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OIMTPEAEJIEHUVE TN/TPOKCUJIAMWHA
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TIpeioxkena HOBasi METOAMKA, KOJIMIECTBEHHOTO onpeiesienns ruapokcuiavuna (I'A) B mras-
Me KPOBH M MOYE C MCIOJIb30BaHUEM JBONHON JI€PUBATU3AINN OEH3AJIbIEIHIOM U OUC-TPUMETHII-
cunmrpudTopaleramMugoM. V3BiedeHne BbICOKONOISPHOrO rugpoduinsaoro I'A u3 6uomarpuiy
SABJISIETCS CJIOZKHOM 3aj1adeil. B xojie paspaboTku MeTOAUKY ObLIN OIIPOOOBAHBI CJIE/LYIOIIIE CIIOCO-
OBI: SKCTPAKIMOHHAs AepuBaTu3anus ['A aleToHOM B peXKHMe BLICAJIMBAHUS, U3BJICICHNIE OKCHMA
alleToHa METOJOM TBePI0da3HOIl MUKPOIKCTPAKIIMU U3 apoBoil (asbl, JepuBaTu3alis OeH3ab-
JIETUJIOM ¥ U3BJIEYEHHE B OPraHUYecKyo (pady IOJIydMBIIEroCsi OKCUMa M, HAKOHEIl, J[BOMHas Jie-
puBaTH3aIus 6EH3AIBICTUIOM U Huc-TpuMeTHIcuuITpudgropaneramugoM. Ilocaenuuit BapuanT
ObIJI TIOJIO?KEH B OCHOBY METOJMKH KOJINYECTBEHHOI'O aHAJIM3a, IIOCKOJIbKY obecliednBas MaKCH-
MaJIbHBIN BBIXOJ Tpy u3BJedernu /nepusaruzanuu ['A. C ucnonbzosanuem merogna I'X-MC npezmen
obuapy»kenusi 'A B Move u miasme Kposu cocraBui 30 Hr/mi, ¢ ucnonszoBanuem ['X-MC/MC
yJIaJIOCh JOCTUTHYTH Ipejesia KosndecTBeHHOro oupegesenusi g0 0,1 ur/mi. Konmdaecrsennoe
onpejesenne ['A B GHOKNKOCTSX BBIITOJIHSIM METOJIOM OTHOCUTEIBHON I'PalynPOBKHU C UCIIOIB30-
BaHMEM METOKCHAMHUHA B KaIeCTBE BHYTPEHHEro crapmapra. Meroguka 6bLia ampobupoBana Ipu
aHasn3e 6uonpobd J1abOPATOPHBIX YKUBOTHLIX, SKCIIOHHPOBAHHLIX passmanbiMu gosamu ['A. IToxa-
3aHO, 4TO npu ucnosiabzoBannu ['X-MC BO3MOXKHO IPOBOAUTE JUAIHOCTUKY OCTPBIX OTPAaBJIEHHUIT
rugpokcuamuaom (SLD50), HO 151 JUATHOCTHKH XPOHUYECKOrO BO3JeicTBua ['A Ha opranmsm
(10 2 Mr/u1 B uTheBOI Bozie) HEOOXOAMMO UCIOIL30BATH 60JIee YyBCTBUTEIBLHOE TAHJIEMHOE MACC-
CeJIEKTUBHOE AeTeKTuposanue. bubsmorp. 16 maszs. M. 4. Tabm. 2.

Karouesvie crosa: KpoBb, MOYa, I'MIPOKCUJIAMUH, PAKETHOE TOIINBO, XPOMATOMACC-CIIEKTPO-
MeTpusi.
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GC-MS DETERMINATION OF HYDROXYLAMINE
IN BLOOD AND URINE
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A GC-MS method was developed for hydroxylamine (HA) quantitation in blood plasma
and urine. Feature of this method is two stages of derivatization: benzaldehyde and bis-
trimethylsilyltrifluoroacetamide. HA is a highly polar, hydrophilic, low-weight basic compound.
We tried a variety of approaches to derivatization and isolation of HA from water phase: si-
multaneous extraction and derivatization HA with acetone, extraction of acetone oxime using
head-space solid phase microextraction, benzaldehyde derivatization and extraction into an or-
ganic phase of the resulting oxime and finally, a twin stage derivatization with benzaldehyde and
bis-trimethylsilyltrifluoroacetamide, which has been recognized by us the best option. LOD of
GC-MS method is 30 ng/mL, but using GC-MS/MS allow us to reduce LOD to 0.1 ng/mL. Quan-
tification was performed by using relative calibration with methoxyamine as internal standard.
Toxicological experiments with experimental animals were carried out in order to establishing
possibilities of our method for diagnostics of acute and chronic intoxication of hydroxylamine.
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It was shown that GC-MS are possible to diagnose just acute poisoning hydroxylamine (SLD50),
but GC-MS/MS are possible to diagnose chronic intoxication by HA (2 mg/L in drinking water).
Refs 16. Figs 4. Tables 2.

