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Pa3paborana MeToauka ra3oxpoMarorpa@uueckoro onpeieneHHs CBOOOAHBIX caxapoB (IJIIOKO3a,
caxapo3a, pad¢duHo3a, cTaxuo3a) ¢ IPUMEHCHUEM BHYTPEHHETO CTaHAapTa — TpuKamnpuHa. J{1d ycraHoBie-
HUS K03((QUIIMEHTOB YyBCTBUTEILHOCTH MCIIONB30BAIN CTaHIAPTHI CaxapoB TIIIOKO3bI, caxapo3sbl, padduHo-
3Bl U CTaXno3bl Komnanun SigmaAldrich B coBokymHOCTH ¢ pacdeTHBIM MeTonoM. PesynbraTsl ncciienoBa-
HUS TPE/ICTABISIIOT MHTEpEC B 00JIACTH aHAJMTUYECKOT0 KOHTPOJISI IIPOU3BOJICTBA IIPOAYKTOB IEPEPadbOTKH
COM, B YaCTHOCTH, U30JIITOB COEBOTO Oelika.

KuaroueBsie cjioBa: razoBas xpomartorpadus, cosi, CBOOOTHBIE caxapa, U30JISAT COEBOTO OemKa.

Gas-chromatographic determination
of free sugar in soy protein isolate
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The results of determination of free sugars (glucose, sucrose, raffinose, stachyose) in soy protein
isolates by gas chromatography are presented in the article. The aim of the study was to separately determine
glucose, sucrose, raffinose and stachyose in isolates of soy protein (%) by gas chromatography.

Determination of free sugars in soy protein isolates was carried out by gas chromatographic analy-
sis. Glucose, sucrose, raffinose and stachyose, extracted with methanol from samples of soy protein isolates,
were concentrated in a fume hood in a stream of nitrogen. Further, the dry residue was silylated with N-
methyl-N- (trimethylsilyl) trifluoroacetamide (MSTFA) and chlorotrimethylsilane (TMCS) in pyridine at
60°C for 1 hour. The resulting solution was diluted 10-fold and part of the solution was placed in a 2-cm’
chromatographic vial. For the analysis, 1pl of the sample was used, which was injected into the evaporator
using an autosampler. Separation of free sugars was carried out on the capillary column DB-5HT (phase (5%
-phenyl)-methyl polysiloxane). Mobile phase: helium. Detection was carried out using a flame ionization
detector of a gas chromatograph. The determination was made using the internal standard - tricaprin. Sugar
glucose, sucrose, raffinose and stachyose sugars from SigmaAldrich were used in conjunction with the calcu-
lation method to establish the sensitivity coefficients.

During the development of the methodology a number of commercial samples of soy protein isolates
were analyzed. The model Sansun 90 DN, Isolate DB 909 and Oil, according to the passport, the carbohy-
drate content is not more than 0.50%, which is confirmed experimentally. According to the passports, sam-
ples SunSoy 690, Pro — Vo 500 and Pro-Vo DRI carbohydrate content should not exceed 0.10%, however, it
was experimentally established that the total content of free sugars in these samples is overstated and is 0.34;
0.25 and 0.30 %, respectively. Also, overestimation of passport data is observed for the model BS-90 Dalian.
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The results of the study are interesting and practically applicable in the field of analytical control of
soybean processing products production, in particular, soy protein isolates. As well as this technique is ne-
cessary for the incoming quality control of soy protein isolates in the production of baby food.

Keywords: gas chromatography, soy, free sugars, soy protein isolate.

