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Development of a Method for Furosine Quantification in Raw Milk Using lon-pair Reverse-phase
High-Performance Liquid Chromatography

Naovarat Kampoosiri, Ramida Luangprasert and Kamolwan Sidawong

Abstract
This research aimed to develop and validate an analytical method for furosine quantification in
raw milk using lon-pair Reverse-phase High-Performance Liquid Chromatography (IP-RP HPLC).
The method is based on the principle that furosine is a degradation product of the Amadori
compound (€-deoxy-fructosyllysine), which is an initial product of the Maillard reaction during
milk heat treatment. Therefore, the detection of furosine can serve as an indicator of the
severity of thermal damage in milk products. The developed method followed the guidelines of
ISO 18329 (Milk and milk products—Determination of furosine content—Ilon-pair reverse-phase
high-performance liquid chromatography method). The experimental results showed that the
developed method demonstrated high accuracy. The furosine standard curve exhibited a linear
correlation (R?) of 0.9988, which is within the acceptable criterion (R? >0.995). Furthermore, the
Relative Standard Deviation (RSD) of the peak area and retention time for System Suitability did
not exceed 2.5%. The method was also applied to the analysis of milk samples suspected of
being heat-treated or adulterated. The results revealed that furosine was detected in various
quantities in a large number of samples, confirming that this method is applicable for the

analysis of real-world samples.
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1. gunsaluageansiall
1.1. ndeslasunlynsvlanssaurgs HPLC 8ve Agilent Ju 1200
1.2. Vacuum manifold
1.3. Ultrasonic bath
1.4. gauauiou
1.5. 130999 5 Suvi
1.6. vInUTuUTUIRT U9 10, 500,1000 mL
1.7. Micropipette 911 1000 ul
1.8. Electronic pipette ¥u1% 5000 ul
1.9. viaeaunsounUa
1.10. Vial vu1¢ 1.5 mL

1.11. 9¥An983 Mobile phase



1.12. Nylon membrane filter 0.45 lulasiuns
1.13. Nylon syringe filter aun 0.2 lulasiuns
1.14. Disposable syringe YU 3 Hadans
1.15. Solid Phase Extraction C18 ¥u1® 3 ml
1.16. n378n589 (Funnels)

1.17. nsgmBnTad Lwes 2 (Filter paper)

1.18. Melulnsian UHP 99.999%

2. ased
2.1. @15119557U Furosine Dihydrochloride %138 e — N — (2-tureyl-methyl) - L - Lysine.2HC|
2.2. Hydrochloric acid, AR grade
2.3. Acetic acid, HPLC grade
2.4. Potassium chloride, AR grade

2.5. WUsEandesu (DI water)

3. Wvedsy
3.1. W3ENATATAIUUINTFIY
311 asaransunsgIuiiaududy 500 ppm
18911915514 Furosine dihydrochloride U3u1as 5.0000 Sa@n$u aslu volumetric
flask au9 10 Hagans aza1eae 3 M Hydrochloric acid kagUsuUsunslvasu 10 Hadans wwen
Thduidewrentu 9zlfiansazaleu1nsgIu Furosine dihydrochloride Asidudu 500 ppm
312 wisuasazatensguiieandudu 30 ppm
Ywnarsazanelute 3.4.1 Usung 0.6 Jadans aslu volumetric flask 9114 10
fladans avanesie 0.1 M Hydrochloric acid wazUutSunasliasy 10 dadans welmduie
Wi azlaansavaneunsgiu Furosine dihydrochloride A1yt 30 ppm

3.1.3  wiguasagateInsgIuAautudy 0.5, 0.8, 1.5, 2 uaz 4 ppm



Umasazanelute 3.4.2 41USuas 0.17, 0.27, 0.5, 0.67 wag 1.350 Hadans adhu
volumetric flask vu1a 10 iaddns avareiz 0.1 M Hydrochloric acid wagUsuusunsliasu 10
fiaddns werlmduwoweiu azldansazaisuinsgiu Furosine dihydrochloride aadudy 0.5,

0.8, 1.5, 2 gz 4 ppm

3.4 WSHUAIDEINTIAL 10% UNK Fauura 10 N5 USudSunsaietigu Asu 100 adans

Wuauutusuaulunswmsey

AN5197 1 ANDATIEILYBIEITATAIEUNNS Skim milk FIBUNIULAUNNITUABNULKINAIILTUTY 0-5%

mmduturesmUsestuun | ansasaneusen (skim milk) Anansdiudu sy (mL)
WY (skim milk) 10% (mL)
0% - 10
1% 1 9
2% 2 8
3% 3 7
4% 4 6
5% 5 5

