro pacTBOpPa aHa/INTa, MK 1,0
Pe>xum BBOA,a NPOGHI Bes paspeneHus notoka (Splitless), 1 MuH
TemnepaTypa BBoAa Npobbl (Mcnaputens), °C 270 280 280
Bpems 3agep>kku pacTBOpuUTENS, MUH 2 5 5
Tun BBOAA NPOObLI BepTukanbHbIn
Tvn n HenoaBuykHas dasza Agilent DB-5MS Ultra Inert / (5 % phenyl 95 % dimethyl arylene
XpoMaTorpaduyeckomn KoJIOHKU siloxane, CLLUA), 30 m x 0.25 mm x 0.25 um

Pe>kuM nporpaMmMmnpoBaHus TeMnepaTypbl

40 °C (1 min), 10 °C/min 280 °C (5 min)
TepMoCTaTa KOJIOHKM

[a3-HoCuTE b 1,439
CKOpOCTb NMOTOKA resins Yepes KOJIOHKY,
72-73
M1/MWH
CKOpOCTb 1 BpeMs NOTOKa resinsi nocse 01-0.4
pa3roHku o
BakyyM BHelLHero Hacoca, MM pT. CT. 1,63+0,4
BakyyM BHYTpeHHero TypboHacoca, 10.26
MM pT. CT. ’
PacTBopumMoOCTb B Bosie - N10X0, B OpraHMYeCKMX PpacTBOPUTENNAX — XOPOLLIO

[enni cxkaTbi ra3006pa3HbIf BbICOKOM YNCTOThI MapKu «7.0»,
[a3-HocuTENb ynucToTa He MeHee 99,99999 % (no TY 0271-001-45905715-02)
dupmbl OO0 «HUN KM» (Poccus)

CKOpOCTb NMNOTOKa resina 4yepes KOJIOHKY, MocTosuHas. 1.0
s 4y

M1/MWH
CKOpOCTb 1 BpeMs MOTOKA resinsi nocse 60 MA/MUH B Teuenme 1 MUK
pa3roHKu
BakyyM BHeLLHero Hacoca, MM pT. CT. (2,18-2,48)x101
BakyyMm BHyTpeHHero Typ6oHacoca, (6.95-7,56)x10°5
MM PT. CT. ’ ’
CKopocCTb NOTOKa resins 3,0

Yumco NpoMbIBaHUI UMbl LLNPULLA
a6CONOTHBIM XJ1I0PUCTbIM METUNEHOM 5-6
(oo BBOAA NPO6LI 1 NOCIE)

Tun Macc-ce/IeKTUBHOIO JeTeKTopa TpoliHoW KBagpynoJsib

SNOILNIANOD SNOdVIM 1VIID010I19d ANV
IVIINIHD dHL Ol 3IDN3I¥43IHAYV 40 SINIT90dd FHL

Pe>x1MMbl Macc-ceneKkTUBHOIO
OeTeKTUPOoBaHUSA
[vanasoH ckaHMpyeMbIX Macc B pexxnume
«MS1SCAND», a.e.M.
BHYTpeHHMI KannbpoBoYHbIM cTaHaapT ans| MNepdTopTpmby-
MOHM3aLUMKn TUAAMUH

«MS1SCAND», «Product lon Scan», «cMRM»

25-350

MepoTop-5,8-auMeTnN-3,6,9-TpnoKCMaoAeKaH

MeTaH razoo6pasHblii cxaTbi 99,9995 %,
cTeneHb YnctoThl - 5.5 no ISO/IEC 17050-
1:2004, npoussoactseo ®PI (dunpma «Linde AG,
Geschaftsbereich Linde Gas»)

[a3-peareHT AN XMMUYECKON MOHU3ALLUK -

BecTHuk Borick PXB 3awunTtbl. 2020. Tom 4. N2 1 9
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lMpodomkeHue mabnuywi 2

