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(54) Crnocob momy4eHus TpaccepoB kinacca HocHUHOKCHIOB
(57) Pedepar:
Hacrosimee  m300peTeHMe  OTHOCHUTCS K TIOJIyYEHUEM 3,3,5-TpumMeTui-2-xjaop-1,2-

He(TeXUMHUECKOU 00J1aCTH, KOHKPETHO K CIIOCO0Y
TOJIYYEeHHUs] Tpaccepa Ha OCHOBE (DOCHUHOKCHIOB,
MIPEJICTABIISIIOIIET0  CO0OM  TUaNKWI-(2-MeTHIT-4-
OKCOTeHT-2-uiT) (pochUHOKCHIA U TTPUMEHSIEMOTO
JUTS MAPKUPOBaHMS BOAHOM (a3l Ha HEPTIHBIX
MecTtopoxacHusx. Croco0 TMOoydeHus Tpaccepa
ob6meit hopmynsr CH3-C(0)-CH,-C(CH3),-P(O)(R),
BKJIIOUaeT B ce0s HECKOJILKO craauii. BHauase B
YKCYCHOM aHTUJPUIIE PACTBOPSIIOT TPEXXIIOPUCTHIN
dbochop 1m0 oOpazoBanus S5%-HOTO IO Macce
pactBopa. K mony4eHHOMY pacTBOPY T00ABIISIFOT
areTOH B KOJIMYECTBE ABYX MOJIbHBIX 9KBHUBAJIEHTOB
110 OTHOILIEHHWIO K TpexXxJopuctoMy ¢ocdopy u
BBIJICP)KUBAIOT TIOJIYUEHHYIO PEAaKIMOHHYIO CMECh
npu 50°C B Teuenue 12 4. [lanee u3 peakKuMOHHOU
CMECH ITPOBOJISAT OTTOHKY YKCYCHOTO aHTMAPUIA TIPU
nmasieHun 0,05-0,2 at™ u Temmnepatype g0 50°C ¢

Crp.: 1

okcadocdonen-2-okcuna. B ormenbHOM cocyne
roToBsT 1,3 MOISpHBIA OE3BOJHBIN PACTBOP
anmkuiopomuaa R-Br B auatunoBom acupe, rae R —
AJIKWIbHBINA 3aMECTUTEND C INIMHOM YIIIEBOAOPOIHOMN
nernu Cy-Cg, K KOTOPOMY 100ABISIOT OJMH MOJIBHBIN

SKBUBAJIGHT  MAarHUE€BOH  CTPYXKU. Cwmech
BBIZICPXKUBAIOT MPU TemIepatype kunenus 34-35°C
JI0 TIOJTHOT'O PACTBOPEHUSI MarHus U MoJryyeHus 1,3
MOJIBHOTO pactBopa R-MgBr. 3,3,5-tpumerunn-2-
xjiop-1,2-okcadochoeH-2-0kCHT  PacTBOPSIOT B
MHHUMAJIbHOM KOJIMUECTBE JUITUIIOBOTO 3hHpa, IpU
KOMHATHOM TeMItepaType T00aBIISIIOT BA MOJIBHBIX
3KBHUBaJIeHTa pactBopa R-MgBr u BblIEpXKUBAIOT
MOJTyYEHHYIO CMECh IIPU NIEPEMEIIMBAHUM B TEUEHUE
1 u. K mnomyueHHOMYy pacTBOpy AOOaBISIOT
9KBUBAJIEHTHOE O00BEMY CMECHM  KOJMUYECTBO
JUCTUIUIMPOBAHHON BOJBI, COJISHOM KHUCIOTOM
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noBoaat pH cpenbl 10 1 M IPOBOIAT IKCTPAKLMIO
OopraHuueckoii (as3bl METPOICHHBIM 3PUPOM, 00BEM
KOTOPOT'O 3KBUBAJICHTEH 00BEMY CMECH BOITHON U
opranunueckoii ¢assl. [Tomyuaror Tpaccep quaIKu-
(2-meTHi-4-okconeHT-2-ui) GochUHOKCHIA B Cpeie

(56) (mpoaoKkeHue):

nerponedHoro 3¢upa. TexHuUeckud pe3yabTaT
3aKJII0YAeTCsi B OOECHEYCHUHM  YNPOIIECHHBIM
CrIocOOOM CO3/IaHUsl JOCTYITHOTO, HETOKCHUHOTO
psiia COeTUHEHMI - MPOU3BOIHBIX hocPUHOKCHIA C
BBICOKHM BBIXOJIOM IIEIEBOTO MTPOAYKTA. 7 WIL., 3 TIp.

