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PE®EPAT

Oruer 42 c., 35 puc., 5 Tabi., 20 ucTOUYHHUKA.

AIIETO®EHOH, YPOBEHb MUI'PALIUN, METOJUKUN AHAJIN3A, TA3OBAS
XPOMATOI'PA®USA, IIPOBOOTBOP, ITPOBOIIOAI'OTOBKA, KOJMYECTBEHHOE
OITPEJIEJIEHHUE, PE3NHO-JIATEKCHBIE KOMITO3UILINH, I[TOJIMCTUPOJI,
COITOJIMMEPBI CTUPOJIA

OOBEKTHI UCCIEAOBAHNUSA — METOIUKH aHAIM3a, YPOBEHb MUTPAIIMH, U3ICTUS U3 PE3UHO-
JATEKCHBIX KOMIIO3UIIUH, TTOJIMCTUPOJIA U COTIOJTUMEPOB MOJIUCTUPOIIA, alleTO(ESHOH.

Llenb paboThl — pa3paboTka METOAMKHU OMpPENEICHUs YPOBHS MUTPAIIUU, BHIPAXKEHHOTO B
€IMHMIIAX MAaCCOBOM KOHLIEHTPAllUd, B BOAHBIE U BO3AYIIHbIE CpEAbl aleTo(PeHOHa,
CONIEPKAILIETOCS B M3ACIUIX W3 PE3UHO-JIATEKCHBIX KOMITO3UIIMM, a TaKXKe IOJIHCTHPOJa W
COTIOJIMMEPOB TIOJUCTUPOJIA, HA OCHOBE MMPUMEHSEMBIX B MUPOBOM MPAKTHKE METOJOB M METOIMK
oTpezieNieHUs] MacCOBOM KOHIICHTPAIUH alleTOEHOHA B BOJHBIX M BO3IYIIHBIX Cpeax.

3a OTUETHBII Mepro]] ObUI MOCTABIEHBI CIIEIYIONINE 3a/1a4H

1. OnTumu3anusi  mapamMeTpoB  ra3oxpoMarorpaguueckoro  MeTroga C  Macc-
CIIEKTPOMETPUYECKUM  JIETEKTUPOBAHUEM I  ONpPEACNICHHS MacCOBOM  KOHILIEHTpaluu
aretTo(peHOHa B BO3AYIIHOM M BOJHOU Cpeax.

2. Pa3paboTka METOIMKM Ha OCHOBE MPUMEHSEMBIX B MHUPOBOM NPAKTHKE METOJOB U
METOJIUK OTPE/IEIIEHNs] MAaCCOBOM KOHIIEHTpAINH aileToeHOHA B BOJAHOM Ccpejie.

3. Pa3paboTka METOIMKM Ha OCHOBE MPUMEHSEMBIX B MHUPOBON MPAKTHUKE METOJIOB U
METOJIUK OTPEIEIICHNs MACCOBOM KOHIICHTPAIUH arleTo()eHOHA B BO3IYIIHOM cpejie.

4. Pa3pabotka mpoOOOTOOPHUKOB U M3YYCHHUS YPOBHS MUTPAIUU, BHIPAKEHHOTO B
eIMHHUIIAX MAaCCOBOM KOHIIEHTpPAIlMH, B BOJHYIO U BO3AYIIHYI Cpelbl aneTo(peHoHa,
COZIepXkaIIerocss B M3ACIUSIX M3 PE3UHO-JIATEKCHBIX KOMIIO3UIMH, a TaKXe MOJIUCTHpOia U

COIIOJIMMCPOB MMOJIMCTUPOJIA.
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OnTtuMuzaiusi mapaMeTpoB Ta30XpOMaTOrpa)Mueckoro Meroja ¢  Macc-
CIEKTPOMETPUUYECKUM  JETEKTUPOBAHUEM Il OINPEACIECHUS  MaccOBOM
KOHIICHTPALMH aneTo(eHoHa B BO3AYIIHON M BOAHOM cpenax
OU3NKO-XUMUYECKHE CBOMCTBA aleTO(heHOHA

[Tapamerpel  xpomarorpadupoBaHuss ¥ MacC  CIIEKTPOMETPUYECKOIO
JETEKTUPOBAHUS alleTo(heHOHA

OnTumuzanusi MapamMeTpoB JETEKTUPOBAaHUS M IPOrpaMMbl TepMoOcTaTa
KOJIOHKH ra30BOro XxpomaTorpaga

ITporpamma razoxpomarorpaduyeckoro onpeaeseHus anerodeHona
PazpaboTka METOMKM Ha OCHOBE MIPUMEHSIEMBIX B MHPOBOI MPAKTUKE METO/I0B
Y METOMK OIIPEJICIICHUSI MAaCCOBOW KOHIIEHTPAIMU aleTO(eHOHA B BO3YITHON
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[Tpuniun pa®oTsl TBEpO(PA3HON MUKPOIKCTPAKIIUU

OntuMuzanuss TUmMa COPOIMOHHOTO TIOKPBITUS BOJIOKHA TBepAoQa3zHOn
MUKPO3KCTPAKIIUU Ul ONpeiesieHus aleTopeHoHa B BO3AYILIHOM cpesie
OnTtuMuzaius mapamMeTpoB JecopOuuu  aneropeHoHa C BOJIOKHA s
TBep10(a3HON MUKPOIKCTPAKIIMU

OnTumu3zanust NapaMeTpoB dKCTPAKLMK aleTOPEeHOHA U3 BO3JYLIHOM cpeibl ¢
MTOMOUIBIO TBEPI0PA3HON MUKPOIKCTPAKIINH

[Tony4yenne kanuOpOBOYHOMN 3aBUCUMOCTH

PazpaboTka METOJMKM Ha OCHOBE MPUMEHSIEMBIX B MUPOBOM MPAKTUKE METO/I0B
U METOJUK ONPEJEJIEHNUsT MacCOBOM KOHIEHTpaluu areroeHoHa B BOJHOU
cpene

OntuMuzanuss TUMa COPOILMOHHOIO TOKPBITUS BOJIOKHA TBepaoda3HOM
MHUKPOIKCTPAKLIUH JUIsI OTIPE/IETICHNUs alleTopeHOoHa B BOJHOM cpefie
OnTumuzanusi mapaMeTpoB SKCTPAKIMKM aneTopeHoHa M3 BOJHOM cpelbl ¢
MTOMOMUIBIO TBEPI0(PA3HON MUKPOIKCTPAKIINH

OntuMu3zaius npoOOMOArOTOBKH U yBeIMYEHHE PPEKTUBHOCTH H3BICUCHHUS
arieToeHoHa U3 BOJHOM Cpesibl

HOBTOpHaSI ONTUMHU3AUA MPOAOJLDKHUTCIBHOCTH JKCTPaKIIUKU aHeTO(i)eHOHa nus3
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BBEJAEHUE

AueTtoeHOH — MPOCTEUIINI anbJAeruj apoMaTHUecKoro psnaa. B mpombinuieHHOCTH
UCIIONIB3YETCSl B KaueCTBE peareHTa JUIsl CUHTe3a CTHUpoia U (apMalleBTHUECKUX MPEnaparos.
Psan mpousBoHbIX arleTo)eHOHA HCIIONB3YIOTCA B Ka4eCTBE apOMATHU3aTOPOB, IPUMEHSIEMbIX B
nap@roMepuy U MUIIEBON MPOMBIIUIEHHOCTH.

[lenb paboThl — pa3zpaboTKa METOIMKH ONPEAENICHUS] YPOBHSI MUTPALIUU, BHIPAXKEHHOTO B
€IMHMIIAX MAaCCOBOM KOHIIGHTPAllUM, B BOJHbIE M BO3JYUIHYIO CpeIbl aleTopeHoHa,
CoJlepKallerocsi B M3JCNUAX W3 PE3UHO-TATEKCHBIX KOMIIO3MIIMMA, a TaKKe MOJUCTUpOSa U
COTMOJIMMEpPOB TMONHCTUpoNa (nanee - Meronuka), Ha OCHOBE MPHUMEHSIEMBIX B MHUPOBOMU
MPAKTUKE METOJIOB U METOJMK OIpPE/eICHHUs] MacCOBOI KOHIIEHTpAuu OyTaJleHa B BOJIHOW U
BO3/IYIITHOM cpenax.

3a OTYeTHBII MepHro/] ObUTH BHIMOJIHEHBI CIIEIYIONINE paOOThI:

— OnTuMHU3UPOBaHBl YCIOBUS XPOMATO-MAaCC-CIIEKTPOMETPUYECKOTO JI€TEKTUPOBAHMUS
arieToeHOHa: TMporpaMma HarpeBa  Xpomarorpaguueckold  KOJIOHKH, PEXHM  Macc-
CHEKTPOMETPUUECKOTO JETEeKTUPOBAHUS; MporpamMma JaecopOuuu U Mojo0paHa cTaluoHapHas
(daza KOJIOHKH.

— OnTUMH3UPOBaHBl YCIOBUS MPOOOMOATOTOBKM UM JKCTPAaKIMM aleTo(eHoHa ¢
MOMOIIBIO TBEP0(}Aa3HON MUKPOIKCTPAKIIMY U3 BOJHBIX U BO3IYLIHBIX CPEL.

— OnTuMH3MpOBaH croco0 M3BJIEUEHHS aleTo()eHOHA U3 BOJHOW M BO3IYLIHOW cpel U
ONTUMU3UPOBAHA UHTEHCUBHOCTb U TNPEIU3NOHHOCTh OTKJIMKOB aleTo()EeHOHA, BBIJIECICHHBIX B
BOJIHYIO ¥ BO3AYIIHYIO CPEJy.

— IlpoBenena oOlleHKAa aHATUTHYECKUX XapaKTEPUCTUK pa3pabOTaHHONW METOJIMKHU
orpeeneHus aneropeHoHa B BOJHON M BO3AYIIHOM cpenax.

— CoOpanbl npoOOOTOOPHUKHU Ul HM3YYEHHUsS MHIPAlUM aleTOPeHOHa B BOJHYIO HU

BO3JIYILIHYIO CPEy.



1. OnTuMu3anus mnapaMeTpoB Tra3oxpoMaTorpadguuyeckoro meroga ¢ Macc-
CIHEeKTPOMETPUYECKHM JAeTeKTHPOBAHUEM /UISI OINpeldeleHUs] MACCOBOH KOHUEHTPanuu
aneroeHOHA B BO3AYLIHOM U BOJAHOM cpeaax

1.1 ®u3uko-xuMHUYecKHe CBOICTBa aneTO(heHOHA

AnieTo()eHOH — KETOH apoMaTUYECKOro psijia, MPOU3BOTHOE KHUPHOAPOMATHUYECKOTO Psijia
coequHeHuil. Taxke U3BECTEH Kak (EHWIITaHOH, (EHWIANETOH W METHWI(EHUIKETOH.
Xumnyeckass dopmyna — CgHsC(O)CH; (Pucynox 1). IlproOpereHHBI aHaIUTHYSCKHUN
cranaapt amnerodeHona ¢ uucroroit 99% (ReagentPlus®, Sigma-Aldrich Co. LLC, CIIA) —
roprodasi, OeclBeTHasl, MaCISTHUCTAs XKHUIAKOCTh. XOPOIIO PACTBOPSETCS B ATAHOJE, TUITUIOBOM
adupe, anerone, xiaopopopme, 6eHzone. PactBopuMocTs BojbI B arieTopeHone coctasiuser 1,65
% wmacc., pactBopumocTh arerodenona B Boge — 0,55 % macc. AnerodeHon obiagaeT BceMu
XUMHYECKMH CBOMCTBAMHU, XapaKTEPHBIMHU JUIsl KETOHOB, a TAK)KE apOMATHUECKUX COCIUHEHHUN
[1]. ITpu HEOOMBIIIOM OKHCIEHHUH MOXET MMETh JKEJITOBATHIN 1BET. SIBISETCS CTAOMIBHBIM MIPU

PEKOMEH/I0BaHHBIX ycI0BUIX XpaHeHus (Huxke 30°C).

O

Pucynok 1 — CrpykrypHas ¢opmy.ia U mapocTepKHeBasi Mo/JeJib aleTogeHoHa

MornekynspHas macca aneropeHona — 120,15 r/mons. Temmeparypa IulaBieHus Hu
kuneHus: coorserctBeHHo: 19,7 u 201,7 °C. Ilnotnocts nipu 25 °C — 1,028 r/mn. PactBopumMocTh
B Bozie nipu 20 °C 7,3 r Ha 1 autp Boxbl. TemmepaTypa BCOBILIKA B OTKPHITOM U 3aKPBITOM
TUTIsX  cooTBeTcTBeHHO: 93 m 83 °C. KoadduumeHnt pacmpeneneHuss OKTaHOI — BoOJa

(logP)/munodunsHocTs — 1,58.

