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COD7TU—2 a3y /—rTlEk. BREDRILKV 7=
RRVERZDIT T 2O DBELFFEZBNLUET . U
V7 IVHBIEFEBERMUIEXSY /—IUTITV. BEhDEE
BTHEYMO—HZKTHERLIZ,. ZUT. COHRREE
B, KKEEZEA A bZBVELCMSICTO LIz, &
M E b PLIAIICEH Uz, ASZEEZRWLT, 50 ppb
(ng/g)DANINEEERIC TTRED A )Lk > 7 = ROEIUER(384%-
118%MDEEF THofc, 1EHFRFRIE 10-25 ppb THDZ &N
Aholz. ERMBICK> TRE LYY JIL & EERH
HEDOHE., BLUTRIV—Z=UT (BARE) LEE
(TSITAXY MM AVER) DIchDEERREUNEHIZDER
EDLEBITHONIE, Agilent DNEIRE =R IREUZHIZD
BVWREICKD., N1 RAIL—T v FEDIHEBEREIND S
RTHHERIVU—U T v IDT Iy IDERTIAES IF D
fco

Agilent Technologies

7JUg—3ay

FUSHIC

. BMHOEY. ks Koo PRt 4 &%,
BRICIRATAIRNO S A PEM. KEFLEYV B &
U7 DO E 2 BA TS RN H B, Th
5 DLAPNE. B O R, REEEL XA b
L 2RO 72D T b, ThsoWED A
WADRFEL, FRINZAERREZD, F L2
WU KO Fh s 0BHIMcEL-D T3 L
THEZ 5, MO PR ERR IS L L D R §E )
LET8ETHEZIENS, BRIV YRV L
7 7 Hl7e E OHUEYE DRI s G ESER & U GEIR
TEL A LEfEHLTNS,

ZNUKR YT IFREIE. L MCEEMIC T XN B
HHTHD, T FIZBITB ALKV T I FORKE
L (MRL) 2. ®AITIE 100 ppb (ng/g). il
TiZ 10 ppb TH B H, EU TR EBH LD AMIZE100
ppb £33 MRL #i%&E LT\ 5, 7+ & &R
AR O 2 LRy 7 I FRBICHW S FEETIR,
it T FILh TOMM, 70 > VN y T 7 —TOHEL
X 5 ICpHi# %, Kb x F L vy~ [1] 2475
KD T B, M. Bl K ORI AR T,
HWEoa~v b7 4 — (TLC) I THhEEsh, #Fi
WALARET, TV R A LY —IZXkoTERESNDS,
Alberta Agriculture {2 KXTEALZA 4 V1t (APCI) %
Hnw=ikthkra~ 2357 4 — /B85 (LC/MS)
IZ& 5T, AT OEMEN B X OE SR 211 |
XH72[2], Alberta Y CIdA IZE L < O TR A2 nHE
ETEHN, BRMNOEREMEE=4) V7§ 5T KIC
. ko Ay FAEHTH S EEDNS,



ZOT TV =3 — NTHD FTAFEOED
&, HENED 5 2 L T OB L 7 7 FITE D
BWERTEEEITAZETHY., ZLTH VYT
B A R/ NRIZ U T, AT A4 2L A 1057 LA
NHBZEThHb, mANEEITHEE, TELH2077
AV I T VOEKENAT, 5114 %
[M+H]* 24k ¥ p 2 THEOLNS, /20T 4
MR g (LCMSMS) 3 fEA M TH 5 2 &
No, VUL NEMRAKETE 777 X v MRS
BeohsdZengi vy, ZOHBND=HIZIE, fHjze
AL (CID) 12k > TR OB 57 57 A v
M AV EERIEITERTZ 28D EbNI S,

RRBLUAR

FTARTOZIA Y7 I FEHEL Sigma Aldrich Canada
PHIEA L, RICHMEEIZ99%E Lz, AT 7 &84T
DVBXUZALT 7R FHY YOS Y Y LKL
DOFHIET £ b YT 2mg/mL 2% 2% X HIZHBLIL 7=,
I NEDRANREEICEMR TS LS. 3mL D
0.2N NaOH %A 7z, F7s 5 REOMEMERIL, 2754
OB B NEA F ALK TR L TE RIS
B 72012 /-,

WEREEHRE (IS) @ AL 7 72 uual’y) &Y (SCPD)
WA+ ALK T 2 mg/mL IZ3H%,

HPLCZ' LV —FDOAZ 7 = LBXUOTE = )ik
Caledon Labs (Georgetown, Ontario) 7* 5 A L 7=,

FW (min. 98%) &, EM Science THEA L 7z,
100 L D 98% F Ik % 100-mL # & / —JLIZhl A, BMEAL
L7z x & ) =)Ll L 72,