2221-2225. Hyprausos C.X. u ap. XKypnain odmieit xumumn, 1980, T. 50, B 6, c. 1297-1301. Yoshifuji M. et al. Bull.

Chem. Soc. Japan, 1974, vol. 47(11), p. 2905-2906.
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(54) METHOD OF PRODUCING PHOSPHINE OXIDE CLASS TRACERS

(57) Abstract:

FIELD: petrochemistry.

SUBSTANCE: present invention relates to the
petrochemical field, specifically to a method of
producing a phosphine oxide-based tracer, which is
dialkyl-(2-methyl-4-oxopent-2-yl)phosphine oxide and
used for marking the aqueous phase in oil deposits.
Method of producing tracer of general formula CH3-C

(0)-CH,-C(CH3),-P(O)(R), includes several stages.

First, phosphorus trichloride is dissolved in acetic
anhydride to form 5 wt.% solution. Acetone is added
to the obtained solution in an amount of two molar
equivalents with respect to phosphorus trichloride and
the obtained reaction mixture is held at 50 °C for 12
hours. Further, acetic anhydride is distilled from the
reaction mixture at pressure of 0.05-0.2 atm and a
temperature of up to 50 °C to obtain 3,3,5-trimethyl-
2-chloro-1,2-oxapholene-2-oxide. In a separate vessel,
1.3 molar anhydrous solution of alkyl bromide R-Br in
diethyl ether is prepared, where R is an alkyl substitute
with a hydrocarbon chain length of C,-Cg, to which

Crp.: 3

one molar equivalent of magnesium chips is added.
Mixture is maintained at a boiling point of 34-35 °C
until complete dissolution of magnesium and obtaining
1.3 molar solution of R-MgBr. 3,3,5-trimethyl-2-chloro-
1,2-oxapholene-2-oxide is dissolved in a minimum
amount of diethyl ether, two molar equivalents of the
R-MgBr solution are added at room temperature and
the obtained mixture is held while stirring for 1 hour.
An amount of distilled water equivalent to the volume
of the mixture is added to the obtained solution, pH of
the medium is adjusted to 1 with hydrochloric acid, and
the organic phase is extracted with petroleum ether, the
volume of which is equivalent to the volume of the
mixture of the aqueous and organic phases. Dialkyl-(2-
methyl-4-oxopent-2-yl)phosphine  oxide tracer is
obtained in a petroleum ether medium.

EFFECT: providing a simple method of producing
an accessible, non-toxic range of compounds -
phosphine oxide derivatives with high output of the end
product.

1cl, 7 dwg, 3 ex

L98¢€¢C8¢C n o

2


http://www.fips.ru/cdfi/fips.dll/en?ty=29&docid=2823867

10

5

20

25

30

35

40

45

RU 2823867 C1

Hacrosiiiee n3o0pereHue OTHOCUTCS K 00JIACTH XUMUYECKUX TPACCEPOB HA OCHOBE
(bochUHOKCHIOB /1711 MAPKUPOBAHUS BOJHOM (ha3bl HA HEPTSIHBIX MECTOPOKICHUSX, CTOCOOY
YX MOJIyYEHUS U IPUMEHEHMUS.

CyIIHOCTBIO 3aBJIEHHOTO U300PETEHUSI SIBIISIETCSL pa3padoTKa criocoda co3aaHust
JIOCTYITHOTO, HETOKCUYHOTO Psifia COeIMHEHUN — MPOU3BOAHBIX (POCHUHOKCHIA C BBIXOOM
IIeJIEBBIX IIPOJIYKTOB He MeHee 85 %, MO3BOJISIONIUX 32 CUET IIPOCTOM MOAUDHUKAIIUN CUHTE3a
CYIIIECTBEHHO PACHIMPUTh ACCOPTUMEHT TPACCEPOB, UCTIOIL3YIOIIMXCS B JAHHBI MOMEHT
JUIS1 aHAIM3a He(TSHBIX MECTOPOKICHMUI.