A151997 2 ANDATIEIUVBIEITATAIEUNKG Skim milk FIBUNUNAUNNITUADNULNINAUTUTY 0-10%

AMUTNTuTDINTUaDNULLY Asazangulng (skim milk) Uy (mL)
B9 (skim milk) firandudu 10% (mL)
0% - 10
2% 2 8
4% 4 6
6% 6 4
8% 8 2
10% 10 -
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3.2, W3UUFIDYINATIY

3.2.1 UUndnegnatnuy 2 $aaans talunanawiInuAusou ¥y 9 M HCI USues 6

laddns Uarhviauazivgn (wseudiegluganai)

2.2.2  uegnaluiutvlulasiau 2 ud wdrdarvialdain

a

323 degadngeuwis Neamgll 110°C + 2 ssmwadea Wukian 23 4909 (AU 1

Y

Tl W wseaimegeanuivgnun) wazdndigeuauasu 23 9ilue dhesnangeuldes

Tdungamgiivies Mntuldrinusuusunns vunn 10 $addns wazusuusuasein DI 1

AN58¥ANYAIBEINUINTBINIUNTEAIYNTDY LUBS 2 UNA1588a8F18819MUTD 3.2.3 UNENARN87D

1 1%
(9 v

Solid - phase extraction (SPE) usaumU

Conditioning

Loading

Elute

3.3, dAnUDATEs HPLC
Column

Mobile phase

. YuUn Methanol 5 fiadams ashu SPE uavaudeti
DI 10 fiaaans Wl cartridge wite

. Uimansazanaeoens 0.5 Jadans aslu SPE Uaesaondie

. UiUm 3 M Hydrochloric acid Usu1es 3 fiadans aslu SPE Uaewaande
rdulafiinu SPE 11nsaedhe filter membrane syringe %A nylon

u1m 0.2 tulAsiuns

. Furosine dedicated Column &% Grace aun 250 X 4.6 daaans
: Solvent A = 0.4 % acetic acid

: Solvent B = 0.3 % potassium chloride in Solvent

AN519% 3 8MS1@IU Mobile Phase

Time (min) Solvent A% Solvent B%
0 100 0
12.5 100 0
19.5 50 50
22.0 50 50
24.0 100 0
28.0 100 0




Flow rate : 1.2 mUmin
Detector : UV Detector 280 nm
Column temp : 34 °C
Injection : 50 pl
Run time : 28 min
3.4. Fvhnsmlansunsgunlstu
1ansazaeuInIg U Furosine dihydrochloride A1ty 0.5, 0.8, 1.5, 2 uag 4
opm Saaies HPLC audiuduay 3 91 fuaas % RSD
3.5. 119911 System suitability
NSNAABUANUIRLNZALYRITEUULATLLASNSIN (Chromatographic system suitability)
Tnednasinasgulsduiinududu 0.8 ppm wiludn 5 41 udduuaidonuumasgiu

AumsvasiunlafaLas Retention time Ailaaadlatiu 2.5 %

4. NamInagsu

M13199 4 AANULLTUETUIRSgIUNLsEu 0.5, 0.8, 1.5, 2, 4 ppm

Con. (ppm) Area (mAu)
0.509 38.18939
0.808 72.95015
1.497 130.54649
2.006 169.52583
3.893 346.5658




Standard curve Furosine

400
350
/ 3.893
300
8 ;5 250
2 - 89.879x - 5.0668
< E 200 y X

R?=0.9988
2.
150 /006
/0/1.497
100

.808
& 0.509

50

0 0.5 1 1.5 2 2.5 3 3.5 4 4.5 5

Amount (ppm)

1 '
=

nnsanasunsgulsduianudud 0.5, 0.8, 1.5, 2, uay 4 ppm lanaAianududuiasiui
Tanimnalanslunnsnedl 4 Feanunsnasnsaun1snsmidunselanedl: y=89.879x-5.0668 laedie
duuszandnisdndula (R2) Wiy 0.9988 Fsganinnaiieansuld (= 0.995) wandliiiuiisas