1.2 Tlapamerpbl XpoMaTOrpaQupoBaHuUsT MW MacC CIHEKTPOMETPUYECKOTrO
JIeTeKTHPOBAHNSA aleTO(PeHOHa

Jns onpezneneHus aneToeHOHa B CMECH HCIONB3YIOTCS KalWUIsipHbIe KoJIoHKH DB-
WAX [2], CP WAX 58 [3], koTopble SBISIOTCS CHIBHO- WX CpeAHENnOoNspHbIMU. Vcxons u3
JUTEPaTypHOTO 0030pa OBLIO TNPHHATO pEHIeHHE HCIOIb30BaTh Ta30XpoMaTorpaduuecKyro

kosionky DB-WAXetr. Craunonapnas ¢daza DB-WAXetr cocTout u3 MNOJUATUICHIVIMKONA U
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ABIIIETCS CUJIHHOIOJIAPHOW. AHalIM3 CTaHAApTHBIX OO0pa3loB aneTropeHOHa MPOBOIWINA C
nomouibto kosioHku DB-WAXetr nnunoit 30 M, BHyTpeHHUM auameTpom 0,25 MM U TOJIIMHON
wieHku 0,25 MKM.

AueToeHOH II0OXO PacTBOPUM B BOJIE€ M XOPOIIO pacTBOpUM B MeTaHoie. Mcxons u3
9TOr0 B KayeCTBE PACTBOPUTENS Ji NPUTOTOBIEHUS CTAaHAAPTHBIX OOpas3loB ObUT BBHIOpaH
MmeTaHod. [Ipu paboTe ¢ METaHOIOM HEOOXOIUMO COONIOIATh TEXHUKY 0€30MacHOCTH, TaK Kak
OH SBJIIETCS TOKCUYHBIM PACTBOPUTENIEM (511).

Jns ompeneneHuss Bpemsl yAEpKUBaHHUS pacTBOPUTENs, YHMCThIi MeraHon (1 MKm)
BBOJMJIM B YCTPOWCTBO JIJIsl BBOJA MPOO razoBOro xpoMarorpada ¢ Macc-CeKTPOMETPUUYECKUM
(I'’X-MC) perektopom 6890N/5973N (Agilent, CIIA) B pexume [eleHUS TOTOKAa B
cootnomenue 500:1. XpomarorpadupoBanue MNPOBOJUIN TPHU TOCTOSIHHOW CKOPOCTH Tra3a-
Hocutens (renmmii Mapku  «A») 1,0 wmn/mun.  Temmeparypy TepMmocTaTa KOJOHKHU
nporpammupoBanu ot 40 °C (Beraepxka 5 muH) 10 160 °C (BbaepkkKa 5 MHH) CO CKOPOCTBIO
HarpeBa 10 °C/mun. [lomHOE Bpems xpomarorpadupoBanusi coctaBwio 22 MuH. TemmnepaTypsl
uHTepdeiica, KBaAPyOiIs U UCTOYHUKA HOHOB Macc-CIeKTpoMerpudeckoro aerekropa (MC/I)
cocraisuin 250 °C, 150 °C um 230 °C, cooTBETCTBEHHO. Macc-CeKTpOMETPUUECKOE
JNETEKTUPOBAHUE MMPOBOAUIM B PEKUME CKaHHPOBAHHUS MOHOB B auanazone mM/z 10-550. Bpewms
yIep)KUBaHus MeTaHoa coctaBuio 4,3 mun (PucyHok 2). 3amepkka pacTBopuTels (METaHOM)
OBLT yCTAHOBJICH HA 6 MUH.

oo 4289
000000
500000
000000
2500000
2000000
1500000

1000000

500000 K\

T T T T U T T T T T T T T T
Time--> 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 1000 11.00 12.00 13.00 1400 1500 16.00 17.00 18.00 19.00 20.00 21.00

Pucynok 2 — XpomaTorpaMmma MeTaHoJia



1.3 OnTtumu3zanusi napaMeTpoB [1eTeKTHPOBAHMS U MNPOrpaMMbl TepMOCTaTa
KOJIOHKH ra3oBoro xpomarorpada

JJ1s1 TOYHOTO U JOCTOBEPHOT'O KOJIMYECTBEHHOTO OIpEIeIeHus alleTo(peHOHa B BOIHON U
BO3JYIIHOW cpegax HeoOXOJUMO BbIOpaTh ONTHMAJIbHBIA HMOH/MOHBI  JE€TEKTUPOBAHUS
XapaKTepHBIE I CTPYKTYPHI alleTodeHOoHa.

XpomarorpadupoBaHre IpOBOAMIOCH HA ra3oBoM xpomaTorpade Agilent 6890A ¢ macc-
crieKTpoMeTpuyeckuM aerekropom Agilent 5973 na kamwuispHoit kojonke DB-WAXetr
niauHor 30 M, BHyTpeHHUM auamerpoM 0,25 MM ¥ ToJMUHON MieHKU 0,25 MKM MpH CKOPOCTH
raza-Hocutens (renuid mapku «A», Openoypr, “Texras”) paBaor 1,0 ma/mun. Temmeparypy
KosoHkH mporpamMmupoBanu ot 80 °C (Bwiaepxkka 2 muH) 10 240 °C (Belaepkka 0 MuH) co
ckopocthio Harpea 20 °C/muH. IlonHoe Bpemsi xpomarorpadupoBanust cocTaBisiio 10 MUHYT.
Temnepatypsl unTepdetica, kBaapymnoins u uctrounuka nonos MCJI cocrapnsu 250 °C, 150 °C
u 230 °C, cooTBeTCTBEHHO. Macc-ClIeKTPOMETPUIECKOE IETEKTUPOBAHKUE TIPOBOIUIHU B PEKUME
ckanupoBanus noHoB (SCAN) B nuamazone m/z 10-550, B pexuMe MOHUTOPUHra BHIOPAHHBIX
nonoB (SIM) — 77 u 105 m/z.

B monekynspuom macc-cnektpe (Pucynok 3) Hanbosiee HHTEHCUBHBIN MUK 0003HAYEH ¢
conepkanueM paBHbIM 100, MeHee HHTEHCUBHBIC TUKU MTOKA3bIBAIOT COJIEPIKaHNE OTHOCUTEIILHO
HanOojiee WHTEHCHBHOTO. B OONBIIMHCTBE CIy4aeB CaMblil TSOKENBIH NMHK — 3TO MUK
MOJIEKYJISIPHOTO HMOHA, PaBHbIM MOJEKYJIsSpHOW Macce aHajluTa, COJAEpKaHHE KOTOpOro B

CIICKTPC, HE 00s13aTeNBHO JOJIXKHO OBITh MAKCUMAJIEHBIM.

100+

77

120

83gs Ti1e
| 3 78 a6 89 gﬂ 98 103 |

Pucynok 3 — Macc-cniexktp anerogenona u3 ouomorexku NIST (National Institute of

Standards and Technology)
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B pesynbrate monumszarnuu arerodpeHona mpoucxoaut ¢parmenrtamus CHsz (15 m/z —
Macca/3apsia) oT ocHOBHO# Macchl (120 m/z) u oOpasyercst Hanboiee MHTEHCHBHBIN HOH 105 M/z.
HanbHeiimee (parmenTrpoBanue npuBomutr K otuiewienuro C=0 (28 m/z) oGpazoBanuio
dparmenta ¢ Maccoi 77 m/z. Macc-criektp anerodeHona Ha Pucynke 4 xapakTepu3yeTcst IMKOM
noHa 120 m/z, koTopslii cootBeTcTBYET (hparmenty CgHgO™.

OCHOBHBIM MOHOM JUIsI KOJTMYECTBEHHOTO M KaueCTBEHHOT'O ONpeAeTeHHs aneTo(eHoHa
sBJIsieTCsl HauOoJiee CTaOWJIBHBIA THK C HauOONbIIUM cojepkaHueM B crektpe — 105 m/z,
KOTOPBI COOTBETCTBYET C-HsO".

s nerextupoBanus B pexxume SIM, 20% pactBop arieroheHOHa B METaHOJIE BBOJUIIH B
MHXXEKTOp Ta3oBOoro xpomarorpada B pexume geneHus noroka 500:1. Ha mnomydennoit
XpoMaTorpaMMe HIeHTH(GUINPOBAIN UK aneTo(heHOHa U MPOBOAMIN CPABHEHUE CO CIIEKTPOM B
oubmuorexe NIST.

CrnekTp nmuka Ha moiydyeHHOM Xxpomarorpamme (PucyHok 44) cOOTBETCTBYET CHEKTPY
arieropeHona B OuOamoreke, koddduiment comamenus (NIST Match) — 959 ¢ 65%

BEPOSATHOCTHIO.

Abundance
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_ - e H e e e e e e e e e

AARRRRaatERAs LS IE R T P [ e e
m/z--> 5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135 140 145 150 155 160 165 170 175 180 185 190 195 200 205 210 215

Pucynok 4 — Macc-cnekTp anerogeHnona oopasua Bo3ayxa, 3arpsisnesnoro HJIIMA,

nosay4yenHast meroaom I'’X-MC B pexxnme SCAN

Hanee B pexxume SIM TpoBOJHIN MOHUTOPHUHT OCHOBHOT'O MOHA IS KOJIMYECTBEHHOTO

omnpenenenus — 105 m/z u nmposepounoro nona 77 m/z (Pucysok 5).
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Abundance
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700000
650000
600000
550000
500000
450000
400000
350000
300000
2500001
200000
150000
100000

50000

m/z--> 68 70 72 74 76 78 80 82 84 86 88 90 92 94 96 98 100 162 104 |C‘)6 108 110 112 114
PI/IcyHOK 5-— Macc-cneRTp CTAaHAAPTHOI'0 pacTBoOpa aIIeTO(l)eHOHa, MOJIYY€HHOT0 METOAOM

I'X-MC B pexume SIM

Jnis  cokpamieHHsi BpEMEHM aHaiu3a M TOJy4eHHus Oojiee CHUMMETPUYHOTO IHKa
HEOOXOMMO MPOBOJUTH ONTHMHU3ALUIO TEMIIEPATypHOH MPOTPaMMBbI TEPMOCTaTa KOJOHKH.
OnTuMu3aLuo OporpaMMbl TEpMOCTaTa KOJIOHKM MPOBOAMIN B HECKOJIbKO 3TanoB. Ha mepsom
JTane MNPOBOAMIM HPOOHBIA aHANIM3 CTAaHJAPTHOI'O pacTBOpa MpH CIEAYIOUIMX IapaMeTrpax
tepmoctara: HarpeB oT 60 °C (Bbiaepxkka 3 muH) 10 240 °C (BblAEpKKa 2 MHUH) CO CKOPOCTBIO
HarpeBa 20 °C/muH. OOmiee BpeMs aHanm3a coctaBwio 14 muH. [lpum ganHON mporpamme
xpomarorpadupoBaHus Bpems yaep:KuBaHHs aneropeHoHa coctaBmwio 9,9 mun (PucyHok 6).
Tak kak B mporecce pa3pabOTKH METOAMKH HAECHTUPHUUUPYETCS TOJBKO OJHO BEIIECTBO

(auzerodeHOH), ObUIO MPUHSATO PEIICHNE COKPATUTh BPEMsI aHAJIN3a.

Abundance

6500000 g . 94 9

6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000
1500000

1000000

500000

T T T T T T T T T T
Time--> 6.50 7.00 7.50 8.00 8.50 9.00 9.50 10.00 10.50 11.00 11.50 12.00 12.50 13.00 13.50

PucyHok 6 — XpomaTrorpamMma nepBoro 3Tana onTHMH3AIUH TEPMOCTATA KOJTOHKH
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[Iporpammy TepmocTaTa KOJOHKM Ha BTOpOM JdTame mnporpammupoBaiu ot 80 °C
(Bermepxkka 2 muH) 10 240 °C (Beimepkka 2 MuH) co ckopocThio HarpeBa 20 °C/muH. [TomHoe
BpeMs XpomatorpadupoBanusi cocTaBIsuio 12 muH. JlaHHas mporpaMMa MO3BOJIMIIA COKPATHTh

BpeMs yJepKuBaHus aneToeHoHa Ha 2 MUH 1 cocTaBuiio 7,9 muH (PucyHok 7).

Abundance
7000000

7.921
6500000
6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000

1500000

1000000

500000

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
Time-> 620 640 6.60 680 7.00 7.20 740 7.60 7.80 8.00 820 840 860 880 9.00 9.20 9.40 9.60 9.80 10.00 10.20 10.40 10.60 10.80 11.00 11.20 11.40 11.60 11.80

Pucynok 7 — XpomaTrorpaMmma BTOPOro 3Tana ONTHMH3AIMU TEPMOCTATA KOJIOHKH

OnTtumanbHasg mporpamma TepMmocTraTa Oblia JOCTUTHYTAa Ha TPEThEM 3Tare, KoTopas
nporpammupoBanack oT 80 °C (Beinepxka 2 MuH) 10 240 °C (Bbiaepkka 0 MUH) CO CKOPOCTBIO
HarpeBa 20 °C/muu. IlomHoe Bpems xpomarorpadupoBaHusi cocTaBisuio 10 MHHYT H

YMEHBIIMIOCH Ha 2 MUH. Bpems ynepkuBanus arierodeHona cocrabuio 7,9 mun (PucyHok 8).

