TOCCTAHJAPT POCCHU

A BOCTOYHO-CUBMPCKUI HAYYHO-UCCJEIOBATEJIBCKUI HHCTUTYT
* ®U3UKO-TEXHUYECKHUX M PAJMOTEXHUYECKHX U3MEPEHHIA

CBUIETEJIbCTBO
00 arrectaimu MBU
Ne 03 - 2002

Mertonuka BBIOJHEHUS HW3MEPEHUNM MaCcCOBOM KOHILEHTPALMHU KHUPOPACTBOPUMBIX
BUTaMHUHOB B pacTBOpax, paszpaboTtaHHas JlumHomornueckum wuHctuTyToM CO PAH wn
npencraBienHas B pekomennanuu "I'CHU. MACCOBASA KOHIEHTPALUA
KUPOPACTBOPUMBIX BUTAMHUHOB B PACTBOPAX. MBHU METOAOM
BBLICOKOD®®EKTUBHON XKUJAKOCTHOU XPOMATOTPA®UUN" arrecToBana B
cootBeTcTBUM ¢ ['OCT P8.563-96. ATtrecranus mpoBeleHa MO pe3yJibTaTaM METPOJIOTHYECKOM
AKCIEPTU3bl HA3BAHHOTO JOKYMEHTA U aHAJIW3a MOTPEIIHOCTEN U3MEPEHUI.

B pesynbrare skcnepTU3bl YCTaHOBIEHO, YTO METOJAMKA COOTBETCTBYET MPEABIBISIEMbIM K
Hel TpeOoBaHUAM U 00JIa/1aeT CIEAYIOIKUMU METPOIOITMUYECKUMHU XapaKTepUCTUKaAMHU:

- OOBEKT U3MEPEHUS - PACTBOPHI JKUPOPACTBOPUMBIX BUTAMHHOB;

- U3mepsiemMas BeIMUMHA - MAaCCOBBIE KOHIIEHTPALIMU BUTAaMUHOB A, D3, E B pacTBoOpax;

- JlnanazoHbl ©3MEPEHHsI MACCOBBIX KOHIIEHTpaluii BuTaMuHoB: 4 - 0,002 + 0,5 1/7,

D3 -0,006 =+ 3,0 r/m,
E-0,08 + 50 /.
- OTHOCHTENIBbHAS TTOTPELTHOCTh U3MEPEHH MaCCOBOM KOHIIEHTpauuu - He 6omnee + 10 %.
ATTecTOoBaHHAsI METOJ/IMKA BBIMIOJHCHHS U3MEPCHUN MOXKET HUCIIOIB30BaThCs B chepax,

MOJUIEKAIINX FOCYJapCTBEHHOMY METPOJIOIMYECKOMY KOHTPOJIIIO ¥ Ha30py .
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1. PABPABOTAHA
JlumuonornueckuM nHCTUTYTOM CHbUpckoro otnenenus PAH

Hupekrop M.A.I'paueB
3aBeAy IO OTIEIOM I'.'1.Bapam

I'maBHEIN cienUaInCcT I'.A.®enoposa

2. ATTECTOBAHA

BocTtouno-CubupckuM Hay4qHO-HCCIEI0BATEIbCKUM HHCTUTYTOM (H3UKO-TEXHUYECKUX
Y PaJUOTEXHUYECKUX U3MEPECHUN

CsunerenbctBo 00 arrecrarmu MBU Ne03-2002 ot 25 nrons 2002 r.

3. BAPETUCTPUPOBAHA



Hacrtodamass pekoMeHJanus YCTAHAaBIMBACT METOAMKY BBIIIOJIHEHUS HW3MEPEHUN
MacCOBON KOHIIEHTpALMH KUPOPACTBOPUMBIX BUTAMHUHOB A, E u D3 B CHUPTOBBIX PacTBOpax
METOAOM BBICOKOA((HEKTUBHOM >KUIKOCTHOW Xpomarorpaduu B AMAna3oHax, MPUBEJCHHBIX B

tabnure 1.
Taonuma 1
Buramnn Jlnama3oH n3MepsieMbIX KOHIICHTPAITHH, T/J1
A 0,002-0,5
Ds 0,006-3,0
E 0,08-50,0

Metonuka atrectoBana B cootBeTctBuU ¢ ['OCT P 8.563-95 Boctouno-Cubupckum
Hay4HO-UCCIIEJOBATEIbCKUM WHCTUTYTOM (U3HKO-TEXHUYECKUX W PaTUOTEXHHYECKUX H3Me-

peHui.

CsunerenbctBo 00 arrecranuu Ne 03-2002 ot 25 uroist 2002 r.

