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TOCYJAAPCTBEHHB M CTAHJAAPT POCCHMUCKON ®EJNEPAILUHU

IIPOAYKTHI IIEPEPABOTKH IIO/IOB M1 OBOIIEN

Merton onpeneieHus MACCOBBIX /10Jieil COPOHMHOBO# M (GeH30iHO# KHCJIOT ¢ IOMOLIBIO
BbICOKO3(MPEKTHBHOI KHMIKOCTHOH XpoMaTorpadpuu

Processed fruits and vegetables. Method for determination of mass
portions of sorbic and benzoic acids using high performance
liquid chromatography

Jara sBeaenus 2004—07—01

1 ObaacTs npuMeHeHHs

Hacrosmuuit craHmapT pacipocTpaHseTcss Ha IPOAYKTHl MepepadOTKU IUTOAOB U OBOLLEN U yCTaHaB-
JIMBAeT METOJ OTIpe/ieJIeHUsI MACCOBLIX JIoJIelt COPOUHOBOM U GEH30MHOM KUCIOT C TTOMOLIBIO BHICOKO3(D-
(heKTUBHOM XKUIKOCTHON XpomaTtorpaduu.

Meron I103BOJISIET TIPOBOAUTEL OIpEe/IeHEe MaCCOBBIX HoJiel COPOUHOBON M OEH30MHOM KUCIOT B
nuanazode 50—1500 mun—!. [paHuLibl OTHOCUTENTBHOM MOTPEITHOCTH OMpEeeHN MACCOBBIX J0Ne cop-
GUHOBOI M OeH30HON KUCIOT yKa3aHbl B Tabauie 1.

2 HopmaTHBHbBIE CCBLIKH

B nacTosiieM craHmapTte MCIOJb30BaHbI CCHUIKH Ha CIEAYIOLUME CTaHAAPTHL:

T'OCT 12.1.005—88 CucreMa craHmapToB O6e30omacHocTH Tpyaa. O0LMe CAaHUTApHO-TUTHEHUYECKIE
TpeGOBaHUSA K BO3YXy paboueil 30Hb

TI'OCT 12.1.007—76 CucreMa cTaHmapToB OGe30racHOCTH Tpyna. Bpemibie BemectBa. Kiiaccudpuka-
s 1 obuume TpedboBaHUsl 6e30MACHOCTU

TI'OCT 61—75 Kucnora ykcycHasd. TexHuueckue ycJIOBUSA

TOCT 1770—74 Tlocyna mepHas JiabopatopHasi crekisiHHas. unuHnpsl, MEH3ypKH, KOJIOHI, TIpO-
6upku. O6IIMe TeXHUYECKUE YCIOBUS

T'OCT 3117—78 AmMMoHwmi#t yKcycHOKMC/bIH. TexHuueckue yCiaoBus

T'OCT 4207—75 Kanuit Xene3uCTOCUHEPONUCTHIN 3-BoaHbIM. TexHUUeCKUe yCIoBUsI

T'OCT 5823—78 LIMHK YKCYCHOKMCJIbIY 2-BomHEIN. TexHU4ecKue yCaoBUS

T'OCT 6709—72 Bona nmuctwuidpoBaHHas. TexHUYEeCKUE YCIOBUS

T'OCT 10521—78 Kucsnora 6eH3oitHas. TexHmgeckue ycjioBUS

T'OCT 12026—76 bymara dbwibrpoBaibHas nabopatopHad. TexHuueckue ycioBus

T'OCT 24104—2001 Becn naGopatropHbie. O61me TeXHHYeCKNe TpeGoBaHUS

T'OCT 25336—82 Ilocyma u o6opymnoBaHue JJabopaTopHble CTEKIAHHbIE. TUIIbI, OCHOBHBIC TapaMeT-
PBL 1 pasMepbl

T'OCT 26313—84 IlpomykThl niepepaboTKM IUIONOB U oBouiei. [1paBuia npueMku, MeToas oT6opa
npoo

T'OCT 26671—85 TlpomykTsl epepaGOTKHU ILTONOB ¥ OBOLIEH, KOHCEPBbI MSICHbIE M MACOPACTUTE/Ib-
Hele. [TonroToBka npo6 i J1aGopaTOpHBIX aHAIU30B

I'OCT 29169—91 (MCO 648—77) IlocynamaGopaTopHas cTeK/sHHas. [1UneTKu ¢ omqHol 0OTMeTKOMN

H3nanme opuunanbuoe
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3 CymmocTtbh MeTOAA

MeTtoa oCHOBaH Ha 3KCTpakKUUU COPOMHOBOM U OEH30MHOM KMC/IOT U3 ITpoObl 6ydhepHBIM pacTBOPOM
alleTaTa aMMOHUS, COIEpXKAlllUM alleTOHUTPIIT, M KOJMYECTBEHHOM OIpeNie/ieHUN COPOMHOBO# 1 GeH301 -
HOI KHUCJIOT B KCTpakKTe C ITOMOLIbIO BbhicoKoahdexTuBHON XunkocTHoi xpoMmartorpadpum (BOXKX) c
TIpUMeHeHHeM obpallleHHO-(}a30BoI KOJIOHKM U CHEKTPO(POTOMETPUUECKOTO NIeTeKTopa B yibsrpacduosie-
TOBOH 00jlacTH CrieKTpa.

4 Cpeacrtsa H3MepeHMii, BCIOMOraTejibHoe 000pyaoBaHHe, NOCYAA, PEAKTHBDI,
MATEPHAJDbI

Bech sna6oparophbie 1o 'OCT 24104 ¢ HaubGompluMM IIpernesioM B3BeluMBaHMA 210 T M LieHOH
nenenus 0,1 mr.

Becnl saGopatopHbie o 'OCT 24104 ¢ HaubGombiiuM mnpenesioM B3pelnuBaHust 500 r© u 1EeHOI
nenenus 0,01 r.