Abundance
7500000
7.921

7000000
6500000
6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000
1500000

1000000

500000

T T T
Time--> 620  6.40 660 680  7.00 720 7.40 7.60 7.80 800 820 840 8.60 880 900 920 9.40 960 980

Pucynok 8 — OnTumMasnbHasi IporpaMMa TepMocTaTa KOJOHKH 1JIsl HWAeHTH(PUKATNT

aunerogeHona
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1.4 IIporpamMma XxpoMaTo-Macc-ClIeKTPOMETPUYECKOT0 ONpe/ie/ieHus aneTo(eHoHa

B pesynaprare OKCIEpUMEHTAIBbHOW padOThl 1O ONTHMH3ALMK  XPOMAaTO-Macc-
CHEKTPOMETPUYECKHX IapaMeTpOB OBUIM YCTAHOBJIEHBI ONTHUMAJbHBIE YCIOBUS JUIS Macc-
CHEKTPOMETPUUECKOTO ONpe/esieHns aneTopeHOHa M MPOBEICHUS ra30XpoMaTorpapuueckoro
aHayu3a.

Jlnst poBeICHUs aHaIKM3a BOJIOKHO TBepaodaszHoii Mukposkcrpakiuu (TOMD) BBoasT B
YCTPOKMCTBO 11 BBOJIa P00 razoBOro xpomarorpaga ¢ Macc-CreKTPOMETPUIECKUM JIETEKTOPOM
6890N/5973N  (Agilent, CIIIA). XpomatorpadupoBaHue TNPOBOIAT C HCIOJb30BAaHUEM
kamuisipHo kojoHku DB-WAXetr mmunort 30 M, BHyrpeHHuM auamerpom 0,25 MM u
TONKUHOMN TIeHKH 0,25 MKM MpU MOCTOSIHHOM CKOPOCTHU raza-Hocutels (reiauit Mapku «A») 1,0
wi/mMuH. TemnepaTypy TepmocTara KOJIOHKH nporpamMmmupyioT oT 80 °C (BblaepKka 2 MUH) 10
240 °C (Bbimepkka 0 wmwuH) co ckopocthto HarpeBa 20 °C/mun. IlomHoe Bpems
xpomatorpadupoBanus coctaBiasier 10 mun. TemmepaTypsl uHTepdeiica, KBaapyrnoys u
ncrounrnka noHoB MCJ] coctasisrot 250 °C, 150 °C u 230 °C, cOOTBETCTBEHHO.

Macc-CrieKTpOMETpUYECKOE JIETEKTUPOBAHUE MPOBOJMUIM B PEXKUME MOHMTOPHUHIA
BbIOpaHHBIX HMOHOB (OCHOBHOW M TpPOBEpPOYHBIH HOHBI aneropeHona — 105 u 77 ae.m.,

COOTBeTCTBeHHO). BperI PErucTpanuu Kax10ro noda CoCTaBJIAI0 50 mc.

2. Pa3paGoTka MeTOAMKH HA OCHOBe NPHMEHsIEeMbIX B MUPOBOii PaKTHKe MeTO10B
M METOAHUK ONpeae/ieHUs MAaCCOBOM KOHLIEHTPaluu aneTogeHOHAa B BO3AYIIHOM cpexe

2.1 IlpyHuun pa6orsl TBepA0(PA3HOH MUKPOIKCTPAKINH

OpnuM u3 Hanbosiee COBPEMEHHBIX U MEPCHEKTUBHBIX METOAOB OINpPEAETICHUS JETYUHX
opranndeckux coenuHeHuil (JIOC) B o0beKkTax OKpyKarollel cpensl sBiseTcs TBepaodazHas
mukposkcTpakiwst  (TOMD) [4,5]. TOMD coueraer B cebe MPOIECCH IKCTPAKIIHH,
KOHLEHTPUPOBAHNUSA M OYHUCTKH, a TaK)K€ OTBEYAaeT COBPEMEHHBIM MPHUHIIUIAM «3EJICHON»
aHanutuyecko xumuu. Meron TOMD ocHOBaH Ha COpOIMHM AaHAIUTOB MHUKPONOJUMEPHBIM
IOKpBITHEM C TOCHeayrolel jaecopbuueit B ycTpoilcTBe uii BBOjAa Npod Tra3oBOro
xpomatorpada (Pucynoxk 9). TOMD mnpexacraBmser coboil MeTon, KOTOpBHIH HE TpeOyeT
pacTBOpHTENICH U cOYeTaeT MPoOOOTOOP U MPOOONOATOTOBKY B ouH mmar. TOMD ocHoBaHa Ha
MCIIOJIb30BAaHUU BOJIOKHA, JJIMHOW 1 CM, M3 MJABJIEHOTO KBapla C MOJIMMEPHBIM MOKPBITHEM,
KOTOPBIN CBSI3aH C IUTYHXXEPOM U UIJION U3 HEPXKABEIOIIEH CTalM, YCTAHOBICHHOW BHYTpH. Tum
coeauHeHui, otoupaemMpix TAOMD, 3aBUCHUT OT MOJSAPHOCTH M TOJIIMHBI 3KCTPAKIIMOHHOTO
nokpbITUs. KoMMepuecku OCTyIHbIE THIBI BOJIOKOH IO3BOJISIIOT AKCTPArUpOBaTh IMIMPOKUI

JIarna3oH BemecTs [6].
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<~ BosokHO gna TOMI

< 3awmMTHasa urna

l: JKCTpaKLMOHHOE
NOKpbITHE

Pucynoxk 9 — BosiokHo 1151 TBepA0(ha3HOIi MUKPOIKCTPAKIIUH

bnaromapss TakuMm NpenMyIecTBaM, KakK MPOCTOTa B HMCIIOJIB30BAHUH U allapaTypHOM
oopmiiennn, Oonee HU3KME TpeAeibl OOHAPYKEHHs, BBICOKas (PPEKTUBHOCTb M TOYHOCTH,
TOMD ycnemno npumensiercs ans omnpenenenus JIOC B Boje, BO3ayxe, MOuYBE, MPOJIYKTAaX
NUTaHMS U IPYrux o0bekTax [3,7-9].

3amaua 1aHHOTO JTana paboThl 3aKITI0YANach B ONTUMH3AINN TTApaMETPOB JECOPOINH C
BoslokHa TOMD. JlecopOuus sBisercs OIHUM M3 (AKTOPOB, KOTOPBIE MOT'YT OKa3bIBaTh
BIMSIHHE Ha TOYHOCTh M BOCIPOM3BOJUMOCTb pa3padaTbiBaeMOil METOIMKU. OKCTpaKLUU
arieToeHOHa TPOXOJUT Ha COpPOIIMOHHOE TOKPBITHE WM TMPOHUKAeT B TOpHI copOeHTa. s
MoJIHOM  jecopOumm  anetopeHoHa ¢ BojiokHa TOMD  HeoOXoauMo ONTUMHU3HPOBATH
TEMIEPATypy U BpeMs AecopOLuu.

OnTuMu3anuio TUna COpOLIMOHHOTO MOKPBITHSA, TEMIEpaTypbl U NPOJOLKUTEIEHOCTH
JecopOuuu aneTodeHoHa IpOBOIMIN Ha 00pa3liax Bo3ayXa ¢ KOHIeHTpauuel areropenona 100
MKT/M® B BHamax oObemMoM 20 M, TepMETHYHO 3aKpHITBIX KpBIKAMH C TPOKIAIKAMH M3
nonutetpadropatunena (IITOI)/cunukona. Obpasenr Bo3lyxa ¢ KOHLIEHTpalHen aneToeHoHa
100 Mkr/mM® TOTOBMIM TyTeM BBeIeHHs | MKI CTAaHZAPTHOTO pAcTBOpa aleTO(PEHOHA C

KOHIIEHTpaluei 2 Hr/MKII B BUasry oobemom 20 M.

2.2 OnTuMH3anHMsA THNA COPOLMOHHOTO TOKPBITHSI BOJIOKHA TBepaoda3Hoii
MHKPOIKCTPAKIUH JJIf ONPeAeIeHNs aueToO(PeHOHA B BO3YLIHOM cpeae
B Hacrosmee BpeMs JOCTYymHO 7 THUIOB COPOIMOHHBIX MOKpHITUH TOMD:

MOJTMIUMETHIICUIIOKCAH (ITaAMC), KapOOKCEH/TIOJIMIUMETHUIICUIIOKCaH (Kap/TIAMC),

15



MOJTMIUMETUIICUIIOKCAH/ TUBUHIIIOECH30J1 (ITaAMC/1Bb), TOJTMaKpUIaT (ITA),
kapooBakc/monmdTuneHrIuKob (KB/IIOT), muBnHminOeH301/kapOoKCeH/ oMU ANMETHIICHIIOKCAH
(ABB/Kap/ITAMC) [10].

CornacHo JUTEpaTypHbIM JAHHBIM, TaKue COPOLMOHBIC MOKPHITUS IS BOJIOKOH, KakK:
JBB/Kap/TIIMC [8], Kap/IIAMC [9], IIAMC [11], IIAMC/ABB [3] Obuix ycremHo
OPUMEHEHBl I Ka4eCTBEHHOT'O OIpeNeNeHUs] aleTopeHoHa B BO3MYIIHOW Cpele Haj
o0pa3iaMu U3 MOJMMEPOB U BOJHOM BHITSDKKE U3 MaTepHaia Ha ocHoBe [IBX/monukanponakToH
— moJiukapOoHa.

Cop6mmonnoe nokpeitue 85 mxm Kap/IIJIMC nnst Bomokna TOMD ucrnonb3yercst Jis
HKCTPAKLUH JIETYYUX U HU3KOMOJEKYJSPHBIX aHAIUTOB Pa3InyHOl nonsipHoctu. CopOLnOHHOE
nokpeitie 65 wmxm  IIJIMC/IIBb  ucnonb3yercss NPEUMMYIIECTBEHHO IS OKCTPAKIUU
MONyNEeTyYuX COENMHEHUH C Ooyiee BBICOKOM MOJEKylsapHO Maccoil. [Ipumenenue
copormonnoro mokpeituss 50/30 mxm JIBB/Kap/ITIMC nns TOMD BoJIOKHA BO3MOXHO IS
COCIMHEHUIN C IIMPOKUM JHarna3oM MOJEKYJISIpHOW Macchl W MOJSPHOCTH, B TO BpEMs Kak
cop6rmonnoe nokpsitTre 100 mxm [TJIMC pekomeH0BaH uist HeNoJsIpHbIX aHanuToB [10].

Takum oOpazom, [Jig ONTUMHU3AUU ObUIM BhIOpaHbl cieayrompe 4 Tuma coOpOIUOHHBIX
HNOKPBITUIL BoJlokoH TOMD, paHee anmpoOHPOBAHHBIX JJIsi KaYeCTBEHHOI'O OMpEeesICHUs
aneTopeHoHa U PEKOMEHJYEMbIX JJIi SKCTPAaKLMM aHAJIUTOB PA3JIMYHBIX MOJIAPHOCTU U
mosekysspaoro Beca: 100 mxm [TIMC, 85 mxm Kap/TIIAMC, 65 mxm ITIMC/IBb u 50/30 mxm
JBB/Kap/TIIMC (Supelco, Bellefonte, CIIA). DkcTpakuuio MHOPOBOIMIM C HOMOIIBIO
aBTocamIuiepa B TedeHue 10 muH npu 25 °C (koMHaTHas Temreparypa). [IpoJomKuTenbHOCTb
necop6muu coctasmwia 3 mMuH. Ha PucyHok 20 mpencraBieHBl XpoMaTorpaMMbl alleToQeHoHa,
MOJIyYE€HHBIE PA3IMYHBIMUA TUIIAMU BOJIOKOH.

[Tnomanp nuka anerodeHoHa, NOJYyYEHHAs C UCIOJIb30BaHUEM COPOIIMOHHOIO MOKPHITHS
[MIAMC/AIBb T®MD Bomokna Owsma B 1,3, 1,4 m 2,2 pa3a Bblie, 4eM COpOLMOHHBIMU
nokpeiTusiMu - TOMD Bonokon [1IMC, ABB/Kap/IIIMC u Kap/IIIMC, coOoTBETCTBEHHO
(Pucynok 1). Haumensbmime oTHOcUTeNbHbIe craHmaptHbie oTkioHeHHs (OCKO) oTkimnkoB
anetopeHoHa ObutM ToNMyudeHBl npu ucnonb3zoBaHuu [IJIMC (2,2%) u IIJIMC/IBb (2,9%).
MaxkcumansHoe OCKO (11,5%) nonydeno npu ucnonb3zoBanuu JIBB/Kap/TIIMC.
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Abundance
50000

45000

40000

35000

30000

25000

20000

15000

10000

5000

Pucynoxk 20 — XpomaTorpaMmmbl anerogeHoHa, MOJy4YeHHbIE ¢ HCI0JIb30BAHHEM
PA3JIMYHBIX THIIOB COPOIUOHHBIX NOKPLITHH TOM?D BoJiokon: 1 — II/IMC//IBb; 2 —

MAMC; 3 — Kap/ILJIMC; 4 — IBB/Kap/IIJIMC

namc naomc/oBe Kap/naMC [BB/Kap/MAMC

Mnowaab nuka (y.e. x 10°3)
= = = = I
B (o2} o] o N sy [«2] (o]
o o o o o o o o

N
o

o

Pucynok 11 — Iliiomaau nukoB aneTogeHOHA, NOJTy4YeHHbIe ¢ MCIO0JIb30BAHHEM Pa3IHYHbIX

THnoB TO®MD B0JI0KOH

Kpome Ttoro, muku, nomydennsie ¢ nomoribio Kap/ITIMC u JABB/Kap/IIAMC, 6putn
MEHee CHMMETPUYHBIMHU, YeM IHUKH, MONy4deHHble ¢ ucrnonb3zoBanuem [IJIMC/IABbB u ITIMC
(Pucynox 32). Koahdwurmentsl accuMeTpun [uiss NUKOB, monydeHHbix ¢ Kap/IIAMC wu
ABB/Kap/TIAMC, cocraBmmm 2,940,3 u 3,5+0,3 u ans nuxoB, monydeHHbix [IJIMC/IIBb u
[MAMC, 6t paBasl 1,5+0,2 u 1,5+0,1.