1. HopMbI IOrpetiHoOCTH U3MEPEeHUH
Metoanka obecrieunBaeT BHIOJHEHHE H3MEPEHHUH C MOTPEITHOCTHIO, HE MPEBBIIIAIONICH

10 %.

2. CpeacTBa n3mMepeHmii, BCIOMOraTe/ibHbIe YCTPOICTBA, PEAKTHBBI 1 MATEPHAJIbI

2.1. CpencrBa u3MepeHuit

XKunkoctusrit xpomarorpad "Mumuxpom A-02" ¢ KOTOHKOH TV 25-7405.0040-95
&2x75 MM, ynakoBanHoi copbenTom Hykneocun 100-5 C18
Beck ananutnueckue Capropuyc BP-2218S, knmace Tounoctu 1 I'OCT 24104-88

MexaHn4yecKkrue MUKPOI03aTOPBI IEPEMEHHOTO 00heMa BIOHIT PROLINE,
2-20; 20-200; 200-1000; 1000-5000 Mk OUHITSTHIHS

Kon6s1 MmepHBIe 00beMOM 50 Mt I'OCT 1770-74
CrangapTHbie BelIECTBA TPOU3BOJICTBA Howmep no katanory

SIGMA-ALDRICH Chemie, ['epmanusi, conepkanue ocHoBHoro  SIGMA, 1999 r

BemiecTBa 98%

o-Tokodepona anerat (ButamMuH E) T 3376
Perunona anerar (Butamus 4) V 7763
Xonekanbuudepon (ButTamuH Dj3) C 1357

2.2. BcrioMorarenbHbIe yCTPOCTBA
Kon0b1 konnueckue oobemom 10 u 100 M I'OCT 25336-82
CymmibHeni mkad 1adbopaTOpHBIA I'OCT 13474-79
XonoaunbHUK OBITOBOM ¢ MOPO3UIBHON KaMepon

2.3. PeakTuBsI

Aneronutpui g BOXX, "copr 0 mm 1" "Kpuoxpom", C.-IlerepOypr

Bopa nuctunnpoBanHas

I'OCT 6709-77

2,6-mu-mpem-0yTiin-napa-xkpe3on (0yrtunokcutonyon, BOT)  "Sigma", I'epmanus

MeTtunoBslii CivpT, X4
Kucnora cepnas, xu

I'OCT 6995-77
I'OCT 4204-77

Kanwuii 1ByXpoMOBOKHCIBIN (OuXpoMaT), X4 I'OCT 4220-75

H[)I/IMG‘IaHI/Iei I[OHyCKaeTCSI HCIIOJIb30BAaHUEC CpPCACTB H3Mep6HHﬁ, OGOpy,Z[OBaHI/IH, MarepuaioB H
PEAKTUBOB, OTIIMYAOIINXCA OT YKAa3aHHBIX B IIEPECUYHEC, HO HC YCTYIAOUINX UM I10 XapaKTCPUCTUKAM.
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3. MeToa usmepeHust

N3mepenuss maccoBOM KOHILIEHTpALlMM KUPOPACTBOPUMBIX BUTaMUHOB A4, £ u D; B
CIUPTOBBIX PACTBOpPaX BBIMOJIHAIOT METOAOM BBICOKOI(DPEKTUBHON KUIKOCTHOH XpOoMaTo-
rpadun Ha xpomaTorpage "Munuxpom A-02".

Hccnenyemblii pacTBOp Iepesa MpPOBEACHHEM Xpomarorpaduieckoro aHajld3a LEHTpU-
byrupytor win QQUIBTPYIOT IS yAAlCHUS MEXaHHYECKHMX MpHUMecel, 3aTeM BBOJIAT B
xpomartorpad, T/ie BATAMUHBI Pa3CIISIIOTCS Ha KOJIOHKE ¢ oOpamieHHo-ha3HpiM copoeHTom C18.
XpomaTorpaMMbl 3alKMCHIBAIOT OAHOBPEMEHHO Ha 6 ayMHax BoOJH - 260, 270, 280, 290, 300 u
320 um. [Ipumep nosryyaeMoi xpomMaTorpamMmmel mpuBeieH B [Ipunoxenun 1.

[lepen BBIMONHEHHEM U3MEPEHHI XpomaTorpad TrpagyupyrOT IO TpaaydpOBOYHBIM
pacTBOpaM, IPUTOTOBJIEHHBIM M3 CTaHIAPTHBIX BELIECTB MO M.7.4, /Ui pacyeTa CIEeKTPaIbHbIX
OTHONIICHUNW W MJi1 YCTAaHOBJICHHSI 3aBUCUMOCTH MEXAYy KOHIICHTPAIUSIMHU OIpPEAeNsieMbIX
BUTAaMUHOB U IJIOLIAASIMU UX MUKOB IPU COOTBETCTBYIOLIEH JJIMHE BOJIHBI.