2KunxocTHbI XpoMaTorpad ¢ npeesioM JOIMyCKaeMOTO 3HaYeHHsl OTHOCUTEIBHOTO CpelHeKBaapaTHyec-
KOT'0 OTKJIOHEHHS1 BLIXOIHOTO CUTHaIa TIO TUIOINAMM HMJIM BBICOTE TTHKA He Gosiee 2 % M TIpeliesioM OOHapy:KeHUs
IO aHTpalieHy (COOTHOllUeHNe curHaj/lyM pasHo 10) He 6onee 0,01 Mxr/cM3, cocTosumit U3:

- Hacoca BBICOKOTO IaBJIEHUs1 C BEPXHMM IIPEleNIOM AaBjieHUs1 He MeHee 25 MIla, mmamasoHoMm
PEryIMpoBaHKsI MOfaYu pacTBopuTens He MeHee (0,1—5) cm®/muH;

- TIETVIEBOTO YCTPOICTBA BBOIA NpoObl pabounuM obbvemoM mnetiu 0,020 cm?;

- CTIeKTPOHOTOMETPHYECKOTO JIETEKTOpa C TIEPEMEHHOM UTMTHOI BOJIHBI, TIO3BOJISAIONIETO IIPOBOIUTD
M3MEPEHUST ONTUYECKOM IUIOTHOCTM IpPU JJIMHE BOJIHBL 235 HM, CHaGXEeHHOro INpOTOYHOH KBaplieBoit
KI0BeTOil 06beMoM He Gonee 0,01 cm>;

- PETUCTPUPYIOLIETO YCTPOICTBA (CaMOMMCLA WM MHTETPATOpa);

- KOJIOHKY JUTIHOH 250 MM, BHYTpEeHHHUM IraMeTpoM 4 i 4,6 MM, 3aT10JIHEHHOH 0OpallleHHO-()a30BbIM
COPOEHTOM C MPUBUTBIMH OKTAIELMIBHEIMY IPYIIaMH (CM. IIPIJIOXEHHME A) pa3MepOM YacTHIL 5 MKM.

Mukpolmpuil BMecTuMocTbio 0,025 wiu 0,050 cm>.

pH-MeTp win yHUBEPCATBHBIN HOHOMED ¢ IIOTPEITHOCTBIO M3MepeHus He Oosee = 0,05 B nmanasoHe
usMepeHust pH or 4 no 9.

DIIeKTpol U3MEePUTENEHBINA (CTEKITHHBIN) U1 U3MepeHusi pH u snekTpon cpaBHeHUS (xyiopcepeh-
PSAHBIN, KATOMEJBHEIN WU APYroil) i KOMOMHVPOBAHHLIN 3/IEKTPOL.

BaHs ynpTpasByKoBas 1abopaTopHas pabouuM o6beMOM He MeHee 2 am>.

Kon6s1 Mepurle o TOCT 1770 BmectuMocTbio 10, 25, 50, 250 u 1000 cm>.

Kon6a kpyromonHas mo FOCT 25336 BMecTuMocTbio 1000 cM>.

Hacoc BomocTpyitusiii mabopatopusiit o F'OCT 25336.

[MTunerku nio F'OCT 29169, 1-ro x1acca TOYHOCTH, BMECTUMOCTbIO 1 1 2 cM>.

JlosaTopsl muIeToyHble [1] mepeMeHHOro o6beMa Ho3MpoBaHMs B auanaszoHe 0,040—1,000 cm3
C OTHOCUTEJIEHOM ITOTPEeIIHOCTBIO M03UpoBaHus + 1 %.

Crakansl o TOCT 25336 BmectumocTbIo 1000 cM?,

PuibTpel GyMaxkHble 06e3301eHHble Mapku POM o 'OCT 12026.

OunpTpsl MeMOpaHHEIE pa3MepoM Iop He Gosiee 0,5 MKM.

ALETOHUTPWI IS KUIKOCTHOHU XxpoMmarorpacdu, x.4. [2].

Aueronutpui, 4.a.a. [3].

Ammonuit ykeycHokuciblit o 'OCT 3117, w.a.a. (alieraT aMMOHMUS).

Kanuit xenesucrocureponuctoiit 3-BonHbiit mo FOCT 4207, Xx.4., pacTBOp MacCOBOM KOHLEHTpALIMHU
150 r/mm* (pacteop Kappesa I).

LHuwnk ykcycHoxuchabiit 2-Boaublit o ['OCT 5823, uw.m.a., pacTBop MacCOBOM KOHIICHTPALIMU
300 r/am* (pactsop Kappesa II).

Kasmuit copbar (copbat Kanus), 4. [4] win copOuHOBas Kucjiota [5].

Harpuit 6eH3oar (6eH3oar HaTpusi), 4. [6] wmm GeH3oiiHas kuciaora 1o 'OCT 10521, u.m.a.

Kucnora ykcycHas nio 'OCT 61, u.n.a.

Boma mucrwuruposanHas o F'OCT 6709.

Jlomryckaercs MCIIOJIb30BaHHE MPYTUX CPEICTB M3MEPEHHU I, BCIIOMOTATEILHOTO O0OPYIOBAHMS, PeaK-
TUBOB ¥ MATEPUAJIOB, 10 METPOJIOTMYECKHUM M TEXHHYECKHUM XapaKTePUCTUKAM HE YCTYIAIOUIUX MePeUrc-
JIeHHBIM BhIIIE. JIOTycKaeTcsl KOMIUIEKTALMS XHUAKOCTHOTO XpoMaTorpada KOJOHKO#M APYTMX pa3MepOB,
3aII0JHEHHOM COPOEHTOM IPYroro pasMepa YacTHLL, IPU YCJIOBUHM obecrieueHUd TpedoBaHMil 2¢hdeKTUB-
HOCTU XpoMaTtorpa(pu4eckoro pasuesieHus 1o 6.5.
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5 OTbop n moaroToBka npood

O160p 11po6 — 1o 'OCT 26313, mronroroBka ux K ucnbitaHuam — 1o F'OCT 26671.