& a v Ao = o
AT ULTS Lﬁumﬁﬂ%ﬂuagﬂﬂjﬁmLLlluEJ']EﬂQ



4.2 NaLAIIERAIY19UN 9 Positive 31178 Deoxyketone

M5 5 wadasgsivUSinanllsdu fldainnismuineinaunisnsmidunse y= 91.171x-0.8749

wuilu | vsnelaw Ha svauay Area AVG. | USunaulsau sD RSD 9%RSD
1ds #1089 | Deoxyketone ppm
0027 02096/64 2 1A 27.495 27.269 25.072 26.612 0.301 1.338 0.050 5.03
1B N s s ] ] ] _ _
0057 03995/64 1 2A Taiwu Taiwu Taiwu - - - - -
2B Taiwu Taiwu Taiwu - - - - -
0057 03996/64 1 3A Tainwy Tainy Tainy - - - - -
3B Taiwy Tainu Tainu - - - - -
0097 07888/64 2 4aA 29.495 28.636 29.379 29.170 0.330 0.466 0.016 1.60
4B 27.488 27.663 27.672 27.608 0.312 0.104 0.004 0.38
0097 07889/64 2 5A 34.290 34913 33.058 34.087 0.383 0.944 0.028 2,77
5B 32.157 33.844 32.733 32911 0.371 0.858 0.026 261
0144 11414/64 2 6A 65.290 62.630 - 63.960 0.711 1.881 0.029 2.94
6B 59.650 62.000 - 60.825 0.677 1.662 0.027 2.73




weily | vnelay HA EUGIGH Area AVG. | Usunaulsdu SD RSD 9%RSD
1da $9819 | Deoxyketon 1 5 5 ppm
e
0144 11447/64 2 TA 10.530 8.850 - 9.690 0.116 1.188 0.123 12.26
7B 8.760 11.200 - 9.980 0.119 1.725 0.173 17.29
0191 15119/64 1 8A 10.500 10.890 - 10.695 0.127 0.276 0.026 2.58
8B 12.790 11.300 - 12.045 0.142 1.054 0.087 8.75
0217 17224/64 2 9A 32.064 33.755 32.258 32.692 0.368 0.925 0.028 2.83
9B 37.507 38.222 37.150 37.626 0.422 0.546 0.015 1.45
0291 22813/64 1 10A Taiwu Taiwu Taiwu - - - - -
10B Taiwu Taiwu Taiwu - - - - -
0295 23111/64 1 11A Tainy Tainy Tainy - - - - -
118B Tainy Tainu Tainy - - - - -
0304 23583/64 1 12A Taiwy Tainy Tainy - - - - -
12B Tainu Taiwu Tainu - - - - -
0346 27607/64 2 13A 17.610 17.960 17.960 18.823 0.216 0.202 0.011 1.07
13B 18.710 18.350 19.410 21.453 0.245 0.539 0.025 2.51
0346 27608/64 2 14A 21.790 21.180 21.390 21.453 0.245 0.310 0.014 1.44
14B 23.000 23.460 22.570 23.010 0.262 0.445 0.019 1.93
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wuily | mneiay HA EUGIGH Area AVG. | USunaunlsdu SD RSD 9%RSD
RGN A19e19 | Deoxyketone 1 5 5 ppm
0564 45824/64 1 15A 28.120 30.110 28.150 28.793 0.325 1.140 0.040 3.96
158 27.930 29.360 29.970 29.087 0.329 1.047 0.036 3.60
0565 45860/64 1 16A 30.790 30.470 30.420 30.560 0.345 0.201 0.007 0.66
168 31.810 30.580 29.270 30.553 0.345 1.270 0.042 4.16
0565 45882/64 1 17A 18.660 16.600 16.330 17.197 0.198 1.274 0.074 7.41
178 17.490 17.340 17.090 17.307 0.199 0.202 0.012 1.17
0728 58481/64 2 18A 20910 22.460 23.090 22.153 0.253 1.122 0.051 5.06
188 22.070 21.880 21.800 21917 0.250 0.139 0.006 0.63
0729 58490/64 2 19A 30.400 29.480 30.290 30.057 0.339 0.502 0.017 1.67
198 30.290 29.320 30.650 30.087 0.340 0.688 0.023 2.29
0729 58491/64 2 20A 35.920 34910 36.400 35.743 0.402 0.761 0.021 2.13
20B 35.120 35.710 36.720 35.850 0.403 0.809 0.023 2.26

a Y 1 A o @) Y 1 A 1 aa Id . [ [y P o
NANT19 5 198190180053 TURBE 19NRUN TN TIAIMINITURBNUNNLINIAIEIT Deoxyketone LU Positve aglusedu 1 wag 2 1ot

