7TV =3y /) —k

BmiRE S L UOREEE

ZE

Marlos Eduardo Zorzella
Fontana, Barbara Reichert,
Rosselei Caiel da Silva, and
lonara Regina Pizzutti
Universidade Federal de
Santa Maria,

Departamento de Quimica,
Centro de Pesquisa e Andlise
de Residuos e Contaminantes
(CEPARC)

Santa Maria-RS, Brazil

Mariana Baptistdo and
Andrea Rezemini

Agilent Technologies, Inc.
Barueri-SP, Brazil

Agilent

Trusted Answers

AN)=THROIAARFIELD
EROAE

Agilent Captiva EMR-Lipid & Agilent Ultivo ~JZ7)LIYEE R
LC/MS IC&£2 5> 7)LFIalIE

=

DT TV =3y /—hTlE AV—THOYAAF >V RBEARRAE T 572D DDAV YR
ICDWTERBAL 9, YV 7ILEIAIEX Y w RiE. QUECHhERS #iH# ® Agilent Captiva EMR-Lipid
O)—=>T w7 B KT Agilent 1260 Infinity 1| Prime LC & Ultivo ~UZJLIUERE MS (LC/MS/MS)
%z Agilent Jet Stream 1 # >R (AJS) CHEAEDETERLILOMZR—RIZLTWLET, Agilent
MassHunter Optimizer V7 bz 7Z AL T, LEWMFS DL a v e RBILNIAXA—2=BHELE
L7z Captiva EMR-Lipid |&. #U—THDOT )y IR FHESHETHREL. ERETCEZBRO %
BRHT2EHTIET, 71 BEOREL 6 BEOVIINI YZEDHET 14 5O CRER
FELFELIZe COXVYRIE, AV—THOEERETAONE SV OHESICREISELTED, 71—
TORI) =20 F G TRV TRBBETOIIL—F ODFICEAT I AR TEET,



IEL®HIC

F—=TeHA) =T HOERIZ. TOHESH
KUMATEERICED. BEICERBNRY.
HISTEEISNTUVWET, ' 4Tl
— AR EEICSATHD. Ei
ROVEEBFHEBELFO>MBO 7/ —ILY
O77 1L &fBATVET,

FU—=TDOARIG HOIEMCFERRIC. BH, &
B, MBOXEZ T, FEENRDT2H5E
AHBDET, XA ALK VELED AT
EERIE. XTI FIVICKORYNE
RENBBEDHBDET, TDEIBEMIE.
ERPREICBEREZHL5THREMND
D, BERSICINAT. BEAE. DAL
T EBNESEA5|SRILET, *HATI
INHRYDIFIE 25 % A1 FIY
ICEOTREEZ T THD. THICEDEES
SUOTESFTFICHEVWT, EREICEHTHERILD
DEABBEDPEELTVET, *YrIhF
SIDESBEYIF. TOIFENS LUEDN
REMICED. FAELHLODLSREEI
TICHR AN TEET, AFDOTrAM
FOVIEIEAMTH B0, KIERFRICEREL
PRI RN SHH S TR DIFRHE T, 2
BIIREFRETIOIC. £FE. FE. B
ERICA)—TORPFU—TICEERTH
TUVWET, CDed. EU BREDZDETIZ.
AV—=TIZH L TRAKEL AL (MRD) %
B[ELTHED. BRELTOAF)—ThpEs
D MRL ARESNTVET, *ZDTced. F
—TJHRDEETA O S VDREIE T
EEEDOBEVDI AV Y RDRFAIXRICARST
WET,

RERH &

MRS LUHE

TErZhUJL (ACN. BEIL—R), £
% (99.8 %). HPLC 7' L — R @ EF B &
J.T. Baker (Z1 Uy TF2N—=2 KE) h5HE
AL ZE L7z, flizkiE. Milli Q Gradient i@ffizk
BLHEEEE  (Millipore. SILT+—R, KE) T
ERR L £ LTco I L —ROBFEE S~ L
I& J.T. Baker (\\AOX kv, XF20) 15
BALEL,

EEoREAE W E>97% &
Dr. Ehrenstorfer (72X 7)o, RA1Y)
MPOAFLEL XTOMEFS VIBEE(F
Fermentek Biotechnology (T/LHL L. -1
2ZI)L) LU Sigma-Aldrich (> a&-1>
N1 L R1Y) heBALELT