N3006peTeHne OTHOCUTCS K CIIOCO0Y MOTYYeHUs COeTMHeHNH Ki1acca GochUuHOKCUIOB,
XapaKTePU3YIOIIeMYCs clleytolen o01el CTpYKTYpHOM (popMyioi:

CH;3-C(0)-CH;-C(CH3),-P(O)(R),,

rJe B KauecTBe paaukaia (R) MOTyT BeICTyaTh PA3BETBIIEHHbBIE U HE PA3BETBIIEHHbBIE
yraeBoaopoaHbie nenu Cy — Cg, KOTOPhIE MOTYT BKJIIOYATh B ce0sl MPOCThIe 3UPHBIC U

apoMaTuyeckue (PyHKIMOHAIbHBIE IpyNIibl. JlaHHbIE (YHKIUMOHATIBHBIE TPYIIIbI MOTYT
BapbUPOBATHCS IS YIIYUIIIEHUS] OOHAPYKEHUS] COEIMHEHUS TAKUMHU METOIaMU, KaK ra3oBasi
xpomatorpadus (I'X), xuakoctHas xpomarorpadus (OKX) B komOunammum ¢ macc-
criektpometpueit (MC), YD-suaumoit unu UK-cnekrpodoromepueir, Pamanosckoit
CIIEKTPOCKOIIMEN, IAEPHBIM MAarHUTHBIM pe3oHaHcoM (SAIMP).

Crnioco0 nonyuyeHus: TpaccepoB kjacca GocUHOKCUIOB, BKITIOUAIOIIUI paCTBOPEHHUE B
YKCYCHOM aHTHJIpUJIE TPEXXIIOpUCTOro docdopa 10 06pa3zoBaHus 5%-HOTro Mo Macce
pacTBOpa, 3aTEM K PaCTBOPY TPEXXIIOPUCTOTO ocdopa B YKCYCHOM aHTHUAPUIE
MPUKATIBIBAHUE ALETOHA B KOJIMYECTBE ABYX MOJIbHBIX SKBUBAJIEHTOB 10 OTHOUIEHUIO K
Tpexxsiopuctomy Gochopy 1 BelIepKUBAHUE TTOTYUCHHON PEAKIMOHHON CMECH TTPU
temnepatype 50°C B Teuenue 12 yac, nanee rpu gasiaenuu 0,05-0,2 aT™ U TeMmnepatype 10
50°C u3 peakIIMOHHON CMECH MMPOBEIEHUE OTTOHKU YKCYCHOTO aHTUIPU/IA C OTYyUYEHUEM
3,3,5-TpumeTtui-2-xmop-1,2-oxcadocdonen-2-okcuaa, 3aTeM B OTACITLHOM COCY/Ie
MPUTOTOBJIEHUE 1,3 MOJIIPHOTO OE3BOIHOTO pacTBOpa ainkui 6pomuaa R-Br, rae R —
AJKUIBHBIN 3aMECTUTENb C JUIMHOM yTiIeBogopoaHoM neru Cy — Cg B IUITUIIOBOM 3upe, K

KOTOpPOMY JTI00aBJIEH OMH MOJIbHBINM 9KBUBAJIEHT MATHUEBOM CTPYKKHU, 3aTEM BbIIEP>KUBAHUE
cMecH Ipu TeMriepaTtype kuneHus 34-35°C 10 MoJTHOTO paCTBOPEHUS MATrHUS U TTOJTyYEHUS
1,3 monbHOTO pacrBopa R-MgBr, 3atem pactBopenue 3,3,5-TpumMeTni-2-xyop-1,2-
okcadocdoneH-2-okcruaa B MUHUIMAIbHOM KOJIMUECTBE IMITUIIOBOTO 3Upa, MPU KOMHATHON
TeMIlepaType 100aBJIeHUE IBYX MOJIbHBIX SKBUBAJICHTOB pacTBopa R-MgBr 1 BeIiepKuBaHMe
TOJIyYEHHOW CMECH MPU MIEPEMENIMBAHUM B TEUCHUE | 4, 3aT€M K OJIYYEHHOMY PACTBOPY
no0aBjIeHUE SKBUBAJIGHTHOTO 00bEMa CMeCH TUCTUIUIMPOBAHHOM BOJIbI, IO MHIMKATOPHOM
OyMare CoIsTHOM KUCIoTOoM noBeaeHre pH cpenbl 10 1 v mpoBeeHnE SKCTPAKIMU OPTraHUIECKON
(da3bl neTposeHbIM 3(PUPOM, 0OBEM KOTOPOTO IKBUBATIEHTEH 0OBEMY CMECH BOJTHOM U
OpraHu4eckou ¢assbl, MOJyUYeHUE Tpaccepa AUATKUI-(2-MeTUI-4-0KCOTIEHT-2-1IT)
dbochuHoKCHIa B cpefie MeTpoJieHOro adupa.