6 Ilopsaaok MOAroTOBKHM K BHINOJHEHHI0 MCHbITAHUIA

6.1 Obmme noaoxkeHus

1 IpUroTOBJIEHNUST SKCTPArupyIOLEro pacTBOpa UCHOMb3YIOT MTUCTWIINPOBAHHYIO BOLY U alleTo-
HUTPWI KaTeropuu y.n.a. Jid mpurotoBiaeHus MOABMKHON dasbl wia BOXKX Mcrons3yioT TUCTWLIAPO-
BaHHYIO BOIY, IIOABEPTHYTYI0 BTOPUYHOM IIEPETOHKE B CTEKJISHHOM OOOPYNOBAHWU, U ALETOHUTPUII
KaTeTOPUU «IUTS KUJIIKOCTHOU XpoMmaTorpaduun».

6.2 IlpuroToBieHHe KCTPATHPYIOLIETO PACTBOPA

[OTOBAT BOIHBIA pacTBOp alleTaTa aMMOHHMSI MaccoBoii KoHueHTpauuu 0,8 r/mM°. pH pactBopa
IOBOIAT 10 4,2—4,3 rryTeM H0OaBICHUS 10 KaIUIAM YKCYCHOM KUCTOTHL. [10/ydeHHEBII pacTBOp CMEIUMBAIOT
C allETOHUTPUIIOM B 0OBEMHOM COOTHOLIEHUU 3:2. CpoK TOMHOCTH 3KCTPArvpylollero pacTBopa — OiHa
HezesIs IIpU XpaHEHUU B IUIOTHO YKYTIOPEHHOH Iocye.

6.3 Ilpurororienue noABMKHON (a3l LIA KUIKOCTHOH XpoMATOrpadhun

[OTOBAT BOAHBIA PacTBOp alleTaTa aMMOHHS MaccoBoit KoHueHTpauuu 0,8 r/aM>. pH pactBopa
IOBOIAT 10 4,2—4,3 r1yTeM Ho0aBIeHUS 10 KaIUTIM YKCYCHOM KUCTHOTHL. [1onydeHHbBIIT pacTBOp CMELIUBAIOT
C alEeTOHUTPUIOM B OGbEMHOM COOTHOILLIEHUH 65:35. YKa3aHHOEe COOTHOIICHHE ABISETCS OPHUEHTUPOBOY-
HBIM, ITOCKOJIbKY JUISI OOECTIEYeHUSI OIITUMAIBLHOTO pa3NieiecHus] TTMKOB COpOMHOBOM 1 GeH301HOIl KucsoT
cienyeT ImonobpaTh ONTUMAIBHBIN COCTAaB MONBUXHON (a3l TIPUMEHUTEIHHO K UCTIOIB3YeMOI XpoMaTo-
rpadpuueckoit konorke (6.5). [lonydenHyio nomBuxHyio ¢asy pekoMeHAyeTcsa MpoduibTpoBaTh Yepes
MeMOpaHHbIH GuisTp. [lepen ncnonb3oBaHNEM NOABIXHYIO (ha3y AETa3UpyIOT B KPYTJIONOHHOM Kosbe 1of
BaKyyMOM Ha Y/IbTPA3BYKOBOW 0aHe WM IPYyruMM criocoGoM. CpoK TOOHOCTH ITONBYDKHON (pa3bl — OIHA
Heness TIpU XpaHeHU! B IUIOTHO YKYTOPEHHOH Tocyle.

6.4 IlpuroroBieHde CTAHAAPTHHIX PACTBOPOB OEH30iHOM H COPOMHOBOM KHCJIOT

B kauecTBe cTaHmapTHBIX BEUIECTB KCIIOJIb3YIOT OEH30MHYI0O M COPOMHOBYIO KHCIOTH WM GeH30aT
HaTpud U copdaT Kaiusl.

Haecku craHmapTHBIX BellleCTB Maccoil o 10 Mr roMeuialoT B MepHble KOJIGbl BMECTUMOCTHIO
50 cm’. B Kon6B1 BHOCAT 0K0/10 10 cM> alleTOHMTpHIIa 1Sl pacTBOPEHHs GEH30MHOM 11 COPGMHOBOM KHMCIIOT
WM TaKOU e 00BbEM IKCTParnpyroliero pacTBOpa, MIPUTOTOBJIEHHOTO 10 6.2, JUIsl pacTBOpeHUs GeH3oaTta
HaTpus U copbata Kanust. ComepXUMoe KOoJI0 MepeMEIINBAIOT /10 IIOJTHOTO PACTBOPEH U KPUCTAJIOB, TTOCIIE
4yero 06beM COIEepPXKUMOro B KOJji0ax AOBOASAT OO METKH SKCTPArUpyIOLIMM PacTBOPOM, CONEPXUMOE KO0
TILATEJBHO MEePeMELIUBAIOT, TTOJYyYal0T OCHOBHBIE PACTBOpHl. MaccoBBIE KOHLEHTpallMUd OE€H30HHON U
COPOMHOBOI KUCIOT B OCHOBHBIX PACTBOPAX, IPUTOTOBIEHHBIX U3 CAMMX KUCIIOT, COCTaB/IsIoT 200 Mr/mm>.
MaccoBass KOHLIeHTpalust OeH30¥HOW KUCIOTH B OCHOBHOM pacTBOpe, TIPUTOTOBJIEHHOM M3 GeH3oaTa
HaTpus, cocTaBisgeT 169,5 mr/nm®. MaccoBast KOHLIEHTpalMs COPGHHOBOM KMCIOTH B OCHOBHOM PacTBOpE,
IIPUrOTOBJIEHHOM M3 copbara Kaausi, cocTasiseT 149,3 mr/mm>.

M3 OCHOBHBIX PAaCTBOPOB T'OTOBSIT HE MEHEE IISITH paGOYMX PACTBOPOB KaXJION KMCJIOTHI B IMAIla30He
MacCCOBBLIX KOHIEHTpaLuit 6eH3oitHoil kucaorsl 0,2—1,5 mr/am® u copbunosoit xucnots 0,1—1,0 Mr/mm>
IIyTeM TOYHOI'O pa3BeleHUs OCHOBHBIX PAacTBOPOB 3KCTPArMPYIOLIKAM pPACTBOPOM B MEPHLIX Kosbax
TOAXOIAILEN BMECTUMOCTU. AJTUKBOTBI OCHOBHBIX PACTBOPOB MO3UPYIOT C TIOMOILBIO ITUIIETOYHOIO J103a-
Topa. IlpuroToBiieHHEIC paboure pacTBOPH PEKOMEHIYETCSI IPOMIIETPOBATh Yepe3 MEMOpaHHbLI QIIBTD.