Ultra-Turrax T8 homogenizer, 50-mL ;K1) 7u 'L v
EODHEF -7, BLO 13 mm KR 7 ke =1 F
Y (PVDF) v ) ¥ Y7 L& (0.2 um)id VWR Scientific
THEA L 72,

Oasis HLB (3 cc, 60 mg) [&AHHI (SPE) #— MY v ¥
¥ Waters THEA L 72,

BT IVAR

1. YV TN ThHHEKHMA 3 gid50mL K FuL
ViE D HEF 2 — TN TTHEIEET R L 7,

2. ¥ 7 %&Ultra-Turrax A€ Y54 ¥I2C, 10 mL
MAERMUEAZ ) —LT 3 H5MAEYFA XL
7z

3. XWT 10 RO LEEE TV, EEAE Zhn
S BRE IR L 72,

4. RIZH Y T E 10mL DEEZRMLZA X 7 — )L
TE O A L. w0 A FET - 72

5. FBAWEGDHYE. 1 mL OIS 2 mg) & A&bH -4
Hikizimz 5.

6. flitik A& A A ALK THEIC AL (250 pL il
W + 750 pL JBiA A (LK), 0.2 ym PVDF 7 4 L %
TA—= ISV TSHNATILTT4NLEY VL,
INELC/MSTHEE T 5.

AbX RIS IEMER RIS #MA % Z &, Hhil
PO AL 20 AR A Wl § 5 6 EEH < . ChemSta-
tion 12 K A NEEEIR T, Wi & PR R HEMI L O fE xt
BT S, ZhiZkD., Y T ILhOREE 21E
U KB EPHIIEE N S,

FROADM & T 5 7=, & v TILihit i
50 [EAHM 7 — Y P EER X E 2, 60-mg
Oasis HLB# — YV v PiZ, 1.5 mL ORRIRML 72 4 &
J =L TP L. KT L5 mL A A+ VbR E
L72. 1 mLOAIHEYE10 mL OiA + VLK THERL .
=)y VAU THEMNS Y, WHEERIZHEIEL -2,
KANTHILT 7 F %15 mL OEEREMLIZ A4 ) —)LT
B 7z, WHER A SRFHX T b7z, iz
Fl 27282 70 1 mL D 25% X 4/ — )L CHIAR
L, ABL7ZD%B, LC/MSTHHTL 7z,

XSO E B Z kD 2012, FEEHMmH Z Uiz,
1mL # 4% /=)L &FITiEd 5 TAIbEE, 1 mL
D 25% X 4 ) —ILIEHE CHER U725 R 233 L 7=,
ZOEAEIZ X 0 Y v T O SR A HPLC 47
MriE L7280 k50, HFMOAT v T EiTbAEV
72O OBMER DL) MK Fd2EE21605,



LC/MS Z{¥

LAl L 72LC/MS ¥ 2 7 41, Agilent Technolo-
gies 1100 Series DABET 7 v ¥, N4 F VKRV T,
F—=bHVTIT AT LA =T, A F—=FT LA
Rt gy, B KO USRS BERAR N (MSD) 25
Wi ha (%1,

R DTE S LU

W, ARIEAMDOT=2"Y) v 7 EOHME, MR
6 AR 258l T, HORKDRIE LS5 2
EThHD, BN MS)EFHT 5 &, mAEEIE
BEIRA A v RRIE—-FIchWT, FFEDE=2— 1%
vorlt Bz vy bz — A4 F LESD.

# 1. LC/MSD %4 & 1. LC/MSD 54

APCITO 7 a b YA 4+ ¥ [M+H]* ) OAERIZ X 5
TEREINB, LLrL., HEAEREIBMEE LS8
LTE., SEbLWE— AL IR EDEDED
. HBVITHEN L 22ROk AR C A A v ERE
L7220 5D 5 R T20ERD 5, EED7ZDD
HREK L {EET 5, HlAE, %Y 7 &EROEE
RCHME TS, Yy L EXBIZIYV - Ty T L
TR s A1 L X8 T, T2 k39D A
TV ERBRETANZAF XY VE—-FTCONMAEB T &
5. FEk{bok, Hrru~ 574 —/BES
W(GC/MS) THtiEHZ %5, HH0NEE VT LNEH
FLC/MS/MSIZ Tt & f 4 5. BENFETS
N3, TN6DF 7 =9 23 TXTHHTH 57,
MELTIEREBEIZ AWML TLES 2L T, FiiC
LC/MS/MSIZBH L Tld 7 DIEAAGHEE TH 5,