Keywords: hydroxylamine, blood, urine, jet fuel, GC-MS.
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Bgegenune. Ocuosnoii cepoit npumenenust rugpoxcusiamuna (I'A) saBisiercs npousBo-
CTBO PaKeTHOro Torunea [1], Kamposakrama, a TakyKe PasindIHbIX (hbapMaleBTHIeCKUX Ipe-
napatos. /lo cux mop He pereHsl BOnpockl Bozjeiicreusg ['A Ha pabounx XUMUYIECKUX MIPO-
U3BOJICTB U HACEJIEHUE PErMOHOB PACIIOJIOKEHNS 00bEKTOB XMMUIECKON TPOMBIIIICHHOCTH.
ITpu 3ToM m3BecTHO, uT0 ['A MOXKET BBI3bIBATH pa3/IMIHbIe TOKCHUeCKUE 3P MEKTHI, IOCTY A
B OPTaHM3M Yepe3 KOXKY WM PECIUPATOPHBIN TPAKT (2], B 9aCTHOCTH HAPYIIEHNE JIbIXaHUS,
AHEMWIO, MeTreMOTJIo0nHeMuIo u ciieHoMmerasmio [3]. Vemonbsosarme I'A B npombIien-
HOCTU TpebyeT yIIyOJEHHBIX TOKCHKOJIOTMYECKUX WCCIEIOBAHUN, HEOTHEMJIEMON YaCThIO
KOTODBIX SIBJISIETCS] M3y4YeHUe TOKCUKOKHHETHKH. s moc/ie Iy onero oDOCHOBAHUST TUTH-
E€HUYEeCKUX HOPMATHUBOB, PACCJIEJOBAHUS CJIydaeB OCcTporo BoszjeiictBus ['A Ha desoBeka,
MOHUTOPHUHTA €ro MpodeCCHOHAILHO 00YCIOBIEHHOTO XPOHITIECKOTO BO3ACHCTBIsI, HEOOX0-
JIMO Pa3paboTATh IyBCTBUTEILHYIO METOJIUKY KOJMIECTBEHHOTO ompeiesenus: ['A B KpoBu
U MOdYe.

WsBecTHbIe mporneaypbl omnpeetenus ['A orrocsTes ubo K dpapMareBTuIecKOMY aHaJ -
3y, JmbO K KOHTPOJIFO 00'bEKTOB OKPYKatomeil cpejbl. Tak, aBTophI [4] Mpe oK iIn onpeie-
stk A B hbapmarieBTuIecKoil KOMIIO3UIUN METOIOM Ia30BOil XPOMATOMACC-CIIEKTPOMETPUN
(TX-MC) ¢ upemmecTByiomeii JepuBaTu3anueil MUKJIONeKCAHOHOM. VI3BECTHBI IPUMEPDI
onpejiesiennst ['A B (hapManeBTHIECKUX CPEJIaX METOOM Ta30BO XpoMaTOrpauu Iy TéM OT-
6opa okcuya azora(l) u3 pasroBecHoro napa nocse okucsaeHus I'A HeIoCpeICTBEHHO B Ta30-
IJIOTHOI BUaJIe XJIOPHAOM 2Kesieda [5] nmm runoxsopuroM [6]. B paGorax |7, 8] pekomeniosa-
HO KCIOJIb30BATh MOHHYIO XpoMaTorpaduio jijist onpejesnenus ['A B mojimMepax U B 0TX0axX
dapMaIeBTUIeCcKOil TPOMBIIILIEHHOCTA COOTBETCTBEHHO. CreKTpodhOTOMETPUIECKUI METO,
onpenenennst A B dbapmaneBTnaecknx mpemaparax npeyioken B padore [9]. Bombramme-
POMETPUIECKHIE CEHCOPBI OBLIM MCTIOIB30BAHBI Jist onpesenennst A B ctoanbrx Bomax [10].