JlvHa BOJIHBI OMpeieieHus TSl KaKI0T0 U3 BUTAMHHOB MIPHUBEICHA B TabmuIe 2.

Tabmmma 2
Butamun JImuHa BOJIHBI ONpeesIeHUs, HM
A 320
D; 260
E 290

[Ipn mnpoBeneHMH W3MEPEHHMM IIOJYYEHHBIE BEJIWYMHBI CIEKTPAJIBHBIX OTHOLICHHUU
UCTIONIB3YIOT Ui WACHTU(UKAIIMM BUTAMHUHOB Ha XpOMaTorpaMMmax HCClIeAyeMbIX 00pasloB, a
IPaJlyMpOBOYHBIE XAapAKTEPUCTHKU - JJI pacyeTa MACCOBBIX KOHIIEHTpAlUld BUTAMUHOB I10
IJIOLIASAM UX ITUKOB.

4. TpeOoBanusi 6€30MACHOCTH

[Ipy BBIMONHEHWM W3MEPEHHH 10 HACTOSIIEH METOIUKE COONIONAIOT TpPeOOBaHHS
0€3011aCHOCTH, PErylaMeHTHPOBAaHHbIE!
—  PYKOBOJICTBOM IO 3KCIUTyaTanuu xpomaTtorpada "Mumuxpom A-02";
— MHCTPYKUUSAMM TNPEINpPUATUS N0 TEXHUKE OE30MacHOCTH IO BBINOJHSAEMBIM BUAAM paloT

(paboTa ¢ KOHLIEHTPUPOBAHHBIMU KHUCIIOTaMHU, METAHOJIOM, 3JIEKTPOOOOPYOBAHUEM );

Bce neiictBust ¢ kucinoTramMu, pabOThl IO OYMCTKE PEAKTUBOB, JOJDKHBI MPOBOAMUTHCS B

BBITSDKHOM ILKaQy.

5. TpeOoBanus K KBaau(puKaum oneparopa
K BbInmonHeHuto n3mepeHuit 1 00paboTke UX pe3ysIbTaTOB AOIYCKAIOTCS JIMLA, UMEIOLIHe
KBaJTM(HUKAINIO HE HIDKE Ja0OpaHTa-XMMHKA, HABBIKM W ONBIT PAaOOTHI B XHUMHUYECKOU
nabopaTopuu, npoleamue o0yuyeHre XxpoMaTorpaguueckuM MeTofaM aHajiu3a, CTaXUPOBKY Ha
xpomatorpade "Munuxpom A-02" 1 U3yUyuBIINE HACTOSILYIO METOUKY .

6. YcJ10BUsI BBITIOJTHEHUSI H3MEpPeHU

[Tpu BBIOTHEHUH U3MEPEHUIT COOIIOAAIOT CIIEAYIOIIHNE YCIOBHUS:
— Temrmeparypa Bozayxa ot 15 no 35°C;
— arMocdepnoe nasienne 84-107 klla (630-800 MM pT.cT);
— OTHOCHTEJIbHAsI BIaXKHOCTh Bo3ayxa oT 30 no 80%:;
— HampspKeHHE MEPEeMEHHOT0 TOKa, MATAroIero xpomatorpad (220+£22) B;

4acToTa MUTAOIICH ceTn xpomarorpada (50£1) I'm.

Mecto ycTaHOBKM Xpomarorpada AODKHO OBITh yNAJI€HO OT HMCTOYHUKOB TEIUla U
OpsSMBIX IIOTOKOB BO34yXa (CKBO3HSKOB), BO BpEMs IIPOBEACHUS aHAIU30B JOJKHA OBITh
UCKJIIOUEHa BO3MOKHOCTH IOMAIaHus IPSIMOTO COJTHEYHOTO CBETa Ha XpoMarorpad.



-5-

7. I1oAroTOBKA K BBINOJHEHHIO H3MepeHHl

7.1. Ilepen BBINOJHEHUEM U3MEPEHUH 10 HACTOSIIEW METOAMKE MPOBOIAT CIEIYIOIINE
paboTHI: MOATOTOBKY (OYHMCTKY) MOCYbI, PACTBOPHUTENICH U PEaKTHUBOB; MMPUTOTOBIICHNE PaO0UnX
pPacTBOPOB; MPUTOTOBJICHUE PACTBOPOB JIsl TPAlyMPOBKH; IPaIyHUPOBKY Xpomarorpada.