BBegeHue

XapaKkTepHOl 0COOCHHOCTBIO COH SIBJISIETCSI €€ 00raTcTBO OEJIKOM M HEBBICOKOE CO-
Jep>KaHUe YIJIEBOJOB. YTJIEBOJABI B COE MPEACTABICHBI PACTBOPUMBIMU CaXxapaMu - MOHO-
caxapusamu (TJIIOKO30M, (PPYKTO30M) nucaxapuaaMu (caxapo3oil), Tpucaxapumamu (pad-
¢buHO301i), TeTpacaxapuuaMu (CTaxuo30ii), a TakKe THAPOIU3YEMBIMU MOJIUCAXaAPUAAMH
(KkpaxmMauoM) U HEpacTBOPUMBIMH CTPYKTYPHBIMHU MOJIHCaxapuaaMu (IFeMHIEIUTI0I030i,
MEKTHHOBBIMU BEIIECTBAMH, CIU3SIMH U JIPYTUMH COCIUHEHUSMU, 00pa3yIONIMMH KIETOY-
Hble CTeHKH). Bo ¢pakiuy pacTBOPUMBIX YIJIEBOAOB MOHOCAXapUIbl COCTABJISIOT JIUIIb
1%, a 99% mnpencraBieHsl caxapo3oii, paguHO30i U cTaxuo3oi. B pacuere Ha cyxoe Be-
HIeCTBO ceMeHM B coe coaepxurcs 1.0-1.6 % Tpucaxapunapa@uHo3bl, KOTOpas COCTOUT U3
MOJICKYJI TJIFOKO3bI, (DPYKTO3bI U TajlakTo3bl, a Takke 3.0-6.0 % TeTpacaxapuja cTaxuo3sbl,
00pa30BaHHOM MOJIEKYJIaMH TIFOKO3bI, PPYKTO3BI U ABYMST MOJICKYJIAaMH TalakTo3bI [1].

CoeBbie 000BI U MPOMYKTHI MX MEPEPAOOTKH, TAKUE KAK M30JISITHI COCBOTO OEIKa,
MOJTy4riIH OOJIBIIYIO PaclpOCTPAHEHHOCTh B COBPEMEHHOM MUpe. B yactHOCTH, B IPOIYyK-
Tax NUTaHusl (MSCHBIE M MOJIOYHBIEC MPOIYKTHI, KOHAUTEPCKUE U3JIEIUs, IETCKOE U CIOp-
TUBHOE MUTAHKE), TUETOJIOTUH, KOCMETOJIOTUN U MEAUIIMHE. 3a4acTyl0 Ka4ecTBO MPOAYK-
Ta, ero (PU3UKO-XUMUYECKHE U OMOJIOTUYECKUE CBOMCTBA 3aBHCST OT COACPIKAHUSI YTICBO-
JIOB B UCIOJIb3yEMOM ChIPbE, YTO JeNIaeT aKTyaJlbHBIM BOIIPOC KAU€CTBEHHOTO M KOJINYECT-
BEHHOTO CBOOOJHBIX CaxapoB B MPOAYKTax MepepadOTKH COM, B YACTHOCTH, U30JISATAX CO-
eBoro Oenka [1,2].

Lenpto qaHHOM pabOTHI ABISETCS pa3pabOTKa JETKO BBITOJIHUMOM, BOCTIPOU3BOIN-
MOM M 3KCIPECCHOW METOJUKU KOJIWYECTBEHHOI'O OIpe/eeHHs] CBOOOIHBIX CaxapoB B
U30JISITaX COEBOTO OerKa.

JKCNEepUMEHT

Omnpenenenue coiep kaHusi OCHOBHOTO BEIIECTBA B NMPOJYKTaxX MepepaboTKU cou
MIPOBOAMIIN METOJIOM T'a30BOM XpomaTorpaduu ¢ IMpUMEHEHHEM BHYTPEHHErO CTaHaapTa —
TpukarnpuHa. i ycTtaHoBieHHS KO3(pQUIMEHTOB YYyBCTBUTEIBHOCTH HCIOIb30BAIH
CTaHJApTHl CaXxapoB TIIIOKO3bI, caxapo3bl, padGUHO3BI U CTAXMO3bl KOMIaHUH SigmaAl-
drich (USA) ¢ maccoBoii noseii o0cCHOBHOTO BemiecTBa He MmeHee 99,0 %.

[MonroToBka pacTBOPOB. ['OTOBAT CTaHIAPTHBIA PACTBOP TPUKAIIPUHA KOHIIEHTpa-
et 32 Mr/cm® B mapuanie. JUts 9Toro B MepHoit Konbe oGbeMoM 10 cM’ B3BeIIMBAIOT
(4.0000+0.0005) r TpuKkanpuHa MpH MEPEMEIIUBAHIH JOBOAT 0 METKH TTUPHIUHOM.