ARs JUIEERR

EZDEFIEERERS LVITRNTOEEDE
A%z, 1 mg/L @ ACN &R TIERLEL
feo BEIZ JIL—F 1 ELTHELTVET,

XA F 2% LC/MS/MS AT LICE
I TRREICREST 2 I —FIZRITE LT 7
TohEIV BT B2. G G2 &L —
72 KE#ERE T ug/mL @ ACN A&/ LTHE
BLFLIe SRV ET7IL/VEBTY
JL—7 3 1B# % 50 yg/mL @ ACN Bk
LTIERR L EF LT,

BUALIBAERIZZE (PIS) L ERMERIZEE (IIS)
EEALEL PIS ZH Y FILICRISA L
THomEL. IS ZRIEHERAE (ACNIK,
1) ISFLE Lz, 1,000 pg/L o 700K
XL EET PIS # ACN AR TIER L. 125
Ug/L DF FILEZEFT IS % ACN AR L
TIERLE LT, Bl <-18 °C OREREIC
FRELFE LT

BB SVHER

- BFXRUVA (Sartorius. R-1)

- RES# 3016 (GFL. k1Y)
PN TYIRST=—2
(Scientific Industries. =)

- Heraeus Varifugue @O0 Bt
(Thermo Fisher Scientific. R-1)

- BBk (18 MQ cm) . Milli-Q > 27 L
(Millipore. SIL7#—R K[E)

- Agilent L2 >3>SvorT7r>xIL
Tk 16 X 100 mm FHEBRE
FB. Vac Elut 24 <=~ —JLRA
(B@mES 12234028)

- JETERBEOEFTHEAVE
(Eppendorf. K[E)

— Agilent QUEChERS $H = i
AOAC (Bh&E S 5982-5755CH)

— Agilent QUEChERS $H = k.
FUDFIL EB@RES 5982-5550CH)

— Agilent QUEChERS $H = k.
EN (Em&ES 5982-5650CH)

- Agilent 52w REDFAH 50 mL
Fa—7 (EmES 5982-9313)

- Agilent Captiva EMR-Lipid
A=k 3mL. 300 mg
(EBeES 5190-1003)

= Agilent N1 TIL. RU)a— b~y FOER
E. 2 mL BRES 5182-0714)

— Agilent InfinityLab Poroshell 120

SB-C18. 100 X 3mm. 2.7 pm
(BBRES 685975-302)

— Agilent InfinityLab Poroshell
HPH-C18. 2.1 mm. 2.7 um. UHPLC
H—K (ERES 821725-928)
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InfinityLab Poroshell 120 SB-C18 73 5 L
= UHPLC 77 — R IZ 8t L. Agilent 1290
Infinity Il LC > ZXFLICEDAIF T 0%k
IS0 —nEEEmLE LI,

ASS ILZbORTL—aFVIR=EBEL
7z Agilent Ultivo B E st z. 417
w2 MRM (dMRM) €E— R TEIES &
Fllco T—HDEDIAAG AR ETRT,
Agilent MassHunter V7 ~o 7, N—=23
> 12 TITWEL T LC/MS/MS S X7 LD
BRAKGCNIX=FERTICRLET Z—
TyMEEYMD) T a> B0 L MRM K2
Yo ay AUV IRIINF—2R 2 TR
L&Y,

£ 1. LC/MS/MS &

INFRA—=Z RENE
S, Agilent InfinityLab Poroshell 120 EC-C18. 2.1 X 100 mm. 2.7 ym
7 UHPLC 73—F : Agilent InfinityLab Poroshell 120 EC-C18. 2.1 X 5 mm. 2.7 um
NTLBRE 45°C
N 2 L
BEE A 0.1 % FEACER
%E1E B 0.1% FBE7ErZtULAR
Bl () %A %B
0 80 20
LC 5 80 20
JSVTVNTOTS L ? 10 o
Pl
7 72 925 10 90
1 5 95
13 5 95
14 80 20
DTt 19
HE 300 pL/min
AFt DR 159
A ALE—R Z1kd
¥ 21T H1FZvo MRM
MS1/MS2 7 f#gE Unit/Unit
HREE 11 L/min
MS
HZRE 250°C
S—2AARGE 12 L/min
S—ZARERE 350 °C
FrESU—BE 3845V