Hecmorpst Ha obuiire M3BECTHBIX CIIOCOOOB ompejiesienust ['A B JieKapCTBEHHBIX IIpera-
parax u o0beKTax OKpYzKalolleil cpeiibl, paboT, ONUCHIBAIOIINX onpeestenne ['A B 6uoJo-
IMIECKUX OOBEKTAX, U3BECTHO TOPA3/I0 MeHbINe: B padore 11| mpemmoikeno memomab3oBaTh
peaknuio okucaenusi I'A nomar-aHMOHOM ¢ MOCTIEAYIONUM JeTEeKTUPOBAHUEM TPOLYKTOB pe-
aKIUU JIMA30TUPOBAHUS METOJIOM CIIEKTpodOTOMEeTpUN Jjisd onpeesenus ['A B Boje u Mo-
ve. IIpenen obHapy»xkenusi (1,5 Hr/MJI) yKasaH TOJNBKO Jyist 9uCTOH Bojbl. B paGore [12]
I'A ompesesisiin B MEKPOCOMAX TIEUYE€HU € UCIOJIB30BAHUEM alleTOHA B KaYeCTBE JIEPUBATH-
3UPYIONIEro arenTa. V3Bevdenne oKCUMa aIeToHa n3 OMOMPOODI TTPU STOM He MTPOBOIMUIOCH,
OEJIKOBYIO YaCTh OTJEJSIIN IIyTEM MEeHTPUMYTUPOBAHNEs, a CyHepHATAHT BBOJIMIN HAIIPSI-
MYK B WHXKEKTOD ra30oBOro xpomarorpada. dra pabora OCHOBBIBAETCH Ha 0OoJjiee paHHEM
uccseioannu [13], B Koropom JiepuBarnsaiysi I'A aleTOHOM HCIOJIBb30BaJIACH JJIst €10 Olpe-
JIeJIEHUST B COJIEPYKUMOM KHIMEeTHUKA desoBeka Meronom ['X-MC mim ra3oBoii xpomaTorpa-
dbun ¢ mwiamenno-nonuzaruonubiM JerekruposanneM (I'X-TITNJT). B kumeunuke ['A mozker
00pa30BLIBATHCS IPU BOCCTAHOBIEHNN HUTPATOB DakTepuaabHoii ¢dpiopoii. [Ipemer ero obma-
pyKeHHs B UccaeryeMoi ouoxkuakocru cocrasui 100 ur /v, MeToguk, coOTBEeTCTBYIONIMX
3ajiauaM OIEeHKH ITOC/IeICTBII HU3KOYPOBHEBOTO Bo3melicTBus ['A Ha J1a00pATOPHBIX KUBOT-
HBIX U 9YeJIOBEKa, /0 HACTOSIIEro BpeMeHN He pa3paboTaHo.

338 Becmmnux CII6GI'Y. Qusuxa u zumusn. 2017. T. 4 (62). Bun. 3



Ilennro macrosimeit paboThl SBIAIUCH PA3pabOTKa XPOMaTOMACC-CIEKTPOMETPUTIECKOIT
MeTO/IUKHU onpejienennst 'A B Mode u KpoBU U eé arpobars pu dKCIEPUMEHTATBHOM MO-
JIeJINPOBAHNY WHTOKCUKAIMI PA3JIUIHBIMU KOHIIEHTPAIUSME BOJHO-METAHOJBHOTO PACTBO-
pa TA.

Pesynbrarom paboThl cTasia METOINKA U3MEPEHUN MACCOBBIX KOHIIEHTPAIIU THIPOKCHII-
amuHa B miasme kposu u moue. C wmcnosb3oBanmem meroga I'X-MC npemen obrapyxke-
Hust cocraBust 30 HI/MJI, ¢ UCIIOJIBL30BAHUEM [a30BOil XpoMarorpaduu ¢ TAHIEMHBIM MAaCC-
cenektuBHbIM gererTupoBanueM (I'X-MC/MC) ynanoch HOHU3UTD IIPEJIesl KOJUIeCTBEHHOIO
oupegenenus 1o 0,1 ur/mir.

DkcnepumeHTabHast 9actb. O6opynoBanme: ra3oBbiii xpomarorpad Agilent 7890A
¢ Macc-cesIeKTUBHBIM JleTekTopoM Agilent 5975C niu TaHIEMHBIM MACC-CIIEKTPOMETPOM C CH-
cremoii Tpéx kBajpynoseit Agilent 7000. 'azoBbiit xpomarorpad 060pyI0BaH KaIUJISIPHOL
koJtorkoit HP-5MS pasmepamu 30 M x 0,25 mm X 0,25 MKM. YcI0Bus ra30xpoMaTorpaduae-
CKOT'O Pa3/IeJIeHUsI I MACC-CEJIEKTUBHOTO JIETEKTUPOBAHUS IPUBEJIEHBI B Tabr. 1.

Peaktusbl u cramgaprel:  rugpoxsopuy  rugpokcuiavuna  (98%, ACS  reagent,
kar. Ne 255580), rugpoxsiopun merokcuamuna (98%, Aldrich, kar. Ne 226904), 6uc-(rpu-
meruicusmi)rpudropaneramuy (ganee — BCTOA, mua I'X, Supelco, kar. Ne 33024),
ouc- N-rper6yrusumeruscuiui- N-meruinrpudropaneramu (nasee — MTBCT®A, ue me-
wee 97% mna I'X, Sigma-Aldrich, kar. Ne 19915), Genzanbaerny (me menee 99,5% Sigma-

Tabruua 1
VYcaoBus ra30xp0MaT0rpa(queCKOr0 pa3aesjieHusA
" MacCC-Ce€JIEKTUBHOI'O JeTeKTUPOBaHUA
TPUMETNJICUJINJIbBHOTO acbnpa OKCHMa 6eH3anb,1:(ern,z[a

YcaoBus amamsa

XapaKTepUCTUKHU

l'az-mocurenn

Tenmit razoo6pa3HbIil BEICOKOM 9rcTOTHI MapKu 6,0, 00béMHasT
nosia reus He Meree 06. 99,9999%