JUist IPUTOTOBIICHUS TPAAYUPOBOYHBIX PACTBOPOB B OTJEIIbHBIE XUMHUECKUE CTEK-
JSIHHBIC BHAIBL, 06beMoM 10-20 cM® GepyT pasinuHble HaBecKH caxapoB (o 20 10
100 mr). K HaBeckaM aBTOMaTHYECKUM J103aTOpOM A00aBisioT (.8 oM’ CTaHJIAPTHOIO pac-
TBOpa TpuKanpuHa, 0.5 cM’ nupuauHa, 0.3 oM’ N-metusn-N-(TpUMETHIICHITIIT )-
tpudropaneramua (MSTFA), u 0.1 oM’ tpumetunxiopcunana (TMCS). Buany repmernu-
HO 3aKpBIBAIOT PE3MHOBOM MPOOKOM, 00KUMAIOT JKEJIE3HON KPBIIIKOW M MOMEMIAIOT B CY-
MUIbHBIN mkag npu temneparype 60°C Ha 60 MUH (IEpUOIUYECKU BUANIBI BCTPSIXUBAIOT).
[Tocne cymmnbHOro mkada, CHIMINPOBAHHBIE 00pa3lbl OXJIAXKIAIOT 10 KOMHATHON TEM-
TepaTypbl ¥ MPHIMBAIOT 2 CM® rekcaHa. YacTh KaaHOPOBOYHOrO PacTBOPA MEPEHOCAT B
XpOMATOrpaduuecKyo BHATy 00eMOM 2 CM".
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YcnoBusa xpomarorpadupoBaHusi. AHaIU3 MPOBOAMIN Ha ra30BOM Xpomarorpade
Brucker 451 GC c¢ nnamenHo-uoHuzanumoHHeM aetekropoM (ITHUJI). [ns pasnenenus
KOMITOHEHTOB MPUMEHsIIach KanmuuisipHast kojgonka BR-5ht (30 mMx0.25 MmMx0.1 MxMm) ¢ He-
noABKHOU (azoii — 100% IUMEeTHITONUCUIOKCAHOM.

BriOpansl cnenyromue ycinoBus XpomaTtorpadupoBaHus: o0beM BBOJA MPOOBI —
1 MKJI, Ta3 HOCUTENb — resiui, GYHKIUS MOCTOSIHHOM JnHEeiHO# ckopoct 40 cm/c, Temie-
parypa ucnaputens — 360°C, nenenue notoka — 40:1. [IporpammupoBanue TepMocTara:
HauvanbHas temmeparypa 150°C, mogbem 10 360°C co ckopoctbio 20°C/MUH, KOHEUHAS
TeMIepaTypa BblAEpKUBaETCs B TeueHue 10 MUHYT.

YcranoBienune kodhGUIIMEHTa YYyBCTBUTEIBLHOCTH. [ pagynpoBOUHyIO (DYHKITUIO
PacCYMTHIBAIOT MO ClIeAyIOHIeH (opMmylie, MOTYyYSeHHON M3 SKCIIEPUMEHTATBHBIX JTaHHBIX
IIPU UCTIONBF30BAaHUM METO/IA JIMHEHHOM perpeccuu:

sugar sugar

- Wsugar
M st Sst
rmeM ., — Macca caxapa, Mr; M — Macca BHyTPCHHErO CTaHIapTa (TpUKanpuHa),MT;
S quger — TUIOLIA/b TIHKA Caxapa; S ,— IUIOLIA/b NMHKa BHYTPEHHEro CTaHmapra; k..,

K03 (UIIUEHT YyBCTBUTEIHLHOCTH.

OmnpeneneHyre MaccoBOU J0JIM CBOOOTHBIX CaXxapoB B aHATM3UPYEMOM oOpasIie.