HPLC
N3 LA Zorbax Eclipse XDB-C8, 150 mm X 4.6 mm, 5 pm (p/n 993967-906)
B A 0.1% FEKBER
BiE B 0.1% FE 7z b= MU ILBR
J33Iz1U b th=20%B

t=20%B

t;=90%B

ts5=90% B

Post time = 1.5 min
e 1.0 mL/min
AAE 50 pL
NI LERE 30°C
MSD
AFIV—RX APCI Bz 4 VE—R)
Dwell time F63ZIUNT8 1A
TSTXVE 0V
IR R 6.0 mL/min
XITSAYE 60 psi
HIRAEE 350 °C
SbEEE 400 °C
FvrESUBHE 3000V
JOF7&ER 4 pA



Agilent 1100 MSD 2—E D5 i Tk k4 DD MS ¥ &
FLERDIADZ ENTE S, £r 7P, #HED
BEIRA A Y SIM:BIRAA V=X VD), BB
X2 F v VOMABAEDENIRETH 5., WAIE., HA
*VOERERKET S 720K\ T 5 2 v 2 EIF
TREINEZVZFL 1, 2=y b)) A MHDZ
NZEhO [M+H]* A AV &2 ELN, W7 5375104
BETREINZV T 2 BHERHDO T S 7 2 b
A vnBonhs, BEECORBBTHEINS 5
WHETIE, V7 FILlFEEHOSIME— FTEL R,
VO RAIEMHDO A F v v E-FTHEONS, K1
BRIZEOWAERL, 7930 4V 2EBEIRYZF L1
(MSD1) T70VIZ, ¥ & FJ)L 2 (MSD2)T 200 V IZ3%
EIhTW3,

MSD1 250, EIC=249.7:250.7 (SULFAMSD\SSSCI01.D)  APCI, Pos, SIM, Frag: 70, "Quantitation”

8000: [\ 3.365 - SPY Simultaneous 2-signal aquisition; Fragmentor at 70 V or 200 V
4000

0 1 T T T T T T T [ T T T T T T | — | — LI — 1
25 3.0 35 4.0 45 5.0 55 min
MSD1 285, EIC=284.7:285.7 (SULFAMSD\SSSCI01.D)  APCI, Pos, SIM, Frag: 70, "Quantitation"
8000
4000 4.344 - SCPD (IS)
0 7 11 T T T 1 T 1 T T T T T T [ 1
25 3.0 35 4.0 45 5.0 55 min

MSD2 108, EIC=107.7:108.7 (SULFAMSD\SSSCI01.D) ~ APCI, Pos, SIM, Frag: 200, "Confirmation”

1000

25 3.0 35 4.0 45 5.0 55 min

MSD2 156, EIC=155.7:156.7 (SULFAMSD\SSSCI01.D)  APCI, Pos, SIM, Frag: 200, "Confirmation”

500
300

25 3.0 35 4.0 45 5.0 55 min

1. Dual MSD THESNTEY T F )L (BE 108 BKU 156 IFRILIRV TP RICHED TSI XV K)



K2R TV AVEABLEEITIFIIE XL X
DIANLKYTIFRDITAANY ML TH D, BE108
E 156 FANK YT IFRFEDT7 720+ (FhE
h H2N+=[C6H4]=O &: H2N+=[C6H4]=SOQ) TZEV)\ 70‘:[
b oAb TA v ISR S h A I LA O R E
WZIERISE LA v 2B,

