881

VIK 543.544.5.068.7

CHHTe3 aHUOHHbIX peareHToB AJ1A BbICOKO3(hheKTUBHOMN
XXUAKOCTHOM XpomaTtorpadum

[Tepucteiii B.A., Ilepucras JI.®., Be3enues A.l.

beneopodckuii 2ocyoapcmeennviii ynusepcumem, beneopoo

AHHOTaUuuA

VYcoBepIIeHCTBOBaH METOA TPEXCTAAMHHOIO Ipollecca MONYyYSHHS HHU3KOMOJICKYIISIPHBIX
ankancynspoHatoB Hatpusi C4-Cg. OmpeneneHpl ONTUMANbHBIE YCIOBHS CHHTE3a MPOMEKYTOUHBIX
BEILECTB — aJIKAHOPOMHUIOB — M KOHEYHBIX MPOJIYKTOB — aJIKaHCYJIb(OHATOB, IPUMEHAEMBIX B Ka4ECTBE
AHMOHHBIX MOHIAPHBIX peareHToB s BOXKX

KioueBble cii0Ba: HU3KOMOJIEKYJISIpHbIE ankaHcyib(onaTsl HaTpust Cy-Cg, BOKX

The method of three stage process of low molecular weight sodium alkane sulfonates obtaining
has been improved. The optimum conditions of the synthesis of intermediate substances that are alkyl
bromides as well as of the aim alkane sulfonates have been determined. The latter are used as ion-pair
reagents for HELC.

BBegeHue

[Ipu ananuze pa3IUUYHBIX NPEMapaToOB METOIaMH BBICOKOA((EKTUBHOMN >KUIKOCTHON
xpomarorpadpun  (BOXKX)  mmpoko  NpUMEHSIOTCS  MOHMApPHBIE  pearcHTHI,
MpeJICTaBIISIoIME COO0M coYeTaHne aHUOHHBIX U KATUOHHBIX BEIECTB.

TeopeTnyeckas 4yacTtb

B xpomarorpaduu 6onee mupokoe NpUMEHEHUE HAXOIT aHUOHHBIE COCTABIISIONINE
MOHMNAapHbIX peareHToB. Cpeau HUX B MEPBYIO Oyepelb CleAyeT Ha3BaTh INEPBUYHbBIC
HU3KOMOJIEKYJISIpDHbIE — alKkaHCylb(oHaThl, coaepxkamue 4-8 aromMoB yriepoja B
AIKUJIBHOM paJihKaie.

K monnapueiM pearenram, npumensieMbiM B BOXKX, npeabaBistoTcsl MOBBIILICHHBIE
TpeOOBaHUS OTHOCUTEIHFHO XUMHUYECKON YHCTOTHI [1].

W3BecTHO HECKOJIBKO METOJOB MOJTYYEHHs MEPBUYHBIX AJKAHCYJIb(OHATOB HATPHS
[2-8]. [loxpoOHBI aHAU3 3TUX METOAOB C YYETOM SKCIEPUMEHTAIBHON arnpodanuu ux
aBTOpaMH JIaHHOW CTaThbU MPUBEAEH B Marepuanax KoHdepeHmuu mo copoeHtam [9]. Tam
e JaHO 000CHOBaHME BHIOPAHHOTO HAMHU METOJa CMHTE3a, OCHOBAaHHOTO HA 3aMEIICHUU
atoma Opoma B OpomaikaHax Ha cyJb(oHaTHyO rpymy [9].

JlaHHBIN METOJl OKa3alicsi HauOojee MPUMEHSEMBIM C TOYKH 3PEHUS CEIECKTUBHOM
XUMUYECKOW HAMPaBICHHOCTH IO OCHOBHOW pEaKkIMH W OTJIMYAIOIIMMCS OT JIPYTUX
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METOZOB MPAaKTUYECKH TIOJIHBIM OTCYTCTBHEM TOOOYHBIX peakmmid. [lociemHee
O6CT051T€JIBCTBO OGCCHGLII/IBEUIO BO3MOXHOCTb MOJYYCHUA XUMHUYCCKU YUCTBIX aHHMOHHBIX
peareHTOB — NePBUYHBIX AJIKAHCYJIHL()OHATOB HATPUSI.