7.2. [logroroBka mocyasl. Mcrnonb3yemMyro MpU aHaIu3€ CTEKISHHYIO MOCYIy MOIOT,
IIOCJIEIOBATEIbHO OIIOJIACKUBAIOT XPOMOBOM CMECBIO, BOJOIPOBOJHOM, IHUCTUJUIMPOBAHHOU
BONOM M cymaT B cymmiabHOM mikady mpu Temmeparype 120-150°C. ToaunponuiaeHOBbIE
HAaKOHEYHMKH JUIs J03aTOPOB 00padaThIBAIOT aHAJIOTMYHBIM O0pa3oM M CylIaT B CYIIMJIBHOM
wkady npu remneparype 60°C.

7.3. IlpurotoBieHue paboynx pacTBOPOB

7.3.1. Pacmeop oOymunoxcumonyona 6 memawnone, 0,1%, no macce. B mepHyio konOy
obvemom 50 mi 6epyTt HaBecky 0,04+0,001 Mr OyTHIOKCHUTOIYOJA, pACTBOPSAIOT B TIOJIOBUHHOM
o0beMe METaHOJIA U AOBOAST 1O METKH METAHOJIOM. XPaHAT B XOJIOJAUIbHUKE.

7.3.2. Pacmeop 6ymunoxcumonyona ¢ memanone, 0,001%, no macce. B MepHy1o Koi0y
o0bemMoM 100 M1 ¢ MOMOIIBI0O MEXaHMYECKOTO J03aTopa IMOMEIIalT 1 mul pacTBopa OyTHII-
OKCHUTOJIyOJIa B METaHOJIe, MPUTOTOBJIEHHOrO Mo 1.7.3.1, ¥ JOBOAAT A0 METKM METAHOJIOM.
XpaHsAT B XOJIOAWIBHUKE.

7.4. IlpuroToBiaeHue rpayMpOBOYHbBIX PACTBOPOB

7.4.1. Ucxoonwiii pacmeop eumamuna A 0ns epadyuposexu, 1,0 2/1. B KOHHIECKYIO KOJIOY
oovemom 10 mn 6epyT HaBecky 0,010 + 0,001 r peTuHON-anIeTaTa, ¥ C MOMOIIBI0 MEXAHUYECKOTO
no3aropa J00aBISIOT TakoW O0bEM MeETaHoJa, MPUTOTOBIEHHOTO Mo 11.7.3.2, dYTOOBI
KOHIIEHTpalUsl peTHHoJ-anerara B pactBope cocrtaBuia 1,0 r/m. O0beM MeTaHOna paccyu-
TBHIBAIOT 110 (hopmyJie

v =10002 | rre
C

V- 06beM MeTaHoIa, MIT; m - Macca HaBeckH, T; C - KOHIIGHTpAIHs pacTBopa, /.
PactBop XpaHAT B MOPO3WIILHOM KaMepe He Oojiee 2-X Heleb.

7.4.2. Hcxoounwtii pacmeop sumamuna E onsa epadyuposku, 50 2/1. B KOHHYECKYIO KOJIOY
oovemom 10 mim 6epyT HaBecky 0,500+0,005 r o-Tokodepomn-amerata U ¢ OMOIIBIO MEXaHHU-
YECKOro J03aTopa 00aBIsIOT TakOoW 0O0bEM METaHOJa, MPUTOTOBIECHHOIO Mo 1.7.3.2, 4ToObI
KOHIIEHTpaIus o-Tokodepon-anerara B pactBope coctaBmia 50 r/i1. O6beM MeTaHosIa paccyu-
THIBAIOT 10 opMmyre, Kak B 1.7.4.1. PacTBOop XpaHAT B MOpPO3WIBHOW Kamepe He Ooiiee 2-X
HEZEIb.

7.4.3. Ucxoonwvui pacmeop eumamuna D3 ons epadyuposku, 1 2/1. B KOHUYECKYIO KOJIOY
oovemom 10 mn GepyT Haecky 0,010 +0,001 r Buramuna D; U ¢ TOMOIIBIO MEXaHHUYECKOTO
no3aTtopa J00aBISIOT TakoW O0O0bEM METaHOJa, MPUTOTOBIEHHOTO MO T11.7.3.2, dTOOBI
KOHIIEHTpaus ButamuHa D3 B pactBope coctaBuia 1,0 r/n. O6beM MeTaHoNla PacCUUTHIBAIOT
o ¢popmysie, Kak B 11.7.4.1. PacTBop XpaHsAT B MOPO3WIBHON Kamepe He 0oJiee 2-X Heeb.