17



nnnnnnnnn

Kap/ITIMC

JIBB/Kap/TIJIMC

Bbundance,

nnnnn

nnnnn
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nnnnn

nnnnn

nnnnn

[NAMC//1Bb

> 630 60 6B 630 | 7b0 730 740 760 780 00 820 sk 860 8B 800 o sk o8 50

[AMC

PI/IcyHOK 32 - XpOMaTOFpaMMbI alIeTO(l)e}[OHa, MOJIYY€HHBIC Pa3/IMYHBIMUA THUIIAMHA

BOJIOKOH TOMD

Bonokna T®OMD ¢ copbunonasvu nokpsitusivmu [1IJIMC/ABB u ITIMC Obliin BEIOpaHsbI

JUIA I[EU'II:HGfIHIGFO CpaBHCHHA KOJMYCCTBCHHBIX XAPAKTCPUCTUK METOJA. ILJ'IS[ CpaBHCHUA OBYX

BOJIOKOH OBbUIM TOCTPOEHBI KaJIMOPOBOUYHBIE KPUBBIE M OMPEIENIECHbI IMpeneabl OOHapYKEHUS

(IT0) u mnpemenst konuyectBeHHoro omnpenenenus (IIKO). Jlns ompenenenus mnpexaena

O6H&py>KGHI/IH " npeacia KOJINYCCTBECHHOI'O ONPCACICHUA OBLI HCIOJIB30BaH METOM, KOTOpBIfI

PEKOMCHAYCTCA TIpHU  HCIIOJIB30BAaHHUU xpOMaTorpa(quecm/Ix

METOJIOB aHayim3a. [lpenen

0oOHapy>XeHHs ObLIT paCCUYMTaH IO CICAYIONIEMY YPaBHEHHUIO:

[10 =

rae,

Cx3
S/N

1)

C — MUHUMANBHas KOHIIGHTPAIHS KaTHOPOBOYHOM KPHBOM, MKI/M-;

S/IN — cooTHOIlIEHHE CHTHala K IIyMy Ha XpoMarorpamme, MOJy4YCeHHOW MpH aHaIN3e

MUHHUMAJIbHOW KOHIIEHTPAIMU KaTMOPOBOYHOM KPHUBOIA.

Pacuer npeaciia KOJMYCECTBCHHOTO OIPCACICHUA TPOBOAWIN C HCIIOJIB30BAHUCM

yYpaBHEHUS:
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)

XapaKkTepUCTUKN KaTMOPOBOYHBIX KPUBBIX, KOTOpPBIE HEOOXOMUMBI JJISI MPOBEICHUS

pacueroB [10 u [1IKO npexncrasnens B Tabauma 1.

Tabmuna 1 — XapakTepucTUKU XpoMaTorpaMm

Tun BosIoKHA C (MKr/™M°) SIN o KO
amMcC 5 72,4 0,21 0,69
I[TJIMC//IBb 5 215 0,07 0,23

[To pe3ynpTaraM NpPOBEACHHBIX AaHAIM30B, ObUIA IOJNlydeHAa KaJIMOPOBOYHAS KpUBas

arleropeHOHA B BO3IYIIHOW cpenae ¢ momomisio BojokHa 100 mkm ITJIMC (Pucynok 43).

KaJ'II/I6pOBO‘{HaH KpuBas Obula JHHEHHa B AUarra3oHe MCCICOAO0BAaHHBIX KOHI_IeHTpaI_II/Iﬁ C

koo durmenTom armpokenmarmn R? = 0,9861. 10 u ITKO arerod)eHOHa B BO3LYIIHON cpeie

nst BojokHa [TJIMC cocraBunu 0,21 u 0,69 MKI‘/Ms, COOTBETCTBEHHO.

20
18
16
14
12
10

Mnowaab nuka (y.e.. x109)

o N b~ O

y =426.01x + 651.99

R?=0.9861

10

20

KoHueHTpaums (Mkr/m3)

40

50

Pucynok 43 — KaauOpoBouHasi KpuBasi anerogeHOHA, MOJYyYeHHAs ¢ IOMOIIbIO BOJIOKHA

MAMC
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JluneliHOCTh KaMMOPOBOYHON KpHBOH, monydeHHor BosiokHOM [IJIMC//IBB, coctaBuna
R’=0,9974 (Pucynox 54). TI0 u IIKO aneropeHOHa B BO3LYIIHOI Cpeae I BOJOKHA

I[TIMC/JIBb coctaBuiau 0,07 u 0,23 MKr/M3, COOTBETCTBEHHO.

)
A O
o O

y =1094.7x + 1720.5
R?=0.9974

N N W W b
o o1 O o1 O

e
o o

Mnowaab nuka (y.e.. x103

0 10 20 30 40 50
KoHueHTpaums (Mkr/m3)

Pucynoxk 54 — KanudpoBounasi kpuBas anerogeHOHA, MOJIy4YeHHAs C IOMOIILIO BOJIOKHA

MMC/JBB

OTknukM aneTopeHoHa, MoTydyeHHble NMpH dKcTpakuuu BosokHoMm ITJIMC/IIBB Obuiu
BbIlIE B 2-3 pa3a OTKIMKOB, nonydeHHbIX BoJIoKHOM ITJIMC. Takxe, ITO n IIKO BomoxHa
[MAMC/IBb Obun Huxke B 3 pasa, yem BojokHa [IJIMC. Mcxons W3 mOJIy4eHHBIX JaHHBIX,

ONTUMAJIBHBIM TUIIOM COPOIIMOHHOTO MOKPBITHS BojokHa TOMD 6511 BeiOpan [IIMC//IBb.

2.3 OnTumMu3anMsi mnapaMeTpoB jAecopOuuu anerogeHOHa ¢ BOJOKHA JUIA
TBepAO(pA3ZHONH MUKPOIKCTPAKIIUHA

Jns mpoBeneHus TONHOW necopOumu arnetoeHoHa ¢ BojokHa TOMD HeoOxoammo
ONTUMM3UPOBATh TEMIlEpaTypy M Bpems jaecopOuuu. Jlias mnpoBeneHus ONTUMHU3ALUU
Temreparypsl aecopounu BapsupoBanu ot 160 no 240 °C. MakcumanbHas Temnepatypa 240 °C
Obula BbIOpaHa B COOTBETCTBHM C PEKOMEHJYEeMOW IPOU3BOJHUTENEM TeMIepaTypoi
ucrnonb3oBanus BojokHa 65 MM IIJIMC//IBB. Bpems akTuBamuui MpOMYBKH HHKEKTOpA
COCTaBJISIO 4 MUH, BpeMs JlecopOnuu — 3 MUH, TJyOMHA MOTPYXEHHUS BOJIOKHA B YCTPOMCTBO
JUtst BBoJ1a TipoObI I'X — 4 cMm.

[Tnomaau nukoB arneropeHoHa, MOJYYSHHBIX IpU TemIeparypax aecopouuu ot 160 1o

240 °C 6buTH TPOAHATM3UPOBAHBI € IOMOIIIBIO aucriepcuoHHoro aHanuza ANOVA (Minitab 19).
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Minitab ucnonp3yeTcss Uil yOpaBJICHHWS  JaHHBIMH, IUTAHUPOBAHMS  DKCIIEPUMEHTA,
CTAaTHCTUYECKOW OOpabOTKH IMOJYYCHHBIX PE3yJIbTaTOB, MHOTOMEPHOTO aHayim3a ((hakTOpHBIH,
KJIACTEPHBIM aHANM3BI) W JUIsl YAY4YIIEHUs Mpoliecca ONTUMU3ALUU PA3IUYHBIX apaMeTpOB.
Pe3ynbTaThl aHai3a MoOKa3ajad, YTO IUIOLWIAAM MUKOB Mpu Temmeparypax ot 160 mo 220 °C
pasnuyaroTcs HesHauuTeabHo. Ilpu yBenmdyeHuu temreparypbl necopoumn ¢ 200 mo 240 °C
IUIONIa/Ib THKAa aneTopeHOHa IMOCTeNeHHO yMeHbmaercs (PucyHok 5). OtHocurenbHBIC
cragaaptabie oTkinoHeHUsT (OCKO) oTknukoB anerodeHoHa Mpu TemrepaTypax JeCOpOIrH OT

160 no 240 °C BapbupoBaiuck ot 0,8% m0 12%.

250
200
150

100

Mnowaab nuka (y.e.x1073)

50

0

150 160 170 180 190 200 210 220 230 240 250
Temnepatypa gecopbumnmn (°C)

Pucynoxk 15 — Biausinne TemnepaTypsl 1ecOpOIMH HA IUIOIAAb MUKA aneTo(eHoHa

Makcumansnoe OCKO wabmomaercss mnpu Temrepatype naecop6uuu 240 °C.
Munumansaoe 3HaueHne OCKO (0,8%) 6bu10 monmyueno npu temrepatype aecoporuu 180 °C.
[Tpu 160 °C npoucxoauT HaJlOKEHHE MMUKOB MEX/y alleTOPEeHOHOM U COETMHEHUEM CO CXOKUM
OCHOBHBIM MOHOM (HarpuMep, TpUMeTHII0eH307bI ¢ 105 a.e.M), KOTOpbIil MOXKET HaXOIUThCS B
oOpa3uax Bo3Ayxa WiIM Bojabl. HaokeHue NHKOB BIMSET HAa TOYHOCTb pE3Yy/IbTAaTOB.
VBenuuenue temrepatypbl gecoporuu g0 180 °C u BbIIe NMPUBOIUT K Ppa3AeiICHUIO THKA
MEIIAIOIIEr0 aHAIWTa OT MUKa aneTo(eHOHa, a TaKKe IMO3BOJSAET YIyYLIUTh (GOopMy IHKa
(Pucynok 6). Mcxons n3 nomyueHHbIX 1aHHbBIX, 220 °C ObUT0 BEIOPaHO B Ka4ECTBE ONTHMAIBHOM

TeMIEepaTypsbl iecopOiun aneropeHoHa ¢ BojokHa 65 mxm [1JIMC//IBb.
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Pucynoxk 16 — Biausinne teMneparypsbl JecopOunu Ha pa3jieseHue u GopMy NuKa

Jis onTHMU3auy BpeMeHU AecopOumu OblTH BRIOpaHbl cinenyromue yposau: 30 c, 1, 2,
3 u 4 MuH. Bpems akTHBaMU NPOTYBKH HHXKEKTOPA BAPHHUPOBATIOCH B 3aBUCUMOCTH OT BPEMEHH
necop6uuu u coctaBmwiio 90 ¢, 2, 3, 4 u 5 MuH, cOOTBETCTBEHHO. [1n0maau mukoB aneropeHoHa,
HOJYYEeHHBIX MpHU BpeMeHax aecopOuuu ot 30 ¢ 10 4 MUH ObUIM IPOAHATIM3UPOBAHBI C IOMOIBIO
mucriepcuonHoro aHammsza ANOVA (Minitab 19). PesynbraTsl aHanm3a mokasaid, YTO TUIOIIA M
MUKOB pa3inyaroTcs He3HaunTelbHO (PucyHok 17Pucynok ). OCKO otkimkoB arerodeHoHa
BapbupoBaiuchk oT 0,4 10 6,6%, 4TO ABJISETCSA MPHUEMIIEMbIM OTKJIOHEHUEM MPHU UCIOIb30BAHUU

METOJa TBepHO(l)aSHOﬁ MHKPO3KCTPAKIIUH.
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Pucynoxk 17 — Biausinne BpeMeHH /1ecOpOLMM HA IUIOLIAAb MUK aneTogeHoHa
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CornacHo MOIy4eHHBIM pe3yibTaTaM, 3 MUH ObLIO BHIOPAHO ONTUMANIBHBIM /711 BpEMEHU

necopbuuu aneroderona ¢ BojaokHa 65 mxm [1JIMC//IBb.

