MCCNEOOBAHUE BINAHNA MOONOUKATOPOB HA NOJIMMEPHOE CBA3YIOLLEE
OPUKLUNOHHbBLIX MATEPUAJIOB METOOOM MA

XapaKTep M3MEHEeHNA TeMnepatyp CTeKrno-
BaHWA npeacrtaBlieH B Tabnuue 2.

Tabnuua 2
XapakTep N3MeHeHWs TeMnepaTyp CTEeKNoBaHUs!

KOM%LOOf;a"eBa" T11,°C Te1,°C T21,°C T12,°C Te2,°C T22,°C

0 73 64 56 ; - ;

1 68 56 46 3 14 26

2 .65 56 49 5 5 20

3 70 .59 51 - - -

4 67 55 43 5 13 25
}:':;i’;z”ee'a“ T11,°% Tet, °C T21,°%C T12,°C Tc2,°C T22,°C

0 73 64 56 - - -

1 69 57 46 85 0.7 12

2 66 53 40 22 34 46

3 64 52 37 32 43 57

4 68 55 42 21 32 43
Iﬁfﬁéﬁ;a”e”" T11,°C Tet, °c T21,°C T12,°C Te2,°C T22,°C

0 73 64 56 i - i

1 70 .59 49 1 3 7

2 68 56 44 2 11 30

3 72 58 43 10 23 38

4 -69 58 47 4 14 27

JIMTEPATYPA 2. MNepeneyko WN.N. AkycTudeckne metoabl uc-

cnegoBaHnst nonumepoB. — M.: Xumus, 1973. — 295 c.
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NMOJHbIA CUHTE3 MOHOBPOMIMPOU3BOHbIX
ANNKOKCU3AMELWLEHHbIX D,L-TETPO3

KO.B. MopoxeHko, A.B. CaBe4eHKOB.

B pabome npusodumcsi onucaHue pasnuyHbIx nymeul cuHmesa MOHOOPOMIPOU3800OHbIX allKOK-
cusameuwjeuweHHbIx D,L-mempo3 memodom HapauwueaHus yarepodHol uernu 3aMmeweHHbIX auemarneu
yKcycHo20 anbdeeuda B-3amMeu,eHHbIMU 8UHUMAMKUIO8bIMU 3ghupamu, ycmaHo8neHue cmpyKkmypbl
2-6pom-4-ankokcu-1,1,3-mpusmokcubymaHos.

M3BeCcTHO, 4TO TeTpo3bl U MX moauduum-
pOBaHHbIE MPOW3BOAHbIE MOIYT BXOAWUTb B CO-
CTaB coeauHeHwn, obnagawwux noTeHumnanb-
HOM MNPOTUBOOMYXOSIEBON W AHTUBUPYCHOW aK-
TMBHOCTbIO [1,2], @ TaKk ke MCnonb30BaTbCHA B

