REEE/ KSELFEE — RLE
. EAERN RIS Y

.o . ERES
.....
. ..‘ ... .
00,
o. o

o RENH

fed&

Ralph Hindle

Access Analytical Labs
#3, 2616 - 16 Street N.E.
Calgary, AB. T2E 7J8
Canada

Agilent contact:

Chin-Kai Meng
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W

FNARERET - Mo ENPREXNEROEESE B
mARCPERR. B, —BIRUEAKERR. ZHIHR
RAXSECFRBEREEZRTHN, HALENTE 55
g, EAAE, tHBEESHMINAES 50 ppb (ng/g)HE
W 7E 84% F1118% , 42IPR 10-25 ppb, 51EAEHRZERF
fLRITT IR, MAREEFENBRNEN (RAEEFME) F0H
iE (BESHA) REH#TTILR. KECOKRREFENE
HERMEERIHRRICRAEBIASTRENN.

Agilent Technologies

518

P2, AT RN, sh k. shphik SR8 alse & A
DB R RS TR A G h e,
AR AR T IRIESI e, Inthkah i KR
B, AR g EEIRE . NETREE i 4k
2K, SURMEE AR R . IRET KBSV, X PTRE
AR 2 B SE DU SR TT ORI A 2, BRI R
T T AT RE (8 B X LA 287 AR T 2451k

e 2 RERE A T A LRE T Tah i) i briwi 5.
FENNEE KRR 2 ) e K5 B B e (MRL) A 126100 ppb
(ng/g). 7y 10 ppb, i LR B X ik 57 () MRL 4
#2100 ppb,, JNEEK EL i 5% 2 MIE P S L rh R 265
Yol 5 64, IR CERAEER, It & IRE ity =
SRJE AT pH B R bE A, R R R, &
i#, IR MR AIE(TLO) o &, fTdft, S ke
i, Alberta fe b HRAH L1 / B (LC/MS)FIR S
Fefbf LB (APCD Ry M e 24, Hog PEAnE &
A TIRKIRE . Alberta J5 ik A TF 2 I2HCE
B, AnRA I SE R A 5 7R R A I T £
SRCAEEY/ SR e



T3 1 B0 R P TR SRR it il FE 1053 Bl e AT,
PV PR — 2 AR BE AU R B 20 4 HEA T Pl S
i H R AT RE 2 IR B BB - (MAHT, B ey
T, AUk R REE . BT =R (B R
Z%, Bk, A AR R PUAR i L RAIE PR RS R . (R
P4 U5 S 21(CID), 355X 2e0b & WRHERE 1,
LAl — HAY.

o8

LA E

R 25 Wt i Y9 ) B &K Sigma Aldrich, fx R4
JE2A199% , Bk e Frms ichg bk Eh LASD , Sc B
2 mg/mL FI PR i & 15K . A 3 mL 0.2N NaOH )
(FIX Ll B W oe AR M B IANE B A [R] 7R BE B
HET IR A 25 B KA R o

WARAS): 2 mg/mL AR SIS AH(SCPD) 2 B F ki
i

HPLCZ R EZFN N R B Caledon Labs (Georgetown,

Ontario),
FHEZ(98%)) H EM Science,

MR H iz 4% 100 mL HEZH I A 100 pL 98% HERH TS
%l

17 8 mm FiRHEHELAY Ultra-Turrax T8 &yl fif 1 4% |
50 mL BRAELLAE . 13 mm HFLR —CH(PVDF)

A g8 25(0.2 pm)Iy H VWR Scientific,

Oasis HLB (3 cc, 60 mg)[&E FHZEEUAENY § Waters 24 5],

HmilE
1. f£ 50 mL % P 8048 Hh B PR 3 g SR HES.

2. FESh I 10 mLERE HEZ, H Ultra-Turrax figf
PR A) 3 45,

JEHE R L 1038, R BRI AT HAIA
He

4. FEah P 10 mL AL AR ER, FFARELD,
5. A LiEmR, JHEAIHEE A 1 mL kxR,

6. RN B FokdE L4 fike (250 pL gy +
750 UL 7K ), £ 0.2 um PVDF i JEKUE % H ShithE
arFEatfirh . EAEH LC/MS 4347,

e

o
%

3

HTEETHEB A T E MR RATNAR, LA
AT R BORAY R AR (L5 TARR AR
SRR o Hr i RN AR AR 5 AR IE T AR il
YR SRR AR A A ST

AT E R MBRERAEL, HERREIGRE S T
SPE %{t/ME., 60 mg Oasis HLB /345 1.6 mL i
fE P EEFIALEE, ) 1.6 mL 25 & -FoKifdE, 1 mL {2
B =Bk BEE 10 mL, FHEAME, FERE
R . 28 )5 H 1.6 mLfig{t F R e 25 A e T ok o T
JBi i FH &R T, A5 1 mL 25% FEKE A, o )E,
H LC/MS #4747 #r