2.4 OnTuMu3anMsi NaApaMeTPoOB IKCTPAKIUN aneTo(heHOHA U3 BO3JAYIIHOW cpeabl ¢
NMOMOIIbIO TBePA0(a3HOH MUKPOIKCTPAKIIUN

OnTumu3anus napameTpoB, KOTOpbIE BIUSAIOT HAa 3()PEKTUBHOCTD IKCTPAKIIMHA BOJIOKHOM
TOMD 3akitovaercst B ONTUMH3ALMK BPEMEHHU U TeMIIepaTypbl SKCTpakiuu. CoriacHo pasaeny
2.2, onTUMAJIbHBIM COPOIIMOHHBIM TMOKPBHITHEM BOJOKHA TAOMD it ompeneneHus: MacCoBOM
KoHIIeHTpanuu aretodenona seisercsa 65 mxm [IJIMC/IABB. Ilpu onTtuMu3zanuu BpEeMEHH,
AKCTPAKIIMIO MPOBOWIM C IMOMOIIBIO aBTOCcamIuiepa B Teuenue 1, 3, 5, 10, 20 u 30 mun npu 25
°C (xomHaTHas Temrieparypa). ONTHMaNbHBIM BpPEMEHEM OKCTPAKIUU JOCTUTACTCS MpHU
paBHOBECHM MEXIYy BO3IYIIHOM (ha30i U MOKPHITHEM BOJIOKHA. CKOPOCTh YpaBHOBEIIMBAHUS Ha
CTaJAUU DSKCTPAKIMU 3aBHUCUT OT oObema cocyna, kodbduuuenta auddy3uu aHamuta U
KOHCTAaHTBl €ro paclpeieieHuss MEKIy MOKpeiTHeM © Bosayxom [12]. Tlo pesymnbraTam
skcriepumentoB s [IJIMC//IBB Bomokna paBHOBecue nocturaercs depe3 10 MuH Tocie
Havana skcTpakiuu (Pucynok 18). CrnenoBarenbHo, 10 MHUH SKCTpakiu ObLIO BBIOPAHO Kak
ONTUMAJILHOE BPEMSI.

Crenyronum napameTpoM, KOTOPBIA MOXKET OKa3bIBATh BIUSHUE HA MPOIECC IKCTPAKIIMHI
BoslokHOM TOMD sBnsieTcss TeMiieparypa SKCTpakUUU. DKCTPAKLHUIO MPOBOAMUIN C MOMOUIBIO
aBTocaMIliepa B TeueHue 10 MUH IpU pa3IUyYHBIX TeMIeparypax: 25 (KoMHaTHas TeMIeparypa),
30, 40 u 50 °C. TemmepaTypy OKCTPaklMHU KOHTPOIMUPOBATU C TOMOIIBIO aruTaropa,
YCTAaHOBJICHHOTO B KayeCTBE MOIYJIS K aBTocamIuiepy. BwmecTto arurtatopa, Temmeparypy

HKCTPAKIIUH MOXKHO KOHTPOJIMPOBATH C MOMOUIBIO JIFOOOI0 TEPMOCTATUPYIOIIErO YCTPONUCTBA.
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Pucynok 18 — BiusiHne Npogo/LKMTEIbHOCTH IKCTPAKIUM € HCNoab30BaHueM TOMD

BosiokHa [IIMC//IBb Ha oTk/ink aneropeHona
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CornacHO TMOJIyYEHHBIM pe3ysibTaTaM, OTKIMKU aleToeHoHa B 3aBUCUMOCTH OT
temneparypbl (25, 30 u 40°C) ornuuanuch HesHauutTenbHo (Minitab 19, Anova, Tukey test,
p>0.05). HanpHeilimee yBenuuenue temrepaTypsl 10 50 °C mpuUBOAUT K YMEHBIICHUIO OTKIIMKA
arerodeHoHa B 1,3 pasza 1o cCpaBHEHHUIO C OTKIMKOM, MojaydeHHbIM ripu 25 °C. JlanHas pa3HuIa

OTKJIMKOB SIBIIIETCS cTaTrcThHuecku 3Haunmoit (Minitab 19, Anova, Tukey tect, Pucynok 19).
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Pucynok 19 — Bausinne teMnepaTrypbl 3KCTPaKIMU alleTopeHoHa B 00pa3ax Bo3ayxa Ha

€ro OTKJINKH

B toxe Bpems, oTkiauku anerodpenona npu 30, 40 u 50°C omnMyanuch He 3HAYUTETHHO
(Minitab 19, Anova, Tukey recrt). Mcxoas u3 monydeHHoi xpomarorpammbl (Pucyrok 20)
MOYKHO CJIeaTh BBIBOJ, YTO TEMIlepaTypa SKCTpPaKIHH OOpaTHO MPOMOPLHUOHAIbHA OTKIMKAM
aneropeHoHa (IUIOUIAAM TMHKA). YBEJIWYEHHE TEMIEepaTypbl SKCTPAKIMM MPUBOJIUT K
YBEITUYCHUIO CKOPOCTH JBMKEHHUS MOJIEKYJ B BO3IYIIHOU cpene. Tak kak BojokHO s TOMD
HaXOJUTCsl B 30HE HarpeBa, TO CKOPOCThb JECOPOIMM aHAJIUTa C BOJOKHA YBEIMYUBAETCS, YTO
MOYKET IMPHUBOJUTHh K YMEHBUICHHIO OTKJIMKa aneropeHoHa. Takum o0pa3oM, ONTUMAIbHBIM
3HaYEHUEM TEeMIIEpaTypbl SKCTpaKLUUU areTo(eHOHa Ui BO3AYLIHBIX OOpa3loB SBISETCS
KOMHaTHas Temmneparypa 25 °C. JlamHas TeMIiepaTypa MO3BOJIMT aBTOMAaTHU3UPOBATh
onpeneneHue aneToeHoHa B BO3AYIIHBIX cpelax, TaK Kak HCKIIoYaeTcs HeoOXOIUMOCTh

HCIIOJIb30BAHUA TCPMOCTATUPOBAHHOT'O YCTpOﬁCTBa.
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Pucynok 20 — XpomaTorpamMmbl aneTo(peHOHa, MOJTy4eHHbIe PH Pa3HbIX TeMIepaTypax

IKCTPAKIUHI

2.5 TMonyyeHue KaJIUOPOBOYHOI 3aBUCHMOCTH

Jns monydeHus: KanuOpPOBOYHOM 3aBHCHUMOCTH OBUIM TPUTOTOBIIEHBI CTaHIAPTHBIC
ra3oBbI€ PACTBOPHI C PA3IMYHON KOHIICHTpaluel anerodgeHona. ['a30BbIe pacTBOPHI ¢ 3aJIaHHOMN
KOHIIEHTpAIlMeH TOTOBWIM ITyTeM BBEACHHS | MKJI CTaHIapTHOTO pacTBopa anerodeHoHa B 20
MJI BHally. B mporiecce moOMydeHUs KaTUOpPOBKM OBLI YCTAHOBJICH JIMHEWHBIN JHANa3oH
pa3pabOTaHHOW METOJMKH, KOTOpBIM coctaBwii ot 1 go 1000 MKI/M° (Pucynok 21).
CranmapTHbIe pacTBOpHI arieTodeHona ¢ konuentpamusamu 0,02, 0,04, 0,1, 0,2, 0,4, 1, 2, 10 u 20
HT/MKJI BBOAWIA B BUATY JJIsl TIOJy4€HUsI Ta30BbIX 00pasioB ¢ KoHIeHTpauusmu 1, 2, 5,10, 20,
50, 100, 500 u 1000 mxr/m®, coorBercTBeHHO. BCe KOHIGHTpAIMH OBUIH TIPOAHAIH3HPOBAHbI
COTJIACHO ONTHMHU3HMPOBAHHBIM TapaMeTpaM B TpeX MapauleNbHBIX U3MepeHusx. [lomyueHHas
KamTuOpOBOYHAs KpUBas IMHEHHA B 3aJaHHOM JHana30He KOHIICHTpAIHii ¢ R? = 0,9998.

OTHOCHUTETBHBIC CPEIHEKBAIPATHUHBIC OTKIOHEHUs BapbupoBamuchk ot 0,5 % mo 5,0 %
MEXy MapaJIeIbHBIMU H3MEPEHUSIMH KaTHOpPOBOYHBIX cTaHAapToB. [Ipenen oOHapykeHUS U
npenen KOJUYECTBEHHOTO OIpeaeneHus Ans paspadoranHoro meroma cocraswiu 0,01 u 0,04
MKI/M>, COOTBETCTBEHHO M GbUIH paccuuTanbl o ypaBHeHusM (1) u (2).

[Tomydyennass kanmuOpoBOYHAs 3aBUCUMOCTh OTJIMYAETCS BBICOKOW JIMHEHHOCTBIO TI0
CpaBHEHHIO C pe3ysbTaTaMi METOa, pa3padboranHoro Ruiz-Jimenez u ap. [13], rae muHEHHOCTD
11 arieToeHoHa coctaBmia st MokpeiTias MCM-41 moaudukarmmu Arrow — R2=O,994-O,997
U TOKpeITUS Moaudukanuu In tube — R? =0,994-0,999. OpnHako, TONyuYEHHBIH Tpeaen
obHapyxenus (0,01 MKT/MY) pa3paboTaHHON METONMKM HUXKE Mpenesia oOHapyKeHHs MeToja

MYV 1649-77 KonopumeTpudeckuii METO onpeaeicHus areroperona B Bo3ayxe [14] (Tabmuia
2).
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Pucynok 21 — KanudpoBouHasi 3aBUCMMOCTH alleToeHOHA B BO3AYIIHOIi cpejie

Tabmuna 2 — CpaBHEHHE XapaKTEPUCTUK pa3pabOTaHHBIX METOAMK OIPEICICHHS aleToPeHOHA

MeTtoa npo6onoAroTOBKH Meton anaau3za IIpenen oonapy:xkenust | HMcrounuk
1 2 3 4
OT60p POO6 MPOBOAT IMyTEM 1 Mr/7° (B BO3IyX€)
acmupanuy Bo3AyXxa uyepes KUAKUU Konopumerpuueckoe 1 MKT B MY 1649-77
MOTJIOTUTEND (3TUIIOBBIN CITUPT) OIpeleIeHUe AHAJIU3UPYEMOM [14]
o0BemMe pacTBopa
OT060p MPOO OCYIIECTBIIACTCS HA
COpOIMOHHBIE TPYOKH C COPOSHTOM MYK
Tenakc GC ¢ mocneayonmm I'X-MC 0,009 mxr 4.1.618-96
KpHO(QOKYCHPOBaHUEM U TEPMUYECKOI [15]
necopOrueit
OT10op npob ocyecTBisieTcs Ha
Meron
coponmonnsle Tpyoku Tenakc GC c
OSHA
nocienyouei recopOuuel cMechbio I'X-ITNJ 20,6 Hr/BBOX
. PV2003
pacTBOpHUTEsel H30MPOIAHO:
[16]
cepoyriepon (5:95)
JlanHo€
TBepmodazHas MEKPOIKCTPAKIINS )
I'X-MC 0,01 Mxr/m HCCIeI0BaHU
BosiokHOM 65 MkMm [1JIMC/JIBb
e
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3. Pa3paboTka MeTOAUKH HA OCHOBE MPUMEHsIeMbIX B MUPOBOI NMPaKTHKe MeTO10B
W METOJMK OIIpe/iesIeHUs] MacCOBOH KOHIEHTPAlUM aneTo()eHOHA B BOJAHOI cpeje

OnTumuzanuioo TUHa COpPOLUMOHHOIO MOKpbITUA BoslokHa TOMD wu napamerpos
9KCTpaKuu areToeHOHa U3 BOAHBIX O0pa3lloB MPOBOAMIN C HCIOJIB30BAHHEM BOJHBIX
pacTBopoB 00beMoM 5 u 10 My ¢ KoHIeHTpanuen areropeHona 10 MKI/i, TPUTOTOBICHHBIX B
Buasax o0bemoM 20 MJ, TEPMETUYHO 3aKpbITBIX KpPBIIIKAMA C TOPOKJIAJKaMU U3

nonurerpadropstunena (IITOI)/cunukona.

3.1 OnTuMu3amusi THNA COPOLMOHHOIO TNOKPBITHA BOJOKHA TBepaoda3Hoii
MHKPOIKCTPAKIMH VIS ONpeJeieHusl aneTo()eHOHAa B BOJAHOM cpejie

CornacHO NOJy4YEHHBIM pe3yjbTaTaM B pasjeine 2.2, cOpOLMOHHBIE MOKPBHITUS 85 MKM
Kap/ITAMC u 50/30 mxm JIBB/Kap/IIJIMC npoaeMOHCTpUPOBAaTd HECUMMETPHUYHBIE MHKU U
MEHBIIINE OTKIMKHU anerodeHoHa. Mcxoas U3 monydeHHbIX JaHHBIX, ObUIO MPUHATO pEIICHHE
IIPOBOAMTH ONTHUMM3AIMIO THUIA COPOIMOHHOrO MOKPBITUS BoJIokHA TOMD s onpenenenus
arero)eHOHAa B BOJHOM CpeJie TOIBKO C MOMOIIbIO BYX TUTOB BOJIOKOH (100 mxMm ITJIMC u 65
mkm  [[JIMC//IBB). BpiGop Tuma cOpOIMOHHOTO TOKPBITUS MNPOBOAWIN IIPH paHee
ONTUMU3HPOBaHHbIX nMapamerpax ['X-MC.