Pexxum BBOs1a TTPOOBI

O6bém npobsr 1 MK, 6e3 gesenns noroka (1 mMuH),
nog gasiaerueM 69 xlla

TemmnepaTypHbIi pexKuM
TepMOCTaTa KOJOHKHA

3 mun mpu Tremmeparype 50°C, 3arem moabém mo 140°C
co ckopoctbio 20°C/MmuH, 3areM nogbeM 1o 280°C

co ckopocTwio 5°C/MuH, 3aTeM 8 MHH MPU KOHETHOM
TeMIIepaType

Temmeparypa mHKEKTOPA

250°C

O6béMHAsT CKOPOCTD
rasza-HOCHUTEJIA depe3 KOJIOHKY

1 o1/ Mun

Pexum paborsr
MacC-CIIEeKTPOMETPA € OTHUM
kBasipynoneM, Agilent 5975C

Nonnzanusa sanekrponamu ¢ sueprueit 70 3B. Temneparypa
ucrounmnka noHos: 280°C. Temmeparypa kBaapymoss: 150°C.
Temneparypa unrepdeiica: 280°C. Macc-cesiekTuBaOe
JIETEKTUPOBAHNE B PEYKMME MOHUTOPUHTA N3OPAHHBIX MOHOB
(SIM): m/z = 193, 178, 135 (BHyTpeHHUI cTaHAADT)

Pexxum pabornt
Macc-CIIEKTPOMETPA € CUCTEMOiT

Tpéx KBaspynoseit, Agilent 7000

Wonwnzamnus snekrponamu ¢ sueprueit 70 sB. Temmeparypa
ncrounnka nonon: 280°C. Temmeparypa kBajpymoss: 150°C.
Temmeparypa naTepdeiica: 280°C. IloTok azora B sueiike
coymapennit 1,5 mMy1/MuH, TOTOK renaus — 2,25 MJ1/MUH.
Macc-cenekTuBHOE J1IeTEKTUPOBAHUE B PEXKUME MOHHUTOPHUHTA
MHOXKecTBeHHbIX peaknuit (MMP): 193 — 89 (10 B),

178 — 75, (10 B), 135 — 77 (20 B) — BHyTpeHHMII CTAHIAPT
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Aldrich, xar. Ne 09143), aneron (s BOZKX, me menee 99,9% Supelco, kar. Ne 270725)
yKcycHas kucsaora (x. 4. sengnas), CHaCly (99,9%, JT Baker).

[Toaroroska obpasnos Kk anaausy: K 400 MKJI 1mra3mbl KpoBu J00asistian 10 MK MeTa-
HOJIBHOI'O PACTBOPA BHYTPEHHErO cTaHjapra (MeTOKCHaMUHA) ¢ KOHIeHTparmeit 20 Hr/ MK,
10 MK Jrefgnol yReycHOM KucaoTel 1 10 MKJ HGensanbieruia. CMech epeMennBaii B all-
napare Vortex B TedeHne H MUH, [IOCJe 9ero MpUObABIISLIA 2 MJI XJIOPUCTOTO METUJIEHA U eIIE
pa3 mepemermmBa B Vortex B TedeHne 5 MUH, OPraHUYIECKUI CJIOM OTIE/ISIN U TPOIELYPY
SKCTPAKIMY BOIHOTO OCTATKA IIOBTOPSLIN €Ilé Baxkibl. OpraHndaecKuil SKCTPAKT 00be INHsI-
JIM U yHAPUBAJIH JIOCYXa O] TOKOM a30Ta IIpu KOMHATHOI Temreparype. K cyxomy ocraTky
npubasssim 50 My BCT®A u Beiepxkusaiau npu 70°C B Tevenne 30 MUH, aJIMKBOTHYIO
9acTh 00BEMOM 1 MKJI BBOIM/IM B UHYKEKTOP XpoMarorpada.

DKCIepUMEHTATBHOE MOJEJNPOBAHIE MHTOKCUKAIINN THIPOKCUIAMUHOM BBITIOJTHEHO C UC-
HOJIb30BaHUEM 0eJIbIX GeCIIOPOJIHBIX KPbIC-caMIoB. Jlaboparophbie }KUBOTHbIE (KPBICHI) I10-
siyaas A BHY TPUKETYI0UHO WK ¢ IUTHEBOI BOO# (110361 ¢M. B TabJL. 2), B KaxK 101 rpyIe
OBLIO TIO MIECTHh YKUBOTHBIX. YCJIOBUSI COIEPXKAHMS IKCIEPUMEHTAJBHBIX *KUBOTHBIX U IIPO-
eIy pbl 0TOOpa 00PA3IOB MOYN U CTAOMIN3UPOBAHHON ITUJICHIMAMITHTETPAAIIETATOM KAJIHS
(9ATA) kposu coorsercrBoBaiu «IIpasuiam saboparoproit npakruku B Poccuiickoii De-
nepanuu (GLP)» (yrBepxxaéuubiv npukasom MuHucrepeTBa 31paBooxpatenus Poccuiickoit
Depepanuu or 19.06.2003 Ne 267).