YcnoBus uav napaMeTpbl Tun noHU3auum
ra30xp0M3Torpa¢quCKoro pasaesieHna
M Macc-CNeKTPOMETPUYECKOro ST XumMmnueckas (MeTaHoM), | XuMmnyeckas (MeTaHomM),
NoJIOXKUTEIbHasA oTpuuaTesibHas
LEeTEeKTUPOBaHUSA
3HayeHuWe napamMeTpa
A30T cXKaTbI ra3006pa3HbI BbICOKOW YACTOThI, YACTOTa HE MEHee
[a3 auelkn coypgapeHum 99,9999 % (no TY 2114-009-45905715-2011) ¢pupmel OO0 «HUN
KM» (Poccus)
CKOpOCTb NOTOKa resins B a4elnke 295
coynapeHuit, MJ1/MUH ’
CKOpOCTb MOTOKa a30Ta B A4enKe 15
coyaapeHuit, M/MUH ’
CKOpOCTb MOTOKA MeTaHa B UCTOYHUK
- 1,0 2,0
WMOHM3aLUMK, MJI/MUH
TeMnepaTypa UCTOYHUKA MOHOB, °C 230 250 150
OCHOBHbIe Macc-3HepreTUYecKkme nepexobl m/z 207 =
m/z 187 =
B peXKuMe ckaHupoBaHus MRM, m/z 157 (13 3B), ) 167 (8 3B)
(NPOAYKT MOH —> NpPEKYPCOpP WOH), SHEPTUS m/z 207 = m/z 187 = 98 (’16 3B)
auyenku coygaperuii (CE, 3B eB) 188 (9 3B)
Han6onee MHTEHCUBHbIN onpeaensemMbii 207 [MJ* 208 [M+1]" 187 [M-(HF)]
MOoH B pexkume «Produt lon Scan», m/z
TemnepaTypa nepegHero keagpynons, °C 150
TemnepaTtypa nHtepderica, °C 285
TemnepaTypa 3agHero KkBagpynonas, °C 150
Bpems ckaHMpoBaHus, LMKI0B/C 5,1-6,8 (35-51 mc/uunkn)
Macc-paspelueHue Unit
LLInpunHa wenm nyyka MOHOB, YCJIOBHbIX e/, 150
LLIar ckaHupoBaHus, a.e.M. 0,1
Mopor geTekTUpoBaHUs, yC. e, 100
KoaddpuuneHT ycmnernns curHana (Gain) 5-10
DHEepPrusi SMUCCUU 3IEKTPOHOB, 3B 70 200 145
Cunna TOKa 3MMUCCUM SNEKTPOHOB, MKA 35 150 50
Bpems yaep>kmBaHus xpoMaTorpadpuyeckoro 8.6740.1 8,69+0,1 8,6740.1
CUrHana, MMH
LLInpuHa aeTekTUpyemMoro numka, c 0,7

OKasajach B guana3oHe 97-98 %, 4TO CBUETENb-
CTBYeT O JOCTOBEPHOIT MAeHTUpMUKaLm'".

XpoMaTorpaMMbl 10 IOTHOMY MIOHHOMY TOKY
VI MacC-CIIEKTPBI 3/IEKTPOHHOM M XMMMYECKON MO-
HU3aLUU ompefenseMoro 2,3,4,5,6-meHtadpTopbeH-
3M/IAIETOHUTPU/IA, 3aperUCTPUPOBaHHbIE TP CKa-
HupoBaHun B pexxnme «MSISCAN», mpyuBeeHbl Ha
pucyHKax 2—-4.

B Macc-cnekTpe 9/IeKTpPOHHON MOHM3aLU
oIIpeyieNsieMOro aHamuTa (PUCYHOK 2) Hanboree VH-
TEHCUBHBIII CUTHaJ/I MOHA ¢ m/z 207 COOTBETCTBYeT
MoneKynspHomy nony [M]'. IIpenmonaraemas Hamn

cxema ¢parmentanun 2,3,4,5,6-meHTadTOpOEH3NT
alleTOHNTPIIA IIPY S7eKTPOHHOI MIOHU3ALNY IIPef-
CTaBJICHA Ha PUCYHKE 5.