CpOK TOTHOCTU OCHOBHBIX U paboYyuX pacTBOPOB OEH30MHON KHUCIOTH — 6 Mec, COpGHHOBOMN KUC-
JIOTBL — 2 MeC TIpU XpaHEeHUH TIpu Temrieparype 4 °C B IUIOTHO YKYIIOPEHHOI TOCYIe.

6.5 ITomroroska xpomarorpaga K padore

YcimoBus xpoMarorpapuueckoro aHamsa:

- IUTMHA BOJIHHI JIeTeKTopa — 235 HM;

- YyBCTBUTENBHOCTH AeTekTopa — 0,08 eqMHULIBI OTITHYECKOM IDIOTHOCTH 110 1UKajie (OpHeHTHPOBOY-
HOE 3HauYeHUE);

- CKOPOCTh TTOTOKA MOABIXHOM (asbl — 0,5 ¢cM3/MUH (OpUEHTHPOBOYHOE 3HAYCHUE).

[TpoBepKy onTMMaIbHOCTH YCIIOBUM XpoMaTtorpadmdeckoro pasneneHus (npuwioxeHue b) ocyiecr-
BJIAIOT MIYTEM XpoMaTorpa(uuecKoro aHajamsa CMellaHHOTo pacTBopa OeH30MHOM U COpOMHOBOM KHUCTIOT
MAacCOBOI KOHLEHTPALUMU KaxXIOW KUCAOTH okosio 1 mr/am®. JIaHHBIA pacTBOp TOTOBAT U3 OCHOBHBIX
pacTBOpPOB OEH30IHON M COPOMHOBOM KHCJIOT IO aHAJOTUM C METOAUKON IIPUTOTOBIEHMS pabodymx
pacTBopoB 1o 6.4. [ljia xpoMaTorpauMyeckoro aHajusa IMETII0 HMHXEKTOpa IIOJHOCTBIO 3aIlOTHSAIOT
KCCIeIyeMBIM pacTBOPOM. DPDHEKTUBHOCTHL XpOMATOTpadUIECKOro pas3ieeHus IIpU3HaAeTCs VIOBIETBOPH -
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TEJBbHOM, eCI KOR(MGUIIMEHT pa3ie/IeHNs ITMKOB COPOMHOBOM 1 O€H30MHON KHCIOT COCTABIsET HE MEHEE
1,3, a uuciao 3(PpGhHEeKTUBHBIX TEOPETWUYECKUX TapeIoK, PAaCCUMTAHHOE IO THKY OEH30MHOM KUCIIOTHI,
coctabJjisier He MeHee 4000. B mpoTuBHOM Ciiyuae 1is1 HOCTUXEHUs1 TpebyeMoil > dDeKTUBHOCTY pa3neIcHUS
3KCIEPUMEHTATBHEIM IyTEM IIOAOHPAIOT HOBHIE YCJIOBHSI XpoMarorpauyecKoro aHajimsa, T. €. HOBBIA
coCTaB IOABIKHOM (ha3sl (00BEMHYIO OO allETOHUTPUJIA B Heil) M cKopocTb ee ToToka. [Ipu HeBo3MOX-
HOCTH JOCTIDKEHHS TPeOYEMBIX YCIOBUM 3((EKTUBHOCTH XpoMaTorpadHUyecKOro pasieieHus IMPOBOIIAT
HCTILITAHUS APYTUX XpOMAaTorpauIeCKNX KOTOHOK aHAJIOTMYHLIM 0Gpa3oM.

YyBCTBATEIBHOCTD JAETEKTOpPA YCTAHABIHMBAIOT TaK, YTOOHI BhICOTA IHMKA COPOUHOBOM KHMCIIOTHI IIPU
XpoMaTorpadgpMIecKoM aHaIK3€e pabouero pacTBopa MacCcoBOH KOHLieHTpaLuu 1,0 Mr/mM> He BhIXOAWIA 33
npenesibl paboyveil KaIbl PETUCTPUPYIONIETO YCTPOHCTBA, HO HAXOMWIACh BOJM3H €€ BepXHeil TPAHHULIbL.

KoHrpois 3¢pdekTuBHOCTH XpoMaTorpahuyecKoro pasiesieHus IIpoBoIsAT He peXe OTHOTO pa3a B IBE
Heleu.

7 Ilopaaoxk BbIMOJMHEHHS HCHBITAHMMH

7.1 DKcTpaknus cOPOMHOBOM M OEH30MHOM KHCIOT

I1pu ucrnbiTaHUKM KaXAOW MPpOoOBl IIPOBOAAT JiBa Iapa/UlebHBIX ONpENe/ICHHU.

HaBecky npo6bl Maccoii 10 r mepeHocaT B MepHYIO Koiby BMecTUMocThio 250 cM>. B k0s16y BHOCAT
100 cM? 3KcTparupyolero pacTsopa, IPUroToBIeHHOro 110 6.2. Konby ¢ comepXXUMbIM BbLIEPXHUBAIOT HA
VJIbTPa3BYKOBOIt GaHe B TeueHue 10 MUH, Mociie Yero B KoJOy BHocAT mo 5 ¢cM> pactopos Kappesa I u
Kappesa 1l, TiiatesibHO repeMelInBas COAEPKUMOE KOJIObI ITOCIE KaXA0ro BHeceHUs. OO0beM colepxku-
MOTO B KOJ16e HOBOIAT IO METKW BOHOM, COMEPKUMOE KOJIOH TIIATEFHO TEPEMEINBAIOT U (PIIbTPYIOT
yepe3 GyMakHbII CKIanyaThlii GUIBTP. ATMKBOTY (HIbTpaTa 06beMoM | cM® mEpeHOCAT B MEPHYIO KONGy
BMeCTUMOCTBIO 10 cM3, 061eM colepXHMOro B KoJibe TOBOAAT 4O METKU MOABIDKHOM da3oit wia BOXKX.
[TonyyeHHBIN pacTBOP MCIIONB3YIOT U XpoMaTorpaduueckoro aHaimsa. [lepen aHaIM30M peKOMEHIyeTCs
MpoUILTPOBATh UCCIIENYyEMBIM PAaCTBOP Yepe3 MeMOpaHHbBIN (DUILTD.