AasgidTinamlsdu dnsesiameiinlasuiwnsy wasdiuil

0.711 ppm

¥

'
U

pasuranIsmeaedladn Usinasllsduiinsiadiasgilauy eglugae 0.116 -
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4.3 NaLATIERAIY19UN 91 Positive 3178 Deoxyketone

M5 6 WaBATwiUSinalsdu MlaannnisAuinaInaun1snTnidunse y= 89.879x-5.0668

wuiiluiids NUELAY e sviakaU Area AVG. Furosine SD RSD %RSD
F0E9 Deoxyketone ] 5 3 AALTUTU ppm
0016 01125/65 2 1A 17.910 19.550 18.570 18.677 0.264 0.825 0.044 4.42
1B 17.380 17.490 17.950 17.607 0.252 0.302 0.017 1.72
0016 01126/65 1 2A 10.510 10.800 10.810 10.707 0.175 0.170 0.016 1.59
2B 10.360 10.890 9.480 10.243 0.170 0.712 0.070 6.95
0028 02831/65 1 3A Tainy Tainu Tainu - - - - -
3B Taiwy Taiwuy Taiwuy - - - - -
0036 03036/65 1 aA Tainu Tainu Tainu : - - - -
4B Taiwu Taiwu Taiwu - - - - .
0038 03311/65 1 5A Tainy Tainy Tainy - - - - -
58 Taiwu Taiwu Taiwu - - - - -
0040 03314/65 1 6A Tainy Tainy Tainy - - - - -
68 Taiwu Taiwu Taiwu - - - : -
0029 02835/65 1 A Tainy Taiwy Taiwy - - - - -
7B laiwu Taiwu Taiwu - - - - -
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aailuthas AUBLAY e aay Area AVG. Furosine SD RSD %RSD
A9819 Deoxyketone AULTUTU ppm
1 2 3
0055 04684/65 2 8A 29.290 | 29510 | 30.820 | 29.873 0.389 0.827 0.028 2.77
8B 28540 | 26070 | 27.990 | 27.533 0.363 1.297 0.047 471
0055 04685/65 2 9A 30490 | 36.820 | 36.050 | 34.453 0.440 3.454 0.100 10.02
9B 37300 | 36300 | 37.390 | 37.010 0.468 0.615 0.017 1.66
0073 05885/65 2 10A Taiwu Taiwu Taiwy #DIV/0! #DIV/0! #DIV/O! | #DIV/O! | #DIV/O!
10B Taiwu Taiwu Taiwu #DIV/0! #DIV/0! #DIV/O! | #DIV/O! | #DIV/O!
0073 05886/65 2 11A Taiwu Tainu Taiwu #DIV/0! #DIV/0! #DIV/OL | #DIV/O! | #DIV/O!
11B Taiwu Tainy Taiwy #DIV/0! #DIV/0! #DIV/Ol | #DIV/OI | #DIV/O!
0094 08396/65 2 12A 14310 | 13990 | 14.670 14323 0.216 0.340 0.024 2.38
128 15880 | 16490 | 16520 | 20.923 0.289 0.361 0.017 1.73
0094 08397/65 2 13A 21450 | 20.460 | 20860 | 23.040 0.313 0.498 0.022 2.16
138 22990 | 23240 | 22.890 19.245 0.270 0.180 0.009 0.94
0095 08437/65 2 14A 43020 | 43320 | 43560 | 43.300 0.538 0.271 0.006 0.62
148 45110 | 45110 | 47590 | 45937 0.567 1.432 0.031 3.12
0095 08438/65 2 15A 47.030 | 44510 | 46550 | 46.030 0.569 1.338 0.029 291
158 43380 | 43360 | 43.300 | 43.347 0.539 0.042 0.001 0.10
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w@aiiluiid AUBLAY Ha wiakal | Areal | Area2 Area3 AVG. Furosine SD RSD %RSD
9819 Deoxyketone AULUUTY ppm
0135 11421/65 2 16A 24360 | 22270 | 22410 | 23013 0.312 1.168 0.051 5.08
168 25300 | 24.050 | 24.810 | 24.720 0.331 0.630 0.025 2.55
0135 11422/65 2 17A 25510 | 25840 | 26380 | 25910 0.345 0.439 0.017 1.70
178 25.890 | 25630 | 26250 | 25923 0.345 0.311 0.012 1.20
0135 11456/65 2 18A Taiwy Tainy Taiwy #DIV/0! #DIV/0! #DIV/OI | #DIV/OI | #DIV/O!
188 Taiwy Tainy Taiwy #DIV/0! #DIV/0! #DIV/O! | #DIV/O! | #DIV/O!
0136 11465/65 2 19A 32590 | 31470 | 31.120 | 31.727 0.409 0.768 0.024 2.42
198 30.630 | 30.640 | 31.060 | 30.777 0.399 0.245 0.008 0.80
0136 11466/65 2 20A 32340 | 31.800 | 30.700 | 31.613 0.408 0.836 0.026 2.64
20B 29670 | 31.830 | 29.580 | 30.360 0.394 1.274 0.042 4.20
0196 16494/65 2 21A 26310 | 25590 | 27.030 | 26310 0.349 0.720 0.027 2.74
21B 23270 | 23410 | 24350 | 23.677 0.320 0.587 0.025 2.48
0208 17269/65 3 22A 14320 | 13.820 | 13.980 14.040 0.213 0.255 0.018 1.82
228 16.49 15.02 15.74 15.750 0.232 0.735 0.047 4.67
0216 18604/65 3 23A Taiwu Taiwu Taiwu #DIV/0! #DIV/0! #DIV/OL | #DIV/O! | #DIV/O!
238 Tainy Tainy Taiwy #DIV/0! #DIV/0! #DIV/O! | #DIV/O! | #DIV/O!
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wavitluthds NUNBLAY A svaway | Areal | Area2 Area3 AVG. Furosine SD RSD %RSD
PRIAN Deoxyketone AULTUTY
ppm