[ITupoxas BapruaTUBHOCTh BO3MOXHBIX K UCIIOJIb30BAHUIO MATHUAOPTraHUYECKUX
COE/IMHEHUI MO3BOJISIET O€3 CYIIECTBEHHBIX M3MEHEHUH YCIIOBUIM CUHTE3a MTOIYy4YaTh PA3IMYHbIE
10 CBOEMY COCTaBY TPaCCEPbl, yCTOMUMBBIE B YCIOBUSIX HEPTSHONM CKBAXUHBI: TTOBBIIIIEHHOM
TeMIepaType, JaBJICHUH, IPU pa3IuuHoi pH cpenbl; 001a1a101IUX BBICOKUM aHAIUTUYECKUM
OTKJIMKOM IIPHU aHAJIM3€ METOJAMU Ta30BOM XpPOMATO MAaCC-CIIEKTPOMETPUH,
BBICOKOA((HEKTUBHOM KUIKOCTHON MACC-CIIEKTPOMETPUH.

JIns ocyiecTBiIeHus criocoda MoIy4yeHUsl BOAOPACTBOPUMOTIO Tpaccepa Ha OCHOBE
($hochUHOKCHIOB UCTIOTB3YIOT:

Crp.: 4
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- YKCYCHBIM aHTUApUI (4.4.a.), BbimyckaeMbiit mo 'OCT 5815-77;

- hocdop TpEXXITOPUCTHIit (0c000# YMCTOTHI), BhiTTyckaemblit o [OCT 19670-74;

- aneToH (4.1.a.), Beimyckaemblii mo 'OCT 2603-79;

- 6pomankanbl Cy-Cg (OpomaTaH, 1-6pommnponan, 1-6pomoOyTan, 1-6pomnenTas, 1-
O6pomrekcan), BeintyckaeMblie coriacHo 'OCT 2658-75, TY 6-09-975-84, TV 6-09-240-83, TY
6-09-988-84, TV 6-09-503-83 COOTBETCTBEHHO;

- TMATUIIOBBIN 3¢up (4.4.a.), BbITTycKaemblii corstacHo TY 2600-001-43852015-10;

- MarHueBas crpyxka MI'C-99, Beinmyckaemast no TY?25.45.30-006-43055164-2017;

- meTpoJielHbIN 3¢up (1), BeimyckaeMbidt mo FOCT 11992-66;

- MHAMKAaTOpHAas Oymara (Jiakmyc), Beimyckaemasi mo I'OCT 4919.1-2016;

- coJistHas kucioTa (1), Beimyckaemast mo 'OCT 3118-77.

Ha ¢wur. 1 u 2 npencrasnenst AMP Bcusamp'H CIIEKTPBI AUITUI-(2-METWI-4-OKCOTIEHT-
2-un) pochuHOKCHIA.

Ha ¢wr. 3 u 4 npencrasnenst AMP Bcusamp 'H CIIEKTPBI AUITPONWII-(2-MeTUIT-4-
OKcormeHT-2-ui1) hochuHokcHaa.

Ha ¢ur. 5 — xpomatorpamma dppaxipu oOpasia, BKIIOYAIONIETo B ce0s Tpaccepbl TUITHII-
(2-metun-4-oxcorneHT-2-ui) pochuHokceua — (1) u qunponuii-(2-MeTUI-4-0KCOTIEHT-2-1T)
dhochuHOKCHT.

Ha ¢wur. 6 - macc-crieKTpbI Tpaccepa TUITHIT-(2-MeTHIT-4-0KCOTIEHT-2-1IT) pochrHOKCHIA.

Ha ¢ur. 7 - Mmacc-criekTpbI Tpaccepa IUmponi-(2-MeThiT-4-0KCOTeHT-2-1iT) (oChUHOKCHIA.

[Tonmyuenue Tpaccepa Ha 0OCHOBE (POCUHOKCHIOB BKITIOYAET B CE0s1 CIIEAYIOLIUE CTAIUHU:

1. B ykcycHOM aHTUIpUE paCTBOPSIOT TPEXXIOPUCTHIN hochop A0 oOpazoBanus 5 %-
HOTO I10 Macce pacTBopa.

2. K pactBopy Tpexxiopuctoro ¢pochopa B yKCYCHOM aHTHUAPHIE ITPUKATIBIBAIOT alleTOH
B KOJIMYECTBE JIBYX MOJIbHBIX 9KBUBAJIEHTOB 10 OTHOIIEHUIO K Tpexxjopuctomy dochopy u
BBIJIEPKUBAIOT MTOJIYUYEHHYIO peaKIMOHHYI0 cMech ITpu 50°C B TeueHue 12 yac.