A TR, H 1 mLoR 4 SPE & (L iy FRZHR R
ZRIGIET, R 1 mL 25% FRRIEIR AR, XA
A RER PR TR BRI AT HPLC 43 Bt A & & B
LR, 11 HL T F R IR A S0 R A2 11
THI S



LC/MS F ¥

LC/MS AL & HERFHE 2 RIRY 1100 R 51E <
HL. ICIR . HBhUERES | BRAE . CARE PRSI ES |
VYA Ji R e AT &5 (MISD)ZH K

L EMEEFRIE

W, MEITT LR H A B R BT A AT RERY T-H0
oy B HR , B SR kAT foe e I RO . {8 P e
{EMS), i R AT LGE L 7= A B 8 3R A , flan,

% 1. LC/MSD %4

LC Al %5 L 25 8¢ APCI AR B 78 rb 1 7 fE BE S
TIM+H]", H, —BAREIHPESSR, sty
BAE, T S%EAIEE B IR FLIERY B AR T4 , iB R RE ™ A
[RIAE RS AR L &4 . A Z FIIE TS AT LR
AR R G ER IR B s 1 — 2D fUAE db
AR B W i, DAMEREAR I E L ERIRRIE S 1, Sif 2
PR T b frAfl, RGN / Rk
(GC/MS)EAToHT s S =2 MUtk LC/MS/MS XHEHL
YEAT R T o BT X EEBORH 2 A AT, (R e TR
SRS RIFNZE 3, H55ile LC/MS/MS,

HPLC
BT Zorbax Eclipse XDB-C8, 150 mm x 4.6 mm, 5 um (P/N 993967-906)
BRI A 0.1% FEIKAR
BB, 20.1% RBNZE
BE: t=20% B
t1=20%B
t=90%B
tss = 90% B
Post time = 1.5 min
e 1.0 mL/min
AR, 50 puL
HE 30°C
MSD
BTR. APCI (E&FH#)
BB BNMEF, BIET63ms
BEEE. 70V
TR 6.0 L/min
BEREN. 60 psi
TRIERE. 350 °C
BE R 400°C
ERERE: 3000V
BEET. 4 pA



Agilent 1100 MSD HA {E[] — ks T i 2 R4 4 Fh
ARIMS 5 SHIEIHE, A E SRS ia 1, b
LR 2, flan, B9 1, 24 T RKMREIR
e B MARL, (TR E  , IXAE T AR EI SR
A BAML A PRIIMAH] 81, 552, el
A nT DASRIBERE o8 1o R R o 4
Y, 155 Ll DA SIMBEACRAE AT E &, Mifs 52 )
DL B A T 5 . B L Lo fih i — /3]
+, H S VBB EBE A T0 V (MSDY), 5524200
V (MSD2),

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 L e e A | — L — | — | — 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 4344 - SCPD (IS)
0 T T T T T T T T T T T T T T T ] 1 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”

- N
2000 M
1000

25 3.0 35 4.0 45 5.0 55 min

500
300

25 3.0 35 4.0 45 5.0 55 min

1. WiBE MSD REISS (2% 108 #1156 PR BB MIHEER ).



F2WoR 1T 2 W (6 4% i 9 B o O BTG
%108 Fi1156 Rt 5 WRIFER i (4

(H2N+=[CGH4]=O %ﬂ H2N+=[ C6H4

Bl

7 A

LRI REES R RGN, 2R A HRTRIAE 1.

2. WY APCIEE, EREHTRANBERE

=80:), Bt 5+

L&

HIRE (STZ)
CqHgN3S,0,
MW = 255

RT = 3.05 min

BREIEE (SDZ)
C1oH10N,S0,
MW = 250

RT = 3.09 min

BERILIE (SPY)
C41H1N3S0,
MW =249
RT =3.33 min

B EmIE (SMR)
C11H12N,4S0y

MW = 264

RT =3.78 min

Fragmentor 70 V

100+

80

60

404

20+

*MSD1 SPC, time=2.859:3.513 of SFCISCAN\SULFA006.D
APCI, Pos, Scan, Frag: 70

Max: 151737

<
re]
B9

257.1

100

80

60

40]

20

T T T
100 200 300 m/z
*MSD1 SPC, time=2.971:3.369 of SFCISCAN\SULFA010.D

APCI, Pos, Scan, Frag: 70
Max: 66929

251.1

252.1

T T
300 m/z

“MSD1 SPC, time=3.212:3.467 of SFCISCAN\SULFA002.D
APCI, Pos, Scan, Frag: 70

1004 _Max: 35037
2

804 o

604

407 _

2012 =

0+ “ LA

100 150 200 250 m/z

“MSD1 SPC, time=3.626:3.865 of SFCISCAN\SULFA002.D
APCI, Pos, Scan, Frag: 70

Fragmentor 160 V

*MSD1 SPC, time=2.891:3.337 of SFCISCAN\SULFA008.D
APCI, Pos, Scan, Frag: 160

Fragmentor 200 V

*MSD1 SPC, time=2.907:3.258 of SFCISCAN\SULFA009.D
APCI, Pos, Scan, Frag: 200

100+ s _ Max:69275 1007 |5 Max: 32290
= ‘.E -
80 o~ 80 4
607 60 _
~ .
S E =
404 — 404 8
= ~ i
= - D=
204 E % 204 § %
P | AT T | : oL bl | N | :
100 200 300 m/z 100 150 200 250 m/z