R2. 2—TuMLBEY. UT>

2aYB1LMRM FSU P32 LUV VI RILF—

rSooay

RT EE MRM EE MRM CE

BB E S (%) rS¥ooay (m/z) | CEW) | rS2o2ay (m/z) | (V)
TEIz—hk 1.64 184 ->49.1 20 184 ->143 5
Tehoa—-IL 8.05 270.1-> 1481 17 270.1->224.2 9
TI75hF 2Bl 5.84 313.1->128.2 89 313.1->241.2 41
TI5hFT 2 B2 5.55 315.1->77.2 117 315.1->287 29
TI75hF2 Gl 5.83 329.1->115 89 329.1->2138 41
TIShFT2 G2 5.03 331.1->201 41 331.1->245.1 33
TIDHINT IR 1.86 240.1->58.1 37 240.1-> 631 37
TOVIRAXFIL 7.32 318->125 24 318->260.9 4
TYFSZIOEY 7.49 404.1 ->329.1 32 404.1->372.1 8
ETFILE/—IL 7.92 338.2->99.1 10 338.2->269.3 4
RAAUR 7.76 316.1->165 29 316.1->247.1 17
JOoLaFV =)L 7.55 376->1228 81 376->158.8 41
TEUX—b 7.14 317.2->166.1 33 317.2->210.2 20
J707LYv 8.54 306.2 ->116.1 10 306.2 ->201.1 5
NZGRZ 8.61 271.1->130.7 21 271.1->158.9 12
AILNDIL 6.44 202.1->1271 28 202.1->145.1 4
JOLTIVEYVRR 8.16 358.9->99.2 28 3568.9-> 155 8
U= 6.89 251.1->90.9 61 251.1->115 69
STV TFIR 8.13 325->108 8 325 ->261 4




P72 4

RT EE MRM E¥ MRM CE
SRSy (4) rS5o>ay (m/z) | CE(V) | FS5v¥>ay (m/z) | (V)
HATI)Y (PLES—h) 8.58 305.1->97 40 305.1->169.1 32
SIhTTVHILT 7.39 268.2->124 30 268.2 ->226.1 0
IAXRI—k 3.58 230->125 16 230->198.8 0
IANEILT (B) 7.7 388.1->273.1 32 388.1->301 24
oZarV—-IL 8.13 326.1->70 25 326.1->159 28
ooy 6.65 233->72 20 233 ->160.1 29
IFA> 9.33 385->142.8 24 385->199 12
IFUE-I 1.66 210.2->98 32 210.2->140.1 20
TIh7OKRR 7.77 243.1->97 30 243.1->130.9 15
IhFHY—IL 9.62 360.2->113 60 360.2-> 141 32
JIVTIRY 7.53 312->92.2 28 312->236.2 8
JxrHEFY 10.4 307.2->1471 16 307.2->161.1 10
7x>7a+V-)L 7.77 337.1->70 33 337.1->125.1 40
TINFHIR 7.64 302.1->55.1 40 302.1->97.1 20
Jx>7OEEILT 6.16 304.3->132 40 304.3-> 147 28
TIVEOFIA—k 9.71 422.2 ->107 64 422.2 ->366.2 12
IIWNT7x /oA 9.08 489 ->140.9 56 489 ->158 20
ZFVIFV-I 7.70 376->272.2 40 376 -> 3489 21
W5V =)L 7.76 316.1->165 24 316.1->247.1 12
IS ZIL 7.85 324.1->929 37 324.1->1449 65
ZILRUTRIL 6.37 302.1->108.9 40 302.1->1229 33
NAF SRy F-2-ThFSITF
M 8.84 434.1->90.8 45 434.1 ->316.1 17
AFHIFY—IL 7.97 314.1->1248 40 314.1->159 30
ANFIFTYIYIR 9.47 353.1->168.1 24 353.1->2279 8
1IHoO0FIR 3.50 256 ->175 12 256 ->208.9 12
17aNVAlLT 7.44 321.2->115.9 17 321.2->203.1 5
D=il[=[7 7.39 249 ->160.1 20 249 ->182 17
XAIVINL 8.10 330->97.1 45 330 ->227 15
ANZE L 7.8 224.1->192.1 29 224.1->207.9 17
ABRZRRR 1.62 142 ->94 10 142 ->125 10
XYI)L 2.05 163.1->88 0 163.1-> 106 4
E/UORRR 1.70 2241 ->127 10 224.1->193 0
ToO7E2z)L 7.52 289.1->70.1 16 289.1->125.1 32
AT —h 1.63 214 ->109 24 214->125 16
FEFIEI) 5.62 279.1->132.3 32 279.1->219.2 5
FETFIIL 1.82 2371 ->72 12 237.1->220.1 0
NoOITrzV =)L 7.6 294.1->70.1 16 2941 ->125.2 36
RYAFV-=IL 8.07 284.1->70.1 15 284.1->158.9 37
ryor 8.59 368->110.9 44 368 ->182 8
E3¥shOEY 822 368.1-> 145 20 368.1->205.2 4
EIVRR 8.46 374.1->194.1 37 3741 ->222.2 21
EUIRIXFIL 8.59 306.2->108.1 30 306.2->164.1 20
707z /KRR 8.91 373->3029 17 373 ->344.8 9
Za/NLEy 9.58 368.1->175.2 8 368.1->231.2 0
7077 L 6.99 180.1->120 12 180.1->138.1 4
Jogarv-ib 8.18 342.1->123 60 342.1->159 32