3. ITpu naBnenuu 0,05-0,2 at™ 1 Temiepatype 10 50°C U3 peakuMOHHON CMeCH TPOBOAST
OTTOHKY YKCYCHOTO aHTUpH/IA C IojTydeHueM 3,3,5-TpuMetus-2-xjaop-1,2-okcadocdoseH-
2-OKcHIa.

4. B oTaenbHOM cocyze TOTOBAT 1,3 MOJISIpHBIN O€3BOAHBIN PACTBOP aJIKUII Opomuaa R-
Br, rae R — ankuibpHbINA 3aMECTUTEND C JUIMHOM yIiIeBOAOpoaHOM 1enu Cy — Cg B AMITUIIOBOM

a¢upe, K KOTOPOMY JOOABIISIETCS OJIMH MOJIBHBINM SKBUBAJIGHT MarHueBoU cTpyxku. CMmech
BBIJICP)KUBAIOT IIpU TeMrepatype kurneHus 34-35°C 10 MOJIHOTO PAaCTBOPEHUSI MAaTHUS U
nosryyenus 1,3 monpHOro pacrsopa R-MgBr.

5. 3,3,5-Tpumetuin-2-xaop-1,2-okcadochoneH-2-0kcu1 pacCTBOPSIOT B MUHUMAJTbHOM
KOJIMUECTBE AUITUIIOBOTO 3(Upa, IPU KOMHATHOM TeMIlepaType J0OaBIISIIOT 1BA MOJIbHBIX
SKBUBaJIEHTA pacTBopa R-MgBr 1 BbIAEpKMBAIOT MOJTYYEHHYIO CMECh ITPU MEPEMEIIMBAHUN
B TeuyeHue | gaca.

6. K nostyueHHOMY pacTBOpPY JOOABIISIIOT 3KBUBAJICHTHOE O0OBEMY CMECH KOJIMUECTBO
JUCTULITMPOBAHHOM BO/IbI, IO MHAMKATOPHOMN OyMare COJISTHOM KUCIIOTOM 1oBoAsT pH cpebl
710 1 ¥ MPOBOAST IKCTPAKIIUIO OPTAHUIECKOH (ha3bl METPOICHHBIM 3(PUpOM, 00BEM KOTOPOTO
9KBUBAJICHTEH OOBEMY CMECH BOJHOM U OpraHUuecKkom ¢aspbl.

Takum 00pa3oM MPOU3BOIAT MOJTYUSHUE Tpaccepa AUATKUII-(2-MeTHUI-4-OKCOIEHT-2-HJT)
dbochuHOKCHIA B Cpefie TeTPOJIeHHOT0 3dupa.

ITpumep nosryueHus: Tpaccepa Ha OCHOBE AUATUII-(2-METUI-4-OKCOTIEHT-2-11)
dbochuHOKCHIA.

1. 10 r Tpéxxaopuctoro pochopa pacTBOpsIoT B 175,6 MJI YKCYyCHOTO aHTUIPUIA.
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2. K pactBopy Tpéxxiiopucroro ¢ochopa no KarisiM Ipu KOMHATHOM TeMIlepaType
nobasistoT 10,76 mit anietoHa. PeakimonHyto cMech HarpeBatoT 10 50°C U OCTaBISIIOT MpU
VHTEHCUBHOM NEPEMENIMBAHMM Ha 12 yac.

3. ITpu nonnxennom aasienuu 0,05-0,2 atm u temnepatype 10 50°C U3 peakuMoHHO!
CMECH MPOBOJST OTTOHKY YKCYCHOTO aHTHUJIpH/IA C MOJTyYeHUueEM oKoJjio 13 T 3,3,5-TpumeTur-
2-xnop-1,2-okcadochoneH-2-okcuaa.

4. B otaenbHOM cTeKIsSIHHOM cocyie 11,1 Mt 6pomaTana cmemmBaroT ¢ 100 MIT IM3TUIIOBOTO
a¢upa u 100aBISAIOT K MOJYYEHHOMY pacTBOpPY 3,5 T MarHueBoi cTpyxku. Cmech
BBIJIEPKUBAIOT NP KUITeHUU 34-35°C 10 MOJIHOrO PACTBOPEHUS] MAarHus U nosry4yeHus 1,3
MOJIBHOTO pacTBopa atuinMaruuiiopomuaa (Co,Hs-MgBr).