B Macc-cnekTpe MONTOXUTENIbHON XMMMUYe-
CKOJl MoHu3auuu (pUCyHOK 3) Hamboree MHTEH-
CUBHBI/I CUTHaNn MOHA ¢ m/z 208 cOOTBETCTBYeET
KBa3UMOJIEKY/IIPHOMY MOHY [M+1]*; Hanmm4me cur-
HaJIOB MOHOB C m/z 236 [M+29]" u m/z 248 [M+41]*
COOTBETCTBYeT OOpa3sOBaHMIO TaK Ha3bIBaeMBbIX
agnyktueHpix moHos [M+CH_]* m [M+CH, %,
YTO XapaKTepHO A/ OONbIIMHCTBA OPraHNYeCKUX
coemuHeHn [8].

15 OCAD-OPCW Central Analytical DATABASE. OPCW Mass Spectral Database (v.21_2019, January 2019.
[porpamma noucka MS NIST ans Windows u NIST/EPA/NIH Macc-cnekrpaibnas ba3a nanubix B popmarte NIST
n ®opmare ChemStation. Mass Spectral Database (NIST-17) (NeG1033-60049). HauronansHBIH HHCTUTYT CTaHIap-
toB 1 TexHonoruu CIIA, mt. Mapunenn 20899-8320, 100 Bureau Drive Stop 8380. I'efitepcOypr.
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Pa3paboTka cnoco6a namepeHus MacCoBOM KOHLU,EHTPaL MU LMAHUO,0B B MOYBE...
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PucyHok 2 - ®pazmeHm xpoMamozpammbl No NOAHOMY UOHHOMY MOKY U MACC-CNeKmp 31eKmpoHHoL
uoHusayuu 2,3,4,5,6-neumacgpmop6beH3unayemoHumpusa, 3ape2ucmpuposdHHbie NPu CKaHUPoeaHuuU e
pexcume «MS1SCAN» (koHueHmpayus aHaauma - 10 MKz/Mn 8 abc. smusaauemame).

CHu3y npueedeH cpasHUMesbHbIli MAcc-cheKmp 3AeKmpoHHOU UoHU3auuu 0aHHO20 eelllecmea U3 6ubsauomeKku
macc-cnekmpos NIST (cm. cHocky 15)

C fpyroit CTOpOHBI, Macc-CIeKTp OTpULa-
TeNbHOM XMMUYECKON noHu3anuu 2,3,4,5,6-1eH-
tadpTopOeHsumaneroHuTpuna  (pucyHok  4)
MeHee MHpopMaTuBeH. Tak, B JaHHOM CHEKTpe
3aperUCTPUPOBAH TONBKO OJVMH VHTEHCHUBHBIN
uoH ¢ m/z 187 [M-19]’, 4TO cOOTBeTCTBYeT (ppar-
meHty [M-(HF)].

ITonyyennnle xpomarorpamMmbl u MS/MS-
CIEKTPBl B peXUMax 3JIeKTPOHHON ¥ OTpUIia-
TEJIPHOM XMMMWYECKON WMOHM3aLUM IIPUBEIEHDI
Ha pUCyHKax 6 u 7. XpomarorpamMmmsl 1 MS/MS-
CIEKTPBl TIO/IOKUTETbHON XMUMMYECKON WOHMU-
3aUM He IPUBOJATCS B CBA3M C UX HU3KOJ VUH-
($bOopMaTUBHOCTBIO.

Boibop mapamerpoB u ycmoBuit MS/
MS-ckaHupoBaHUA ILleIeBOTO aHAa/NINUTa B HaU-
6omee YYBCTBUTEIbBHOM peXJUMe — MOHUTO-
PUHT MHOXXeCTBeHHBIX peakinuii «<sMRM» - 6a-
3MpOBaJICA Ha 3KCIEPUMEHTA/JIbHOM IOMCKe
ONTMMA/JIbHON 3HEPTUM HAYENKMU COyHapeHMi
(Collision Energy, CE) mpna kaxxjoro ms AgByX
Macc-3HepreTu4eCcKUX IepexofoB KaK IIpHu
37IEKTPOHHOMN, TaK U IPU OTPULLATENbHON XU-
MUYECKON MOHU3AIIUNA.