O6cyxk/IeHue pe3yJbTaToB. ['MIPOKCUIAMUH PEICTABIIET COOOH BBICOKOIIOISIPHOE
rugpodmashoe coequuenne. Temmeparypa kurenus — 58°C ¢ pazsioxkenuem. I'A nposiBiisier
ocHosHble cpoiictBa: pK, = 5,95. Huskast MosiekynsipHast Macca (33 a.e.M.) IpensiTCTBy-
er NnpsaMoMy omnpejeneHnio ['A MeTo0M BBICOKOI(D@MEKTUBHON KUJIKOCTHONH XpOMaTorpa-
duu — macc-cuexrpomerpun (BOZKX-MC). s onpegenenus merogom ['X-MC Heo6xo-
JIMMO TIPEJIBAPUTENIHLHO U3BJIeYb ['A U3 BOHON Cpejibl, 9TO TaKKe BeChbMa 3aTPYIHUTEHHO
BBU/LY HU3KOi smnoduibHoctr (log P okranos/Boja cocrasiser 0,76). st usBiedenust Bbl-
COKOTIOJISIDHBIX COEIMHEHMI U3 BOIHBIX CPEJl IYTEM YKUJIKO-?KUIKOCTHON SKCTPAKIIUU HAU-
Gosee 3bdEKTUBHO X BBICAJMBAHNE WM BbIMOpaXkKuBaHue B aneroHnTpui [14, 15]. B Ha-
[IX 9KCIEPUMEHTAX YCTAHOBJIEHO, YTO BhicasmBanue ['A B aneToOHUTPUI U3 BOJHON cpebl
IPOMCXOJUT ¢ KpaiiHe HU3KUMHU cTereHsMn nsbiedenns <K 1%. Jlunopumsnocrs TA Mox-
HO MOBBICUTDH ITyTéM JiepuBaTu3aruu. Omucan MeToJ| HCIOJIb30BAaHUs alleTOHA B KadeCTBe
JIEpUBATH3UPYIOMEro aredTa [12|, oHAKO CTaaust SKCTPAKIUU MIPHU 3TOM OTCYTCTBOBAJIA,
a B HMHXKEKTOP Xpomarorpada BBOJWIN HAIPSAMYI aJUKBOTY BOIHOI mpoObl. K anamuzy
MOYH U ILJIA3MBI KDOBU TAKOW IOXOJT, HEITPUMEHIM.

B xoje paspaboTku MeTouKu ObLIN OIPOOOBAHBI CJIEIYIOIINE IPOIEYPhL: OJHOBPEMEH-
HOE U3BJICUeHUe U jiepuBaTu3arysa ['A aleToHOM B pesKuMe BLICAJTUBAHUS, U3BJIEUCHIE OKCH-
Ma aleToOHa METOIOM TBepI0Ma3HON MUKPOIKCTPAKIINN U3 MApPOBO (a3bl, JTePUBATUBAIINS
6EH3AJIBIETHJIOM U U3BJIEYE€HUE B OPTAHUIECKYIO a3y MOJIy IHBIIErOCs OKCUMA, W, HAKOHEIT,
JBOITHAS JIEPUBATU3AIIS OCH3AIBIECTHIOM U OUC-TPUMETHICIITHATpHMg TOpamneTamMmuaoM. la-
Jiee OoJtee MOIPOOHO PACCMOTPEHDBI BCe ONMPODOBAHHbBIE CIIOCOOLI M3BJICUCHUS U JI€PUBATUA3A~
nun A s anamusa merogom I'X-MC.

B mepByto ouepesib 66110 OTpoOOBAHO TIPEIIOIOKEHIE O BO3MOYKHOCTH OIHOBPEMEHHO
JlepuBaTH3aIy 1 usBjedenust ['A u3 BogHOMN cpeibl yTéM 00pabOTKH alleTOHOM € TIOCIEe Ty~
FOIIUM OTJIEJIEHHEM OPraHUYIecKOil (has3bl IMyTéM BhICAIUBAHUS WU BbiIMOpakupanusi. CraH-
JIapT OKCUMAa alleTOHa TOTOBUJIM IIyTEM BHeceHHus ['A B alleToH ¢ TOC/IE Iy IOMUM BbIICPIKHI-
BanueM 1pu 40°C B Teuenue 1 .

Jjtst onTUME3aII XpOMATOIPAMUIECKOTO OIIPEIE/IEHNs] OKCAMa, alleTOHa OBbLIO IIPOBe-
JIEHO CpaBHEHHE XpOMAaTOrpaUIecKnX KOJOHOK: IPU UCIOJIH30BAHUN KAIWJLISPHON Tra3o0-
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xpomarorpadnieckoii Koaonkn ¢ Henoasmkaon dazoit HP-5MS (5% denmmbabIx rpymm Ha
nosmmuMeTricuiIokcane) pnnoit 30 M I'A ssroupoBasics B BuJie IMKa HelpaBUIIbHON (hopMbI
C SIBHBIMH [PU3HAKAMHI COPOIMOHHBIX 3((PEKTOB U OTCYTCTBUS WHEPTHOCTU Ta30XPOMATO-
rpacduveckoii cucreMbl. Bpemsi yiaepxkuBanus cocraBuio 2 mun upu 40°C.