5. Hanee 3,3,5-TpumeTuii-2-xaop-1,2-okcadocdoieH-2-okcua pacTBOPSIOT B MUHUMATLHOM
KOJIMYECTBE IUITUIIOBOTO 3pHpa U MO KAIISIM JO0OABIISIOT K MOJIyYeHHOMY PAacTBOPY
stunmMarnuit Opomun (CoHsMgBr) B inatuinoBoM 3¢pupe. PeakiimoHHY10 Maccy BbIAEPKUBAIOT

Py UHTEHCUBHOM TepemernBanud npu 25°C B TeueHue 1 gac.

6. K monyyeHHOMY pacTBOpy q100aBIsIOT 150 MIT AMCTUIIMPOBAHHOM BOIBI, 1OBOASAT pH
cpenpl 10 1 pacTBOPOM KOHIEHTPUPOBAHHOM COJISTHOW KUCIIOTBI U IIPOBOJST IKCTPAKLUIO
OPraHUYECKOIO CIIOSI pACTBOPOM METPOJIEHHOT0 3pUpa MATHIO MOPUUSIMU 10 50 MIT.

['oTOBBIN K UCMIOIB30BAHMIO TPOAYKT (Tpaccep) NPEeACTaBIISIET U3 ce0sl pAaCTBOP IUITHII-
(2-meTtum-4-oxcorneHT-2-ui) pochuHoKcHIa B cpeie meTposieiHoro aupa. Berxoa nuatui-
(2-meTtumn-4-okcoreHT-2-ui) pochuHokcumaa coctaBui 87 %.

[Tpumep nosryueHust Tpaccepa Ha OCHOBE IUITPONMII-(2-METHII-4-OKCOTIEHT-2-11)
dhochunokcuaa. 3,3,5-TpumeTrn-2-xiaop-1,2-okcadocdoneH-2-oKCcua MoaydaroT aHATOTMUHO
CIIy4aro, OIMMCAaHHOMY B ipuMmepe 1, moBTopsis maru 1-3.

1. K 10 r Tpéxxmopucrtoro ¢gochopa pacTBOpsIoT B 175,6 M1 YKCYyCHOTO aHTUIPUIA.

2. K pactBopy Tpé€xxiopuctoro ¢ochopa 1o KarisiM pyu KOMHATHOM TeMIiepaType
nobasinstoT 10,76 mit anieToHa. PeakimonHyto cMech HarpeBatoT 10 50°C U OCTaBISIIOT PU
MHTEHCUBHOM NEPEMENIMBAHMM Ha 12 yac.

3. ITpu nonmxennom aasienuu 0,05-0,2 atm u temnepatype 10 50°C U3 peakumoHHON
CMECHU TPOBOAST OTTOHKY YKCYCHOT'O aHTMIPUIA C MOJIy4YeHHEM OKoJio 13r 3,3,5-TpumMeTnit-
2-xnop-1,2-okcadocdoien-2-okcuaa.

4. B oTAenbHOM CTEKJISTHHOM cocyae 13,2 mi 1-Opomnponana cmemuBaioT ¢ 100 Mt
JTMATUIOBOTO 3(hupa U J0OABIAIOT K OJIYYEHHOMY PacTBOPY 3,5 T MarHUEBOM CTPYKKH.
Cwmech BolIepKUBaeTCs TP KutieHUU 34-35°C 10 OTHOTO paCTBOPEHUS MATHUSI U ITOTTyYEHUST
1,3 MosibHOTO pacTBOpa nmponuwimarauiopomuaa (C3H;,-MgBr).

5. Hanee 3,3,5-TpumeTuii-2-xaop-1,2-okcadocdoieH-2-0Kcua pacCTBOPSIOT B MUHUMATLHOM
KOJIMUECTBE AMITUIIOBOTO 3HUpa U MO KATUISIM JOOABIISIIOT K TIOJIyYEHHOMY pacTBOPY
npormarHuiopomu (CzsH7MgBr) B inatuiioBoM adupe. PeakimoHHy10 Maccy BbIACPKUBAIOT

[Py UHTEHCUBHOM TiepemernBanud npu 25°C B TeueHue 1 yac.

6. K monyyeHHOMY pacTBOpy A100aBISOT 150 MIT AMCTUIIMPOBAHHOM BOJIBI, TOBOASAT pH
cpelbl 10 1 pacCTBOPOM KOHLUEHTPUPOBAHHOM COJISIHON KMCIIOTHI U MPOBOAAT IKCTPAKIUIO
OPraHUYECKOTO CIIOSI pACTBOPOM METPOJIEHHOTO 3PUpa MATHIO MOPUUSIMU 110 50 MIT.