=
i FIED REL rSoUvay
S5BOOFHER (K1) 2RMEL. XYYk RT E& MRM 7% MRM CE
DEE. BE. NIV IRODV)—>T v SRR %) | F5¥Tray mz) | CEV) | FS¥Tvay m/z) | (V)
EETMLELT, INTOHRICBEWVT, B TOEHSR 7.68 256 ->172.9 21 256 -> 190 15
By IR VICRHLTREBIC. FU—T PUSRY 10.20 365.1->147.2 20 365.1->300.1 4
R=ZAN T E 2 DDBETR/INAILE SRUY 576 202.1->104 30 202.1->132 17
L7z h=3), ZEOEYI> 6.20 298.3->100.1 32 298.3 > 1441 16
FIITIVR 9.06 3342145 37 334.2->147.1 24
FITTVESE 8.09 353.2->133 16 353.2->297.1 0
FFAAY—IL 1.64 202> 65 52 202->175 24
FAANT 6.04 355.1->88.1 8 355.1->108.1 8
NIFSSE 7.64 294.1->197.2 8 294.1-> 2251 20
RUFYRR 7.88 314.1->1189 37 314.1>162 17
rUFIFY—IL 7.32 318.1->69.9 17 318.1->124.9 40
€rSLIY 7.33 3192->127.8 65 319.2->3012 5
HERALB ek C HERDLE
QuEChERS EN QuEChERS AU F+IL QuEChERS AOAC
HRAI5gOYITI (FU—T) FhiF G 100 0% ST 10g0Y>7 (FU—-7)
SEBI5g0YUTIL (AU—T) +5gDK FRC 10907~
10 mL @ ACN 0.1 % g
. AOAC XV v K FId QUEChERS
10 mL @ ACN 0.1 % 1% .
0mL D ACN 0.1 % FE& 10 mL @ ACN 0.1 % B S A — B
EN XY/ [ (D QUECHERS HED: LEEFa—TICHBL.
R 1) YRS N =
V! Ou : FUSFILXY v RED QUEChERS REEZE R 00 HREE
MR/ o — D% R HHE/N Y T — D% R
HERE: LBEFa—7ICB L. 2ERESR
0.6 ML MIKY 2.4mL DIEYMDBEKRE 0.6 ML MK¥ 2.4 mL DIHEYIDREREZ
Captiva EMR-Lipid 71— k U w |38 Captiva EMR-Lipid 77— 1 v 2ICiEi@ 0.6 mL DKL 2.4 mL DM DEE K%
Captiva EMR-Lipid 1— kU v J(Zi@8
) AW + 0. . . 0.5mL DA +0.5mL @ 1:1 ACN:H,0 |
| 0.5mL OB +0.5mL B 1:1 ACN:H,0 | | 2 0.5 mL MEEEK +0.5mL ? 1:1 ACN:H,0
| LC/MS/MS THHf | | LC/MS/MS TH#f | LC/MS/MS TH#f

B 1. e 7arILoRF— L4



REHMEFIRE (X 2)

1.

10 £0.05g A4V —TH>TIL%=5tE
L. 50 mLEOEICANS,

4 DODRISAILARILTRNAT LTI
10 ng/kg @ PIS #2512 L. LombD
X vy T ELTRILTYIZL. 9159
EFEEb e 5,

10mL OFFE 1% 887 =L %E
AL, 4 DERE 59 %,

Bond Elut QUEChERS AOAC v
EARMLL T 2EIRE ST %,

4,000 rpm T 5 DR 0D B

FE%E 15 mL Fa—2IC% L. Fa—7
R N, 112 90 MREE <,

24mL O EBAEFLWFa—TICE
T 0.6 ML OKEEEMICEEDMIAML
e, Y2 7ILIBEY = Captiva EMR-
Lipid 7—k1Jw2 3 mL.300 mg IcO0—
RLT. BB N IE S,

0.5 mL OBHZBZNATILICELTH
5. 0.5mL ® ACN:H,0 (1:1. viv) TH
INERETS

»LI».