BeicokononsipHas u JymaHast (75 M) KOJOHKa ¢ HenoaBmKHOI dazoit SP2560 (6uc-nna-
HOIIPOIIMJICHJIOKCAH ) TI03BOJIUJIA [TOBLICUTH BPEMsl YJICPXKUBAHMs OKCHMa alleToHa j10 19 MuH
B pexkuMe nporpamMmuposanus remueparypbl or 40 (2 mun) mo 200°C (5°C/mun). Onru-
MaJIbHOI KOJIOHKOII JIJIs OlIpeJiesieHnsl OKCHMa aleToHa okasasach Supelco Nukol (nosmsTu-
JICHDJIUKOJIb, MOAUMDUINPOBAHHBIN KUCJOTAMK). Bpems yIepKuBaHus OKCUMA, AlleTOHA Ha
Hel coctaBJstyio 6,9 MuH.

DKCTpaKImonnoe okcumuposanue ['A areroHOM IIPOBOJIUIIHN CJIEIYIONMTIM 00pa3oM: B 1 Mt
BOJibI BHOCHIN 25 MKT ['A B BHjle rujipoxjiopuia, a TakyKe KapOOHAT HATPHA U POOOBAJIH
pa3IuIHbIe 00HLEMHBIE COOTHOIEHUsT BOALI u arterona: 1 :4,1:3,1:2ul1:1, e k1 M
BOJbI mpubaBysiin 4, 3, 2 u 1 MJI aleToHa COOTBETCTBEHHO. 3aTeM Mpo0y BbIIECPKUBAJIN
B Teuenue 30 muH npu 40°C. YBenuueHue TeMiepaTypbl WA TPOJIO2KUTETbHOCTU PEAKIIIN
HE BJIMSJIO HA CTEIeHb U3BJICUCHUS /TIPEBPAIIICHUS .

Maxkcumasbhasi crernensb ussiedennst (60%) mocruranack mpu camoM BbicokoM (80%)
COJIEPXKAHUN AIIEeTOHA B CMECH, OJHAKO U B 3TOM CJIy4ae IOJIyYEHHBIH SKCTPAKT COMEPIKAJI
3HAYUTETbHOE KOJIMIECTBO BOJBI, 9TO 3aTPY/IHSJIO €ro KoHIeHTpupoBaHue. Vcnosb3oBanue
ocymmuTe eil, B 9aCTHOCTH 0e3BOIHOIO Cy/ibdara HATpUsl, 3HAUNTE/HBHO CHUKAJO CTElEHb
U3BJIeYeHUs OKcuMa anerona: ¢ 60 mo 2-4%.

VYuapupanue BOJHO-AIETOHOBOI cMecH TPOOOBAJIN 3aMEHUTH KOHIIEHTPUPOBAHIEM OKCHU-
Ma aleToHa u3 MapoBoil da3bl Ha MUKPOBOJOKHE. OUTHMAIBHBIM YCIOBUIM JIJIsT TBEPIO-
dazHOIT IKCTPAKITIN OKCHMa AIeTOHA M3 PABHOBECHOT'O Iapa OTBEYAJIN MUKPOBOJIOKHO THIIA
Carboxene/PDMS u remmneparypa 40°C, o1HaKO U B 9TUX YCJIOBUAX CTEICHU U3BJICICHUS
OBLIN HEJOCTATOYHBIMU JIJIsI TIeJIell KOJUIECTBEHHOI'O aHAJI3a.

Taxum 06pa3oM, HECMOTPsI Ha TO YTO OKCUMUpOBaHMe ['A ameToHOM JIErKO OCYIIeCTBIIsI-
€TCs B BOJHOI Cpejie, IOJIyUYeHHOe IIPOU3BOIHOE He YIaeTcsd 3MPEeKTUBHO U3BJIEYb U3 HEE.

Cuteryronum 1marom ObLIO TOJydeHne MeHee THAPOMUIBLHOTO 0 CPABHEHUIO ¢ OKCUMOM
areToHa Mpou3BoAHOTO ['A ¢ 1esIbIo MCIIOIB30BATh MEeHee MOJIAPHBIH 9KeTparenT. M3BecTHo
[puMeHeHne OeH3aJIbIernIa JJIsl MOy YeHrs THAPA30HOB IIPU JIEPUBATH3AIINN HECUMMETPI Y-
HOTO JIMMETUJINH/[PA3KHA, st IO OlpeJeJIeHus B ovBe 1 Boje [16].

[Ipu ucronp3oBanny OGeH3aIbIIErNA B KAaYeCTBE JEPUBATU3UPYIOIIEr0 areHTa CTEleHb
KOHBEDPCUH OKCHMa JIOCTATOUHO Bbicoka (&2 90%), HO €ro MUK He yJIAéTCst OTJEINTD OT ITHKA
GEH30MHON KUCJIOTHI, UTO MPEHSITCTBYET ONPEIEJCHUI0 HU3KUX KOHIeHTparuil ['A: mpeiesnt
ero obnapyzxkenust MerogoM ['X-MC B Mode u mia3me JIOCTATOYHO BBICOKU U COCTABJISIEOT
nopsizka 300 ur/mt. Ha puc. 1 npusejiena Macc-xpoMaTorpaMma IKCTPAKTa U3 MOYH C BHE-
cenmneM 1 mMxr/mut I'A. TIuk ¢ Bpemenem yjepkuBanus 8,178 MUH — OKCHM OEH3AJIbIEIH/IA,
3HAYUTETHLHO YITUPEHHBIH MUK — OEH30MHAsT KUCIOTA.