7.4.4. ['onosnoti  pacmeop  HCUPOPACMBOPUMbBIX — BUMAMUHOE — Old  2PAOVUPOBKU,
cooepaxcawuti 0,5 2/n sumamuna A, 0,2 2/n eumamuna D3, 10 e/n eumamuna E. B koHU4ECKy10
K0JIOYy 06beMoM 10 MJI C MOMOIIBI0 MEXaHUYECKOTO /103aTOpPa BHOCAT 5 MJI UCXOJIHOTO pacTBOpa
BUTaMHHA A JUIs TPaIyHUpOBKH ¢ KOHIeHTpamuen 1.0 r/n, mpurotosnenHoro no m. 7.4.1, 2 mnu
MCXOJHOTO pacTBopa BuTaMuHa E 11 TpagyupoBKu ¢ KOHIEHTpanuei 50 r/1, IpUuroToBICHHOTO
no . 7.4.2, 2 M pacTBopa BUTaMuHa D3 ¢ KOHILIEHTpaIyen 1 1/, mpuroToBiieHHOTO 110 1. 7.4.3 1
1 M3 MeTaHoJIa, IPUTOTOBJIEHHOTO 10 11.7.3.2. '0TOBAT Nepe]l UCII0Ib30BAHUEM.

7.4.5. Pabouue pacmeopul HCUpopacmeopumvlx UMAamMunos ojis epadyuposku. Padoune
pacTBOpBI  KUPOPACTBOPUMBIX BHUTAaMUHOB ISl TPAaJyHpPOBKH Xpomarorpada TOTOBIT B
KOHUYECKHX KoJI0ax BMeCTUMOCThbIO 10 mi. [[yist 3TOro B Kaxayr Koja0y ¢ MOMOIIbI0 MeXa-
HUYECKOT0 J103aTOpa BHOCST TOJOBHOM PacTBOP AJIsl TPAyHpPOBKUA U METAHOJI, IPUTOTOBICHHBIN
no 1n.7.3.2 B coorBercTBUM ¢ Tabnmuei 3. B kadecTBe rpagynpoBouHOro pactopa Ne 1
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UCIOJIB3YIOT TOJIOBHOM pacTBOpP AJis IPaIyUpPOBKHU.

Tabmuna 3
Howmep pabouero pactBopa Jijisi rpayupOBKH 1 2 3
O06BEeM TOJT0BHOTO pacTBOpA JJI TPAYUPOBKU, M 2 1
O0BeM MeTaHOJ1a, MIT 2 3
Konunenrpanus surtamuna B | Buramun 4 05 | 0.25 [0.125
pabouem pacTBope 1Jis Buramun D; 0.2 | 0.1 |0.05
IpajlypOBKH, /11 Buramun £ 10 5 125

7.5. I'paxyupoBka xpomarorpada

7.5.1. I'pamynpoBOYHYIO0 XapaKTEPUCTUKY YCTAaHABIMBAIOT MO pabOYMM pacTBOpaM st
IrpafyupOBKHU, IPUTOTOBJICHHBIX 110 11.7.5.5 [JIA )KUPOPACTBOPUMBIX BUTAMUHOB.

7.5.2. Ins  kaxmoro paboyero pacTtBopa UIsA TPaayHpOBKH TMPOBOAAT IO JBa
napajuleJbHBIX onpeaeneHus no m. 8.1.1.

7.5.3. Kaxxnyro xpomatorpammy oOpabaThlBalOT B COOTBETCTBUHM C KOMITBIOTEPHOMN
IIPOrpaMMOii, OIIPEEIIsAsl BpEMEHA YAEPKUBAHUS, CIIEKTPaIbHbIE OTHOLICHHUS U IUIOIIA U TTMKOB.

7.5.4. PaccunThIBAIOT CpE/IHEE 3HAUYCHHE TUIOIIAIN MMUKA JIJIs KaXKA0W KOHLIEHTPALUH.

7.5.5. DKcniepyuMeHTalbHbIE JTaHHBbIE 00pabaThIBalOT B COOTBETCTBUHM C MPOTrpaMMOil U
PACCUMTBHIBAIOT YPAaBHEHHUE IPAlyMPOBOYHOM 3aBUCUMOCTH B BUJIC

S, =4 +BC,,rne

rae S,- Iomanb NMKa BUTAaMUHA B YCJIOBHBIX eaumHunax; C,- KOHLEHTpalus COOTBET-
CTBYIOILIETO BUTAMUHA B IPa{yHPOBOYHOM PACTBOPE, I/11; A, B, - k03(h(HUIMEHTHI perpeccun.