BHoFI
BUALEE
# 1) — T =R 10gDH>7IL
BTN 4 w AR Y
B e » » =
Agilent QUEChERS R S O BE
HHF Y ~

L
Agient Captiva |
EMA-Lipd

oV=27vS

@
BRIKEHRPIC Agilent Captiva EMR-Lipid
90 M8 A—brUwT 3mL. 300 mg

LC/MS/MS

Agilent 1290 Infinity Il LC &
Ultivo ~'J 7JLIAEHRR LC/MS

2. A)—THORECYA AT Uzt § 27 0 > 7 ILELIEFIE



BRCER

LC/MS/MS XY F DRAH

B TCiZe MRM RS> g> 750X
VABE. VPV IXIILE— BLUERD
TINOA D F WA F %, MassHunter
Optimizer VZ7boz7e70—a>>
SaAvICEDRBEILLE LT HAA> o0
JhIDLICHBITAZMAEDTOARXINAH D
BAE—JIFmR2ICA—N—=2v T L. B>
LB O F U EIE. B —7 YR TO
ZERRDFEMED £30 % (FEXIE) UA
[N FEo>TWE LT,

H 7RI D RE(L

5 @DDEENS/EoNIcIAXNI T T4 —
Z7O77)LH. &®BA QUEChERS 7 70—
FORBIRICH L TEHMEL £ LTo BHBZAVY
RTEIIBLIET Y TILDR Ny I RN R %=
FAETDHIC. REINIYIRTT VUM
H#(Z 50 ng/mL DIREZRIASZ/NA1TL
T, 2B TIC E—0@EZLE L £ LT
SICRT&LSIC. XVwR D E TrILIE
LTt 7L TIC 20X T2 LGB
20 XV R A B, C CHEELT. mESLT
FEBESZ— 7Y bOEAICEVWTEREN LD
SLEDEL T THIE. T 2 BODXYY
RTIE BINENEDELI MY IR H
EDED ST EERLTVET, XY IR
RME Z—TvREN BV, LOQ L
RNZsLWTEWMEREc—BHoa VW ESR
T, KDZLOEDDEETNE T CHITEK
D, Captiva EMR-Lipid 2)—>7v7Hil
BIEDZATY T #BMT2UENHZ L%
FEERL £ LT

TR N, S RECREFIEERELIBOD
B—ry hENERZ T S IckD. BB
DX EZEMMICHEELELT, BRBESR
Tld. AHEETH VI EFRET B Id—
B TEBMTT A ARETDEEAV Y
RIFTTAORFIURBRIEZ A DAD
FLIo BICTTISRFIVDBEA. # 50 %
MEELEL e Y RUZVEETIL/ VD
HEIF IFIFIRNTHERLEL S

F£3IC. FED ¥ ETHELETYTILD
Z—7y hEUERO LR ERBRIER T RLE T,
ZOERNS. RERORBET > TILEILIE
AVwRELT, FIBED AR F LTz,

x10?
101 ste A | |
0.5 \ MM J\ A
"o i /
0 S . S WW UV
%102
1 sme -
i U-I rI'- il ] lr.ll'
OAZ - _.'."L [ ‘.,ll"- _ull\'- N A 'r;I'.v-: I“ I "II._ 'rl .
x10%
£ 1.0y . "
< m@e: |
E 05 [ T PR LT | "
=} | W 1 o Wi W
8 0 L L | W FAF ALY N
x10?
101 stegp: O
Iﬂl IIII| 1\ [\ I|| i
0.5 Il ."“' I |I|I ln-,l | ". |'JI [ Il f
I\ '\ ol MUY T T |,._ 'y Y i
0 _J L — L RV L
x10?
100 e : 1
05 |I -.I| A - V] | : |1
' .l LTS _.ul LS TR T Al
1 2 3 4 5 6 7 8 9 10 11 12
Acquisition time (min)
B 3. 50 ng/mL ORFEZRISRNA T LIcA) =TIV IRTS D=L AF VIO NI T 1

R3.GBRD CETHHLLEEDERE L
HE (%) DR

B4R +RSD (%)

R HER D HERE
TILIHIT IR 117 £3 BwHang
ETILE/ =)L 78 +£11 50 +£2
IARI—h 88 £2 51 +5
NIz /20> 88 £11 10 3
yzaQv 88 +2 43 £1
RyIFV—I 83 £2 BwEang
FADHILT 78 1 46 £8
~TOXRY 94 £9 27 £17