7.2 Xpomatorpaduyeckuii ananms

7.2.1 KauectBeHHOE OOHapyXeHUe OEH30MHOM U COPOMHOBOU KUCIIOT

[TpoBonsaT xpoMarorpadryeckuii aHaIU3 paGoOYUX PACTBOPOB GEH30MHOM KHUCIIOTHI MaCCOBOI KOH-
nenTpaiyu 0,2 Mr/mM° ¥ cOpGIHOBON KUCIOTH MaccoBoii KoHleHTpauuu 0,1 Mr/amM>, MoHOCTEIO 3amo-
HAs TETII0 MHXEKTopa. Perucrpupylor BpeMsd VIOepXUBaHHUS U BBICOTY IIUKOB OIIpPEIe/IIeMbIX
KOMIIOHEeHTOB. Jlasiee IpoBonaT xpoMaTorpaduieckuii aHaau3 9KCTpaKTa U3 IpoObl WK CEPUM IKCTPAKTOB
U3 HeCKOJIbKMX o0pasiioB. [Ipu oOHapy>)KeHUM Ha XpoMaTOoTpaMMe 3KCTpaKTa U3 IpoObl MUKOB, COBIIAA-
IOILMX II0 BpEMEHU YIePXKUBAHUS ¢ TIMKaMU O€H30MHOI ¥ COpPOMHOBOM KHUCJIOT, PETUCTPUPYIOT UX BRICOTY
¥ TIPOBOMSIT KOJUYECTBEHHOE OINPENEICHUE 3TUX KUCIIOT.

7.2.2 KonmyecTBeHHOE orpenesieHue OeH30MHON U COPOUHOBOH KHCJIOT

7.2.2.1 I'panyupoBka xpoMarorpada

[IpoBomsaT xpoMarorpaduyecKuil aHaIM3 BceX pabOYMX pacTBOPOB, IOJHOCTBIO 3aIlOJIHSA IETITIO
UHXeKTopa. PerucTpupylor BbICOTY ITMKOB O€H30MHON U COPOMHOBON KHUCIOT.

Bricora mvka OeH30iHOUN wim COPOMHOBOIN KHUCJIOTH /1, MM, M KOHLEHTpALMsl aHAJIU3MPYEMOTO
KOMIIOHEHTA B paboyeM pacTBOpe ¢, MI/IM?, HaxonsaTca B (pyHKLMOHANbHON 3aBUCHMOCTH BUAA

¢=Kh, (1)

rae K — rpalyupoBOYHBIA KO3(MOULIMEHT, MI/IM3 MM.

I'panyupoBounsie koahduiimerTsl K B popmyse (1) mwis 6eH30iHON U COPOMHOBOH KUCJIOT paccuu-
THIBAIOT TIO pe3yJibTaTaM aHajn3a paGouUX PaCcTBOPOB C IIOMOILBIO CUCTEMBI aBTOMAaTU3UPOBaHHOI 00pa-
OOTKM JNaHHBIX WIM, NPU €e OTCYTCTBUU B COCTaBe xpoMatorpaca no MeToAy HauMEHbIUUX KBaJparos,
rosiarasi CBOGOMHBIN YiIeH B YPaBHEHUHU PETPECCUU PaBHBIM HYITIO, IO (hopMyJie

roZUe) ()
hi’

rae 4, — BbicOoTA KA OeH30MHON Min cOpOUHOBOM KUCJIOTH TIPU aHau3e i-ro padoyero pacTBopa, MM;
¢; — MAacCOoBas KOHIIEHTpALKs OeH30MHON W COPOMHOBOM KMCIIOTH B i-M pabodyeM pacTBOpe, MI/IM>.
7.2.2.2 AHajm3 3KCTpaKTa U3 IIPoOHI
3HaueHMs BEICOTHI ITUKOB GeH30MHOM 1 cOpOMHOBOI KMCIOT HAa XpOMATOTPaMMe SKCTpaKTa U3 IPOOHI,
TIOJIYYEHHOU I10 7.2.1, UCTIONB3YIOT VTSI pacyeTa MAacCOBLIX JOJIE COPOMHOBOM U OEH30MHON KUCJIOT IO
pasiesry 8 IIpH YCIIOBUH, YTO OHU He BHIXOIAT 32 BEPXHIOK IPaHUILLy AMAMa30Ha TPaiyupoOBKU XpoMaTorpa-

4
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¢a. B npoTuBHOM ciTyyae yBETUYMBAIOT CTETIEHb Pa3BEICHUS KCTPaKTa U3 TIpo0Hl 110 7.1 U IIPOBOAST €T0
TIOBTOPHEIM XpoMaTorpachUIeCKUil aHAJIK3.

B npwioxeHuu B ripuBemeHsI TUIIOBLIE XPOMATOT pPAMMBI HEKOTOPHIX IIPOAYKTOB IepepaboTKHU ILJIONOB
¥ OBOLIECH.