PaccunthiBatoT k03 punneHT kopemwsuuu. B ciyuae, ecian Ko3pGUIMEHT KOPEIUISIUU T
menbiie 0,92, BBUICHSIOT NPUYMHBI, NPUBOJSIINE K HEYJOBICTBOPHTEIBHBIM pe3yibTaTaM,
YCTPaHSAIOT UX U MOBTOPSIOT SKCIIEPUMEHT.

8. Boino/siHeHue H3MepeHui
8.1. Onpenenenne MacCcOBOM KOHUEHTPALMHU KUPOPACTBOPUMBIX BUTAMUHOB A, £ 1 D3 B
IpeBapUTENIbHO MPO(QUIBTPOBAHHOM HCCIEIYEMOM pacTBOPE BBIMOJHSIOT — CIEAYIOIUM
obpa3zom:
8.1.1. 2 MK HiCCIIeTyeMOTro pacTBOpa BBOAT B MOATOTOBJICHHBIN K pa00TE KUIKOCTHBIN
xpomarorpad M 3alHMChIBAIOT XpOMATOTPAMMY B CIEAYIOIIUX YCIOBUAX:

OmmoeHT A: JuctriimupoBaHHas BOJa

OmtoeHT b: MeCN

I'paguent 90% b - 5,5 mun; ot 90 10 100% b 3a 6,5 mun; 100% b - 5 Mmun
Ckopocts ofiaun aroeHTa: 100 MKi1/MuH.

[Ipeanpoba DIoeHT A

O06beM mpeanpoos! 5 MK

JImiHBI BOJTH A€TEKTOpa: 260, 270, 280, 290, 300 u 320 aM.

Bpewms unTerpupoBaHus: 0,34 c.

Temmepatypa: 35°C

8.1.2. [IpoBoasT naeHTU(UKALNIO XpOMaTOrpa@UuecKUX MUKOB MO 1.8.2.

8.1.3. B cny4yae TONOXHUTEIBHOTO pe3yibTaTa HWACHTH(PHKAIUKA TpyOO OICHUBAIOT
KOHIIEHTPAIUIO BUTAMUHOB 4, E 1 D; B icclieyeMoOM pacTBOpeE.

MaccoBasi KOHLEHTpalusi BUTAMUHOB A, D3 1 E B UCCIIEyeMOM pacTBOpE HE JI0JKHA
npesbiiath 0,5 v/ nns Buramuna 4 w/unu 3 r/n ansg Butamuaa Dz, w/unu 50 1/1 17151 BUTaMUHA
E. B ciyyae mnpeBblllIeHHS pacTBOpP C TOMOIIBIO MEXAaHHMYECKOro Jo3aTopa pa30aBisiioT
MeranosioM ¢ BOT, npuroToBneHHbIM 1O 11.7.3.2 B paCCUUTAHHOE KOJMYECTBO Pa3 U MPOBOIAT
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xpomaTorpaduueckuii aHanu3 paz0aBiIeHHOro pacTBopa. Eciam MaccoBas KOHUEHTpauus
BUTaMUHOB A, D; u E B uccrnegyemom pactBope Hrke, yem 0,005 r/n mist ButamuHa A w/vnu
0,002 r/n ana Butamuna D;, w/wnm 0,2 /11 qis BuTamMuHa £, 00beM BBOAMMOM B XpomaTtorpad
poObl HEOOXOAUMO YBEIUYHTH 10 10 MKJI.

8.2. UnenTudukanuo MHUKOB XpOMATOTPaMMBI HCCIIEIyEMOTO pacTBOpa MPOBOIST
CpPaBHEHHMEM C XpOMATOrpaMMOil pabodero pacTtBopa s TPaTyHpPOBKU MO JIBYM MapameTpam:
BPEMEHH YACPKUBAHUS U CIIEKTPAIbHOMY OTHOILIEHUIO R.

8.2.1. Ecnu BpemeHa yiep>KMBaHUs U CIIEKTPAJIbHBIE OTHOLIEHUS MIUKOB XpOMATOTPaMMBbI
MCCJIEAYEMOr0 pacTBOpa COBNAAAIOT B Mpejeax 1omyckaeMbix oTkiioHeHun (AR<0,05, Atz<3%)
C BpEeMEHaMH YAEpKUBaHHUS U CIEKTPATbHBIMU OTHOILIECHUSIMU COOTBETCTBYIOIIMX MM ITUKOB
XpoMaTOrpaMMbl ~ pacTBOpa Ui TPagyHpPOBKH, pe3yiabTaT UIACHTHU(PHUKAIUU CUUTAIOT
MOJIO’KUTENbHBIM.