0251 21184/65 3 24A 34.19 32.69 32.86 33.247 0.426 0.821 0.025 2.47
248 34.81 3394 34.7 34.483 0.440 0.474 0.014 1.37

0251 21185/65 3 25A 36.14 34.68 35.1 35.307 0.449 0.752 0.021 2.13
25B 32.93 33.34 32.23 32.833 0.422 0.561 0.017 1.71

0262 21978/65 2 26A 11.84 12.17 11.64 11.883 0.189 0.268 0.023 2.25
26B 10.31 9.85 11.89 10.683 0.175 1.070 0.100 10.02

0265 21984/65 2 27A 11.43 11.42 11.76 11.537 0.185 0.193 0.017 1.68
27B 12.86 11.32 12.15 12.110 0.191 0.771 0.064 6.36

0387 31063/65 2 28A 27.43 26.42 27.58 27.143 0.358 0.631 0.023 2.32
28B 29.6 29.06 28.73 29.130 0.380 0.439 0.015 1.51

0387 31064/65 2 29A 16.24 17.45 16.74 16.810 0.243 0.608 0.036 3.62
298 16.48 16.11 16 16.197 0.237 0.251 0.016 1.55

0428 35417/65 3 30A 34.94 34.81 33.49 34.413 0.439 0.802 0.023 2.33
30B 35.49 36.04 35.75 35.760 0.454 0.275 0.008 0.77

0428 35418/65 3 31A 36.71 36.33 37.12 36.720 0.465 0.395 0.011 1.08
31B 35.23 35.56 3577 35.520 0.452 0.272 0.008 0.77
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wavitluthds NUNBLAY A sauway | Areal | Area2 Area3 AVG. Furosine SD RSD %RSD
foen9 Deoxyketone AALTUTU
pPm
0428 35419/65 2 32A Tainy Tainy Tainy - - - - -
328 Taiwu Taiwu Taiwu - - - - -
0428 35420/65 2 33A Tainu Taiwu Taiwy - - - - -
338 Taiwu Taiwu Taiwu - - - - -
0469 38431/65 2 34A 30.9 30.29 30.17 30.453 0.395 0.391 0.013 1.29
34B 31.36 31.02 31.41 31.263 0.404 0.212 0.007 0.68
0474 38992/65 2 35A 27.02 26.82 28.94 27.593 0.363 1.171 0.042 4.24
35B 24.97 23.69 23.95 24.203 0.326 0.677 0.028 2.80
0474 38993/65 2 36A 22.38 22.89 21.68 22317 0.305 0.607 0.027 2.72
368 23.45 21.85 21.45 22.250 0.304 1.058 0.048 4.76
0474 39002/65 2 37A 60.96 63.61 61.1 61.890 0.745 1.491 0.024 2.41
37B 62.47 62.93 61.94 62.447 0.751 0.495 0.008 0.79
0474 39003/65 2 38A 66.78 69.09 65.92 67.263 0.805 1.639 0.024 2.44
38B 68.66 70.78 69.81 69.750 0.832 1.061 0.015 1.52
0475 39048/65 2 39A Taiwu Taiwu Tainu - - - - -
39B Taiwu Taiwu Taiwu - - - - -
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wavitluthds NUNBLAY A sauway | Areal Area2 Area3 AVG. Furosine SD RSD %RSD
foen9 Deoxyketone AALTUTU
pPm
0511 41293/65 2 40A Tainy Tainy Tainy - - - - -