KayecTBe YHUBEpPCAllbHbIX CUMHTOHOB B CUHTE3€e
cchmHrosnHoB n kepammngoB [3]. B 1o xe Bpems
OTCYTCTBYIOT CEpPbe3Hbl€ NMPUPOAHbIE UCTOYHUKM
TETPO3, a nony4yeHne ux MoaMdULMPOBaHHbIX
NPON3BOAHbIX N3 FEKCO3 N NEHTO3 COMPSHKEHO CO
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3HaYUTENbHBIMKM TpyaHOCTAMK. [MoaTomy nony-
YeHne TeTpo3 MeTodamu MOSIHOMO CUHTEe3a SB-
nseTcsa akTyaneHow 3agaden. OgHUM 13 Hanbo-
rfiee npocTbiX SABMASETCA METOA HapaliMBaHus
yrnepoaHow uenu aueTtaneni yKCyCcHOro anbge-
rmga BMHUMOBbLIMU 3dmpamMu, KOTOPLIN yxe Obin
UCMOMb30BaH paHee And nomnyyenus 2,4-
anbpomnponsBoaHbix TeTpo3 [4]. OgHako nony-
YeHHble COEeOUHEHUs OKas3anuCb [JOCTaTOYHO
nabwnbHbIMK NpY XpaHeHun, a oba aToma 6po-
Ma B HMX obnaganu 6rnmMskon peakunoHHOW Cro-
CODHOCTBIO, YTO 3aTPYOHANO UX usbmpatensHoe
3aMeLleHNe Ha pasnuyHble (YHKUMOHANbHbIE
rpynnbl. Hanuune e Tonbko OAHOrO aroma
Opoma B MOAMPULMPOBAHHBIX TETPO3ax MO3BO-
nseTt onee OQHO3HA4YHO MPOrHO3MpoBaTb Ha-
npaBfieHMe peakuuin, NpoTeKalwLwmx C ero yya-
ctnem. MoaTomy uenbk AaHHOW paboTbl ObIIO
nUccrnegoBaHMe pasfnuyHbIX MyTen MNony4YeHus
MOHOOPOMMNPOM3BOAHbLIX TETPO3 METOAOM Ha-
palMBaHus yrnepogHoOM Lenu 3ameLleHHbIX
aueranen YKCYCHOrO anbgernga B-
3aMeLLEHHbIMM BUHUNAMNKMIOBLIMW 3UpamMum.

B kavectBe wuCxogHbIX auetanen Obinu
MCMNOMb30BaHbl  AOCTYMHble  AguaTunauertanu
OpPOMYKCYCHOIO, METOKCUYKCYCHOTO, 3TOKCUYK-
CYCHOr0, N30MpPOMNOKCUYKCYCHOIO U OYTOKCUYKCY-
HOro anbgerngoB, a B KavyecTBe BUHUITOBbIX
acmpoB -  2-OpOMBUMHUIISTUMOBBLIA U 2-
3TOKCUBMHUIATUIOBLIN admpbl. Bbibop aTuno-
BblX aLeTanemn He cryyYaeH: kak bblnio 0TMeYeHo,
aueTanbHas aTokcurpynna cnocobeteyeT 6onee
YeTKOMY pasfeneHunio 3puTpo- 1 TPeo-n3oMepoB
npu aHanuse metogom KX Ha dasze MNITA [5].

Ons BbICHEHUSI CTEPEOXMMUYECKUX ac-
NMekToB B peakuusix WUCMonb3oBanmcb  LUC-
N30Mepbl BbllLEHa3BaHHbIX BUHWUOBbLIX 3¢hMpPOB.
B kavecTBe kaTanmaatopa npumeHsincst Hanbo-
rfiee aKTUBHBIA U CENEKTUBHbIA B NOJOOHbIX pe-
akuusx acumpaT TpexdTopuctoro 6opa. Teope-
TMYECKN BO3MOXHbI TPU OCHOBHbIX NMYyTU Nony4e-
HUSE MOHOBPOMMPOU3BOAHBIX TETPO3 MEeTOOOM
HapallMBaHUA YrnepogHOM Lenu aueTanen yk-
CYCHOro anbgernaa BUHUIOBbIMK 3dupamu.

MepBbI NyTb — KOHAEHCAUMA guaTunale-
Tana  OpoMykcycHoro  anbgermga Cc  2-
3TOKCUBMHUNATUNOBBLIM  3cbupom. OpHako B
OuanasoHe Temnepatyp oT muHyc 10 °C go 70
°C 1 pasnuyHbIX COOTHOLLEHUSIX KaTanm3aTopa u
WCXOOHbIX COEOMHEHWI OAHHYK peakuuto npo-
BECTM He ypanocb. [pu noBbiWeHUN Temnepa-
TYpbl UMW YBENUYEHNW KONMYECTBa Katanuaarto-
pa npovcxoguna nulb NONUMEpU3aunss 4acTtu
2-3TOKCMBMHUIIATUIIOBOIO adhmpa.