I'oTOBBIN K UCMIOJTB30BAHUIO MTPOIYKT (Tpaccep) MPeACTABIISET U3 ce0s1 pACTBOP IUITPOITUI-
(2-meTtumn-4-okcoreHT-2-ui) hochuHOKCHIA B cpeie meTposieiHoro aupa. Beixom nuatui-
(2-meTui-4-okconeHT-2-ui) GpochuHOKCcHUAA COCTaBUI 94 %.

B pamkax qaHHOTO M300peTeHUsT aHAIU3 MTPOO TJIACTOBOM BOALI HA HAJTUUUE
CUHTE3UPOBAHHBIX TPACCEPOB — (POCPUHOKCUIOB BKITFOUAET B C€0SI CTAUIO IPOOOIIOAT OTOBKH,
B TEUEHHME KOTOPOI1 oOpa3sell IJIaCTOBOM BOJIbI ITOJBEPTaeTCs 1eIMYIbIUPOBAHUIO U
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(UIBTpaIMK OT OCTATOUYHBIX KOJIMYECTB He(DTH, U HEMOCPEACTBEHHO aHAJIU3 METOIOM ra30BOM
WA KXUIKOCTHOM XpoMaTorpadur B KOMOWHANIMY C OHUM M3 CIICAYIOIIMX METOI0B: Macc-
criektpometpus (MC), YD-suaumas ciektpodoromepusi, UK-cnekrpodoTomepus,
paMaHOBCKas CIIEKTPOCKOIMUS, IACPHBIA MATHUTHBIN pe3oHaHc (SIMP).

ITpumep ananuza obpasua BoAHOM (pa3bl HEPTIHOTO MECTOPOKACHHUS HA COJIepIKaHUE
JATIPOTTAII-(2-MEeTHIT-4-0KCOIeHT-2-Ui) (hochUHOKCHAA U TUITHIT-(2-METHUI-4-0OKCOTICHT-2-HT)
dbochuHOKCHIA.

K o6pa3suy npenaputenbHo J00aBIsieTcs neamynbratop «JAucconban-4411» uimum ero
aHasor B KojuuecTse 0,2 MI/KT, Tpo0a nepeMenmBaeTcsi B TeueHue 15 MUH 1 QuiIbTpyeTcst
Ha GWIbTPE «CUHSS JIEHTa». Jlajiee mojiydeHHbIl 0Opa3el aHAIU3UPYETCS C UCTIOJIb30BAHUEM
razoBoro xpomarto-macc-criekrpomerpa GCMS 2010 Plus Shimadzu (SIrioHust) ¢ HenoJisipHOM
KanuuigspHor KosloHKon «Thermo 260F142P» (30 M — ayuHa, 0,25 MM — nMaMeTp, TOJIIIMHA
cios pa3el — 1 MKM, ra3 HOCUTEIb — T'eJIMii) ¥ 3JICKTPOHHOM HOHU3AIMeH 00pasioB.
Nnentrdukanyss KOMIOHEHTOB ITPOBOIUTCS C UCITOJIb30BAHUEM OMOJIMOTEKHN MACC-CIIEKTPOB
NIST-11, Bxarouaromieit 212961 uHAMBUIYAIBHBIX COEIMHEHUH. XpoMaTorpaMmMa U Macc-
CIIEKTPBI, TIOJTyUYEHHBIE B PE3YJIbTATE IMPOBEICHUS aHAIM3a MPeICTaBIeHbI Ha Gur. 5, 6, 7.

B unxextop npu remnepatype 220°C BBoautcs 0,1 Mkt 06pa3siua, KOTOpbId TPU CKOPOCTU
IMOTOKA ra3a-HOCUTEIISI B KOJIOHKE (Tenui) — 1,5 MII/MUH, Ha4aJIbHOU TEMITEpATypPE KOJIOHKU
100°C co ckopoctbio HarpeBa 2°C/muH 10 200°C, poXoauT pas3eieHue Ha HEMOJIPHOM
KaNWUISIPHOW KOJIOHKE C 3JIEKTPOHHO-MOHHBIM HOHU3ATOPOM IIPU TEMIIEPATYPE UCTOUHHUKA
noHoB 220°C.

[TonyueHHble TaHHBIE TOBOPAT O BO3MOKHOCTH COBMECTHOI'O OIPEAEIEHUS
CUHTE3WPOBAHHBIX TPACCEPOB BHE 3aBUCUMOCTH JpyT OT Apyra. Koadduiment paznenenus
MMMKOB Ha XpoMaTorpamme coctaBuil 1,06, a koadgpuiueHT pasperieHus ~ 31.