MsBecTtHo, yrto Hambonbmuii orkauk MC]I
IIpY aHa/lN3e CBEPXHM3KMX KOHUEHTpaluil aHa-
JIUTOB (Ha YPOBHE JeCATBIX JO/Nell HaHOTPaMM)
I/ OONMBIINHCTBA OPTaHMYECKUX COeJVIHEHNIT B

BecTHuk Borick PXB 3awunTtbl. 2020. Tom 4. N2 1
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PucyHok 3 — ®pazmeHm XxpomMamozpammbl NO NOIHOMY UOHHOMY MOKY U MAcCC-CheKmp nosioxcumesbHol
Xxumuueckoli uoHuzayuu 2,3,4,5,6-neHmagpmopbeH3unauyemoHumpua, 3apezucmpuposaHHble npu
cKaHuposaHuu & pexcume «MS1SCAN» (koHUeHmpayus aHanuma - 1,0 Mk2/Mn é abc. amusnauemame)
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PucyHok 4 — ®pazmeHm xpoMamozpamMmel no NOSAHOMY UOHHOMY MOKY U MACC-Chekmp ompuuyamesibHol
Xxumuueckoli uoHusayuu 2,3,4,5,6-neHmagpmopbeH3unayemoHumpua, 3apezucmpuposaHHblie hpu
cKaHupoeaHuu 8 pexcume «MS1SCAN» (koHUeHmpayus aHanuma - 1,0 MKk2/mMn 8 abc. amusauemame)
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Development of a method for measuring mass concentration of cyanides in soil samples using gas chromatography...
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PucyHok 5 - [pednosazaemvle nymu ¢ppazmeHmayuu 2,3,4,5,6-neHmagpmopbeH3unayemoHumpusa npu

3ﬂeKmpOHHOlj uoHusauuu
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PucyHok 6 — ®pazmeHm xpomMamozpammbl No NOAHOMY UOHHOMY moKy u MS/MS - cnekmp 3nekmpoHHoli

uoHu3ayuu 2,3,4,5,6-nenmagpmopbeH3unauemoHumpusna, 3apezucmpuposaHHbie hpu MS/MS - ckaHuposaHuu e

pexcume «Product lon Scan» (m/z 207) (koHueHmpayusa adaauma - 20,0 MKz2/mMn 8 abc. amunayemame)
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PucyHok 7 - ®pazmeHm xpoMamozpammbl no NOSIHOMY UOHHOMY moKy u MS/MS - cnekmp ompuyamesbHoli
Xxumuueckoli uoHuzauyuu 2,3,4,5,6-neHmagpmopbeH3unauyemoHumpuna, 3apezucmpuposaHHbie
npu MS/MS - ckaHuposaHuu e pexcume «Product lon Scan» (m/z 187)
(koHUeHmpauus aHanuma - 1,0 Mkz/Mn e abc. smunayemame)
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PucyHok 8 — OnpedesneHue onmumasbHol PucyHok 9 — OnpedesieHue onmumasbHoli
3Hepauu AYeliku coyoapeHuli npu 3/1eKmpoHHoU 3Hepauu AYeliku coyoapeHuli npu ompuyamesibHol
UOHU3ayuu onpedesiieM020 aHaauma e pejxcume Xumuueckoli UoHU3ayuu onpedesnaemMoz0 aHdaAuma e
MS/MS-ckaHuposaHusi «MRM» pewcume MS/MS-ckaHupoeaHust «sMRM»
(c koHUeHmpauueli 20,0 Hz2/mn 8 abc. smunauemame)  (c KoHUeHmpauuel 35,0 H2/mn 8 abc. smunauemame)
015 Macc-3HepzemuyecKux nepexo0os: A - 0ns m/z 0715 MAcc-3Hepzemuyeckux hepexo0os: A - 019 m/z
(207 = 157),b - onam/z (207 = 188) (187 = 167),b - 0nam/z (187 — 98)

peXMMax XMMMUYeCKOJl MOHM3anuu Habmiofaercss  penmit ot 2,0 go 20,0 3B u xoapduimentos ycu-
B VMHTepBajie 3HAYeHWII SHepIuM S4eiiKyu coypa- JeHus curHana (Gain) or 2 mo 10'°.