BTopon nyTb — koHOeHcauua guatunaie-
Tanen 2-ankokcuykcycHbix anbgerngos (I — IV) ¢
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2-6pomBuHMNaTUNOBEIM 3dmpom (V). Peakums
npoTeKaeT No CXeMe:

RO, /ROCH; /\OCQHs BF,Et,0
VAN : Y
OC,H,
RO OC,H,
L OC,H,
VI - IX
VI: R =CH,, VII: R=C,H,,
VIIl:R=i-C,H,, IX:R=C,H,

B pesynbtate Obinu nonyyeHbl 2-6pom-
1,1,3-Tpnatokcmn-4-ankokenbytansl (VI — IX), aB-
naowuecs npeactaBuTensaIMm MoHOGpoMnpouns-
BOAHbIX ankokcusaMmelleHHbIX TeTpos. [pu aHa-
nnse metogom KX ycrtaHoBneHo, 4Yto Tun an-
KOKCUrpynnbl BO BTOPOM MOSIOXKEHUN UCXOOHOMO
aueTtans nNpakTU4ecKku He BMMSIeT Ha COOTHOLUe-
HVe 3pUTPO- U TPEO-U3OMEPOB B MOMNYYEHHbIX
TeTpo3ax (B cpegHem 46:54), ogHako BNUSET Ha
CTeneHb pasgeneHns apuTpo- n Tpeo-nap (Tab-
nvua 2). B 10 e Bpems npu aHanuse MeToaom
TCX cTeneHb pasgeneHust 3puTpo- 1 Tpeo-nap
He 3aBucena OT Tuna ankoKCUrpynnbel B coeau-
HeHusx (VI — IX) (tabnuua 2), uto obycnosneHo
pasnuuusaMu B agcopouum n3omepoB B MeToaax
MKX n TCX. NoeHTndurkaumo gnactepeomepos
MoHo6pomnponssoaHbix D,L-TeTpo3 ocyuiects-
Nsanv no metoay, ykasaHHomy B pabote [6].

Tabnuua 1

Bbixogbl 1 HEkOTOpble (PU3NKO-XMMUYECKME XapaKTe-
pUCTUKM MOHOBPOMNPO M3BOAHbIX D,L-TeTpo3

TKVII'I; OC
igi'qmlg Bbixoa, % (Mm pT. np2°
cT.)
VI 0,46 0,51 14,6
Vi 0,50 0,55 14,5
VIl 0,57 0,62 13,5
IX 0,65 0,70 23,7

Tabnuua 2
HaHHble xpomaTorpadmyeckoro aHannaa MoHoO6pom-
npoussogHbIxX D,L-TeTpo3*

TCX R

Coeau- R; Bpems ynepxu-

HeHune BaHUA, MUH.

Tpeo | spuTpo Tpeo 3puUTpoO

VI 0,46 0,51 14,6 15,0
VII 0,50 0,55 14,5 15,4
Vil 0,57 0,62 13,5 14,9
IX 0,65 0,70 23,7 26,0

MpumedaHne. TCX: Ha cunukarene; arOeHT —
rekcaH : atunauetar 7:1 KX: M3rA (2,5 m); Tc = 162
°C; ras-HocuTenb Booopoa
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MONHbLIN CUHTE3 MOHOBPOMIMPOM3BOAHbLIX ANIKOKCM3AMELLEHHBLIX D,L-TETPO3

TpeTnin nyTb — KOHAEHcauMsa auaTunaue-
Tana OpomykcycHoro anbgervga (X) ¢ 2-
OpomBuHUNaTUNoBeiM admpom (V) ¢ nocrne-
OyoLWMM n3bupaTtenbHbIM 3aMeLLeHMeM aTtoMOB
opoma B nonyyeHHom  2,4-gnbpom-1,1,3-
TpuatokcmbytaHe (XI) Ha ankokcurpynnnbl ny-
TEM KMMAYEHUS ero co CNUpTOBbIMM pacTBOpamu
arnkoronsTos:

B/ NOCH, /\OCZH5 BF,EL,0

oo er
OC,H,
Br.
OC,H, C,H.ONa
ocH, —=
Br
X
OC,H, XIl: R = Br, R = OC,H,
R OC,H, ’
XIV: R = R = OC,H,
= 7/ OCZHS /
R Xill: R = OC,H,, R'= Br
Xl - XIV

B npouecce paboTbl 6bIN0 BbIACHEHO, YTO
noaBWXHOCTb aTomoB ©Opoma B 2,4-gubpom-
1,1,3-TpnatokcmbyTaHe mano pasnuyaeTcs. Tak,
npy 3aMeLLeHUn ranoreHoB Ha ankokcurpymnny
nyTeMm B3aMMOLENCTBMSA C STUNATOM HaTpus B
3TaHone OoAHOBpPEMEHHO 00pasyroTcs BCe BO3-
MOXHbIe npoaykTbl peakuun (XII — XIV). Kpome
TOro, peakums 3ameLLeHVs NPoTeKaeT C HU3KUM
BbIXOAOM, C Pa3foXeHWeM 3HaYUTENbHON YacTu
NCXOOHOMO COeAMHEHNs, NO3TOMY AAHHLIA MNyThb,
Ha Halw B3rNsA, Mano nepcnekTvBeH Ans nony-
YeHMs1 MOHOBPOMMNPON3BOAHbLIX TETPOS.

Takum obpasoM, U3 BCEX PACCMOTPEHHbIX
nyTerl MOMHOr0 CuMHTE3a MOHOBNPOMNPOU3BOA-
HbIX TETPO3 METOAOM HapaliMBaHUs Yrnepoa-
HOW uenu aueTtanen yKCycHOro ansgernga Bu-
HUMOBbIMW 3cupamn Haubonee npuemnembiM
ABMNAETCA BTOPOW NyTb, KOTOPbIA OAHAKO MO3BO-
nset nonyyatb TONbKO 2-
MOHOBPOMNPON3BOAHbBIE TETPOS.

OKCNEPUMEHTAIIbHAA YACTb

[a30KMAOKOCTHYHO  Xpomartorpacuio  Be-
wecTs nposoaunu Ha npubope JNIXM-8M[ c ka-
TapomeTpoM. Wcnonb3oBanu konoHky 2500x4
MM ¢ 12 % M3IrA Ha Chromaton H, ckopocTb
rasa-Hocutens (sogopon) — 30 Mn/MuH.

OvatnnaueTtann ankoKCUyKCYCHbIX anbae-
maoB (I — IV) nonyyanu no metoauke [7]. Pusn-
YeCKMe KOHCTaHTbl MOMYYEHHbIX COEAMHEHWN
COOTBETCTBYIOT NUTEPATYPHbIM AaHHbIM [7].

OnatnnaueTtane GPOMYKCYCHOrO anberu-
pa (X) nonydann no  MeToauke LS].
Ten = OT 88 °C 70 90 °C /42 MM pT. CT., np> =
1,4388.

I10JI3YHOBCKHH BECTHHUK Ne 2 2006

2-6pomBUHMIATUNOBLIN achup (V) nonyda-
nn no metoauke [7]. BolgeneHue umnc-usomepa,
coaepallerocs B CMecu B 0orbLUEM KONUYECT-
Be, MPOBOAMIN HA PEKTUUKALMOHHOW KOJTOHKE
adhpeKkTnBHOCTLIO 10 TeopeTuyeckmx Taperok.
Tem =61 °C /50 MM pT. cT.; np?° =1,4569.

2-aToKeuBnHUNaTUNOBLIM 3dup (II) nony-
yanu no metoguke [9]. Ty = oT 118 oo 120 °C,
np?® = 1,4183.