1) IIpoBeneHne IKCTpaKIUK CBOOOJHBIX caxapoB. B Xumuueckoil cTekIsiHHON Bua-
e o6bemoM 20 cm’B3BemmBaioT (500+10) Mr 06pasua pesysIbTaT B3BEIIHBAHUS 3alUChI-
BafoT ¢ TouHOCTHIO 710 0.0001 1. J[anmee B 3Ty e BUady H00aBISIOT C IIOMOIIBIO TPATyHPO-
BaHHOM THmerku 10 cm’ BHYTpPEHHEro craHiapra (1. 5.1) u aBTOMaTH4YeCKOro Jo3aropa
1 cM’ MeTaHONa, a 3aTeM 68 repPMETHUHO 3aKPHIBAIOT. BHANy MOMEIIAIOT s MepeMelH-
BaHUs Ha OpOUTANBHBIN IIelKkep B TeueHue 1 gaca. 3aTem neHTpudyrupyoTt B Teuenue 10
MHH €O CKOPOcTbi0 1370 06/MuH. Tlocite 0TOHpaoT almkBoTy 006EMOM 1 cM® 1 moMerna-
10T B BUairy oobemom 10 M. Buany ¢ anukBOTO#H MOMEIIAIOT B BBITSDKHOW MIKad M CyIiaTt
IIpU B TOKE a30Ta.

2) CununupoBaHue CBOOOMHBIX caxapoB. B oxnaxaéHHYI0 O KOMHATHOW TeMrie-
patypsl Buairy 106aBistoT 1o 0.5 oM’ nupuauHa, 0.3 cm® MSTFA u 0.05 cm® TMCS. Bua-
Jy TEpMETHYHO 3aKpPbIBAIOT PE3WHOBOM MPOOKOH, 00KMMAIOT KENE3HOW KPBIIIKOW U TOo-
MEINAIOT B CYIIWIbHBIN mKkad npu temmeparype 60°C Ha 60 MuH (epuOIUYEeCKH BUAIIBI
BCTPSIXMBAIOT). 3aTeM BHAITy OXJIAXJAIOT JO KOMHATHOW TeMIIepaTyphl U ¢ MMOMOIUIBIO J10-
3aTopa m00aBIsOT 2 cM° rexcaHa. YacTh PacTBOPA MEPEHOCAT B XPOMATOTPauecKyro
BHAIY 00BEMOM 2 M.

O6cyxaeHue pe3ynbTaToB

Ha puc. 1 npencrariena xpoMarorpaMma KaTHOpOBOYHOTO PacTBOpa, CoJepKaIe-
ro cBoOoaHbBIE caxapa (TIIK03y, caxapo3y, padpduHO3y U CTaxuo3y). AHAIU3 KaauOpo-
BOYHBIX PACTBOPOB MPHU TEX K€ YCIOBHSX, YTO OBUIM MCIIOJIB30BAHKI [T aHAIN3a 00pas3Iia,
MO3BOJISIET WACHTU(PHUIMPOBATH IIMKH CaXapoB ITyTEM CPaBHEHHUSI BPEMEHH YICP)KUBaHUSI.

CopnepxaHue CBOOOAHBIX caxapoB (o, %) B aHAIM3UpPYEeMOM 00Opaslle paccuu-

ugar
TBIBAIOT 110 (hopMmyJie:
1) = +w + o

sugar glucose sucrose raffinose

— MacCCoOBas1 J0JId I'IFOKO3BI, %; w — MacCCOBas JOJIA CaxapoO3bl, %; (4]

+w

stachyose

rnew glucose sucrose raffinose

— MaccoBas 1oJist papPuao3sl, %; @ — MaccoBas JI0JI CTaxuo3bl, %o.

stachyose
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Copepxanue Kaxaoro caxapa (i, %) B aHaIM3UPYyeMOM 00paslie pacCUUTHIBAIOT
oTnenbHO 1o hopmyre [6]:

S. M w
a)i — ki N . st . water | | 100% ,
S M 100
rae ki — koaphuImeHT 9yBCTBUTEIBHOCTH K OTHOMY M3 CaXxapoB; Moy, — Macca BBICYIICH-
HOTO M M3MEIBYEHHOTO 00paslia, MT; Mwater — PE3YJIbTAT aHaJNM3a (BJIAKHOCTH) HA BIIaro-

Mmepe, %o.

st obrz

] TpuEAnpHA
(BHyTpenaunii
cTanIapT)

Tawkoia I

2004

Craxmoa

Caxapoza

Pajdunoia

1' L— -k sk grlih—z—

o s b

L

B

Puc. 1. XpomaTorpamMmma KamuOpOBOYHOTO paCTBOPA, COAEPIKAIIETO TIIFOKO3Y, Ca-
xapo3y, padhHUHO3yY, CTAXMO3y U BHYTPEHHUHN CTaHAApT (TPUKAIIPUH), B KOOPJUHATAX T10-
Ka3aHus feTekropa (MB) - Bpems BbIX0/1a KOMIIOHEHTOB (MUH.).