Jnis cpaBHEHHs THUIIOB COPOLIMOHHBIX TMOKPHITHHA BOJOKOH TOMD ObuM MONyYeHBI
npodUIN SKCTPAKIUU aleToPeHOHA. DKCTPAKIHUIO MPOBOJIWIM C MOMOIIBIO aBTOCAMILIEpa B
tedenue 3, 5, 10, 20 u 30 mun npu 25 °C (komHaTHas Temneparypa). lecopOuuro anerodeHona
C BOJIOKHA NpoBoaAnin npu temreparype 220 °C B reuenue | MuH.

[To pesynpTaTam aHaiM3a BOAHBIX OOpPa3LOB, OTKJIMKH aleTOPEHOHA, IOJIyYEeHHBIE
[MAMC/ABB npm 3, 5, 10, 20 u 30 mMun 3kcTpaknuu Obuta Beime B 1,8, 1,9, 2,4, 3,6, 4,0 u 8,4
pa3sa, cootBercTBeHHO, 4eM ¢ [IIMC (Pucynku 22-23).

OTHOCHUTENbHBIE CTAHAAPTHBIE OTKJIOHEHUS OTKJIMKOB aleTOo(EeHOHa, MOJYYeHHBIX MpU
ucrionb3oBanun I[IJIMC cocraBumu 1,7-5,6% wu mms I[TIMC/JIBB — 1,5-8,2%. Cornacho,
MOJIyUEHHBIM pe3yJibTaTaM, JJs KOJMYECTBEHHOI'O OMpeJesieHus aneToeHoHa B BOJHBIX
oOpasiax onTuManbHbIM BookHOM siBisieTcst [IJIMC//IBb, Tak kak Goyiee BBHICOKHE OTKIHKHU

obOecrieunBaroT 0oJiee HU3KKE 3HAUCHUS TIPE/IEIIOB.
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Pucynok 22 — OTkiuku aneroeHoHa, nojay4eHHble PH TeCTHPOBaHNE BOAHBIX 00pa310B
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Pucynok 23 — Xpomatorpammsl aneropeHona

3.2 OnTuMHU3anMsl NapaMeTPOB 3KCTPaKUUU aneTogeHOHAa H3 BOJHOH Cpeabl ¢
MOMOIIBLIO TBEPAO(PA3ZHONH MUKPOIKCTPAKIIUHA

B nannoMm pasnene Obula poBe/ieHa ONTUMU3ALMS TEMIIEPATYPbl U BPEMEHH IKCTPAKIIMU
anetopeHoHa  copOHMOHHBIM — TOkpbiTHeM 65 wmkm  [IJIMC//IBb  Bonmokna TOMD.
OKCHEpUMEHTHI 10 onTUMH3anuu Temnepatypsl TOMD nposoaunuces npu 30, 40, 50, 60 u 70
°C ¢ HUCHOJb30BAaHUEM BOJHBIX 00pasloB ¢ KoHueHTpauued 10 Mxr/m. J[ias mpurotoBiieHus
BOJHBIX 00pa3lioB B MepHylo kon0y Ha 100 mu BHocmim 10 MKJI CTaHZapTHOTO pacTBOpa
arieroeHoHa B MeTaHoJsie ¢ KoHueHTpauueil 100 ur/mxi. Jlanee MepHytO KoiOy TOBOIAMIU 10
METKU AUCTUJUIMPOBAHHON BOJOM M MEPEMENINBAIN. 5 MJI IIOJIyYEHHOTO pacTBOpPa NEPEHOCHIN
nurneT-go3atopom B 20 mi Buanmy s mapodaszHoro aHanuza. Jlamee Buama 3akpbIBajach
MpeBApUTENbHO KOHIUIIMOHUPOBAHHON KPBIMIKON € MOJUTETPadTOPITHICHOBOW MPOKIIAJAKOM.
OKCTpakLMIO MPOBOAWIN Bpy4HYIO B TeueHue 10 muH. B kadectBe conmm (s yBeIMUYEHUS
U3BJICUCHHS alleTOQeHoHa) 100aBISsLTN XJIOpUa HaTpus maccoi 1,5 r B oOpazerr oobsemom 10 mi
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JUTSL TIOJTyYEHUS! HACBIIIEHHOTO pacTBopa coiu. IlepemennBanue nMpoBOJWIM B aruTatope mpu
500 ob6opoTax B MuHYTY. [IpOIOIKUTENLHOCTh IPEUHKYOAIIUH ISl BCEX aHAIM30B COCTABHIIA 5
MuH. [lecopOumro aneroeHOHa U3 BOJIOKHA MpoBoaviIH mpu Temieparype 220 °C B TeueHue 3
MUH.

CornacHO TMOJIyYEHHBIM pe3ylibTaTaM, OTKIMKU aneToeHoHa B 3aBUCUMOCTU OT
TEMIIepaTyphbl 3KCTPaKIMKU OTiaHYanuch 3HauntenbHo (Minitab 19, Anova, Tukey test, p>0.05).
Temnepatypsl 3kcTpakuuu 50 u 60 °C orTiavyanuch HE3HAYUTEIbHO M HAXOAWJIUCh B OIHOM
CTaTUCTUYECKOW TIpymnne. YBeJIWYeHHe Temieparypbl skcTpakuuu a0 70 °C npuBOIUT K
YMEHbILIEHUIO0 OTKIUKOB aneTodenona Ha 16% (Pucynok 24). 910 MOXeT ObITh BBI3BAHO TEM,
YTO BBICOKAsl TEeMIlepaTypa OJKCTPAKIMH TPUBOJAUT K YBEIUYCHHUIO CKOPOCTH JIEeCOpOIUU
aneroeHOHa C TMOBEPXHOCTH BOJIOKHA IO CPABHEHHIO CO CKOpocThio 3kcTpakuuu. OCKO

OTKJIMKOB alleTo)eHOHa MPHU BCEX TeMIIepaTypax dKCTPaKIMKU BappupoBaiuch oT 3,1 no 5,5%.
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Pucynok 24 — Bausinue TeMnepaTypbl 3JKCTPAKIMH HA OTKJMK aneTo(eHoHa

[Tnomanp nuka aneroeHOHA YBEMHMYMIACh B 3 pa3a NpU YBEIWYCHUU TEMIEpaTypbl
skcTpakuuu ¢ 30 mo 60 °C (Pucynok 25). Takum o0Opa3oMm, ONTUMAaIbHBIM 3HAYCHHEM
TEMIIepaTypbl SKCTPAKIINHU arleTopeHoHa /i BOAHBIX 00pa3ios asusercs 60 °C.

Jise onTHMHU3aluu BPEMEHHU SKCTPAKIMU ObLTa MPUTOTOBJIEHA Cephsi 0Opa3IoB BOJBI C
KoHIeHTpanuel anerodpenona 10 Mkr/a. Oxcrtpakuus TOMD BosokHOM MpoBoaMIaCh MHpU

KOMHaTHOM Temrieparype — 20°C, 6e3 nepemennBanusi, KOHTposst PH u qobasieHus conu.
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Pucynok 25 — XpomaTorpammsl anerogeHoHa, MoJiyYeHHbIe MIPU Pa3HbIX TeMIlepaTypax

IKCTPAKIHHA

OntuMu3anys BPEeMEHH SKCTPAKIMU aleToPpeHOHa M3 BOAHBIX 00pa3lioB MPOBOAMIIACH
npu 3, 5, 10, 20, 30 u 45 mun. Kaxxnoe BpeMst SKCTPAKIMU OBLJIO MPOAHAIM3UPOBAHO B TPEX
napajulebHBIX M3MEPEeHHs] [UIsl KOHTPOJS BOCIPOM3BOAUMOCTH pe3ynbTaToB. (CoriacHo
MOJIyYEHHBIM JIaHHBIM, ObllIa TOCTPOEHA 3aBUCUMOCTb IIJIOLIAAH MHKA alleTo(heHOHa OT BpeMEHHU
skctpakimun 65 MM IIJIMC/IIBB Bosmokna mis TOMD (Pucynok 26). U3 momydeHHoM
3aBUCHMOCTH TUIOMIAJM THKA aleToPpeHOHa OT BPEMEHU JKCTPAKIMUHU CJIEAYeT, UYTO OTKIIUK
aHAJIMNTa MUHUMAJILHOTO BPEMEHHU dKCTpakimu (3 MuH) yBenuuuBaercs B 1,4, 2,4, 4,2, 52 u 8,5

pa3 s 5, 10, 20, 30 u 45 MUH, COOTBETCTBEHHO.
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Pucynok 26 — 3apucuMocTh IJIOIIAAU MHKA OT BpeMEeHH! YKCTPAKIUHM BOJHBIX 00pa3L0B

cojep:xanuii anerodeHoH ¢ KoHeHTpanuel 10 MK/
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[Ipu 45 MHH SKCTpakIMd paBHOBECHE MEXIY Ta30BOM (a3oi, BOAHBIM 00pa3IoM M
COpOLIMOHHBIM TOKPBHITHEM HE HacTymaeT. il TOro 4to0bl YCKOPUTH IMPOLECC SKCTPAKIUH
HEOOXOJUMO  ONTUMHU3UPOBATh TAKUME IApaMeTpbl Kak IEepeMEINMBaHUE  (CKOPOCTh
nepeMeluBaHysl), MOHHAs CHJIa pacTBopa (100aBiIeHHUE COJIU — CUIBLHOM KHUCIOTBHI U CHIIBHOTO
OCHOBaHHUs), TEeMIlepaTypa SKCTPAKIMM, BpeMs IMpeuHKyOauuu npobs, pPH BoxHoro obGpasua
(U1 TIepeBoa aHAJIMTA M3 KUCIOTHOM MM OCHOBHOM (pOpMBI (MOHHOI) B MOJEKYJSPHYIO JUIS

JIYIIErO U3BJICYCHUS).

3.3 OnTumMu3anMs NapaMeTpoB NMPOOONOATrOTOBKH U yBejinueHue 3pPpeKTUBHOCTH
U3BJIeYeHHs aneTo(peHoHa U3 BOAHOI cpeabl

Jns nu3aifHa SKCIEPUMEHTOB 110 ONTHUMH3AIMK TapaMEeTPOB IMPOOOMOATOTOBKH H
9KCTpaKLUMU aleTopeHoHa M3 BOJIHBIX O0pa3LoB ObUIO MCIIOJIB30BAaHO MPOTPaAMMHOE
obecnieuenre Minitab (Minitab 19, CIIA), koTopoe MO3BOJISIET y4YeCTh BIUSHUE HE TOJBKO
Kax10oro (pakropa, HO ¥ WX COBOKYIHOCTH BIUSHHS MapaMeTpoB. Minitab mcrons3zyercs ams
yIIpaBJICHUS TaHHBIMH, ITITAHUPOBAHUS SKCIIEPUMEHTA, CTATUCTHYECKOW 00pabOTKH MOTyYSHHBIX
pe3yabTaTOB, MHOIOMEpPHOro aHaiau3a ((akTOpHbIN, KIAaCTEPHbIM aHAIU3bl) U IS YJIy4IIEHUS
npolecca ONTUMM3ALNN Pa3INYHBIX TapaMETPOB.

Jnis mimaHupoOBaHUS SKCIIEPUMEHTa OBUIO HWCIONIB30BAHO IMPOrpaMMHOE oOOecrieueHHe
Minitab B pexume apoOHoOro ¢akropHoro auszaiiHa. Crefyromue Tpu mHapaMmerpa ObUd
ONTUMHU3UPOBAHBI:

e 00nem obpaszna: S u 10 mu;

e ¢ nepememuBanueM (500 06. MuH.) 1 0e3 epeMelIuBaHus;

e ¢ no6agskoii comu (NaCl) u 6e3 mo6aBku COJIH.

B pesynbrare B mnporpaMMHOM OO€CTI€UEHHHM OBUIO CrEHEPUPOBAHO & pa3IUYHBIX
Bapualuil mapaMeTpoB, KOTOPbIE OXBATHIBAIOT BCE JHMANa30Hbl ONTHMHM3MPYEMBIX MapaMeTpoB
(Tabmuma 3). IlonyueHHble 8 BapualnMii Tpex mapaMeTpoB ObUIM MPOAHATU3UPOBAHBI B TpeX
napaensx. [is onTHMU3anmuuM mapaMerpa TepeMelInBaHus ObUT0 TMpOoaHAIM3UpOBaHO 24
BOJHBIX 00pasIia.

OKCIIEpUMEHTHl 10 ONTHUMM3AlMU IEPEMEIINBAHUS MPOBOJIMWINCH C HCHOJIb30BAHUEM
BOJIHBIX 00pasnoB oobeMoM 5 ma U 10 mMa ¢ xoHueHTparueid 10 MKI/i, NPUTOTOBICHHBIX B
Buasax o0wvemMoM 20 MJ, TEPMETHYHO 3aKpPBITBIX KpPBIIKAMHA C TPOKJIAJKaMH U3
[ITOD/cunukona. DKCTPaKIUIO TPOBOAUIN C IMOMOIIBI0 aBTOCaMIliepa B TeueHue 10 MUH npu
30 °C. B xauecTBe cosu 100aBisuM XJopua Hatpust maccoit 0,8 r B oOpazer; oobemoMm 5 M u 1,5

B O6p&36].[ oobemom 10 mu IJI TTOJTYUYCHUST HACBIIICHHOTI'O pacTBOpa COJIH. HepeMCH_II/IBaHI/IC
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npoBoauiu B arutarope npu 500 o6opoTax B MUHYTY. [Ipog0mKUTEIPHOCTh MPEUHKYOAIMH JIJIST

BCEX aHAIM30B cocTaBuia 5 MuH u temreparypa — 30 °C.