408 Taiwu Taiwu Taiwy - - - - -
0511 41294/65 2 41A Tainy Tainy Tainy - - - - -
41B Taiwu Taiwu Taiwu - - - - -
0532 43452/65 2 42A 24.83 23.54 25.05 24.473 0.329 0.816 0.033 3.33
428 25.13 25.07 25.99 25.397 0.339 0.515 0.020 2.03
0543 44588/65 2 43A 22.89 23.26 22.84 22.997 0.312 0.229 0.010 1.00
43B 2358 24.27 24.09 23.980 0.323 0.358 0.015 1.49
0544 44617/65 2 44A 26.96 26.32 26.45 26577 0.352 0.338 0.013 1.27
448 25.66 25.62 26.67 25.983 0.345 0.595 0.023 2.29
0544 44618/65 2 45A 26.33 27.82 25.32 26.490 0.351 1.258 0.047 4.75
458 23.78 22.95 22.32 23.017 0.312 0.732 0.032 3.18
0554 44759/65 2 46A 23.32 23,74 233 23.453 0.317 0.248 0.011 1.06
468 21.6 19.61 20.26 20.490 0.284 1.015 0.050 4.95
0564 45385/65 1 47A 8.58 9.94 9.75 9.423 0.161 0.737 0.078 7.82
478 10.35 9.99 10.88 10.407 0.172 0.448 0.043 4.30
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wavitluthds NUNBLAY A sauway | Areal Area2 Area3 AVG. Furosine SD RSD %RSD
foen9 Deoxyketone AU
pPm
0627 49414/65 2 48A 79.23 79.88 79.38 79.497 0.941 0.340 0.004 0.43
48B 89.42 89.34 88.81 89.190 1.049 0.332 0.004 0.37
0627 49415/65 2 49A 100.15 100.61 100.64 100.467 1.174 0.275 0.003 0.27
498 71.31 71.45 12 71.587 0.853 0.365 0.005 0.51
0674 52397/65 2 50A 5.66 4.75 5.42 5.277 0.115 0.472 0.089 8.94
50B 6.48 572 6.01 6.070 0.124 0.384 0.063 6.32
0674 52398/65 2 51A Taiwu Taiwy Tainu - - - - -
518 Tainy Tainuy Tainu - - - - -
0679 52554/65 3 52A 39.98 43.16 40.11 41.083 0.513 1.800 0.044 4.38
52B 50.95 50.84 50.42 50.737 0.621 0.280 0.006 0.55
0713 54673/65 2 53A Tainu Tainu Taiwy - - - - -
538 Taiwu Taiwy Taiwy - - - - -
0714 54674/65 2 54A Tainu Taiwu Taiwy - - - - -
548 Taiwu Taiwu Taiwu - - - - -
0714 54675/65 2 55A 3.91 35 3.49 3.633 0.097 0.240 0.066 6.60
55B 3.65 4.09 4.23 3.990 0.101 0.303 0.076 7.59
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aitluiias ALY Na sanay | Areal Area? Area3 AVG. Furosine SD RSD %RSD
foen9 Deoxyketone AALTUTU
ppm
0719 55544/65 2 56A Tainu Tainu Tainu - - - - -
568 Tainu lainu Tainu - - - - -

9NAN3197 6 FegnfithuasduiiegiiiiiunisnsamnisUasuUuunreiieds Deoxyketone u Positive aglusyau 1 uaz 2 Wiaviun