NIF=2a R

AU —THEYIC RSO LB DR ER %
FRALT. BRMEEARELE LI, REDRE
EHSHELICEEDRZIF £20 % UAIS
IREF>TWE LT, R 4 120 YhUYIREE
BREFTOERECTION YV OEREHE
ERLET, Fle LT, AEZEERRETN
JABEERERD T EZITIROBRERE
TOVKLIEHERZRK 4 IRLET, KED
DEZEH. 10~ 150 ng/g DEF TELRE
ZmLFELTce 77206F2 2Bl Gl G2 6
KOFUTRFI Y A DEFERIE 2 ~ 100
ng/g. 773 ¥ B2 OEEEIE 10 ~
100 ng/g TLze MU=V EETIL/ VD
BE#RE3E % 500 ~ 5,000 ng/g TL7=.

EfRMER MY 5D ICER LIIZERR DG
BrELOFY—T > RICED. YUY IR
R (ME) #5HEL £ L7z, TORRERX 4
ICRLET. IED ME 1ZX )y IRE L%
LTHH. 8D ME [FXhUyoxiE#xRL
TWET, SRIFARLIEXVYRTIE. 24—
FYRMIBEWVWT, 2—7vhD 28 % TEET
=% ME (0 £20). #—4'vhD 42 % THF
ATES ME (50 ~£20. M&HI£/1Em
) 27y hDiED 28 % TELWLME (=
50 ~£100) Z/RLF LT BVHEBMRSD
CHBOKDBERD DEERBAEDE
DIzt £DZLDE— Y MEEHT R Uy
IR A ANF DR EZITFE LT,
FU—THROERICEVTIRNTDEZ—7 vk
THELNEE TR (LOQ) 1E. EU @ MRL
EHTHS10ng/g ICEELTVET,

SRS E A F SANTE/11312/2021° o [E] ¥
F (70~120 %) IZfE>THO. RSD 1BIF
20 % RHETLIzo R4 ITRTEDIC. IANT
DEZFKIZHWVWT LOQ 110 ng/g TLTz ¥
AaARFITTTREIVBICGI. G2 T
& XV RO LOQ 1&2ng/g TLice 7775
k> B2 @ LOQ IF 10 ng/g TL7=o ¥k
DZ>etE7ZL/>® L0Q IF 500 ng/g T
L7co

XYwRTESNT LOQ ZRNEA &t
BI3coic. BEREBREEKRE (FAO)
ICRVWEDLHE E LTz, MMNESSBEE] EC
No. 1881/2006 I&. NREFEARET DL
WS EKT. BRTOBEFTEYEICHL
T. EHEZHICHARTERLANLEIMIZ TS
TeODRALANILERELTVET, BEF
DETSL/>D MRLIZ. BROBEICE
n 20,000 ~ 400,000 ng/g DETEFH T
ZEENBOETN. Y RJZ>D MRL IF
2,000,000 ng/g ICEEShTWET, 77
Sk*> > MRL IE. BT LU B1. B2,
Gl. G2 DEFFELLTHEINTED., 20D

EHEIOBEICELD. 100 ~ 15,000 ng/g
DOETEFITZHBENHDET, A)—TThH
Dy ORI BEIFEERETNTVEYE
AN DAV YRTREINTWLWS LOQ %1fF
ALT. ]RT70 FAO REBICEET 22N
TEFEL

JZ2)LTH, RDCN®7/2011 ICBEL T
ANVISA (National Health Surveillance
Agency : EREAEEET) IC&D. MRL A
REINTVWES, Y7L OBEE F7.
Fyv, F—Z, I—b— K LB 20D
AU NINTWET) ICED. ET75L/
>® MRL (& 20,000 ~ 1,000,000 ng/g @
RTEHT 25880 HD. 7I7S5hFS > B1.
B2. G1. G2 ® MRL (&. 1,000 ~ 20,000
ng/g OETEF Y 3BENHDET, CDR
FEEETIEVRNIZVIERESINTEST. 7
=TI RIZDWTIE FAO IFEXLT
VWEBA. "HADENICHVT, FER. &
ALt RIS T BRIE MRL HRE
SNTVWET,

X108
WOy =9.219x - 6,025.3
R? = 0.9985
71 Mgty =8177.3x - 43024 x
R? = 0.9988

6 A

54
[0}
[72]
c
[e]
& 4
8
wn
=

34

=
2 X
P
o4
0 10 20 30 40 50 60 70 80

Concentration (ng/mL)