8 IIpaBuaa o6pa6oTku M odopmiieHHs Pe3yIbTATOB MCHBITAHMI

1

Maccosbie noJi1 cOpOMHOBOM U GeH30MHOM KUCJIOT X, MIIH™ ', pPACCYHUTHIBAIOT 110 hopmyJie

nKV ¥, (3)
X=——",
V,m

rae 4 — BBICOTA TIMKAa COpOMHOBOM WM OEH30ITHOI KUC/IOTH Ha XPOMAaTOrpaMMe SKCTpakTa U3 Ipobbl,

MM;

K — rpanynpoBoyHbIii Ko3(hOUIMEHT LI COPOUHOBON WIN 6EH30MHOM KUCIOTHL, MT/IM> MM;

Vi — 006beM, B KOTOPOM pacTBOpeHa ajMKBOTa 3KCTpakTa M3 Ipobbl Iepeln XxpoMaTorpaduyeckum
aHaJIM30M, CM>;

V3 — 06beM, B KOTOPOM pAcTBOpEHA HaBeCKa IPOOHI IIPY NPUIOTOBIEHUH IKCTPAKTa, CM>;

Vs — 06bEM AJIMKBOTHI 9KCTPAKTA U3 IIPOGHI, B3ATHIA I pa3sBeNeHHS, CM>;

m — Macca HaBecKU IpoOHl, T.

BbluMc/IeHUS TIPOBOMAAT O TPEThell 3Hayalleil LUpPHI.

PacxoxieHue MexIy pe3yJbTaTaMU JIBYX NapajUleJibHBIX OIpelieSieHWi (B MPOLIEHTaX OT CPEOHETO
3HaueHUsl), BLITIOJHEHHLIX B ONHOM J1aGopaTOpUU, HE JIOJKHO TIpEBHIIATH HOPMAaTUBA OIEPATUBHOTO
KOHTPOJIS1 CXONMMOCTH d, TipuBeicHHOTrO B Tabiulie 1 npu BepoaTHoctu P = 0,95. [1pu cobmonenuu 3Toro
VCJIOBHSI 32 OKOHYATE/IbHBIN PE3yJIbTaT UCIIbITAHNS TIPUHUMAIOT CpeHeap(hMeTHUeCKOe 3HAYEH UE PE3YJib-
TaTOB JIBYX Iapa/Ule/ibHBbIX OMpeAeieHNU X , OKpyIVIEHHOE 10 BTOpOH 3Hayalleil uugpsol.

PacxoxaeHue MexXny pe3yibTaTaMU JIByX MCIIbITAHUI (B IIPOLIEHTaX OT CPeMHEro 3HaYEHUST), BHITION-
HEHHBIX B IBYX J1a00OpaTOPUAX, HE JOJKHO NPEBbIIATh HOpMAaTHBa OIIEpaTUBHOTO KOHTPOJI BOCIIPOU3BO-
mumocTu D, puBeneHHOTo B Tabmuue 1 npu BepositHocTH P = (,95.

I'paHu11b1 OTHOCUTEIBHOM ITOTPEILHOCTY OTIpEe/IeHUA MAaCCOBOM 10/ OEH30MHOM U COPOUHOBOM KUC/IOT
+ 8, B IPOLIEHTAX OT pe3yjabTaTa UCOLITAHUSA, TIPU CODIIONEHUHN YCIIOBU, PErTIaMEHTUPOBAHHBIX HACTOSIIAM
CTAHIIAPTOM, TIPU BepoATHOCTH P = 0,95 He MOTKHBI IIpeBhIATh 3HAYCHMI, IPUBEACHHBIX B Ta0mmie 1.

Ta6numa 1 — MeTpoJOTUYECKUE XapaKTePUCTHKKA METONA OMpeaesicHus 6EH30MHOM W COpOMHOBOI KUCTIOT
HOpMaTHB OII€PaTUBHOIO o
Hopmarus oneparusHoro I'paHuOB! OTHOCHTENLHOM
Or]pe;[enﬂeMoe BELIECTBO KOHTPOJA
KOHTposist cxomumocty d, % norpeurHocty +8, %
Bocripoussogumoctu D, %
bBenzoiiHag kuciaora 6,5 11,4 8,0
Cop6uHoBas KuCIoTa 6,3 11,2 7,8
B IIPOTOKOJIE HCIIBITAaHUN PE3YIIbTAT UCIIBITAHUA TIPEACTABIAIOT B BUIIE
X+A wm ' P=0,95,
rme A — 3HaueHHe a0COMIOTHOM ITOrpellHOCTH OIIpeie/IeH s, pacCuuTaHHoe 1o ¢hopMyJie
A=0,018X. 4

9 KoHTPOJb TOYHOCTH Pe3yabTATOB MCHBITAHMIA

9.1 OnepaTuBHBIH KOHTPOJIb CXONUMOCTH PE3YJIbTATOB MCIbITAHUIA

OnepaTUBHBIN KOHTPOJIb CXONMMOCTY PE3YJLTATOB WCTILITAHWIL TIPOBOIST TIPU TIONMYYEHUH KasKIOTO
pesy/IbTaTa WCILITAHUA IyTEM CPaBHEHUS PACXOXIEHWS MEXAy pe3yjbTaTaMH IBYX TapajUlelbHBIX OIpe-
IeneHuil (B IpOLIEHTAX OT CPEaHEero 3HAYeHMs) ¢ HOPMATHBOM OIEPATHBHOIO KOHTPOJISA CXOIUMOCTH,
npuBeleHHBIM B Tabuie 1. [1pu npeBulllieHMH HOpMATHUBA OIIEPATUBHOI'O KOHTPOJIS CXOMUMOCTH HCIIbI-
TaHWe ITOBTOPSIOT. [1pU IMOBTOPHOM IIpeBHILLIEHUH YKA3aHHOTO HOPMATHBA BBISICHAIOT IIPUYMHEI, IIPHBO-
ISIIYe K HEYIOBIETBOPUTEIBHEIM pe3y/ibTaTaM, U YCTPAHSIOT HX.
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9.2 OnepaTuBHBI KOHTPOJIb BOCTIPOM3BOAMOCTH PE3YJIbTATOB HCIIITAHMIA

L1 KOHTPOIIS MCTIONB3YIOT peaibHbie IPoObl TIpoayKuny. Macca mpo6bl TOMKHA COOTBETCTBOBAThH
YIBOEHHOMY KOJIUYECTBY, HEOOGXOMUMOMY ISt TIpoBeieHUs ucTibiTaHusA. [1poby eIt Ha IBe paBHBIE YacTH,
KaXIylo U3 KOTOPBIX aHATU3UPYIOT pasHbIe OIepaTopbl B TOYHOM COOTBETCTBUU C OITUCAHHEM METOla,
BapbUpPYS CPENCTBA U3MEPEHUN U PEaKTUBBI.