Tabnuna 3 — Jlu3aiin 3KCIepUMEHTOB 110 ONTUMU3ALMH [1apaMETPOB IKCTPAKIIMU alleTo(peHoHa B

BOJIHBIX 00pa3iax

Ne HoobaBka cou NaCl l'[esp(;e(l)w sg.";:;a:"e Oo6bem oOpa3na, M
1 na Ia 5
2 na na 10
3 na HET 5
4 na HET 10
5 HET na 5
6 HET na 10
7 HET HET 5
8 HET HET 10
CTaTUCTUYCCKHMIA aHaIM3 IMIOJIYYCHHBIX JAHHBIX TIPOBEIM C  HCIOJB30BAHUEM

MporpaMmMHOIo obecreyeHus Minitab, rac ObLIU MOJIYYCHBI 3aBUCUMOCTU BJIMAHUA KaXIOT'O

mapamMeTpa 1o OTACIbHOCTU U UX KOM6HH3HHﬁ Ha OTKJIMK aI_IeTO(I)CHOHa. CreneHb BIMSHHUSA BCEX

napaMeTpoB Ha OTKJIMK aneTodeHoHa moka3aHa Ha aumarpamme llapero (Pucynok 27) u B

tabmune 4. Juarpamma Ilapeto mokasbpiBaeT pacrpenelieHHe BIUSHUS H3ydaeMbIX (aKTOpPOB

(mapaMeTpoB) Ha pe3yJabTaThl M MO3BOJIIET OMpPEAETUTh Hanboyiee BaKHBINH (HaKTOp, KOTOPHIi

OKa3bIBa€T HAMOOJIbIIIEE BIUSHHE.

Term

AB

ABC

BC

AC

2,12
1

10 15
Standardized Effect

Factor Name

A aobaska conmn

B nepemelmBaHne
C obbem obpasua

20

Pucynok 27 — CreneHnb BJIUSIHMA APAMETPOB HA OTKJIUK aleTO(eHOHA

CornacHo NOJYYEHHBIM pe3yJbTaTaM,

Ha OTKIIUK aHeTO(i)eHOHa CTaTUCTHYCCKH

3HAUUTENBHO BIMSIIO J00aBKa conu, 00beM obpasia, nepemermBanue (P<<0,05, Tabnuma 4) u
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KOMOHWHAIIMS TTapaMeTpa rmepeMeninBanus ¢ qooaskoi com (p<<0,05, Tabnuna 4) u ¢ oobeMoM

obpasma (p=0,041, Ta6nuna 4). IlpoBeacHHe NEpPEMEIIMBAHUS TPU SKCTPAKIIUH TTO3BOJIAIIO

YBEJIMYUTH OTKIHK arnerodenoHa Ha 37% (Pucynok 28, mepememmBanue). JlobaBka conu mpu

9KCTPaKIMU MO3BOJIMIIA YBEIMUUTh OTKIUK arerodpenona Ha 39% (Pucynok 28, nobaBka conn).

KomMOuHanums mapamMeTpoB go0aBka coiiu U 00beM o0pasia Biusuia He3HauuTelnbHo (p=0,461).

Tabmuua 4 — CreneHb BAUSHUS TAPaMETPOB HA OTKJIMK aneTodeHoHa

Mopaeiib p-Value

Bnusiaue napameTpos: <<0,05
nobaBka conu <<0,05
[TepemenmuBanue <<0,05
00beM o0pasia 0,043
BzaumopeiicTBue cneayronmx 2 mapaMeTpoB: <<0,05
nobaBka com*niepeMenTnBaHue <<0,05
nobaBka comm*o0beM 00pasia 0,461
nepeMennBanue*oobeM odpasia 0,041
BzaumopeiictBue cnenyronmx 3 mapaMeTpoB: 0,034
nob6aBka con*repemMenmBanue*oobeM oopasia 0,034

W3menenne o6bemMa BogHOTO 0Opasma ¢ 5 10 10 M1 yBeTUYHII0 OTKIMKH arieTo(heHOHa Ha

9,6% (Pucynok 28, o6bem oOpasua). [lo cpaBHEHHIO ¢ JIpYrMMHU IMapaMeTpaMHu SKCTPaKLUU

BOJHBIX O6p83].[OB 00bEM OKa3bIBACT HAMMECHBIIIKNE BIUSHHUE.

A0GaBeka conn nepeMelllBaHne obbem obpa3ua

300000

250000

200000 /

150000

Mnowank nuka (y.e)

100000

na HeT na HeT 5 10

Pucynok 28 — Biausinue napaMeTpoB nepeMeniiBaHusi, 100aBjIeHNe COJU U 00beMa

o0pa3ua B Bojie HA OTKJIUKH aneTodenona

KOM6I/IHaI_II/I$I NepeMCIINBAHUA U ILO6aBKI/I COJIA IPU SKCTpAKIHUU TTO3BOJIMJIO YBCIIUYUTH

otk aneroperona B 3,7 pa3 (Pucynoxk 29 m 30, mobGaBka coim*mepeMeninBaHue).
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KombOunanus mepememvBanus U yBenuueHuss oObema oOpas3la yBenuumia OTKIMK Ha 15%
(Pucynok 29, mepememuBanue*o0nemM oOpasia). KomOuHaius OByX mapamMeTpoB, TaKUX Kak
nobaBka co 1 00beM 00pasiia MO3BOJIMIA YBEIMYUTh OTKIUK aneTodenona Ha 9% (PucyHok

29, nobaBka conu*o0bemM oOpasia).

P pobaeKa conu * nepeMeLMBaHn nepemewnBaH e
—®— na
—B— HEeT

300000.
-~ 200000
Q
>
=
T 100000
E 4 Aobaeka conm * obrem obpasy nepemellmnBaHn * cbemM obpasy obbem
a obpa3zua
§ (mn)
g —. 5,0
= 300000 —a— 100

[
e
T
.
200000 -
100000
Aa HeT Aa HeT
pobaeka conu nepemMellsaHue

Pucynok 29 — Biusinne KoMOMHAIIMK IAPaAMeTPOB NepeMelIMBaHUs U 100aBKH COJIU

Abundance lon 105.00 (104.70 to 105.70): 2_1.D\data.ms

12000 lon 105.00 (104.70 t0{105.70): 2_2.D\data.ms
lon 105.00 (104.70 tof105.70): 7_1.D\data.ms
lon 105.00 (104.70 to|[05.70): 7_2.D'data.ms

10000
8000
6000
4000

2000

Pucynok 30 — XpoMmaTorpamMmbl aneTo()eHoHa, MOJTy4eHHbIe PH MPOBeIeHNH IKCTPAKIHHT

¢ nepeMelIMBaHMEM U 100aBKOi coim (a) U 0e3 mepemMelIMBaHus U 100aBKHU co.u (0)

[Tpu ananuze BogHbIXx 0OpasznoB oobemoM 10 ma OCKO BapwsupoBamuch ot 5,9% 1o
14,7%, B 1O Bpems kak OCKO mis 5 wmn cocraBmsum 2,0-7,3%. Takum oOpaszom,
nepeMenuBaHie M J00aBKa COJM SIBISIOTCS HEOOXOIMMBIMHU IMapaMeTpaMu Ui MPOBEICHUS
MHKYOAIMM U SKCTPAKLUU BOJHBIX 00pa310B /Ul KOJIUYECTBEHHOIO ONpeIeIeH s alleToQeHoHa.

Jns onpezeneHus oNTUMAIbHOTO 00beMa oOpas3iia HeOOXOIMMO CPaBHUTHh OTKJIMKH aHAJIUTOB
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IpU ONTUMHU3UPOBAHHBIX YCIOBUAX. Takxke, ObUIO MpOBEIEHA OIIEHKA BIUSHUS KOHLEHTPALUU
COJIM Ha OTKJIMK arleTo(heHOHa MMPHU MCIOIh30BaHIH 00beMOB oOpa3ma 5 u 10 mir.

OKCTpakLMIO IPOBOAMIM € MOMOIIBI0 aBTocaMiuiepa B TeueHue 10 mun npu 60 °C. B
Ka4yeCcTBE COJIM J00aBIIsIN XJIopu HaTpus. KoHIeHTpaluy cou B BOJHBIX 00pa3liax COCTaBHIN
0,15, 0,25 u 0,35 r/mn. IlepememmBanue npoBoawK B arutarope mpu 500 o6opoTax B MUHYTY.
[TpomomKUTETLHOCTh IPEMHKYOAINU IS BCEX aHAJIM30B COCTAaBMWIIa 5 MUH U Temmeparypa — 60
°C. Jlecopbuuto anerodeHoHa ¢ BOJOKHA npoBoawiu npu temmeparype 220 °C B Teuenue 3
MUHYT.

ITo pe3ynbpTaram sKcriepUMeHTa yBeauueHue kKoHueHTpanuu conu ¢ 0,15 no 0,25 u 0,35
I/MJT IPUBOJIMIIO K YBEIMUEHUIO OTKJIHMKA B 1,5 1 2,3 pasa yist BOJHOTO 00pasina 00beMoM S5 MIT U
B 1,8 u 3 pasza mis obpasua oobemom 10 mut. [Tpu 3TOM MakCHMaNbHBIN OTKIMK OBLI IMONYyYeH

npu rcnosb3oBanuu 10 Mt BoHOTO 00pasna u KoHieHTpanuu coiu — 0,35 r/mit (Pucynok 31).

2500
——5 Mn
) —4—10 mMn
o 2000
—
x
¢
2 1500
©
x
s
c
& 1000
®©
=
o
=
C 500
0
0,1 0,15 0,2 0,25 0,3 0,35 04

KoHueHTpaumsa NaCl (r/mn)

Pucynok 31 — Biusinne KOHUEHTPALMH COJIM B BOJHOM 00pa3lie HA OTKJIMKH aleTO(eHOHA

Takum o0pa3om, yBeIrMUeHHE HOHHOM CHIIBI pacTBOpPA MyTEM YBEIMUYEHUSI KOHLEHTPaLUU
COJM TMO3BOJIJIO YBEIMYUTh OTKIMK aneropeHoHa. Ilo pesyabTaraM NpoBEICHHBIX
HKCIEPUMEHTOB, OINTUMAJIbHBIMU YCIOBMSAMHU JJIsI TMPOBEACHUS OSKCTPAKIMU aneTodeHoHa

SBJISIFOTCSI: 00beMOM BOTHOTO 0Opastma 10 mut ¢ koHnenTpanuei comm 0,35 v/mt.
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3.4 TloBTopHasi ONTHMHU3AIUSA BPEeMEHH JKCTPAKIUM aneToeHOHA H3 BOJIHOI
cpeabl IPU ONTUMHM3HPOBAHHBIX YCJI0BUSAX NPOOONOATOTOBKH

[To pe3ynapTaram 3KCHEPUMEHTOB paszzena 3.2 ObUIO ONpEeNeNieHO, 4TO mocie 45 MuH
SKCTPAKIIMU PaBHOBECHE MEXy Tra30Bol (pa3oil u nmokpeitueM TOMD He HAcTymaeT, Tak Kak U3
BOJIHOTO 00pa3iia mpojoikaercs nepexoj anerodenona B razoyro (asy. [locne ontumuzanuu
ycIoBHiA TpoOomoAroToBku (pasgen 3.3), KOTOpble BIUSAIOT Ha 3(PQPEKTHUBHOCTH W3BICUCHHS
arletopeHOHa M3 BOAHOM cpenpl, ObUIAa TOBTOpHA TPOBEJICHA ONTHMHU3ALMUS BpPEMEHU
skcTpakiuu. OnTUMHU3anus MPOBOJMIACH C MOMOIIBI0 BOJHOIO PacTBOpa C KOHIIEHTpalueu
arerodeHona 10 MKr/m mpu nepeMemuMBaHHHM; OO0bEM BOJHON cpeansl coctaBisur 10 m;
KoHIeHTpauust conu — 0,35 r/mi; Temmeparypa SKCTpakuuu U npeuHkyoanuu — 60 °C; Bpems
NpeuHKYOalMu — 5 MHH. YBEIWYCHHE BPEMEHHU HKCTpakuuu ¢ 5 mo 20 MUH TPUBOAUT K
yBenuueHUIo oTkinka anerodenona (Pucynok 32). ITocne 20 MUH SKCTpakIuu JOCTUTAETCS
paBHOBecHE, U KpUBas BBIXOAUT Ha Iato. McXoAs M3 MONYyYEeHHBIX NaHHBIX, ONTUMAaIbHBIM
BpPEMEHEM IKCTPaKIUU aneTodeHoHa copOruonHbM nmokpeiTHeM 65 MM I1IJIMC/IBb BonokHa

TDOMD u3 BomHBIX 00pa3oB siBisiercs 20 MUH.