Takum 00pa3zom TaHHOE U30OPETEHHE TTO3BOJISET CYIIECTBEHHO PACIIMPUTD JTMHEUKY
WCIIOJIb3YEMBIX HA JAHHBIA MOMEHT TPACcCEPOB, AHAIM3UPYEMBIX METOJIOM MacCC-
CIIEKTPOMETPUH, COSTMHEHUSIMU K1acca (OCHUHOKCUIOB, TTOTYyUAEMbIX O YIPOLIEHHON
METO/IMKE JIByXCTaUIMHOTO CUHTE34, JIETKO aHau3upyeMbix Metojgamu [ X u KX ¢ Bbicokumu
K03 (UIUEHTAMU pa3pelLICHUsI.

(57) ®opmyna uzobpeTeHus

Crnioco0 noirydeHust TpaccepoB Kitacca (hochUHOKCHIOB, BKITIOYAIOIIUI PACTBOPEHHUE B
YKCYCHOM aHTHIPUJIE TPEXXIIOpUCTOTO ocdopa 10 06pa3oBaHus 5%-HOro Mo Macce
pacTBoOpa, 3aTeM K paCTBOPY TPEXXIOPUCTOTO (hochopa B yKCYCHOM aHTUIPUJIE ITPUKATTBIBAIOT
ALETOH B KOJIMYECTBE IBYX MOJIBHBIX 9KBUBAJIEHTOB I10 OTHOLIEHUIO K TPEXXJIOPUCTOMY
dbochopy U BEIIEPKUBAIOT MOJTYUYEHHYIO PEaKIIMOHHYIO cMech TTpu Temnepatype 50°C B
teueHue 12 4, ganee npu aasienuu 0,05-0,2 at™ u Temneparype 10 50°C u3 peakiMOHHOM
CMECH ITPOBOJSIT OTTOHKY YKCYCHOT'O aHTHMAPHUIA C TOJy4YeHueM 3,3,5-TpuMeTuiI-2-xj1op-1,2-
okcadocdomnen-2-okcuaa, 3aTeM B OTACTBHOM COCY/I€ TPUTOTABIUBAIOT 1,3 MOJISIPHBIIA
0e3BOJIHBIN pacTBOp ankuindpomuaa R-Br, rae R — ankuabHBIN 3aMeCTUTENb C JJTMHON
yriaeBoaopoaHoi nenu Cy-Cg B AUITUIIOBOM 3(uUpe, K KOTOPOMY 100aBJIEH OJUH MOJIbHBIM

SKBUBAJICHT MAarHUEBOM CTPYKKH, C BBIACPKUBAHUEM CMECH IIPU TEMIIEPATYPE KUIIEHUs 34-
35°C 10 NOJIHOTO pACTBOPEHHUS MarHUs ¥ MostydeHus 1,3 MosibHOTO pacTBopa R-MgBr, mocie
YEero OCYIIECTBIISIIOT pacTBOPeHHeE 3,3,5-TpuUMeTHI-2-X10p-1,2-okcadocdoaeH-2-okcuaa B
MUHUMAaJTbHOM KOJIMUYECTBE AUITUIOBOTO 3HUpa, TP KOMHATHON TeMIlepaType J00aBISIOT
JIBa MOJIBHBIX 9KBUBAJIEHTA pacTBOpa R-MgBr 1 BEIAEpAKUBAIOT OJTYUYEHHYIO CMECH ITPH
MepeMeIIMBAHUY B TeUeHHE | U, 3aTeM K IIOJIyUeHHOMY PACTBOPY J00ABISIOT SKBUBAJICHTHBIN
00BEM CMeCH AUCTUUTMPOBAHHOM BOJIbI, IO MHIUKATOPHOM Oymare COJISTHON KUCIIOTOM
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noBoIAT pH cpenibl 10 1 ¥ MPOBOIST IKCTPAKIIMIO OPraHUYeCKO (ha3bl IETPOJICHHBIM 3(DUPOM,
00BEM KOTOPOTO IKBUBAJIEHTEH 00BEMY CMECH BOJTHOM M OPTaHUUYECKOM (Da3bl, C MOITydeHuEM
Tpaccepa TUaTKUI-(2-MeTUI-4-0KCOTEeHT-2-1) pochrHOKCHIA B Cpe/ie TTeTpoJIeiHHOT0 Adupa.
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