6 PykoBOICTBO moJib30BaTeNs paboThl ¢ ra30BEIM xpomarorpadom «Agilent 7890A» u mMacc-ceneKTHBHBIM

netextopom «Agilent 7000B GC/MS Triple Quad»: «Agilent Technologies, Inc.», CIIIA, 2013. Mass Hunter

A
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Pa3paboTka cnoco6a namepeHus MacCoBOM KOHLU,EHTPaL MU LMAHUO,0B B MOYBE...
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PucyHok 10 - ®pazmeHmbl XpOMAMo2paMM 3/1eKMPOHHOU UOHU3AyUU
2,3,4,5,6-neHmagmopbeH3unayemoHumpua no ebideseHHbIM MAcc-3Hepzemuyeckum nepexodam m/z
(207 = 157) npu 13 3B um/z (207 = 188) npu CE=9 3B, 3apezucmpupoeaHHbix hpu MS/MS-ckaHuposaHuu é
pexcume «MRM» (koHUeHmpauus aHaauma - 20,0 Hz/Mn e abc. smunayemame)

Ornpenenenye ONTUMAIbHOM SHEPTUN AYEIIKU
coypapennit CE B pexxume MS/MS-ckaHupoBaHus
«MRM» B HamieM ciry4ae IPOBOGUIN B YCIOBUAX
9KCIepMMEHTA C IIarOM € pa3HuIeil B 2-5 3B 1 no-
CTIefyIoIell perucTpanueil MHTEHCUMBHOCTU CUI-
HAaJIOB OCHOBHBIX MOHOB B MS/MS-crieKTpax 1o fiByM
BBIJIEIEHHBIM MAacC-9HEPreTUYeCKMM IIePeXOfaM.
KoHInjeHTpa1us BBOAMMBIX 00pas3LOB aHATNUTA CO-
crasisaa 20-50 Hr/mi (pucyHky 8 1 9).

B pesynbTrare NnpoBefeHHBIX SKCIIEPUMEHTOB
6bL10 YCTaHOBJIEHO, YTO ONTUMAa/JIbHOM BEIMINHON
koa¢p¢ummenta ycunenns curHana (Gain) B BbI-
OpaHHBIX YC/IOBUAX SBJIAETCS 3HAYeHUe, paBHOE 5,
Ipy 3TOM [Malla30H M3MepeHMA KOHIeHTpalui
LeneBoro aHaauTa cocrasmn 1-100 uHr/ma. Xpoma-
TOTPaMMBbl IO BBIFETEHHBIM MacC-9HEPreTMYECKUM
nepexogaM 2,3,4,5,6-tenTad TOpOEH3NTALIETOH M-
TpUIa IpU Pas3HbIX TUIIAX MOHM3AIUM B peXUMe
MS/MS-ckauupoBaumsi «MRM» mpuBefeHbI Ha pu-
cyHkax 10 m 11.

B mensx okoHYaTenbHOTO BbIOOpa cCrocoba
MOHM3AIMM IPOBENM aHaAU3 pAfa CTaHJAPTHBIX
PacTBOpPOB C OJVMHAKOBBIMM KOHLEHTpaVAMU
pacTBOpoOB aHanuTa B [uamasoHe 1,0 Hr/mMma -
10,0 Mxr/™M (110 ecATH TOYKaM).

I'paduyeckre 3aBUCMMOCTM IUTOIIAAU XPO-
Marorpayyeckoro CurHajga OT KOHIIEHTpaluu
2,3,4,5,6-nieHTad TOpOEH3MTALIe TOHUTPIIIA npu
97MEKTPOHHOM ¥ XUMUYECKO! (OTpULaTeNIbHOI)
JMOHM3aLUI IPUBEJEHDI HAa pUCYHKax 12 u 13.