AasidSinalsdu Insesiareiinlasuiinsunsy wavihiunldasunanisnaassladn USunamlsduingiadesieilaty Aty o

1ut19 0.085 - 1.174 ppm

4.4 HANITIHATIEINITHAUULEIANUUBSITURPNUTNTY 0, 2, 4, 6, 8 WAz 10%

AT 7 wanaRadAsIzviUInalsdu 1lennisiuIneInaun1InTIniEdunse y= 89.879x-5.0668

AU TUYBINTT Areal | Area2 | Area2 Aiade USunauanandutduyls D 9%RSD
UaauUuuurg (skim &1 (ppm)
milk)
0% lainy lainy lainy laiwy lainy - -
2% 16.440 16.230 16.260 16.310 0.238 0.114 0.70
4% 33.510 32.760 32.130 32.800 0.421 0.691 2.11
6% 51.570 51.220 51.640 51.480 0.629 0.225 0.44
8% 72.040 71.000 69.850 70.960 0.846 1.095 1.54
10% 85.610 86.050 86.260 85.970 1.013 0.332 0.39

4.5 NaNIFILATIEANTRUULEIANUUDSIFURANUTNTY 0, 1, 2, 3, 4, WAy 5%
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1519 8 wanIKaIATIZYIUTIN AN lsBY TARINNNSALINAINANN1INTINLEURTY y= 89.879x-5.0668

AULUNTUTOINTT Area 1 Area 2 Area 2 Aady YSinauanandutduyls SD %RSD
UaouuUuuuEg (skim @ (ppm)
milk)
0% Tainu Taiwu Taiwu Tainu Taiwu - -
1% 8.810 8.850 8.590 8.750 0.154 0.140 1.60
2% 16.240 15.550 16.350 16.047 0.235 0.434 2.70
3% 23.430 22.160 22.120 22.570 0.307 0.745 3.30
4% 34.150 34.560 33.960 34.223 0.437 0.307 0.89
5% 40.890 41.680 40.350 40.973 0.512 0.669 1.63

ANNITNARDIANUUNY (skim milk) AUDRTIAIUAIATIN 1 Uag 2 NUITNANANUTUTUTDINTUABNUUULURG 2% - 10% HUTUUAY

Wntuyls®u 0.238 - 1.013 ppm wasfianududurainisuaouuuuLEg 1% - 5% HUTHNauAINTulsTY 0.154 - 0.512 ppm
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ajunansiase

NsLIT IR EvUTInulsEuluh vl unukLIvMaewn gL 1SO 18329 lagldinaia
IP-RP HPLC Uszaumudnsauavaunsadilvldlunisasindiaseiisiognsldegaiused@nsain ainua

msveaesausaazulidn anuldlavesis (Method Validation): n nanmsgulsgudaudugs

¥ U

leumsaga (R = 0.9988) Feduduinisiianuunretedmiunismusanalusiegie a1 RSD Aidves

[

NuNlAfALaz Retention time Suduinszuy HPLC Ianu@neshastiinaldInsunisiasiei

panFIATEisoE L andliuiIs e sahlulflunsussiduamniwesuy
TnsiamzegsBanmsmsaaeuntslinnufouiiyuns fulstuduiuditanudimeaizas

Wodiumuideiovemantsiaszs LAZAEIN1INTIVADUANUYNABIVBINA (accuracy) kae
VpA1inv0IN15M52930 (limit of detection, LOD) kazlindndnvesnisniusuiu (imit of quantitation,
LOQ) ifimdslueuien Taaguudr Wienediiduesesdlefiddydmiuresufoinslunsnsaaon
aunvasndniaeualidulumannesgiuana wardiglunsmuesnssuaunsaniesnw A

N9LNYUINITVDIUL

finAnssudsenie
YOUDUNTEAM WLFRIUNNGRAN L1FaTuns genemsdinamivaeuaunmaunUadn
< ! o v o =1 v o o L4 o - a wva
Juegiegs dmiuausnudeuuzihmtudselenl uazmsaduayusulszann weldlunisugirau

o a a ¢ Y Y oy a wa S I 1 = =~ a a
LLazﬁnLUUﬂqiﬁliﬁf\nLﬂﬁqgﬁsﬂaﬂLﬁ]']‘Viu’]V]W@QUQU@ﬂWiUWU@JL‘Uu‘l‘U@EJ'NT]UTLlLLagiJ‘Uigﬁchﬁﬂ']W
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