Ilenpto maHHOW pabOTHl SIBUJIOCH COBEPIICHCTBOBAHHME NPEIJIaraéMoro MeToja,
neTajgbHas TPopabOTKa OCHOB XHUMHYECKOW TEXHOJOTUW IONyYeHHs ann(aTHIecKuX
Cy.]'IB(I)OHaTOB, HU3YUYCHUC BJIMAHUSA YCHOBI/Iﬁ CHHTC3a Ha Ka4YCCTBO IMPOMCKYTOUYHBIX
BEIECTB (ATKaHOPOMHJIOB) M KOHEYHBIX MTPOIYKTOB (JIKAHCYJIH(OHATOB HATPH).

AKCNepuMeHT

[Iperyiaraemelii HaMM TPOLECC CHHTE3a AIKAHCYJIb(OHATOB COCTOMT M3 TPEX
OCHOBHBIX CTaJHii: TOJXy4eHHE aIKaHOPOMHIOB, 3aMeEIllleHhe aToMoB OpoMa B
ankaHOpomugax Ha cynb(oHatHyro rpynmy (myTéM  cynb(UpOBaHHS), OYHCTKA
QJIKaHCYJb(OHATOB HATPHSI.

1. ITony4yeHue ankaHOPOMUIOB

B nmpuHuune wmeron mOdy4YeHHs anKaHOPOMMJIOB M3BECTE€H, OH OCHOBaH Ha
3aMEIICHUU TUIAPOKCHIFHOW TPYMIBI TEPBHYHBIX CIHPTOB Ha artoM Opoma. OmHako
KOHKPETHBIE YCIIOBHSI MOJYYEHHS TOMOJIOTUYECKOTO psiia MEPBUYHBIX AJIKaHOPOMMIIOB,
KOTOpbIe ObI 00ECTIeYMBAIM BBICOKHE BBIXOABI M HEOOXOAWMYIO CTENEHb YHCTOTHI ITHUX
BEIIECTB, ObUIM HM3yuyeHbl HexocTaToyHo. IlosToMy HamMu mpoBeneHBbl HCCIEAOBaHMUS,
HalpaBJICHHbIE HA TOJYYCHHWE BBICOKOUMCTHIX  ajukaHOpomMumoB. B kauectBe
OpoMupyroliero peareHTa npumeHsiach 48%-Has OpOMOBOIOpOJHAs KUCIOTAa, a B
KauecTBE  BOJIONOTJOMIAIOIIEr0  cpeactBa —  92-94%-nas  cepHas  KHCIIOTA.
[TpooIKUTENBHOCTh BCEX OIBITOB COCTaBJsIa 5 YacoB MpPH IOCTOSHHOM KHUIIEHUH
peakmoHHONW  cMmecu.  MccnmemoBanoch — BIMSHHE — MOJISIPHOTO — COOTHOIICHUS
cnupm:6poMo800OPOOHAS KUCIOMA . CEPHAsL KUCIOMA HA BBIXOJI «CBHIPBIX» aIIKAHOPOMUIOB
U COJIEp)KaHWE B HUX OCHOBHOTO BEIIECTBA — MHIMBHIYaJIHLHOTO amkaHOpomuma. Pacuér
peareHToB mnpoBoauics Ha 100%-Hbiit Opomucteiii Bomopox u 100%-Hyro cepHy:o
KHCIOTy. PeaknmonHas Macca oOTCTaMBanach, BOJHBIA CIIOM MHHEPAIbHBIX KHCIOT
otnensics U oTOpackiBancs. IIpoOpoMHpOBaHHBIA OpraHMYECKHH CJIOH MPOMBIBAJICS
BOJIOM, BBICYyIIMBAJICS O€3BOAHBIM cCyibpaToM HaTtpus U obOpabartsBaics 100%-Hoii
CEpHON KHUCIIOTOM C IIeJIbI0 yJaJeHUsl HEeNpopearupoBaBLIEro aau(aTUYecKoro Cupra B
BUJIC CEPHOKHUCIIOTHOTO TYJIpoHa (HWXKHUHU ciioi). [lociie mpoMBIBKHM OpraHUYECKOTO CIIOS
OT OCTAaTKOB CEpHON KHUCJIOTHI U BBICYIINBAaHUS OE€3BOJHBIM CyIb()AaTOM HATPUS MOJTydaics
TaK Ha3bIBAEMBIH «CBHIPO» ANKAHOPOMHM/I, BBIXO/ KOTOPOTO ONPEAEIISIICS B3BEUIMBAHUEM.
ConepxaHue 4YHCTOrO ajkaHOPOMHIA B  «CHIpOM» alKaHOPOMHUZAE ONpeAesIoCh
xpomarorpadudecku. JKCIIepUMEHTAIbHBIE TaHHBIE TIPUBEICHBI B TA0IHIIE.