ITony4yeHHble pacyeTHbIE 3HAUEHN A CPeHEKBaA-
OpaTMYHOTO OTK/IOHEHNA OT Ha/lOXKeHHON IVHUYI
TPpeHJa IMHEHOM 3aBUCUMOCTH IVIOIAIY XPOMATO-
rpaduuecKoro CUTHama OT KOHIIEHTPAI[MU aHATUTA
B 000MX C/Ty4asiX CBUIETEIbCTBYIOT O BBICOKOI Ba-
JIMTHOCTY pa3paboTaHHON MaTeMaTI4eCKOI MOie/n
U ypaBHeHuA 1A pacueros (R* > 0,99).

Maremarnueckasi 06pabOTKa 3aBUCHMOCTEI,
NpeAcTaBlIeHHbIX Ha pUCyHKax 12 u 13, mokasana,
qTO TIpefien oOHapyxeHus 2,3,4,5,6-nmentadropoeH-
3WIALETOHUTPIIA Haxopgurcsa B mHTepBane 0,35-
0,42 Hr/mMn. JTO focTUraeTcsA MpU UCIONb30BAaHUU
OTpUIATe/IbHO XMMMYECKOI MOHM3ALMM METaHOM
npu MS/MS-ckanuposanun B pexxume «MRMp».
YcnoBys perucTpanuy JaHHBIX IIPefCTABIEHBI B Ta-
ommie 3.

Bmecre ¢ TeM, OBLIO YCTaHOBJIEHO, YTO IIPY IIPO-
BefleH!M IPOOOIOATOTOBKY Pa3IMYHBIX 00pasI[oB
II0YB, 3arpA3HEHHBIX IMAaHUAAMM B KOHIIEHTpa-
muax ot 0,20 mo 10,0 MI/KT, cTeleHb M3BJIeYEeHNS

Workstation Software, Qualitative and Quantitative Analysis, version B.08.00 build 4.0.548.0: Agilent

Technologies, Inc., CIIIA. 2016
BecTHuk Borick PXB 3awunTtbl. 2020. Tom 4. N2 1
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PucyHok 11 - ®pazmeHmobl XpoMamoz2pamm ompuyamesibHol Xumuyeckol UoHU3ayuu
2,3,4,5,6-nenmamopbeH3unauemoHuUmMpusa no ebideseHHbIM MAcc-3Hepzemuyeckum nhepexodam m/z
(187 = 167) npu 8 3Bum/z (187 — 98) npu CE=16 3B, 3apeaucmpuposaHHbix npu MS/MS-ckaHuposaHuu 6

pexcume «MRM» (KoHUeHmpauus aHaauma - 25,0 Hz/Mn e abc. smunauemame)

NMnowajp. xpomatorpadmecckors cumana, S, yen

100

2000 |

1900 -
g 1600
1700 4
1600 -
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1400 4
1300 -
1200 -
1100 4
1000 4
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800 -
700 1
§00 -
500 -
400 4
300 1
200 4

S=0,1872C + 69,36
RE = 0,997

0 &80 1100 1850 2200 2750 3300 3850 4400 4050 B500 GOS0 G600 TI50 TTOO 8250 BE00 9350 9500
KowuueHTpauwn ananwta, C, ppb

PucyHok 12 - [paguueckas 3asucuMocmp naowadu XxpoMamozpacguueckozo cuzHAAd om KOHUeHmpayuu
pacmeopa cmaHdapma 2,3,4,5,6-neHmagpmopbeH3usayemoHumpuna é smusaayemame