K2 SEIFBITSITAVYBREZRVE

FaD. AJVIKYT S RO APCI AT MU

9=tV

2LI7F7I—Ib(5T2) 20

CgHgN3S,0,
MW = 255
RT =3.05 min

2T YT (SD2)
C1oH10N4SO,

MW = 250

RT =3.09 min

2T PEUTY (SPY)
C11H11N3S0,

MW = 249

RT =3.33 min

ZIVT7ASIY (SMR) 80

C11H12N,S0,
MW = 264
RT =3.78 min

TSTAVI TNV

“MSD1 SPC, time=2.859:3.513 of SFCISCAN\SULFA006.D

APCI, Pos, Scan, Frag: 70

TSTAIT 160V

“MSD1 SPC, time=2.891:3.337 of SFCISCAN\SULFA008.D

APCI, Pos, Scan, Frag: 160

TSTAVZ 200V

“MSD1 SPC, time=2.907:3.258 of SFCISCAN\SULFA009.D

APCI, Pos, Scan, Frag: 200

1001 2| Max: 151737 1001 s _ Max69275 1007 | Max: 32290
& - < -
80 N 80
60 60 60 _
N =
=<} o —
40 n] S 0= 3
z g =
- S — =
~ - — g
204 5 204 1 = 5 207 || & =
N | | b
0L L . . oL hh | . . 0Lk - - b . | .
100 200 300 m/z 100 200 300 m/z 100 150 200 250 m/z
*MSD1 SPC, time=2.971:3.369 of SFCISCAN\SULFA010.D *MSD1 SPC, time=2.986:3.369 of SFCISCAN\SULFA012.D “MSD1 SPC, time=2.987:3.242 of SFCISCAN\SULFA013.D
APCI, Pos, Scan, Frag: 70 APCI, Pos, Scan, Frag: 160 APCI, Pos, Scan, Frag: 200
100 —|Max: 66929 100 1 —=| Max:23650 1007 Max: 10375
g g
80 80 - 80
=3
©
60 60 60
40 40 4 § 40+ E g -
= N - — - 2
20 & 02 23 = 20 3 *‘ =
N " [ 1
[ E— S — ol b — 01 A b /
100 200 300 m/z 100 200 300 m/z 100 150 200 m/z
*MSD1 SPC, time=3.212:3.467 of SFCISCAN\SULFA002.D “MSD1 SPC, time=3.210:3.608 of SFCISCAN\SULFA004.D “MSD1 SPC, time=3.210:3.529 of SFCISCAN\SULFA005.D
APCI, Pos, Scan, Frag: 70 APCI, Pos, Scan, Frag: 160 APCI, Pos, Scan, Frag: 200
100 _Max: 35037 100 = Max: 16213 100 = ~  Max: 2943
g &8 g g
80 - 80 80 =
604 60 60+ < —
- (=3
&
40+ 40 — 404 I <
2042 < wls 732 = 201 ‘ = 2 ‘
. | 01 \\ ‘ oL \‘ \‘\ I “ I
e e B NS A A A e o bt T 0-——— e}
100 150 200 250 m/z 100 200 300 m/z 100 150 200 m/z
*MSD1 SPC, time=3.626:3.865 of SFCISCAN\SULFA002.D *MSD1 SPC, time=3.608:3.991 of SFCISCAN\SULFA004.D “MSD1 SPC, time=3.672:3.927 of SFCISCAN\SULFA005.D
APCI, Pos, Scan, Frag: 70 APCI, Pos, Scan, Frag: 160 APCI, Pos, Scan, Frag: 200
100+ Max: 20181 100+ Max: 9216 1007 Max: 4083
o 5 S
< 801 < 804 |-
N
60 60 601 &
401~ 40 40 = =
S~ — S S | it B = 8
2= < = - = 5|8 B—- TR_g o
20 ‘ g 20 28 8 2] ¥3 | =5° ‘
0k ; o L ; 014 \IJl‘u L ; L 01+ | l““u L ;
100 200 300 m/z 100 200 300 m/z 100 200 300 m/z




K2 SXEFRLETSITAVYEEZRL

FED. AJVIKY T Z RO APCI ANT ML (FiE)

[4=¢t7]

2T 7 RA5T (SMZ)
C12H14N,S0,

MW =278

RT =4.06 min

2L T7H00EUSIY
(SCPD); istd
C1gHgN,S0,Cl

MW = 284

RT = 4.31 min

AT7F/59U (SQ)

C14H12N,S0,
MW =300
RT =4.51 min

2T 7IARFYY
(SDMX)
C14H12N,S0,

MW =310

RT = 4.54 min

TSTAVEI TNV

*MSD1 SPC, time=3.993:4.168 of SFCISCAN\SULFA002.D
APCI, Pos, Scan, Frag: 70

TSTAVZ 160V

*MSD1 SPC, time=3.991:4.262 of SFCISCAN\SULFA004.D
APCI, Pos, Scan, Frag: 160

1004 Max: 57189 1007 Max: 35356
80 g 80
60 60
407 wi _
20 g 0l & s g
0L ‘ | 01 1. i
100 200 300 m/z 100 200 300 m/z

*MSD1 SPC, time=4.184:4.423 of SFCISCAN\SULFA002.D
APCI, Pos, Scan, Frag: 70

1007 Max: 15461
801

607

2871

40+

101.2

~

w

204

Ll . L

100 200 300

0

m/z

"MSD1 SPC, time=4.470:4.725 of SFCISCAN\SULFA014.D
APCI, Pos, Scan, Frag: 70

*MSD1 SPC, time=4.262:4.453 of SFCISCAN\SULFA004.D
APCI, Pos, Scan, Frag: 160

100 Max: 6222

100 200 300

m/z

“MSD1 SPC, time=4.389:4.756 of SFCISCAN\SULFA016.D
APCI, Pos, Scan, Frag: 160

100 E Max 148192 100 S| Max: 63906
80 80
60 60
40 | 40 s
N o~ 7 g
2 3 g 0] g2 J S
P ‘ ‘ ol Lide , ‘
100 200 300 m/z 100 200 300 m/z