Bo Bcex omblTax npu  yBenMYeHMH H30BITKa OpoMOBOJOpOAa HaOII0AaTI0Ch
HE3HAUMTEIFHOE TIOBBIICHHE BBIXOJOB «CBHIPBIX» aIIKAHOPOMHIOB, a COJEp)KaHHE
OCHOBHBIX BEIIECTB (MHIUBUIYaIbHBIX AIKAHOPOMUIOB) MPAKTUUECKU HE U3MEHsI0ch. Ha
npuMepe OpomupoBaHus oktaHosa-1 (om.13-19) BugHO, uTO mpumMeHeHue Oosee ueM 1,6-
KpaTHOro u30bITKa OpoMoBojoposa HerenecooOpa3Ho. [TosToMy manmbHeIINEe CHHTE3bI
AITKaHOPOMH/IOB MIPOBOIMIIACH npu MOJISIPHOM COOTHOILICHUH
cnupm:opomoeooopoo:cepuas kucroma = 1,0:1,6:1,0. «Cpipple» alKaHOPOMMJIBI TOCTE
NpOBEeNCHUS YETKONH pEKTU(PHUKAIMKA TPEACTABISUIA CO00M KOHIMIIMOHHBIE BEIIECTBA
(99,0-99,5%-HOl cTenmeHu 4YMCTOThI) M MOJBEPrajiuCh CyJIb(OUPOBAHUIO CYJIbHUTOM
HATPHSL.