2-6powm-1,1,3,4-tetpaatokenbytan (VII). K
oxnaxgeHHon go muHyc 10 °C cmecu 6,56 r
(0,04monb) punaTUNaueTans 3TOKCUYKCYCHOro
anbgernpga n 6,04r (0,04 monb) unc-usomepa 2-
OGpomBMHUNATUNOBOrO 3dmpa pobasnsait 0,4
mn 10 %-Horo pactBopa adupara TpexdTopu-
ctoro 6opa B admpe, OCTaBNAT Npu 3TOW TEM-
nepatype Ha 1 4ac, 3aTem BblAEpPXMBAOT MpU
Temnepartype 20 °C B TeueHue 24 vacos. [locne
3aBEPLUEHNS peakuun peakuUoHHYK  Maccy
NPOMbIBAlOT BOOOW, PacTBOPOM COAbl M CHOBa
BOAOW, CyLLaT NOTaLIOM M PasroHS0T B BakyyMe.

OcTanbHble 2-6pom-4-ankokcu-1,1,3-
TpuatkeubyTtanel (VI, VI, 1X) nonyyanu no aHa-
norndyHon wmetoauke. Bbixogbl, Temnepatypbl
KMNEHUst 1 Np>° MOMy4YEeHHbIX NPOAYKTOB MpUBE-
geHbl B Tabnuue 1. AHanu3 pgadHbix  UK-
CMEKTPOCKONMUU MOATBEPAWST OTHECEHME MNOny-
YeHHbIX coeamMHeHun k 2-6pom-4-ankokcu-1,1,3-
TpnatokcnbyTtaHam. NIK-cnekTp, v, cm: 2974 (C-
H B CH3); 2927, 2871 (C-H B CH,); 1330 - 1485
(C-H B CH3 n CHy); 1050 - 1120 (C-O-C B an-
Kokcurpynnax, auetansx); 710, 670 (C-Br).

Taknm obpasom, nNo pesynbtatam padoTbl
MOXHO caenaTb crneayowne BbiBOAb!:

1. ViccnepoBaHbl pasnuyHble nyTy nony-
YeHUss MOHOOPOMMNPOU3BOAHbLIX —arnkokcusame-
WeHHbIX D,L-TeTpo3 MeToAoOM HapalimBaHus
YyrnepoaHoOM Lenu 3aMeLLEHHbIX aueTanen yk-
CYCHOro anbgernga p-3ameLLeHHbIMKM BUHUIAN-
KnnoBbIMK adoupamu.

2. YCTaHOBMEHO, YTO  BblWEHa3BaHHbIM
METOAOM BO3MOXHO MOJlydeHUe TONbko 2-
MOHOBpomnpomn3BoaHbIxX D,L-TeTpos.

3. YcrtaHoBneHa cTpykTypa 2-6pom-4-
ankokcu-1,1,3-TpnaTokcmbyTaHoB.
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CUHTE3 NONMUTPUDEHUNITIOBOIO 3®UPA EOPHON KUCNOTbI U
UCCJIEOOBAHUE EIO CTPYKTYPbI

M.A. IleHckmn, A.M. benoycos, O.M. MunxanbLoBa.

B pabome npusodumcs onucaHue cuHmesa mpugheHus108020 aghupa 6opHoU Kucaomel (mpu-
¢eHunbopama), nodmeepxxdeHue e2o cMpPyKmMypbl U oIUKOHOeHcayusi nocrnedHeao ¢ mpUOKCaHOM.
B pesynbmame nornydeH rnonumpugbeHunosnsil a¢hup 6opHOU Kucrnomsl, ycmaHo8rieHa €20 cCmpykK-
mypa. WccrniedosaHbl pasnuydHbie omeepdumernu Ons nonumepa U rnpedrioxeHbl pexumMsl omeepxoe-

HUA.