4. REBLUN MY I XBERERD T EEI T RORER



R4 BRI VOEE TR (LOQ. ng/g). ME. REROBEREFEL RL HE (n=6). LU RSD%

BRER HESH LU RSD%
LoQ ThUYHR EREEE

SRS (ng/g) R (%) R? (ng/g) LAILT | LARL2Y | LARLS | LARLA
FEIT—hk 10 92 0.9955 10~ 150 109. 5 101. 6 89. 6 89. 16
FEroO—)L 10 -4 0.9990 10~ 150 99, 7 77.7 80. 11 98. 7
F75hF > Bl 2 -63 0.9994 2~100 119.7 105. 7 95. 3 95.9
FIS5hF Y B2 10 -46 0.9989 10~ 100 LS 113. 6 98. 3 95. 4
FIS5hETY G 2 1 0.9994 2~ 100 106. 16 117.8 95.5 91. 8
TITREDY G2 2 32 0.9995 2~ 100 111,12 104, 4 92,5 93.3
FILS AT RILARS 10 -84 0.9975 10~ 150 117. 4 105. 5 97.2 80. 8
FOVRAXFIL 10 -51 0.9847 10~ 150 87.9 103. 13 107. 5 93.12
FYELZOLY 10 10 0.9980 10~ 100 119, 4 100. 2 111, 4 90. 9
EFILE/—IL 10 -43 0.9994 10~ 150 107,12 92. 8 95. 10 79. 12
RRAUR 10 -33 0.9829 10~ 150 92, 11 94, 3 98.6 78.15
70437V =)L - 10 -54 0.9995 2~150 102. 10 90. 3 92.3 81.13
TEUX—h 10 -31 0.9978 10~ 150 104 4 97. 4 98. 3 81. 12
77071y 10 -17 0.9995 10~ 150 97.3 83.3 81.8 80. 3
HZHHRR 10 -17 0.9965 10~ 150 97.3 87. 11 97.18 94,15
AILINUIL 10 -60 0.9997 10~ 150 106. 9 98. 8 97.8 99. 8
JALTTVE YRR 10 -12 0.9997 10~ 150 107, 14 96. 12 104,12 | 104.13
A=Y 500 22 0.9234 500 ~ 5,000 L 76. 4 93.1 93.3
STITFIR 10 -32 0.9878 10~ 150 116, 11 98.15 119. 6 118. 9
BT 10 -14 0.9971 10~ 150 93.9 91. 4 93.7 95,7
SIrTTVAILT 10 -7 0.9841 10~ 150 101. 8 101. 6 104. 6 101. 4
IXRI—h 10 -37 0.9980 10~ 150 114, 3 98. 2 97.2 100. 2
SXRELT () 10 22 0.9958 10~ 150 108. 4 101. 4 102. 5 101. 4
szaFv-—)L 10 -42 0.9992 10~ 150 98. 14 86. 11 88. 13 89. 12
DiwlubY 10 70 0.9989 10~ 150 102. 13 101. 6 101. 5 102. 2
IFAY 10 -43 0.9998 10~ 150 87.13 80.9 84. 8 81.3
IFUE—IL 10 -81 0.9929 10~ 150 81. 4 71.5 57.3 55.5
IR7OKRR 10 12 0.9860 10~ 150 90. 8 94,7 96. 8 90. 7
Ihx4y—IL 10 -1 0.9996 10~ 150 87.3 81. 3 79.3 78.3
TIVTIRY 10 -43 0.9992 10~ 150 116. 6 103. 4 103. 5 103. 5
JTFHEY 10 21 0.9997 2~ 150 68. 2 60. 3 57.6 57. 4
Jx>7a+YV—IL 10 -8 0.9818 10~ 150 91.18 97.12 94,9 93.9
TIUAFHIR 10 -60 0.9983 10~ 150 110. 16 91. 10 92. 10 92.7
I TOPELT 10 -33 0.9989 10~ 150 70. 2 63. 3 63. 3 63. 2
TJIVPOFIA—R 10 21 0.9993 10~ 150 81. 4 72.3 70. 3 71.3
NI/ OROY 10 37 0.9991 10~ 150 93,15 96. 17 93.10 93.8
ZLEYAFI—IL 10 -50 0.9988 10~ 150 97.14 95.9 94,9 90. 9
ILSTV—IL 10 -33 0.9828 10~ 150 92. 11 94. 3 98. 6 94,7
TSI 10 16 0.9971 10~ 150 109, 13 103. 8 105. 9 100. 8
ZILRUTRIL 10 -87 0.9971 10~ 150 118.7 113011 108. 9 108. 8
NAFIRYF2-TRESIFIL 10 -35 0.9986 10~ 150 95, 11 95.6 96. 9 97.7
AFHIFY—IL 10 -51 0.9982 10~ 150 88.7 84.9 86. 10 85. 8
AFSFTIVIR 10 42 0.9974 10~ 150 94,12 76. 10 70. 3 72.8