*MSD1 SPC, time=4.485:4.740 of SFCISCAN\SULFA018.D
APCI, Pos, Scan, Frag: 70

“MSD1 SPC, time=4.454:4.900 of SFCISCAN\SULFA020.D
APCI, Pos, Scan, Frag: 160

100 TMax 467058 100 Z| Max: 261189

80 80

60 60

40 40 _

20 £ 2 20 £ 5
ol . ; 01 ey ;
100 200 300 m/z 100 200 300 m/z

TSTAVZ 200V

“MSD1 SPC, time=4.007:4.246 of SFCISCAN\SULFA005.D
APCI, Pos, Scan, Frag: 200

1007 Max: 11707
8] | -
60 S
Mzl oz o8
0= u‘ l \“ J“ L.
100 200 3000 m/z

*MSD1 SPC, time=4.262:4.438 of SFCISCAN\SULFA005.D
APCI, Pos, Scan, Frag: 200

1004 Max: 3906
g

807 |~

60 -

0] 5 7
=8

20 ﬁ‘ 3

0L n‘u \“‘un ' ‘J_ — . I
100 150 200 250 m/z

*MSD1 SPC, time=4.469:4.772 of SFCISCAN\SULFA017.D
APCI, Pos, Scan, Frag: 200

o~
1007 8 _ Max: 16120
80 =
60 =
40] 0 =

= -

N

111 O ‘

100 200 300 m/z

*MSD1 SPC, time=4.485:4.900 of SFCISCAN\SULFA021.D
APCI, Pos, Scan, Frag: 200

* Max: 80490

©

100+

156.1

804

604

404

108.1
155.3
3121

204

157.1
2452

—218.1

0 ol ) ; .
100 200 300

m/z



03 bIS5T71—

BESNMICE2BIA4BZ55B41CF, 2= b
ERDE S ENE ST LRI HEY 5 L EI N
M. RN A VBT BIGAITE. kR
kb, HlAE. SPY DT u b VLS TF A K+ viE
m/z=250 128 6N 5, RIRIZHEAET BENA C® 12k
D. A4V 251 13HA A~ 250 EEEICHEAET S,
SPY @ SDZ (m/z = 251) »» 6 D58EE, va< o5
T4 AL T AL X ICIZEETHD ., X2 I1TRL
& ICpEEnEREhTWE, Zhickhra< b
757 4 —ICBT BRI E D EL kB0, F— 4 H
Mo ¥ —2ORMEE 0 BEANE LD, su~v
T LDRRMBE S & R0 BEHER T Th O SPY Hh A i

MSD1 256, EIC=255.7:256.7 (SULFAMSD\SSS_CI5.D) APCI, Pos, SIM, Frag: 70

&5 TSDZ &EAFE K DKL
%

A E NS Z L &

WERITENT TV r—v 3 v Tik, 22 RV Y a v
10-R = DSV T HFNT, WHNZHEREL 722 KD 5y
Wih o L2605 F VR FERHG, 1.1 HOEA
P A I NEBITAEDZL A Y T I FESH LTS
B8l 20 TODFRIZZF T TOY Y FUMEE % 0%
WL Lkwrd, K77V r—v gy /) — b CRET
5FHETIE, MFOT 27 =9 2 &MV, V27 40E
AIZELBAERIAZ BN EBVEIIZTHA
INTWB, ZfFE, NN 6 75 &0 5 FEPAIC
RO FEEFER AR O NS X ITREL S (A
27 VRO AFHE 10 43) o

‘ N 3.051-8TZ

5““min

1 2 3 4
MSD1 251, EIC=250.7:251.7 (SULFAMSD\SSS_CI5.D)  APCI, Pos, SIM, Frag: 70
— T i 7 i
1 2 3 4 5 min
MSD1 250, EIC=249.7:250.7 (SULFAMSD\SSS_CI5.D) APCI, Pos, SIM, Frag: 70
‘ 3.332 - SPY
— T 7 i
1 2 3 4 5 min
MSD1 265, EIC=264.7:265.7 (SULFAMSD\SSS_CI5.D) APCI, Pos, SIM, Frag: 70
‘ 3.783 - SMR
— ; : ]
1 2 3 4 5 min
MSD1 279, EIC=278.7:279.7 (SULFAMSD\SSS_CI5.D) APCI, Pos, SIM, Frag: 70
‘ N 4.056 - SMZ
— o
1 2 3 4 5 min

MSD1 285, EIC=284.7:285.7 (SULFAMSD\SSS_CI5.D) APCI, Pos, SIM, Frag: 70

/\4.314 -SCPD (IS)