Tabnuua. BiusiHue ycioBuii CHHTE3a Ha KaUeCTBO NEPBUYHBIX AJIKAHOPOMMIOB

‘ No |HaI/IMeHOBaHI/IC| ‘ Brixog ‘ Coneprxanue ‘HpHMeanm ‘

NoAIDHBIE-OTHOTICHIS
HIE-0FHOHESHIBT

an
VIO PIT
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peareHToB B pacuére Ha 1 OCHOBHOT'O
«CBIPOTO»
MOJIb CIIHPTa BEIIECTBA B
HCXOIHOTO aNKkaHOpomu/Ia,
n/m o «CBIPOM»
crupTa Kucnora Kucnora % OT
OpOMOBOZIOPOHAs | cepHas | CTEXHOMETPHH ankanbpommze,
p p p % macc.
1 Byranon-1 1,4 0,8 82,5 97,2
2 /== 1,6 1,0 95,0 95,2
3| —i-n- 18 12 96.2 96,2 et
TEMHBIN
4 IlenTanon-1 1,4 0,8 81,6 96,3
5 /== 1,6 1,0 97,1 98,2
6 | —i-/- 18 12 98,2 98,5 et
TEMHBIN
7 T'excanon-1 1,4 0,8 80,3 96,2
8 =/ == 1,6 1,0 94,2 96,1
N 18 12 953 98,2 et
TEMHBIN
10 T'enrranon -1 1,4 0,8 83,2 96,1
11 =/ =1 - 1,6 1,0 95,2 98,0
L 18 12 98,1 98,2 et
TEMHBIN
13 Oxranoin-1 1,0 0,4 70,2 99,1
14 =/ =1 - 1,2 0,6 80,5 97,1
15 =/ =1 - 1,4 0,8 84,2 94,1
16 =/ =1 - 1,6 1,0 96,1 98,0
LA 18 12 95,2 98,2 e
TEMHBIN
18 =/ == 2,0 1,8 96,1 98,2 /==
19 | - 22 2,0 96.0 98,1 Bremioueins
CI'YCTKOB

2. 3amerieHue aToMa 6poma B aTKaHOPOMUIAX Ha CYJIb(OHATHYIO TPYIITY MyTEM
cyJb(hUpoBaHud CyIb)UTOM HATPUSL

Pe3ynbTaThl SKCIIEPUMEHTANBHBIX MPOBEPOK PA3NIMYHBIX CIIOCOOOB CYJIb()HPOBAHUS
Mokasajau, 4To Hauboyiee MpUEeMJIEMBbIH METOJ 3aK/II4aeTcs B MPOBEIACHHM Ipolecca
cynbpupoBanus 20-24%-HbIM BOJHBIM pacTBOpoM cyibpurta Hatpus npu 1,05-1,25-
KpaTHOM MOJIIPHOM H30bITKE HCXOAHOTO ankaHOpomuga. Ilpu sTOM TemmepaTypa
nporecca JI0/bKHa cocTaBiaTh 118-142°C mpu u30ObiTouHoM maBienuu  2,0-4,5atu.
VYcTaHOBIIEHO, YTO MPOAOJDKUTENBHOCTh CYIb(UPOBAHUS OYEHb CHUJIBHO 3aBHCUT  OT
JUIMHBI  yTJICBOJIOPOJHOTO paJWKaia B anudaruyecKkodl Ienu ankaHOpomuaa. ITO
00yCIJIOBJICHO TMOJOXHUTEIbHBIM WHAYKIHMOHHBIM 3G (}EKTOM alKUILHOTO pajauKaia, B
pe3ynbTare Yero peakiMOHHAs CIHOCOOHOCTh alKaHOPOMHUIOB MPH YBEIHMUYEHUU JJTMHBI
YTJEBOJOPOAHOTO paaukana magaeT. [losToMy MNpOaOMIKHUTENLHOCTD CYJIb(UPOBAHUS
BO3pacTaer ot 3-X yacoB i 1-OpomOyTana 1o 18-t yacoB ans 1-6poMokTaHa.

[Tocne cynbhupoBaHMs peakLHOHHAsT CMEChb, MMOMHUMO OCHOBHOTO MpPOAYKTa —
anKaHCyJIb(GOHATa HATPUS, COJEpKajda TaKKe PEaKIMOHHBIM OpoMuJ HATpus U
HEBCTYINHUBILKE B PEAKIHMIO AIKAHOPOMUJ U CYJIb(PUT HATPHUSL.