Ha puc. 2 npuBeneHa TUmoBasi XpoMaTorpaMMa aHaJIM3UPYyEeMOro 00pasiia u30JiTa
coeBoro Oenka kuTaickux npousBoautesneit «llancynp 90», KOTOPHIH SBISETCS OJHUM U3
CaMBIX MOMYJSPHBIX B Mupe. MicXoast U3 BHIIa XpOMAaTOTPaMMbl, MOXHO C/IETaTh BBIBOJ O
TOM, YTO BBIOpPAHHBIE YCIOBHSI XpOMaTOrpapupoBaHus SBISIOTCS ONTUMAIBHBIMU, JI0Ka3a-
TEJIBCTBOM YEeMY CIy>KaT HE3HAUUTENIbHAasl MPOJOJKUTEIBHOCTh aHaynu3a (okojo 20 mu-
HYT), BBICOKOE Pa3peIICeHHE XPOMATOrpaPUIECKUX MUKOB U PocT 3(HPEKTUBHOCTH KOJIOH-
KU.

Tpakan past
(BEyTpenaRi
CTARIAPT)
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Puc. 2. XpomaTtorpamma peansnoro oopasia Illancyns 90 DN, comepikariero rio-
KO3y, caxaposy, papQpuHo3y, CTAXH03y ¥ BHyTPEHHHUI CTaHIAPT (TPUKAIIPHH).
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B xome paGoTel ObUTM MPOAHAIM3UPOBAHBI HECKOIBKO KOMMEPUYECKHX 00pasIoB
U30JIATOB coeBOro Oenka (Tabmuia 1). BEIIBICHO, YTO OTHOCUTENHHOE CTaHAAPTHOE OT-
KJIOHCHHE MEXIy pe3yJibTaTaMH TPeX HE3aBUCHUMBIX CIMHUYHBIX OIPEICICHHM, BBITION-
HEHHBIX [P UCTIOJIB30BAHUU OJHOTO METO/a, Ha HICHTUYHOM HCIIBITYEMOM MaTepuaie, B
OJIHOM JTa0OpaTOpHH, OJHUM aHAJTMTUKOM W Ha OJHOM OOOPYIOBAHHH, HAXOIUTCS B Ipe-
nenax 3%. Mertoa sBiIsIeTCS TOCTAaTOYHO TOYHBIM, HAMOOIBIAsl OTHOCUTENbHAS MOTPEIIl-

HOCTb HA0JII0/IaeTCs MPU MAJIOM CoJepKaHuM caxapoB (okoio 1.51%).

Tabmuma 1. Pe3ynbpTaThl BHYTpHUIAO0OPATOPHBIX HCIBITAHUN PA3JIMYHBIX KOMMEPUYECKHX