1 2 3 4 5 min
MSD1 301, EIC=300.7:301.7 (SULFAMSD\SSS_CI5.D) APCI, Pos, SIM, Frag: 70
‘ ‘ -00) . 45145
—— ; S ]
1 2 3 4 5 min
‘ MSD1 311, EIC=310.7:311.7 (SULFAMSD\SSS_CI5.D) APCI, Pos, SIM, Frag: 70 4.537 - SDMX
—— ; —— ]
1 2 3 4 5 min

2. ARV 7 RBES w IR, %500 pg (SIM)



) TR AV E b 4V |

X 3ot iryrav s (TIC) 6. V7
LNEOIEDDS ) o 2SRRI T /Sy 275y v
FAECTWBZ ERnn5, 20700 H 2 i
Atk Zhbhrz, 1 mL O ESERFAR F T
LU, 25% X & 7 — LI TR L 72, HEEHRO
BAT 5> BB DOBEDL D12, < U 2 ZAWED» 7
DDOEMN HPLC # J AZHEASNE I LR H B, ¥ —
JOBRIEFZA =N —a =PIk THRDMELZIT,
WRELTH T LMREMETN TS, 2O~V ) 7 2iF
TARTMSD IZE8EAXNSE, ZOHA. MSDD &
V=SV RV TV AERBIIBREET 57289,
EREMIRE 6K T T 5,

MSD1 TIC, MS File (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

200000
150000
100000
50000
o

A ZN =Ty FOFHREMHKT57-0121%, BpHEE
BBAT vy TORERNRBIZHAZ 282D 5, Agi-
lent OWfkr v~ + 257 4 —/ER5H (LC/MSD)
. YT o) =7y TOFHEE L THESKT
FRU 728y > T 55T & B EWIKRE & £
D, ZHIZKSTTA DL »BSPE H—+) v U %
R 2 MBS D Y T TN T 2 R
LRHECTE D, YV TIUHFAEZ T v THRIKIE THD
W, 27 v 7 TOTZEWB-DI, MRS [ E
T35,

X3 »D3FHDru~v b5 71F, SPEZ Y-V Ty
ThHHEH XN EWEDIF L AL ERE L, RNk
MHORE 2 &, MITRAEMRE TIK<$5Z
LAERLTWS, X512, MR T -4 R»EZ
BT Wy yIILkra~v NI arnB86n5,

200000
150000
100000
50000
0!

MSD1 TIC, MS File (SF030817\SULFA010.0) APCI, Pos, SIM, Frag: 70
200000
150000
100000
50000

o

RINAL OFM U TPl - Oasis HLB [CXBIU—-VUTF v D

3. JU—YFPvITFEDTIC [CKDLEE



LLBNs, KAFEOHNRELHEOY Y TILEZ s
)—=V 2" LT MRL V53D R[REM D H 5 & D % R
T52Lu5513, HMOFEIEDZRLLEHETHBZ
EMNLFE L, HMAZIUL, ST R BRR O EE
iz 3RO+ ARG S N2 REE RSB DD, #h
leoua~ b5 7 4 =0 RBO+ Sy E o) -V )y
TE523TH A5, 3D 2FEHDra~v 7 F 4
. JERICREINSER—Z2T4 VERLTWS, X
475 61FSIME-FTIXRTDE—7 vy b AV &
G, FUY Y IO AR LT WS,

MSD1 256, EIC=255.7:266.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

3.054 -STZ

T T T T T T T T T
3.0 35 4.0 45 5.0

55

min

MSD1 251, EIC=250.7:251.7 (SF030817\SULFAQ18.D) APCI, Pos, SIM, Frag: 70

3.094 - SDZ

L e T T T T 1
3.0 35 4.0 45 5.0 5.5 min

MSD1 250, EIC=249.7:250.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

3.340 - SPY

-~ T - - - T T T T T T T T T T T T T T T T T 1
3.0 35 4.0 45 5.0 5.5 min

MSD1 265, EIC=264.7:265.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

’k 3.794 - SMR
L e T 1
3.0 35 4.0 45 5.0 5.5 min

MSD1 279, EIC=278.7:279.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

3.180
/L 4.083 - SMZ 1760

- > - r T T T T 1 T T - 1 T T T T 1 - T T T T T 1
3.0 35 4.0 45 5.0 5.5 min

MSD1 285, EIC=284.7:285.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

4.345 - SCPD (IS)

T L S T 1
3.0 35 4.0 45 5.0 5.5 min

MSD1 301, EIC=300.7:301.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

P 4,549 - SQ

- T - - - - T T T T T 1 T T T~ T~ 1T T T T T T T 1
3.0 35 4.0 45 5.0 55 min

MSD1 311, EIC=310.7:311.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

4572 - SDMX

—_—_—— — ‘
3.0 35 4.0 45 5.0 5.5 min

B 4. EEEOH (SIM)