B nesax onrumvuzarnu ['X-MC-anan3sa 66110 TPUHSITO PEIIEHNe O BBEJIEHUU BTOPOIi CTa~
JTUH JIePUBATU3AINN — CUJINJIAPOBaHNs. B KauecTBe CHIMIMPYIONUX areHTOB ObLIN OIpobo-
Barbl BCT®A u MTBCT®A. Ha puc. 2 npusejiena Macc-XxpoMaTOrpaMMa IKCTPaKTa U3 MO-
qu ¢ BaecenreM 1 Mxr/mut I'A. ITuku ¢ Bpemenem yiepkusanus 11,560 u 11,734 mun — tpu-
MEeTHJICHIMIIbHBIE d(PUPHI OKCUMA OEeH3aJIb/IerH/a, 3SHAYUTEIbHO YIMTUPEHHBIH MUK — Pup
OEeH30iTHON KUCJIOTHI.

Bpewms ynepkuBanust Z-u30Mepa CHIMIXPOBAHHOTO OKCUMa OE€H3aJIbIeTr 18, OTHOCUTE b
HO TPUMETWICHIMIBHOTO 3upa OeH30iHON Kuca0Thl cocTauio 1,045, 3amMeHa TpuMeTHIICH-
JIMJIBHOW TPYIIBI HA Mpem-0y THIIMMEeTUICUIUIbHY0 He U3MEHIIa OTHOCUTEILHOE BPEMsI
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Puc. 2. @parMeHT Macc-XxpoMaTOrPaMMbl 9KCTPAKTA U3 MOYH,

obpaborannoro BCT®A, ¢ Buecennem 1 Mxr/miu I'A n Gensasbaeruma
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Puc. 3. ObpazoBanne pasanydHbIX TPou3BoAHbIX ['A 1 MeToOKcnaMuHa:
C aIeTOHOM, OEH3AJIB/IETUIOM, & TaKXKe IPU CUINJINPOBAHNUN

y/IepKUBaHUsI, KOTOPOe cocTaBmyio B 3roM ciaydae 1,041. Cxema obpazoBaHust pa3nIHbBIX
npousBoaubix ['A npusesiena Ha puc. 3.

Takum obpazom, TMC-mpousBogHbIE MPEAIOUYTATEIbHEE 38 CIET UX MEHDLIINX BPEMEH
yaepxkuBanusi. CTOUT OTMETUTH, YTO CUJIMJIbHBIE IPOU3BOIHBIE OKCUMA OEH3a/IbIerHIa JJTIO-
UPYIOTCS B BHJIE JIBYX IMKOB F- u Z-n3oMepoB. TeMm He MeHee IIPOUrpHIII B 4yBCTBUTEIbHO-
CTH KOMIIEHCUPYETCs T€M, UTO IIPOBEIEHUE JIEPUBATH3AIIUN [IOBBIIIAET MOJIEKY/ISIPHYIO MacCy
aHaJITa MOYTH B 6 pas.

ITpenes obuapyzxenus npu ucnosbzoanun mMeroga ['X-MC cocrasun 30 Hr/mir mias-
MBI KPOBU MJIM MOYH. JIJIsi ITOBBIIIEHUSI 9yBCTBUTEIbHOCTH OBLIO OIIPOOOBAHO HCIIOJIB30Ba-
HIE TAaHJIEMHOTO MaCC-CEJIEKTUBHOIO JIeTeKTUpoBaHus. boian BeiOpansl 18a MMP-nepexomas:
193 — 89 s KoMYecTBEHHOTO aHasm3a U 178 — 75 B KadecTBe mojTBepXKaatomiero. Ha-
[psiPKEHUEe B sUeiike CoyJapeHuil s AByX mnepexoios coctasuio 10 B. Bayrpennnii cran-
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JIApT JIeTeKTUpoBasn 110 nepexoay 135 — 77 (20 B). OurumanbHoe HanpsizKeHue B siueiike
coyaapeHuit 61710 onpeesieno Ha auamnasone 1-30 B ¢ marom B 5 B. Mcnonb3oBanme meTosa
I'X-MC/MC no3osmio cHU3UTh npejes obuapyxkenus 10 0,1 Hr /vt

DKCIepUMEHTAJILHOE MOJICUPOBAHIE UHTOKCUKAIME ['A OBbLIO TIPOBEJIEHO C TEJIHIO BbI-
SIBUTHb BO3MOXKHOCTHU METOJIUKU JIJIsi YCTAHOBJIEHUS IIPUIMH OTPABJIEHAN U MOHUTOPUHTA XPO-
HIUYIEeCKOro BozeiicTBust ['A, a TakKe YCTAHOBJICHUST 3aBUCHMOCTH MEK/Ty TOJIY 9€HHBIMI J10-
3aMU TOKCHUKAHTA U €ro KOHIIEHTPAIIUsAMU B OMOJIOTUYeCKUX 00pas3rax.