(311ekmpoHHas uoHusayus npu MS/MS-ckaHupoeaHuu e pexcume «MRM»)
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Development of a method for measuring mass concentration of cyanides in soil samples using gas chromatography...
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PucyHok 13 - [paguueckas 3asucumocmsb naow,aou xpomMmamozpacuyeckozo cuzHasAa om KOHUeHmpayuu
pacmeopa cmaHoapma 2,3,4,5,6-nenmagpmop6beH3unauemoHumpusa e smuaauemame
(ompuuamenbHas xumudeckas uoHu3ayus memadom npu MS/MS-ckaHupoearuu e pexcume «MRM»)

Ta6nuua 3 - Yc108us aHanusa npu obHapyxeHuu neHmagmop6eH3uaayemoHuUmpusaa Memodom 2a3oeoli
Xpomamozpaguu ¢ mMaHOeMHbIM MACC-CneKmpoMempuyecKum 0emeKmupoeaHuem ¢ UCNo/Ib308dHUEM OMpu-
yameneHoU Xumuyeckoli UOHU3AYUU MemMAaHom

OCHOBHbIe Macc-
Bpems yaep>kuBaHus 3HepreTnyeckue DHeprus
P YAED P '3 CooTHolleHue CooTHolleHue
XpomaTtorpaduyeckoro nepexopabl AYENKU "
. | MHTEHCUBHOCTEM | curHan : wym, SNR,
CUrHana aHanmTa, RT, pPOAUTENILCKOIO coyaapeHun, o
CUrHanoB, % YCA. €J,., He MeHee
MUH MOHA B NPOAYKT- CE, 3B
MOH, m/z
187 - 167
(kauecTBEHHbIN 8,0 100
aHanu3)
8,68 +0,1 5:1
187 = 98
(KoMYecTBEHHbIN 16,0 78+3
aHanu3)

IUAHUI-MOHOB (IT0 Macce) cocraBuser 68-77 % (B
cpenHeM — 72,5 %). IIpu nmepecuere, ¢ y4eToM cpen-
Hero KoaQuimeHTa M3BJIeYeHNs, 3HAUYEHUe IIpe-
Iema oOHapy>)KeHNs [MaHNAA C TIOMOIIBI0 pa3pado-
Ta”HHOrO crocoba cocrasuo (0,70+0,06)x10* MKr/T
HIOYBBI, YTO CYIIECTBEHHO IpEBBIIIACT paHee JI0-
CTUTHYTBIE U1 ONIVICAHHBIE B INTEPaType Pe3y/IbTaThl.

3akmroueHue

Ha ocHoBaHMM IIPOBEJIEHHOTO BbIIIE MCCIE0-
BaHM:, MOXXHO 3aK/IIOYUTb, YTO HAfEeKHYIO MJeH-
TUPUKALMIO U KOMMYECTBEHHOE OIpefie/ieHNe 11a-
HUJ-VIOHOB B Io4Be B AnamasoHe 0,7 Hr/r-10,0 MKr/T

BecTHuk Borick PXB 3awunTtbl. 2020. Tom 4. N2 1

MIOYBBI, C y4eTOM Koa(puieHTa N3B/IeYeHns, BO3-
MOYXHO TPOBOAUTH C IOMOINBIO JIepUBATU3ALIUN
IMaHuzoB  2,3,4,5,6-nenTad TopOeH3MIopoMmuom
M aHaJIM3a METONOM Tra30BOil Xpomarorpapum c
MpUMeHEeHNeM TaHJEMHOTO  MacCC-CeJIeKTUBHOTO
IeTeKTUPOBAaHUsI B PEXNUMe OTPULATENIBHON XU-
MUYECKOJ VOHM3ALMyY MeTaHOM ¥ MOHUTOPMHIA
MHO)KECTBEHHBIX PeaKI[Mil [0 OCHOBHBIM MacC-
9HepreTMYeCKUM IlepexofaM, a TaKXKe 10 BpeMeHM
yAep>XKMBaHUS B YCIOBUAX Pa3pabOTaHHOTO METOfIA.