LLinpokoe BHeApEHWE CUHTETUYECKUX Ma-
TepuanoB BO BCe OTpacnvM MNPOMBbILLIIIEHHOCTH
ABMNSETCA CYLIECTBEHHbIM 3fIEMEHTOM Hay4HO-
TexHu4yeckon pesosioumn. B 3ToM npouecce
peLlaoLLyo pofib UrpaeT pasBuMTUE NPOM3BOA-
CTBa MOMMMEPOB C Yy4LUEHHbIMU TEPMUYECKN-
MK cBoncTBaMmu. MpuMepom Takmx CoeguHEeHUn
AaBNATCA 6opopraHMYeckme NonMMepbI.

HacTtosiwas paboTa nocBsiLleHa CUHTE3Yy
nonutpuceHunoBoro admpa OOPHOM KUCIOTHI,
KaKk BO3MOXHOIO CBSA3YIOLEro (PUKLMUOHHbLIX
KOMMOo3uumMi, paboTaloWwmx B BbICOKOHArPY>KeH-
HbIX y3Max TpeHus.

B cepegnHe npownoro Beka 6onbluoe
BHUMaHWe yaenanocb eHondopmansaerng-
HbIM cmornam Tuna «Peson», koTopble coaepxa-
nv B BUAe npucagku okewng 6opa ans nosbilwe-
HUSA TEPMOCTOMKOCTU CMOJ, OQHAKO ero Ucnorb-
30BaHue NpUBOAMIIO K 06pa3oBaHU0 OTNOXEHWUN
oKkcuaa W, Kak cnencteme, K dhOpMUPOBAHUIO
HeromoreHHon mMaccsl. [onbITkn nonyyvyeHus de-
HondopmanbAernaHbiX CMOM, COAepXallux OK-
cvg 6opa, NpUBENM K CO34aHUI0 HOBBIX MONMMeE-
poB, B KOTOPbIX OOp CBSA3aH ¢ hopManbaernaom
yepe3 (PEHWIbHBLIN pagukan nocre KoHAeHca-
Lmun nocriegHero ¢ goeHonom [1].
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Cpeau 6onbLuoro Yncna 6opopraHnyecknx
nonMMepoB WUMEHHO TepMoCTonkme bopcoaep-
Xawue deHondopmanbigermgHele CMOofbl Hau-
fbonee MHTEPECHbI, TaK KaK MX CMHTE3 OTHOCU-
TenbHO MPOCT M He TpebyeT CrnoXHOro annapa-
TypHOro od)opmneHus. Takne CMOofbl MOXHO
MCnonb3oBaTb BMECTO OObIYHbIX (PEHOMbHbIX
CMOs, B TOM 4ucre v gns ynyyleHuss Tepmo-
CTOMKOCTM KOMMO3NLIMOHHBLIX MaTepunarnos.

B nateHTax [2-5] ecTb onucaHne CMHTE30B
TEPMOCTOMKUX COeAMHEHU Ha OCHOBE pasfuvu-
HbIX coefuHeHun Gopa (B 4acTHOCTU OOpHbIN
aHrMapvg u o-6opHas Kucnota) 1 dgeHona, 3a-
MeLLIEHHbIX PeHONOB, OMCHEHONOB 1 T.4.

CuHTE3 Takmx CMOn npoTekaeT B 2 CTa-
OVN: CUMHTE3 MOHOMepa W nonumepusaumst no-
cnepgHero.

B kayecTBe MOHOMEpPHOro 3BeHa Obin Bbl-
6paH npoayKT atepundurkaLmm GOPHON KNCHOTbI 1
deHona — TpuceHmndopar.

BopHyto Kkucnoty, deHon, B3SATbIN B U3-
ObITKE, M KCUNON MOMEeLWany B PeakuMOHHYHO
konby, HarpeBanu go Temnepatypbl 129,5 °C,
npu 3TOM C LUMNEHMEM U TPECKOM HauMHanocb
KnneHne. 3 peakuMoHHOM Macchl yoansnm Bo-
4y, a CyxOW KCunon cHoBa BO3BpaLlanu B Konoy.
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