3. OumcTKa anKaHCyIb()OHATOB HATPHS

B pesynbrare mpoBenEHHBIX SKCIIEPUMEHTOB ObLI pa3paOOTaH CIEAYIOUIUIl METO[
BBIICTICHUSI M OYHMCTKH ankaHcylnb(oHaToB. [locrme co3manus cinabomienoyHol cpembl
(pH=8,0-8,5) HEeBCTYNMBIIHMIA B PEaKIUI0 W30BITOUHBIN AJIKAHOPOMHUJ] IKCTPArHpOBAJICS
nerposeitabM 3¢upom ((p.40-70°C). [IposkcTparupoBaHHBIN MPOLYKT 0OpabaTeiBaiCs 5-
6-KpaTHBIM HM30BITKOM KOHIICHTPUPOBAHHOM COJITHOW KUCIOTHI. [locnme oxmaxxaeHus 10 —
(4+5)°C BbImaan 0caoK XJIOPHIa HATPHUS, KOTOPBI OTQHUILTPOBBIBAJICS U OTOPACHIBAJICS.
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QunpTpar npomyckaics uepe3 KatHoHUT KVY-2-8 ¢ 1menpio MNOJHOTO MepeBojaa
cynbdoHaToB HaTpus B H-hopMmy U 3aTeM KOHIIGHTPHPOBAJICS HA POTOPHOM HCIAPHUTEIE
nox BakyymMoMm. Ilpu sToM BMecTe ¢ mapaMu BOJbl OTTOHSJIMCH H30BITOYHBIIN
XJIOPOBOJIOPOJ] U PEAKIIMOHHBIN OpoMoBogopoa. KyOoBbIi ocTaTOK, MpeCTaBIISIOIINN
cobol  aNKaHCYNb(OKUCIOTHI € TPHUMECBI0O XJIOPO- H  OpPOMOBOJOpOAA, IOCIHE
HEUTpalM3allui TUAPOKCHIOM HATpUsl TMOJABEpPrajics KPUCTAUIM3ALMK U3 BOJHOIO
pacTBopa aieroHa, coxaepxkamero ot 10 mo 50% Bogsl. IlodyueHHble TakuMm 00pazoMm
WHIMBHUIyalIbHbIE aKaHCYIb(PoHATH C4-Cg MASHTU(UIIUPOBATUCH U TIPEICTABISLITA COO0M
xpomaTorpaduueckd uucThle BemiecTBa. [Ipumecu xiopugoB U OpOMHUIOB HATpus,
OCTaTOYHBIX ATKaHOPOMHJIOB U IpyTHE MPUMECH HE ObLITH OOHAPYKEHBI.

3akn4yeHune

PazpaGoran TpéxcTaguiiHblii MeToXN moaydyeHHs ankaHcyibpoHaTtoB C4-C8 —
aHUMOHHBIX peareHToB i1 BOXXX. Omnpenenensl onTuUMaibHBIE YCIOBHMSI CHUHTE3a
TOMOJIOTHYECKOT0 Psila BBICOKOUYMCTBIX aIKaHOPOMHUIOB. YCTAHOBIIEHBI MapameTpbl U
YCIIOBHS TIpoLiecca CyIb(QHPOBAHUS aTKaHOPOMHUIOB, 00ECTIEYMBAIOIINE BEICOKHE BBIXOIBI
asnikaHcynb(poHaToB. Pa3paboraH 3((eKkTuBHBI METOA UX BBIJCIEHUS M OYHUCTKH,
MIO3BOJIMBIIUI MOJTYYHTh XpOMaTorpaguuecKl YUCThIe BenlecTBa. Ha OmbITHOM ycTaHOBKE
HAY4YHO-MCCIIEI0BATENbCKONM  JabopaTopuM  XMMHYECKOM  TeXHOJOruu  Kadeapsl
¢u3nyecKoil, KOJUIOMAHOW M OpraHMYEeCKOM XUMHHM benropoackoro rocyaapcTBEHHOTO
yauBepcureta (benlyY) ocBoeH BBIMYCK yKa3aHHBIX aHHOHHBIX pEareHTOB, KOTOpBIE IO
KayeCcTBY IPEBOCXOJAT 3apyOexkHble aHAJIOTM W YCIEUIHO MPUMEHSIOTCS NpU aHaIHu3e
BUTaMMHOB, JIEKAPCTBEHHBIX BEIIECTB, TOPMOHOB U (PM3UOJIOIMUYECKH AKTUBHBIX BEILIECTB.
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