MSD1 256, EIC=255.7:256.7 (SF030816\SULFA011.D)  APCI, Pos, SIM, Frag: 70

3.044 - STZ

T T T T T T T T
3.0 35 4.0 4.5

5.0

55

min
MSD1 251, EIC=250.7:251.7 (SF030816\SULFAQ11.D) APCI, Pos, SIM, Frag: 70
L L e s B — — 1
3.0 35 4.0 45 5.0 55 min
MSD1 250, EIC=249.7:250.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70
3.324 - SPY
e Ny AE— ‘ ‘ ‘
3.0 35 4.0 45 5.0 55 min
MSD1 265, EIC=264.7:265.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70
e~ 3782 - SMR
T ‘ ‘ ‘
3.0 35 4.0 45 5.0 55 min
MSD1 279, EIC=278.7:279.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70
3.139
| N 4,056 - SMZ
— ‘ ‘ ‘
3.0 35 4.0 45 5.0 5.5 min
MSD1 285, EIC=284.7:285.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70
| 4.316- SCPD (IS)
- ‘ ‘ ‘
3.0 35 4.0 45 5.0 55 min
MSD1 301, EIC=300.7:301.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70
4517-50
e e e B B S B L I 1
3.0 35 4.0 45 5.0 55 min
MSD1 311, EIC=310.7:311.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70
‘L T R L A S T T 1
3.0 35 4.0 45 5.0 55 min

5. KT 4 fBICHIR



MSD1 256, EIC=255.7:256.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70

3.042 - STZ

1 R
3.0 35 4.0 4.5

5.0 5.5 min

MSD1 251, EIC=250.7:251.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70
3.078 - SDZ
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
3.0 35 4.0 45 5.0 55 min
MSD1 250, EIC=249.7:250.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70
3.322 - SPY
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
3.0 35 4.0 45 5.0 55 min
MSD1 265, EIC=264.7:265.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70
L\ 3.777 - SMR
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
3.0 35 4.0 45 5.0 55 min
MSD1 279, EIC=278.7:279.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70
| VA 4077 - SMZ
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
3.0 35 4.0 45 5.0 5.5 min
MSD1 285, EIC=284.7:285.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70
‘ /\4.343 - SCPD (IS)
. T - I T T - 71 T - T 71 T T T v T T T T T T T T T T T T 1
3.0 35 4.0 45 5.0 55 min
MSD1 301, EIC=300.7:301.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70
L 4.546 - SQ
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
3.0 35 4.0 45 5.0 5.5 min

MSD1 311, EIC=310.7:311.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70

t /\ 4.569 - SDMX

—— 7
3.0 35 4.0 45

6. HLB 7 U—>7 v 7% (SIM)

AREER

50 ppb 1225 &5 2254 %M (Y T3 g iz
ZNF Y7 IFR150ng) LZ72o0H Y FILTHELR
72BIE AL T ORIZIN LU 72, 2284 ZIEHRIZ, KT
VI A ZOFNEHME Fu, O[T K305 FfE L
727 SMR (Z LT 7 x5V V) &, AEYF A4 XDH|
12192 T & 720300 ng BUIEML. ZOLAM%
Yor—rE U THALZ, £ 3 OS5I, Mt s
HUZAKT 4 f5ICHML T S Iz (IR 84%-118%) .
# 4 OFEFIZ SPE 2 ) — v 7w FhEH L TE -
Wh 6156 N7z (IR 79%104%)

—————
5.0 5.5 min

WD — 22T, 20 75200 pg DX — 7 v bR
&£2,000 pg DSCPD % &L EHERR 23 A L. SCPD
2 NTRREEHE I I 72 5 R A TR L TR L 72,
284 2Ny Y T & 7R B HiRIC, 5 LR
LOFERERBD £ b EFA L, BMERIIATHROF v
VTV =Y 3 VEFHLUTERLEZ, 2heDbaw
BY—2 7 -V UV IPPHFETHD, Y- HELD &
EENRDVE =@ A#UEISHE L 72, BEo
EREICOWTIERY 23 418 L7,

"