06pa3u0B H30/IITOB COEBOTo OeJIKa

HaunmenoBanue X;, %0 , S(x)* .
Obpasen noKasaresnei 1 2 3 X', % v Sdx), %
TJTFOK032 0.155 | 0.156 | 0.158 0.156 0.002 0.98
caxaposa 0.101 0.100 | 0.099 0.100 0.001 1.00
IHancyns 90 DN | paddunoza 0.051 0.051 0.050 0.51 0.001 1.14
cTaxmosa 0.098 | 0.099 | 0.100 0.099 0.001 1.01
cyMMa 0.405 | 0.406 | 0.407 0.406 0.001 0.25
TJTFOK032 <0.01 | <0.01 | <0.01 <0.01 - -
caxaposa 0.395 | 0396 | 0.393 0.395 0.002 0.39
Nzomsar DB 909 padduHO3a <0.01 | <0.01 | <0.01 <0.01 - -
cTaxmosa 0.081 0.082 | 0.081 0.081 0.001 0.71
CyMMa 0476 | 0478 | 0474 0.476 0.002 0.42
TJTF0K032 <0.01 | <0.01 | <0.01 <0.01 - -
caxaposa 0.300 | 0.302 | 0.305 0.302 0.003 0.83
SunSoy 690 padduHO3a <0.01 | <0.01 | <0.01 <0.01 - -
cTaxmosa 0.048 | 0.048 | 0.047 0.048 0.001 1.21
CyMMa 0.348 | 0.350 | 0.352 0.350 0.002 0.57
TII0KO3a <0.01 | <0.01 <0.01 <0.01 - -
caxaposa 0.250 | 0.256 | 0.253 0.253 0.003 1.19
Pro — Vo 500 paddunoza <0.01 | <0.01 | <0.01 <0.01 - -
CTaxHo3a <0.01 <0.01 <0.01 <0.01 - -
CyMMa 0.250 | 0.256 | 0.253 0.253 0.003 1.19
TII0KO3a <0.01 | <0.01 <0.01 <0.01 - -
caxaposa 0.199 | 0.203 0.205 0.202 0.003 1.51
Maticon paddurO3a <0.01 <0.01 <0.01 <0.01 - -
cTaxmosa 0.049 | 0.048 | 0.048 0.048 0.001 1.19
cymMma 0.248 | 0.251 0.253 0.251 0.003 1.00
TII0KO3a <0.01 | <0.01 <0.01 <0.01 - -
caxaposa 0.304 | 0.305 0.310 0.306 0.003 1.05
Pro — Vo DR1 paddurO3a <0.01 <0.01 <0.01 <0.01 - -
cTaxmosa <0.01 | <0.01 <0.01 <0.01 - -
cymMma 0.304 | 0.305 0.310 0.306 0.003 1.05
TJIFOKO3a 0.248 | 0.250 | 0.253 0.250 0.003 1.01
caxaposa 0.480 | 0.470 | 0.469 0.473 0.006 1.29
BS - 90 Dalian padduHO3a 0.074 | 0.075 0.075 0.075 0.001 0.77
cTaxmosa 0.230 | 0.321 0.225 0.229 0.003 1.14
cyMMa 1.032 1.026 1.022 1.027 0.005 0.49

-
s (X) — craHmapTHOE OTKIIOHEHHC;

EX3
S; (X) — OTHOCHTENBHOE CTaHJAPTHOE OTKIOHCHHE

B o6pasnax [Hancyns 90 DN, M3oxsat DB 909 u Maiicos, coriiacHO macmnopry, co-
Jep)KaHue yTieBoAoB cocTtaBisier He Oosee 0.50%, 9TO MOATBEpPIKIACTCS SKCIEPUMEH-
tasnibHO. CoriacHo macnopraMm o0pasuoB SunSoy 690, Pro — Vo 500 u Pro — Vo DR1 co-
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Jep>KaHue yrieBoJ0B JA0KHO ObITh He Ooisiee 0.10%, oHaKO yCTaHOBIEHO, YTO CyMMap-
HOE CoJiep’KaHne CBOOOIHBIX CaXxapoB B JaHHBIX 0Opasiax 3aBbIMICHO U cocTaBisieT 0.34;
0.25 u 0.30% cootBercTBeHHO. ClieyeT OTMETHTD, 4TO 11 oOpasia BS-90 Dalian macco-
Basl JIOJI1 CBOOOJHBIX CaXxapoB B 2 pa3a MPEBBIIACT 3asBICHHOE M0 MACHOPTY 3HAYCHUE.
[ToBbIIEHHBIC TIOKA3aTeMW B MPEACTABICHHBIX 00pa3lax CO3Jal0T Yrpo3y OIMHUOOYHOTO
HECOOJTIOICHUS PELENITYPhI TPU MPUTOTOBICHUU MPOIYKTOB JIETCKOTO IMUTAHUSI HA OCHOBE
H30JIITOB COEBOIro OeJIKa.

3aknroueHue

Pazpaborana meroanka razoxpomaTorpaduyecKkoro OmpeaeseHus CBOOOJHBIX ca-
XapoB, TO3BOJISIONIAs ONPEIENIATh COACPKAHUE CaxapoB B MPOAYKTaX MepepadOTKU COH.
BrimonHeHHOE HccieI0BaHNe TPEACTaBIsIeT HHTEPEC VIS CIICIUAUCTOB B 00JIACTH aHa-
JUTUYECKOTO KOHTPOJISI IIPOU3BOCTBA MPOAYKTOB MEPEPaObOTKU COU (HAIIPUMEp, U30JIATOB

COEBOTO OelKa).
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