8.2.2. Ecniu cnekTpajbHble OTHOUIEHMSI COBMAJAIOT B Mpefesiax JOIyCcKaeMoro
OTKJIOHEHHMS, @ pa3HUIla BPEMEH yJIep’KUBAaHUS MUKOB XpOMATOIPaMMbl UCCIIETyEMOI'0 pacTBopa
U XpOMATOrpaMMBbl pacTBOpa AJIs TPAaTyHPOBKU OOJBIIE TOMYCKAEMOTO OTKIOHEHHS, MPOBOJIST
XpoMaTorpauuecKkuii aHajau3 COOTBETCTBYIOIIEIO pacTBOpa s rpaayupoBku 1o m.8.1.1 u
CpPaBHHMBAIOT BpEMeHa yAepKUBaHUs. B ciyuae coBmajieHus B JaJIbHEUIIEM UCIOIB3YIOT HOBYIO
XpoMmaTorpaMMy B KauecTBe 0Opasla.

B cnyuae mMOBTOpPHOTO HECOBMAJCHHS BpPEMEH YJEPKHUBAaHUS HCHOIB3YIOT METO]]
n00aBOK, JJII 4Yero K HCCIEeIyeMOMY pacTBOpY MAOOaBISIIOT HM3BECTHbIE KOJMYECTBA
OTIpe/IeNIIEMbIX BUTAMUHOB C KOHIIEHTpallMel, CPaBHUMOMN C KOHIIEHTpaluel "COMHUTENbHBIX"
MUKOB ¥ aHAJTU3UPYIOT B TOYHOM COOTBETCTBUHU C POMUCHIO0 METOIUKHU.

Eciu na xpomarorpamme mpoObl ¢ J00aBKOHM IUIOMIAAM '"COMHHUTENBHBIX" TTHKOB
YBEJIMUWINCh HA BEJIWYUHY, COOTBETCTBYIOLIYIO BEJIMYMHE MO00ABKH, 3TH MUKH OTHOCATCS K
oTpeeNieMbIM KOMIIOHEHTAM.

Ecmm ma xpomarorpamme mpoObl ¢ 100aBKOW Hapsiay C "COMHHUTEIBHBIMU' TMHKaAMU
MPUCYTCTBYIOT MHKHU, BPEMEHA YICPKUBAHUS U CIIEKTPAIbHBIE OTHOIICHUS KOTOPHIX COBIAIAIOT
C COOTBETCTBYIOUIMMH MapaMeTpamM JOOAaBICHHBIX KOMIIOHEHTOB, COMHMTEIbHbIE MHKU HE
OTHOCSITCS K ONPEACTsieMbIM KOMIIOHEHTAM.

8.2.3. Ecniu BpeMeHa yAEp>KMBAHHS COOTBETCTBYIOIIMX MHKOB XPOMaTOTPaMMBbI
HCCJIElyeMOT0 pacTBOpa U XpoOMaTOrpaMMBI pacTBOpa JJIs TPAAYHUPOBKHU COBMAIAIOT B Ipeeiax
JIOTTyCKaeMOro OTKJIOHEHHS, a pa3HULA CHEKTPAJbHBIX OTHOIIEHUH OOJbIIe J0IMyCKaeMoro
OTKJIOHEHHUSI, HACTOSIIIAsl METOIMKA HEMPUMEHUMA K JTAaHHOMY 00pasily.

9. O0padoTKa pe3yjibTATOB U3MePEHUIl
9.1. O6paboTKy pe3ynbTaTOB U3MEPEHUM MPOBOJST B COOTBETCTBHM C MHCTPYKIIMEH IO
AKCIUTyaTallii K KOMIIbIOTEPHOM MporpaMme.
9.2. MaccoBy0 KOHIIEHTpAllMI0 BUTAaMHHA B PACTBOPE PACCUMTHIBAIOT IO COOTBET-
CTIBYIOLIEMY I'PalyHpPOBOYHOMY YPaBHEHUIO.
9.3. JlonmycTUMOE pacxoKICHUE MEXIY pe3yJibTaTaMU ABYX MapaJICIbHbIX U3MEPEHUH
HE JIOJDKHO TMPEBBIIIATh HOPMATUB d, IPUBEICHHBIN B Ta0IUIE 4.