K 3. HHYZEKT 4 fBFRIRL

FEDRIVIRY 7 S ROEINE

EINE (ng)
HEA STZ SDzZ SPY SMR SMz SCPD(IS) SQ SDMX
BRINA 1 167 172 164 317 151 2,000 148 130
BRRINA 2 2 168 197 68 343 164 2,000 169 137
BRIN12 3 160 183 158 315 157 2,000 133 121
BRIN1 T 4 158 189 167 336 156 2,000 138 129
2 VA o 151 169 154 295 169 2,000 133 129
BRIN12 6 147 161 144 322 143 2,000 120 112
BRINA D7 144 72 141 272 151 2,000 124 125
RIS D& (ng) 150 150 150 300 150 2,000 150 150
15 156 178 157 314 156 2,000 138 126
SD (5FE) 9 13 1 24 9 - 17 8
MDL (SD X t-stat) ng 29 40 34 71 28 - 53 26
LOQ (SD X 10) ng 94 126 108 245 88 - 167 82
RSD (SD X 100/F#9) 6 7 7 8 6 - 12 7
FEE (%) 104 118 104 105 104 100 92 84
BRI (R?) 0.9997 09996 0.9997 0.9972 0.9996 1.0000 0.9984  0.9992
t-stat (N=7) 3.14 3.14 3.14 3.14 3.14 3.14 3.14 3.14
# 4. OasisHLB 7 U—27 v TA— U w IERIOR)LRY 7 S ROEINE

EYE (ng)
Bl S1Z Shz SPY SMR smz SCPD(IS) SO SDMX
BRI 1 161 157 132 273 149 2,000 139 126
BRRINA 2 2 154 156 132 293 157 2,000 153 131
BRIN12 3 149 158 124 267 155 2,000 132 13
BRINA D 4 145 152 122 279 144 2,000 119 m
BRIN12 5 151 162 127 294 149 2,000 127 121
BRXIN12 6 136 147 127 274 136 2,000 116 108
BRXIN1 7 148 161 128 275 155 2,000 124 116
RIS D& (ng) 150 150 150 300 150 2,000 150 150
15 149 156 127 279 149 2,000 130 118
SD (+5FE) 8 5 4 10 7 - 13 8
MDL (SD X t-stat) ng 24 17 1 33 23 - 40 26
L0Q (SD X 10) ng 76 53 36 104 73 - 128 82
RSD (SD X 100/F19) 5 3 3 4 5 - 10 7
BE (%) 99 104 85 93 100 100 87 79
EfRE (R?) 0.9994 09994 09997 0.9979 0.9998 1.0000 0.9989  0.9989
t-stat (N=7) 3.14 3.14 3.14 3.14 3.14 3.14 3.14 3.14



7 5 BARFROADEA L Oasis HLB 7 — b v VI
KB20) =Ty TET - EHADRIGED K & F
LW EDTH D, —MIz, RO/ X Bk Tk
FEURENKE L B >TL %, ¥V 7IWRIEITAMIC
P (10% * & 7 —VAKER) HTH— P ) v viZa—
FENTWE70, KBEWED~Y MY 2 ZR51EH — b
Vo PaEBLTLESEMICHS, ThoDRFED
INE AT E HPLC 1 9 A\DA4 V¥ 2 7Y 3 VHIIC
REIND7D, 7uv 7613k 02) — Tk
D, zav 75374 —0OFBEMRRETS, 202
Eid. MIPCROMERERFREN L DNINWZ e 6005,
HLB 7 ) — Y7 v 7O&RIE, KO/ 2 Bl & |
KR BHRA L~ (MDL) /8L Tz,

=
PaEmf

B OERE DY v 7L UEMKLC/APCI/MS #% i FH
LCIEICEE NS ZLsh vy 7 3 PR O R #
Yoy F BT U RS YEERGE L 72, Tt & BLUZ AR
UCHM L2284 121210 A 525 ng/g DR HBRA.
SPE 2k 7)) =7 v T L7=HA1E4 7513 ng/gD
BRIRARE SN, 720 TOWD TR T E S T
LG5 T10 SO EA S A 2 Lo Hr A el BE T
Hb,

5. FHR vs Oasis HLB U —2 7w 7 (C KD EINERDLE

sEE88

1.

TLC-Densitometric Procedure for Sulfonamide
Residues in Animal Tissue, SUL-SP08, Canadian
Food Inspection Agency, Saskatoon, Saskatchewan,
Canada; 2001/04.

Sulfonamides in Tissue by LC/MS, Alberta Agricul-
ture, Edmonton, Alberta, Canada, Standard Operat-
ing Procedure TX-0278-01.

Mark Stahl, "High-throughput analysis with the Agi-
lent 1100 Series high-throughput LC/MS system",
Agilent Technologies, publication 59889638EN.
www.agilent.com/chem

Bis STZ SDZ SPY SMR SMZ  SCPD(IS) SQ SDMX
BE % (MEFER) 104 118 104 105 104 100 92 84
SD (f&E) 9.4 126 108 245 88 - 167 82
MDL (ng) 29 40 34 77 28 - 53 26
$BRE % (HLB ZU—>7 v ) 99 104 85 93 100 100 87 79
SD (f&E) 76 5.3 3.6 04 73 - 128 82
MDL (ng) 2 17 1 33 23 - 40 26
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