RE HEH LU RSD%
LoQ E4 U273 EAREEE

DHRIRN (ng/g) R (%) R? (ng/g) LRI | LAIL2Y | LALS | LAL A
(SHZUOTUR 10 116 0.9986 10~ 150 120. 3 105, 1 102. 2 103. 3
AZaNUAILT 10 8 0.9962 10~ 150 108. 7 103. 2 107. 6 102. 4
J=aoy 10 25 0.9374 10~ 150 83.16 90. 17 109,12 | 101.10
XAILINL 10 -1 0.9844 10~ 150 107.12 | 105,14 | 108,17 | 102,14
X/S=E UL 10 -39 0.9953 10~ 150 71,11 76.9 79.9 102, 14
ABZRIKRZ 10 -87 0.9991 2~150 88. 6 79.3 79.3 77.3
XYS)L 10 66 0.9991 10~ 150 108. 3 95.3 95.3 96. 3
E/UOMRR 10 79 0.9931 10~ 150 105, 15 86. 8 81.6 81.5
sya748=)L 10 -15 0.9895 10~ 150 108,12 | 106.14 | 108.10 104. 8
FARI—h 10 -90 0.9978 10~ 150 100. 8 84. 6 76. 6 77.6
EESDE DI 10 23 0.9982 10~ 150 107. 5 90. +4 85. 3 85. 4
FEHIIL 10 -68 0.9978 10~ 150 120. 3 105. 4 101+ 3 101+ 3
NoaTrsy—)L 10 52 0.9864 10~ 150 97.7 102. 5 107. 5 104. 3
N =PaYET 10 -35 0.9925 10~ 150 89.15 88. 10 93.9 93.7
O 10 -34 0.9941 10~ 150 72,11 114,19 96. 19 106. 19
PaFszhOEY 10 -16 0.9971 10~ 150 112. 6 105. 6 106. 6 108. 5
E5YR2 10 11 0.9910 10~ 150 94. 20 90. 7 101,16 98. 17
EUSRRXFIL 10 20 0.9972 10~ 150 85. 10 85. 6 88.9 87.7
ZO7z /KR 10 -36 0.9972 10~ 150 98.9 74,10 75,12 74,10
ZFO/SLE Y~ 10 27 0.9991 10~ 150 92.9 83. 8 79.6 81.7
FO77 L 10 -29 0.9993 10~ 150 105. 13 99. 8 98. 6 100. 6
JOorary—ib 10 -38 0.9985 10~ 150 89. 13 88. 11 91. 12 94. 8
ZOCH#IR 10 -44 0.9994 10~ 150 107. 12 92.7 85. 11 88. 6
SOEANY 10 20 0.9993 10~ 150 118. 4 91. 4 77.8 74,6
STy 10 71 0.9976 10~ 150 89. 3 78.3 73.3 75. 2
rOxtsy 10 -20 0.9986 10~ 150 73.2 70. 3 73.2 75.1
FITTI/OR 10 2 0.9902 10~ 150 117,10 | 109,11 | 118,13 111.9
FITTVETR 10 -47 0.9992 10~ 150 73.7 72.15 71.7 75.9
FTRIAT =)L 10 91 0.9929 10~ 150 92,7 73.9 72,12 70, 12
FAIALT 10 63 0.9996 2~150 112, 4 99. 3 97.3 97.3
RUT XK 10 28 0.9991 10~ 150 110. 5 93.8 91. 6 86. 7
RUTYIHRR 10 -1 0.9997 10~ 150 116. 10 102. 8 103,11 | 100,11
~UFIFY—IL 10 -53 0.9990 10~ 150 90. 14 89.7 92.3 94. 3
€T7SLIY 250 -50 0.9659 100 ~ 5,000 EELS 99. 13 97.14 98. 10

CHADRIAILAIL L FIL—F 1:10. 20, 50, 70 Ng/ge ZIL—7 2: 2. 5. 10, 20 ng/go )L — 3: 100, 250. 500. 1,000 ng/gs
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