ITpenno>xeHHBIN crIoco6 Gonee 4eM Ha TpU
HeCATUYHBIX MOPSAJKA IPEBOCXOANUT IO YYBCTBU-
Te/IbHOCTY BK/IIOUEHHBIN B (eflepanbHbIl peecTp
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dboToMeTpuUeCKUIT MeTOf, IPOBENEHMUSA KOIMde-
CTBEHHOTO aHa/lu3a IpoO MOYB Ha COfep)KaHMe
UMaHULOB ¥, KPOMe TOTO, OTINYAETCA MEHBIINM
BpeMeHeM IIPOBe/leHU A aHa/IN3a, VICIO/Ib30BaHMEM
MeHBILIETO KOIMYECTBA XMMMUYECKUX PEaKTUBOB I
pacTBOpUTeIeil, YTO 3HAYNTE/ILHO YMEHbIIaeT Gpu-
HaHCOBO-3KOHOMMYECKNE 3aTpaThl INPOBeIEHU
HpOLIEAYPHI B LI€IOM.

Hngopmavyus o kondnuxme unmepecos

ITonyyeHHbIe BbIIIE Pe3yIbTATHI MOI'YT OBITH
pean30BaHbl Ipy paspaboTKe M MOC/IENYIONIe ro-
CY/JapCTBEHHOM aTTeCTalVIy METO[VIKM BbITIO/THEHA
U3MEPEHUIT cofep)KaHuil LMAaHU[-MOHOB B IIOYBE
MeTOJIOM Ta30BOJI XpoMaTorpaduy ¢ npyuMeHeHeM
TaHJIEMHOTO MACC-CEIEKTUBHOIO JETEKTUPOBAHUSA
Y XMMMUYECKON MOHM3ALY METAHOM C PEruCcTpa-
1yiell OTpUIIATENbHBIX IOHOB.

ABTOpr 3aABIAIOT, YTO UICCIIENOBAHA IPOBOAVIIVICD IIPU OTCYTCTBUN MI0OBIX KOMMEPUIECKUX NIN q)MHaHCO-
BbIX OTHOIIIEHUIA, KOTOpbI€ MOITIN 6bI OBITH MCTOTKOBAHbI KaK HOTeHI.U/IaHbeIf;I KOHCI)TII/IKT MHTEPECOB.

CeedeHust o peueH3upoBanuu

Crarbsa IIpouria OTKPbITOE pELEH3NPOBAHNE NBYMA PELEH3CHTAMU, CII€ENUAaNNCTaMU B ﬂaHHOﬁI obmacTu.

PCHCH3I/II/I HaXxoAsATCA B pefaK UM XXypHaia.
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Development of a method for measuring mass concentration of
cyanides in soil samples using gas chromatography and tandem
mass-selective detection

D.O. Korneev, M.A. Ponsov, A.A. Rodionov, L.V. Petrakova, I.V. Rybalchenko

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

The Convention on the Prohibition of the Development, Production, Stockpiling and Use of Chemical
Weapons and on Their Destruction places CN-containing toxic chemicals like tabun and its numerous
homologues and analogues (around 10.000 organic compounds), hydrogen cyanide, cyanogen chloride
etc., under the international control in the field of arms control, disarmament and non-proliferation.
Moreover, CN-containing toxic chemicals are hazardous industrial and environmental pollutants.
Soils are the most widely-spread and complex environmental objects for the detection and analysis of
cyanides. The aim of this work is to elaborate the method for measuring mass concentration of cyanides
in soil samples, which is more sensitive and less labor-intensive, than photometric method, adopted in
the Russian Federation. The developed method involves the use of 2,3,4,5,6-pentafluorobenzyl bromide
as a derivatizing agent and GC/MS/MS with methane negative ion chemical ionization. It enables the
identification and quantification of cyanide ions in soil in the range of 0.7 ng/g — 10.0 ug/g. This
method is much more sensitive than the photometric method, included in the federal registry. It does
not require the use of potassium cyanide isotopes with radioactive labels of carbon and potassium as an
internal standard, and it requires less implementation time.

Keywords: 2,3,4,5,6-pentafluorobenzyl bromide; gas chromatography; derivatization; identification;
quantification analysis; soil sample; chromato-mass-spectrometry; cyanide.
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