Bocipon3BoAUMOCTb pe3y/IbTaTOB KOHTPOJIBHBIX UCIBITAHUH, a TAKXKe BOCIIPOU3BOIUMOCTD Pe3yiib-
TATOB HCITBITAHUN pabGoumx 1pol, IoMydyaeMBIX 3a TIEPUOI, B TeYEHHE KOTOPOTO YCJIOBMS IIPOBEIEHUS
WCIIBITAHUY TTPUHUMAIOT CTAOWIBHBIMY ¥ COOTBETCTBYIOIIUMY YCIIOBUSM IIPOBEIEHUS KOHTPOIBHEBIX KC-
TIBITAHUI, CUUTAIOT YIOBJICTBOPUTEIBHBIMU, €CIM PACXOXICHUE MEXIY pe3yJbTaTaMi KOHTPOJBHEIX HC-
MBITAHUK (B TIPOLIEHTAX OT CpeIHEro 3HAYeHWsI) He IIPEBbIIIaeT HOPMATHBA OIEPATUBHOIO KOHTPOJIA
BOCIIPOM3BOIMMOCTH, IIpuBeieHHOTO B Tabuuie 1. [1py rpeBbllIeHHN HOPMATHBA OIePAaTHBHOT'O KOHTPOJISI
BOCITPOM3BOIUMOCTU KOHTPOILHOE WUCIIBITAHME TIOBTOPSIOT. [1pH MOBTOPHOM IIPEBHIILIEHUN YKA3aHHOIO
HOPMAaTUBa BBISICHAIOT IIPUYMHBI, IPUBOIIINE K HEYIOBJICTBOPUTEIbHBIM pe3yJIbTaTaM, U YCTPaHSIOT UX.

9.3 OnepaTHBHBI KOHTPOJIb NOTPEIIHOCTH PE3YJILTATOR MCIBITAHHIA

OrnepaTUBHEIIL KOHTPOJIb TIOTPEIIHOCTH PE3Y/IbTATOB MCIBITAHUI OCYILECTBIISIOT METOIOM T00aBOK
C KCIIOJIb30BAaHUEM peaTbHBIX TIpo0 TpoAayKumu. Macca mpoObl JTOKHA COOTBETCTBOBATh YIBOEHHOMY
KOJTM4ECTBY, HEOOXOAUMOMY JUis IIpoBeleHus uctibiTaHus. [1po0y nesaT Ha nBe paBHBIE YacTH. B onHy U3
HUX TOOABJISIIOT OCHOBHEIE PACTBOPHI GEH 30 HOM U COPOUHOBOM KUCIOT, IPUTOTOBIEHHEIE TI0 6.4, B TAKUX
KOJIM4ECTBaX, YTOOBL oGaBKa cocranisiia 50 %—150 % ucxogHoro cofepxaHUs KOMIIOHEHTa B IIpode, HO
He IIpeBhIIIaa BepXHell TPaHUIIbl JUaTia30Ha OTIpeieSieHUs] MaCCOBOM JHOJIM KOMITOHEHTA ¢ YUYETOM I'PaHMI
[IOTPELIHOCTH oIpeaesieHus. O6e yacTu MpoOhl UCIIBLITHIBAIOT B TOYHOM COOTBETCTBHM € OIKMCAHKMEM METOMA.

Pe3ynbTaThl KOHTPOJIbHBIX UCITBITAHUHN ITPU3HAIOT YIOBIETBOPUTEILHEIMY, €CIM IIOTPELIHOCTD OIIpe-
JeJIeHUsT MAacCOBBIX Iojeil COpOMHOBON U GeH30MHON KUCIOT B H0GaBKe He IIpeBHILIIAET HOPMATHBA
OTePaTUBHOTO KOHTPOJISI TIOTPELIHOCTH, TO €CTh BBITIOJHAETCS YCIOBHE

[XH_X_CB[SI(L{’ 5)
rie X, — pesy/IbTaT UCIIBITAHUA TIPOGHI ¢ 106aBKoi, MIH!;

X — pe3yJIbTaT UCIILITAHUS TIPoOHl 6e3 BHeCeHUsT T00aBKU, MIH!;

¢, — BeTMUMHA TOOABKU, MIH ™,

K, — HopMaTuB OTlepaTHBHOTO KOHTPOJIS IorpelHocty, MiiH—!. TIpu npoBeneHuu BHyTpuiaGoparop-
Horo xoHTtpons (P = 0,90) sHauenue K, paccuuthBaior mo hopmyrie

K,=084 2 VX 24X 7, ©)
I[1pu nposeneHU BHEIUHEro KOHTPoJ (P = 0,95) 3HadeHue K, pacCYMTHIBAIOT 110 (hopMyrne
K= 2VX2+X 7, @

rae 8 — I'paHULbl OTHOCUTEIBHON IOTPEIIHOCTH OIPEAENCHNI MACCOBBIX NOJIEi COPOMHOBOM U OEH30M-
HOW KUCJIOT, yKa3zaHHble B Tabsuiie 1.
[Ipy mpeBbILLIEHUM HOpPMaTHBa OIE€PAaTUBHOIO KOHTPOJIA IOTPEIHOCTH IMPOBOAST MOBTOPHBIE KOH-
TPOJIbHBIE UCHBITAHUA. [IpM NOBTOPHOM IIPEBBHIIEHUM YKA3aHHOTO HOPMATHUBA BBISICHSIOT MPUYUHBIL,
NIPUBOIAILNE K HEYINOBJIETBOPUTEIbHBIM pe3y/ibTaTaM, U YCTPAHSIOT HX.