Tabmuma 4
Homyckaemoe pacxoxxieHue d, Hosepurenbubiit unTEpBai AC,
Brrawiy % (0:=0,05, n=2) % (P=0,95, n=2)
. S
E 3 10
D3

Ecimm ‘Ci’l — Ci,z‘ <d , pe3ynbTaThl U3BMEPECHHS YCPEAHSIOT:
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— C,+C,
il i,2
C =—t_2
2
B Cnyqae HpeBLIHJeHI/Iﬂ HOpMaTI/IBa d 3KCHepI/IMeHT HOBTOpﬂIOT. HpI/I HOBTOpHOM

MPEBBIIICHAH yKAa3aHHOTO HOPMATHBA BBISICHSIOT NMPUYUHBI, MPUBOMSIINE K HEYJIOBIIETBOPU-
TEJbHBIM pe3yJIbTaTaM aHaIN3a, YCTPAHSIOT UX U MOBTOPSIOT HKCIIEPUMEHT.

10. Opopmienne pe3y1bTaTOB aHAJIN3A
PesynbraT u3mepennii opopMIISIIOT 3aKCHIO B )KypHAJIE U BBIAAIOT B BUJIE

C(eln)=C+AC
rae AC- noBepuTEeNbHBIM MHTEPBAJI, YKa3aHHBIN B TaOnHIE 4.

11. KoHTpPOJIb TOYHOCTH H3MEpPEeHU

11.1. OnepaTuBHBIN KOHTPOJIb CXOJAUMOCTH.

OnepaTUBHBIM KOHTPOJIb CXOJUMOCTH OCYLIECTBISIOT IIOCTOSHHO IyTEM OLIEHKH
pacxoXkIeHUs NapajuIeIbHBIX Pe3yIbTaToOB 10 11.9.3.

11.0.2. OnepaTuBHBIN KOHTPOJIb TOUHOCTH

OnepaTHBHBII KOHTPOJIb TOYHOCTH OCYIIECTBIIAIOT | pa3 B Mecsl METOAOM 100aBOK, JIs
4ero K HCCIEAYeMOMY pacTBOpy JOOABISIFOT H3BECTHBIE KOJUYECTBA OMNPEAEISAEMbIX
KOMIIOHEHTOB M aHAJU3UPYIOT B TOYHOM COOTBETCTBHUHU C IIPONUCHIO0 METOIUKH.

Pe3ynbTaThl CUMTAIOT YIOBJIETBOPUTEIBHBIMHU, €CIIU BBIIIOIHIETCS COOTHOLLICHHE

‘6006 —E—,U‘SK,

rae Coos - pe3ynbTar aHanusa npoosl ¢ 1obaBkoii; C - pe3yibTaT aHanusa npoObl 6e3 100aBKu;
- BeJIMYMHA J00aBKHU; K- HOpMATHUB OMEPaTUBHOTO KOHTPOJIS.
Hopmatus onepaTUBHOTO KOHTPOJISI PACCYUTHIBAIOT 10 popmylie

K = 0584\/(AC()06 )2 + (AC)Z ’

rae ACys 1 AC- moBepHUTEIIbHBIE HHTEPBAJIBI P00 ¢ 100aBKO# 1 6€3 100aBKH, COOTBETCTBEHHO.

Ecnu cooTHOLIEHHME HE BBINOIHACTCS, IOBTOPSAIOT JKCIEepuMeHT. Ilpu mnoBTOpHOM
NPEBBIICHHH HOpMaTuBa K BBIACHSAIOT IPHYMHBI, NMPUBOIANINE K HEYIOBJICTBOPHUTEIHHBIM
pe3yJbTaTaM aHalu3a, YCTPAHSIOT HMX U TOBTOPSIOT SKcrepuMeHT. Ilpu HeobxomumocTH
IIPOBOJIST MEpPErpaJyupoBKy Xpomarorpada.
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Bpemsi, MuH
XpOMaTOFpaMMa pacTBOpa, COACPIKAILICTO KUPOPACTBOPHUMBIC BUTAMHUHBI:

T T
12

Bpemena yaep:xuBaHusi U CHEKTPAIbHbIE OTHOIIEHHS] BATAMUHOB BUTAMUHOB A4, D3, E.

Buramun e CrnexrpanbHbie oTHOIEHUs (R)
MUH

i S260/S320 S270/S320 S280/S320 S290/S320 S300/S320

A-anerat | 6,50 0,133 0,160 0,250 0,404 0,620
i S260/S290 S270/S290 S280/S290 S300/S290 S320/S290

Eranerar | 1497 17 401 0,920 1,541 0,022 0,004
D; 12.36 S270/S260 S280/S260 S290/S260 S300/S260 S320/S260

’ 0,994 0,733 0,402 0,152 0,013

3HaveHUs] B TaONUIlEe JaHbl B KadecTBe mpumepa. s Opyrux KOJOHOK M XpoMaTorpadoB OHH MOTYT

OTJIMYaThCA.