250
200
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Mnowaap nuka (y.e. x 104)

50

0 5 10 15 20 25 30 35
Bpems aKcTpaKuum (MuH)

PucyHnok 32 — 3aBucHMOCTD NJIOIIAH MUKA OT BPEMEHH IKCTPAKIIUM BOAHBIX 00pa3ioB

coaep:xamuii anerogeHoH ¢ KoHueHTpauuen 10 Mkr/a

3.5 IToayyeHue KaJMOPOBOYHON 3aBUCMMOCTH

21.]'[5[ MMOJIYYCHUA K&J’IH6pOBO‘~IHOI71 3aBUCUMOCTHA OBLIHN IMPUTOTOBJICHBI CTAaHAAPTHBIC
BOJIHBIE PACTBOPHI C PAa3MTUYHON KOHIICHTpaIuel aieropeHoHa. BogHble pacTBOPHI ¢ 3aJaHHON
KOHIIEHTpaIlMel TOTOBWIIM MyTeM BBEACHHS | MKIJI CTaHIapTHOTO pacTBopa amerodeHona B 20
MJI BUaly, coaepxkamryto 10 Ma Boabl. B mporecce npoBeneHus KauOpOBKH ObUT YCTAaHOBIIEH

JUHEHHBIA Juana3oH pa3pabOTaHHOW METOAMKH, KOTOpbId coctaBwi oT 1 go 100 Mkr/n
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(Pucynok 33). CranmapTHbie pacTBOphI arierodeHona ¢ kouueHrpamusmu 20, 50, 100, 500 u
1000 Hr/MKII BBOAWIM B BHATY JJISl TIOJYYSHHS BOJHBIX 00pa3IoB ¢ KoHIeHTparusmu 2, 5 ,10,
50 u 100 wmxkr/m, coorBeTcTBeHHO. Bce KOHIEHTpamwu ObUIM MPOAaHATH3UPOBAHBI COTJIACHO
ONTUMHU3UPOBAHHBIM TIapaMeTpaM B TpeX MapajulelbHBIX H3MepeHusx. llomydeHHas
KaTuOpOBOYHAs KpHBasl JIMHEHHA B BHIODAHHOM JHAra30HEe KOHIICHTPAUH ¢ KOA(PPHUIIHMESHTOM
anmpoKCUMAITUU R? = 0,9976.
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3000
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Pucynok 33 — Kanu0poBouHasi 3aBUCMMOCTB anleToeHOHA B BOJIHOI1 cpe/e

OTHOocUTeIbHBIE CPEeTHEKBAIpATUYHBIE OTKIOHEHUs! BappupoBaiuch ot 0,4 % 1o 7,4 %
MEXy MapajjieIbHBIMH HU3MEPEHUSIMU KaauOpOBOYHBIX cTaHAapToB. [Ipenen oOHapykeHUs U
npesesl KOJWYECTBEHHOTO OmpenesieHus st pazpaboranHoro merona coctasuwian 0,01 u 0,03
MKT/J1, COOTBETCTBEHHO U OBLIM paccuuTaHbl 1o ypaBHeHUsM (1) u (2).

[Ipenen oOHapyxkenusi paspaboranHoro wMerona (0,01 wxr/m) Hmwke mnpenena
oOHapy»XeHHs CTaHJAPTHBIX METOAMK, ocHOBaHHBIX Ha aHanmuze ['X-MC (Tabnuma 5). Huzkuii

npezen 0OHapyKEHUs O3BOJIUT ONPENENATh CIIEA0BbIe KOHIIEHTPALUH alleTO(PEHOHA.

Ta6J'II/II_Ia 5 - CpaBHCHI/Ie XapaKTCPUCTUK MCTOHNOB OIPCACIICHUA aI_ICTO(I)eHOHa B BOJHBIX

oOpa3siax
Metoa npoGonoATroTOBKH Ilpenen o0Hapy:xeHus Hcrounux
DKCTpaKIus )KUIKOCTh/ )KUIKOCTb U 10 y Merton EPA-RCA 8270D
MKT/JT
KOHIICHTpUpOBaHue 10 1 M Meroz 3510C [17,18]
T
BepAofasHas SKCTpAKINA ¢ Meton USGS-NWQL O-1433-01

MOCJIEIYIOIIUM KOHLIEHTPUPOBAHUEM 0,09 mMxr/n [19]

IKCTpaKTa

HenpepbIBHAS )KUIKOCTH-KHIKOCTHAS Metox USGS-NWQL 0-4433-
0,07 MKT/11

AKCTPAKLUSI AUXIOPMETAHOM 06 [20]

TBepmodazHas MEKPOIKCTPAKIINS
0,01

BonOKHOM 65 iyt TIMC/JIBE ,01 MKr/n JlaHHOE uccien0BaHue
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4 Cxema npo0OOTOOPHUKOB /IJIAA ONpeaeeHus YPOBHSI MUTPALlMU, BHIPAKEHHOTO B
eIMHUIIAX MACCOBOII KOHLEHTPAIUM, B BOJAHbIE U BO3AYIIHYIO Cpelbl aneTodeHona

W3yuenne murpanuu aneropeHoHa B BO3AYIIHYIO Cpeay OyAeT OCYIIECTBISATHCS B
cobpanHoM mpobootOopHuKe (kamepe) (PucyHok 34). YciaoBuss mpoOOMOATOTOBKH OyAyT
OTNIMYATbCSd B 3aBUCUMOCTH OT aHaju3upyemMoro oOpasma (pa3mepa, MmaTepuaia U T.1.).
[Tpo6ooTOOP BO3AYIIHON Cpelibl OYAET MPOBOIUTHCS U3 BUAIKI (6) C TOMOIIBIO BOJIoOkHA TOMD
(65 mxm IIJIMC/[IBB) mpu OnTHMHU3MPOBAHHBIX MapaMeTpax SKCTpakuuu. s ymydmeHus
s dexTuBHOCTH U3BIEeUeHHs aneToheHoHa M3 o0paslla BO3MOXKEH HarpeB cocyaa s
SKCTIO3UIIMH B JIIOOOM TEPMOCTATUPOBAHHOM YCTPOMCTBE. DKCTpaKIus BoJIOKHOM TAOMD Oynet
IPOBOJIUTHCA B CUCTEME IMPU OTKIIFOYCHHOM Hacoce (B CTaTUYECKOM PEXHUME), YTOOBI YCIOBUS
MOCTPOCHUS KATMOPOBOYHBIX 00Pa3IOB ObUTM UACHTUYHBI C YCIOBHSIMH SKCTPAKIIUU PEATHbHBIX
oOpa3uoB. [lo 3aBeprieHHI0 SKCTpakuuu, Ui AecopOuuu arerodeHoHa BoJokHO TOMD

MOMEIIAIOT B yCTPOUCTBO 117151 BBoja mpoosl [ X-MC.

r

1 - OGpaszer pe3nHO-JIATEeKCHOTO M3JEIHS, 2 — COCY/ JUTSL AKCIIO3ULINH, 3 — IMHHS PEIUPKYISALUH BO3ayXa, 4 —
BO3JIyLIHBIH Hacoc, 5 — BoslokHO TOMD, 6 — 20 mur Buana st napoa3zHoOro aHainm3a, / — CeNTa-NpoKiaaKa, 8 —

MUKPOIIOJUMEPHOEC NOKPBITUEC.

Pucynok 34 — Cxema npo600TGOpHIKA OMpPe/Ie/IeHIs] MACCOBOI KOHIIEHTPAIIUH

aunerogeHoHa B BO3YUIHOM cpe/e

N3yuenne wmurpanuu anetoeHoHa B BOAHYIO cpeny OylneT OCyIIECTBISTHCS B
npoboorbopuuke (2) (Pucynok 35). VcioBus mpoboorOopa (Temreparypa W Bpems) OyayT

HU3MCHATBCA B 3aBUCUMOCTU OT aHAJIU3HUPYCMOTO 06pa3ua (pasMep, MaTepI/Iaﬂ). Ilocne
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NPOBEICHUS IKCIO3UIMH 0Opasiia, 10 M BOJHOM cpeibl iepeHocsT B Buany (3) oobemom 20 mit
U [OMENIAIoT B arurarop (TepMOCTaTUPOBAHHOE  YCTPOMCTBO)  JUIsl  NPOBENEHUS
npoOOTIOArOTOBKM BOAHOM Cpeibl M U3BJICUEHHS aleTopeHoHa NpU ONTHUMU3UPOBAHHBIX
napamerpax. llo oOKoHUaHWIO MPOOOMOATOTOBKH MPOBOJSAT OSKCTPAKIMIO aneTopeHOoHa C

nomoinbio BosiokHa TOMD 65 mxm [TJIMC/JIBbB ¢ nocnenayromum anammszom ['X-MC.

1 — oOpa3zerr pe3rMHO-TaTEKCHOTO U3ACIHsI, 2 — COCY/I ISl SKCIIO3UIHH, 3 — BHAJIBI I 0TOOpa Ipod BOIHOM Cpe/Ipl,

4 — skctpakimsa BookHOM TOMD, 5 — afcopOiust aHAIUTOB MUKPOIOIMMEPHBIM MOKpeITHEM TOMD

Pucynok 35 — Cxema npo600T00OpHUKA ONpe/ieieHUsI MACCOBOI KOHLEHTPAIUN

aunerogeHoHa B BOJIHOMH cpeje
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3AK/IIOYMEHUE

TakuMm oOpa3oMm, B pe3yJIbTaTe MPOBEACHHBIX UCCIIEIOBAHUIM:

1. VYcraHOBJIEHBI ONTUMAIbHBIE YCIOBUS Ta30XpOMATOrpaUuecKoro aHajin3a ¢ Macc-
CHEKTPOMETPUUECKUM JICTEKTUPOBAHUEM:

— IIporpamma Tepmocrata komonku DB-WAXetr 30 m x 0,25 mm X 0,25 MkwM:
HavyaypHas Temriepatypa 80 °C (Beimepikka 2 muH) 10 240 °C (Bbiaepxkka 0 MUH) CO CKOPOCTHIO
Harpesa 20 °C/muH (obmee Bpems ananusa 10 MuH).

— CkopocTts raza-HocuTeNs — 1 MJI/MUH.

— Pexxum BBos1a TpoObI — O€3 JIeJICHUS MTOTOKA.

— Temneparypa u npogoKUTENBLHOCTD tecopOunu — 220°C u 3 MuH.

— PexuM JeTexkTupoBaHHS — MOHMTOPUHI BbIOpAaHHBIX HOHOB (OCHOBHOM W
poBepouHbId HOHBI — 105 1 77 a.e.M., COOTBETCTBEHHO). Bpems perucrpanuu Kaxaoro MoHa —
50 mc.

— Tewmneparypsl unrepdeiica, kBaapymnois U ucrounuka nonoB MCJI cocrapinsitor 250
°C, 150 °C u 230 °C, cCOOTBETCTBEHHO.

2. YCTaHOBJICHBI ONTHUMAIIbHBIC YCIOBHSA OSKCTPAKIMHM aneTopeHoHa W3 BOJHOW U
BO3/YIITHOW cpeibl BOJOKHOM TAMD U ycioBUs MPOOOOATOTOBKH BOTHOM CPEJIBI:

— Dkcrpakmnus aneroeHOHa W3 BO3AYIIHON Cpebl: TemrepaTrypa 3kctpakmuu — 25 °C
(koMHaTHas TemIepaTrypa); BpeMs SKCTpakiuuu — 10 MUH; TUII MOKPBITHS BOJOKHA — 65 MKM
IMTAMC//1Bb.

— IIpoOonoaroroBka BOJHOW cpenabl: BpeMsl MpEeMHKyOaruu — 5 MHUH; 00BbEM BOJHOMN
cpeasl — 10 mu; koHuentpauus comu — 0,35 r/mu; Temmeparypa mnpeunky6amuu — 60 °C;
nepemeruBanue — 500 06./MuH.

— DkcTpakius aneropeHoHa W3 BOJHOW cpeabl: Temmeparypa 3kctpakiuu — 60 °C;
BpeMsl 3KCTpakuuu — 20 MUH; TUI OKPBITUS BostokHA — 65 MM [TJIMC//IBB.

3. Cobpanbl MPOOOOTOOPHUKK IS W3YyYSHHUS MHTpalMH aneTopeHoHa W3 PE3UHO-
JATEKCHBIX WJIM NOJUMEPHBIX U3JIEIUN B BOAHYIO U BO3AYIIHYIO CPEIBI.

4. OnTUMU3MPOBAaHBl MHTEHCHBHOCTh M MNPEIM3HOHHOCTh OTKJIMKOB aleTo(eHOHa, a
TaKKe Croco0 U3BJIEUYCHHS arleTOPEeHOHA W3 BOJAHOW 1 BO3IYIITHOU CPEI.

5. [IpoBeneHa oOlEHKAa aHAJIUTHYECKHUX XapaKTEPUCTUK pa3pabOTaHHOW METOJIUKH
ONpEACIEHUsI YPOBHS MUIpalM, BBIPAXKEHHOIO B EAMHMIIAX MAacCOBOM KOHIIGHTpalUH, B
BOJIHBIE U BO3YIIHYIO CPEbl alleTOEHOHA, COIEPIKAIIEroCcs B U3JIENUAX U3 PE3MHO-JIATEKCHBIX

KOMHOSI/IHHﬁ, a TaKKC MOJIMCTHUPOJIa U COIMOJIMMEPOB MOJHUCTUPOJIA.
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