Ha puc. 4 npusejiena Macc-XpoMaTorpaMMa IIOAI0TOBJIEHHOTO SKCTPAKTA I3 MOYU KPBIC,
nostygasimux 565 Mxr/kr [A ¢ nurbesoit Bomoii. B Tabi1. 2 npuBeieHbl pe3yJIbTaThl Olpe,ie-
Jtenust KoHIeHTparuit ['A B pazinanbix 6uosiormaeckux odpasmax.
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60 62 64 66 68 70 72 T4 76 78 80 82
Bpewms ynepxuBanus, MuH

Puc. 4. ®parMeHT Macc-XpoMaTOrPaMMbl S9KCTPAKTa M3 MOYN KPBIC,
moyuasmux 565 Mxr/kr ['A ¢ murbeBoit Bogoit:

Macc-xpoMaTorpamMma 3aperucrpuposana mo MMP-nepexony 193 — 89

Tabruua 2
PesynbraTsl onpenesienust I'A B miiasme KpoBH U MOYe€ KPBIC IIOCJIE OCTPOiL
n XpOHI/I‘leCKOﬁ HMHTOKCHUKaInun TA (B Ka)K,E[Oﬁ rpyIiie 1o IecTb )KI/IBOTHBIX)

Pesynbrar
IIpoba Jloza MeTaHOJILHOIO pacTBOpa
Cepus ompenenenust I'A,
(Bpems oT6opa 1pob) nurpara A
Hr /M1
Ocrpwrit ITnasma (2 1) 101,6 mr/xr, SLDsg 4321 £ 1080
IKCIIEPUMEHT Ilnasma (4 ) BHYTPHUKEJIYJI0IHO, 421 + 131
Moua (24 1) OTHOKPATHO 29400 £ 7056
XpoHudecKuit IInasma, 1-a rpymnma 565 MKI'/KI' C IMTHEBOI 304 £+ 155
SKCIIEPUMEHT Moua, 1-a rpynna Bog1oit, 30 nHeit 3555 + 640
Ilrazma, 2-s rpymnma 113,1 MKI/KI' ¢ DUTHEBOMH 12+ 8
Mowua, 2-a rpymmna Bonoit, 30 mueit 106 = 30
Ilrazma, 3-a rpynma 22,6 MKI/KI' ¢ TUTBEBOI 8+4
Mowa, 3-s rpymma Bog1oit, 30 nHe 34 £18

B pesynbrare mokazano, uro KourenTparui ['A B KpOBU 1 MOYe B XPOHUIECKOM IKCITE-
PUMEHTE 3aBUCAT OT JO3bI TOKCHKAHTA U KOPPEJUPYIOT MeXKy coboit. 3a 24 9 u3 KpoBu
skckperua ['A npoucxogur Ha 90%. IloaydeHHbIe Pe3yIbTaThl TOBOPAT O TOM, HUTO JIaXKe
[IPU HU3KOYPOBHEBOM BO3JeiiCTBUM HEOOJIBINNE KOHIIEHTPAIIMA TUIPOKCUIAMITHA COXPaHs-
IOTCsT B KPOBOTOKE, HECMOTPsI Ha BBICOKYIO PEAKIIMOHHYIO CIIOCOOHOCTD.
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3akurrouenue. KosmaecrBeHnoe orrpejiesieHue MiIpOKCUIAMUAHA B IJIa3Me KPOBU U MOYN
C UCIIOJIB30BAHUEM BIIEPBBIE [PEJJIOKEHHON METOIUKN BO3MOYKHO Ha ypoBHe 30 HI'/MJI 1Ipu
ucrosibzoparnn ['X-MC ¢ ogHUM KBaJIpPYIIoJeM B pesKuMe MOHUTOPUHTA M3OPAHHBIX MOHOB
u na yposue 0,1 ur/mir npu ucnosbzosanuu ['X-MC ¢ cucremoii Tpéx KBaJIpyHoJieil B pesKunMe
MOHUTOPUHTa MHOYKECTBEHHBIX PEAKITHIA.

[Toka3zamo, aro npu ncnoas3oBannu ' X-MC BO3MOXKHO IPOBOJINTD JIMATHOCTUKY OCTPBIX
orpasyennit ruapokcuaamMuaoM (5LD5), HO /IS qMATHOCTHKE XPOHUIECKOTO BO3/IEHCTBHUS
I'A ma opramusm (/10 22,6 MKI/KI ¢ IATHEBOIT BOIOI) HEOOXO/IMMO HCIIOJIB30BATE DOJIEE Ty B-
CTBUTEJILHOE TAHJIEMHOE MACC-CEJIEKTHBHOE JIETEKTUPOBAHUE.
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