10 TpeboBanus 0e30macCHOCTH

10.1 Ycaosus GesonacHoro nposenenus pador

[Tpu pabGote ¢ XUMUYECKUMHU peaKTHUBAMU CJIeNlyeT cobmonaTh TpeGoBaHus 6€30MacHOCTH, YCTAHOB-
JIeHHBIE 1T paboT ¢ TOKCUYHBIMH, eMKUMH U JIeTKoBoCIUIaMeHsiomumucs Beliecrsamu o F'OCT 12.1.005
u T'OCT 12.1.007.

10.2 Tpebosanus K KBaTHQHKAIMH ONEPATOPOB

K BBbITIOTHEHUIO HCTILITAHUIM M 06paGoTKe pe3ysibTaToB AOIYCKAeTCsl MHXEeHep-XMMHK, TeXHUK WIU
JJaDOpaHT, UMEIOILUH BhICllee WIN CIieLHabHOe 00pa30BaHME, OIBIT pabOThl B XUMHUYECKOH 1abopaTOpUU
Y U3YYUBLIUI UHCTPYKIIUIO TIO IKCIUIyaTallMM XXUAKOCTHOro XpoMaTtorpada. [lepBoe npuMeHeHHe MeTona
B J1a0OPaTOPUX TOJIKHO IIPOBOAUTLCA 110 PYKOBOICTBOM CIIELIMAJIIICTA, BIAJICIOMIET0 TEOpUEN BLICOKO3(-
(heXTUBHOI XUIKOCTHON XpoMaTorpauy M UMEIOLET0o MPAKTUIECKUE HABBIKU B 3TOM 00J1acTH.

6
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MPUITIOXKXEHHUE A
(cripaBoyHoOE)

IlepeyeHp peKoMeHnayeMbix copOenTop mia BDXKX

Inertsil ODS-2
Lichrospher RP 18
Nucleosil C 18
Spherex C 18
Ultracarb ODS
Zorbax ODS

Vkazannele copbGeHTbl anpoOupoBaHbl U 0becrneunBaloT TpebyeMyio 3(pdekTUBHOCTL XpoMarorpadpuieckoro

pasnenieHusl.

Hannas nndopmauus He ABisgeTcsa pekiaMHoil noanepxkoii F'occramgaprom P@ ykazaHHBIX M3A€NHMI U B TO Xe
BpeMs HE UCKIIOYAET BO3ZMOXKHOCTh TIPUMEHEHUS APYTUX COPOEHTOB.

INPUJITOXEHHWE b
(cnpaBoyHOE)

Meronuka pacuera 3)peKTHBHOCTH XPOMATOrpa(pHIECKOii KOJIOHKH H CTENECHH
XpoMaTorpaguueckoro pasmeJeHHs

CreneHb xpomaTorpadguyeckoro pasuie-
JieHNs], BeIpaxkaeMylo koaddumeHToM pasze-
JieHUs K, paccuuThIBaIOT 110 hopMmyIie

k=_L (B.1)

W+ w,

raie L — paccrosiHMe MeXjay —BeplinHamu
TMUKOB, UCIIONIB3YEeMbIX [IJIS1 pacuera
K03 duIMeHTa pasneieHs, MM;

Wy, Wy — 3Ha4€HUsI IUPUHBI ITMKOB, MCITOJIb-
3yeMBIX 151 pacuera KoadpduumeH-
Ta pasfeyieHusl, Ha IIOJIOBUHE HX
BBICOTHI, MM.

S dexTBHOCTL XpOoMaTOrpaduuecKoil
KOJIOHKHM, BbIpaxaemylo uucioMm 3¢h¢eKTuB-
HbIX TEOPETUYECKUX TapeaoK N, paccunThiBa-
10T 110 popmyne

Pucynok b.1 — IlapameTpsl, XapakTepusylolirie xpomarorpadu-
YECKOE pasicjicHue

2
N=5541 (b2)
w

rae / — paccTOsIHWE OT NMUKa BelleCTBa, HE YAEPKHMBAaeMOro KOJOHKOM (BO3MYIIEHHUS Ha XpOMAaTOrpaMMe, Bbl3BaH -
HOTO pazINyMsAMU B COCTaBaX MOABUXHON ¢a3el W pacTBOpUTENs MpPoOHI), 10 THKA, UCHONb3YEMOTO IIf

pacuetra 3pdekTMBHOCTH, MM

W — LIMpHYHA NUKa, UCNOJIb3yeMOro A pacuera 3¢ deKTUBHOCTH, Ha IOJIOBUHE BBLICOTHI, MM.
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[MTPUJTIOXKXEHUE B
(cripaBOYHOE)

TumoBbIe XpOMATOTPAMMEI OnIpeeeHns A COPOMHOBOM U OEH30iHOM KMCJIOT B MPOAYKTAX
nepepaboTKH IJIOAOB U OBomeit

Pucynok B.1 — XpoMaTorpaMma TOMaTHOroO
KETYyIia, He CoAepXKallero COpGuHOBOM
1 GEH30MHON KUCIOT

2
A\

=

N

-

1 — BeHzoiiHas kucioTa (BHeceHo 430 MJ1H7]);
2 — copbunoBast Kuciora (BHeceHo 370 MiH 1)

Pucynok B.2 — XpomaTorpaMma TOMaTHOTO

KeTyyrna
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2
A

/_x

] — GensoiHas kuciora (BHeceHo 430 man '),
2— cop6uHoBas Kucnora (BHeceHo 370 Man ')

Pucynok B.3 — Xpomarorpamma rpeiirn-
dbpyToBoro coka, He coepxKallero cop6GruHOBON
1 GEH30UHON KUCIOT

Pucynok B.4 — Xpomarorpamma rpeiindpyroBoro
coKa
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10

IMPUJIOXEHHUE I'
(cnpaBo4HOE)

Bubnuorpadpusa

4-13329—81 [lo3aTopbl NUMETOYHbIE

-09-06-1092—83 AreToHUTpMIT AJs1 KUIKOCTHOM XpoMaTorpaduu
-09-5497—91 AUeTOHUTPWII YMCTBIN U1 aHaNIU3a
-09-08-983—75 Kanuii copbar

-14-358—76 Kucnora cop6uHoBas

-09-2785—78 Harpuii 6enszoar

[ Ne o e e e
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