*MSD1 SPC, time=2.986:3.369 of SFCISCAN\SULFA012.D
APCI, Pos, Scan, Frag: 160

*MSD1 SPC, time=2.987:3.242 of SFCISCAN\SULFA013.D
APCI, Pos, Scan, Frag: 200

100 4 =| Max: 23650 1007 | _ Max: 10375
o oo
~ o
80 1 - 804 |~
B8
60 60
= _ = b
20 = = = o~ 20 — o o £ —
15 2 5 < 1 s 3 ‘ z
= £ = © &
0L “‘ N 0 ‘\‘\ \‘ . ‘\‘ b ‘\
100 200 300 m/z 100 150 200 m/z

100

80

60

40

20

*MSD1 SPC, time=3.210:3.608 of SFCISCAN\SULFA004.D
APCI, Pos, Scan, Frag: 160

*MSD1 SPC, time=3.210:3.529 of SFCISCAN\SULFA005.D
APCI, Pos, Scan, Frag: 200

- Max: 16213 1001 = —  Max: 2943
=] =] o
& ] )
80 -
60 = -
= =
< g
= _ = - 3
- L o — - s = 2
< ) < 204 ‘ - — ‘
| \‘ | ol b \‘ \‘\ } “ I
| . , ol e
100 200 3000 m/z 100 150 200 m/z

*MSD1 SPC, time=3.608:3.991
APCI, Pos, Scan, Frag: 160

of SFCISCAN\SULFA004.D

"MSD1 SPC, time=3.672:3.927 of SFCISCAN\SULFA005.D
APCI, Pos, Scan, Frag: 200

100 | Max:20181 100/ _| Max: 9216 1004 | Max: 4083
80 B 80 < 8o =
60 60 601 &
407 - 407 - 401 = -
S~ — Py o | o W= - 8
== 2 = - Blg . Ta_3 S
20 ‘ ‘ g 201 28 & 0] 5 | =g ‘
o1l : | : 0l \‘I_Jl‘u I - . 0 WL 11‘\_““ -
100 200 300 m/z 100 200 300 m/z 100 200 300 m/z



F 2. WEREGYE APCIEE, ERSHTRANBEEE (8)

&4

B RERRE (SMZ)
C12H14N4S0,

MW =278

RT =4.06 min

TSI AR
(SCPD). Wiz
CygHgN,SO, Cl
MW = 284
RT =4.31 min

TERREENE (SQ)
C14H;12N4S0,
MW =300

RT =4.51 min

B REERE
(SDMX)
C14H1oN4S0,
MW =310

RT = 4.54 min

Fragmentor 70 V

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

100+

Fragmentor 160 V

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

100+

Fragmentor 200 V

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

100+

ax: 57189 Max: 35356 Max: 11707
1 Z 804 80 & -
60 60 60 “
401 40 0]z | = 3
— ~ - =] o X
S s S - © o -
20+ X 207 < < ~ 20+ ‘ o S
g ™ s
0L+ . - | —n L — T 0l Mh I b, L -
100 200 300 m/z 100 200 300 m/z 100 200 3000 m/z

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

100 Max: 15461
80+

601

287.1

401z

204

11— |
100 200 300

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

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

Max: 3906
1001 |_
801 |=
60 -
wil g 7
2047 = 2
‘\\‘\‘ \‘u ih A [ . L
100 150 200 250 m/z

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

100 T Max: 148192 100 S| Max 63906 1001 = Max: 16120
80 80 80 =
60 60 60 -
401 40 2 _ 404
0] 3 20 2;[ s 201 |8 g 3
— - o~ |
0L, | . N ‘l . 0l l Ime) . X . | : 0 ‘L A W — \M‘ | “n ;
100 200 300 m/z 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

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

100 TMax: 467058 100 =| Max: 261189 100 g = Max: 80490
el o — ;
80+ 80 80
60 60+ 60
40 40 401 - 3
- & S o 2 7= o~ b
207 g & 207 = & 20 5 =% S
01 L ‘ ‘ 0 e ‘ ‘ 0t o - ‘
100 200 300 m/z 100 200 300 m/z 100 200 300 m/z



&k

RBRERNIR BARL A A —E L a8, (HhA
B AT AERT BA5E 4257 B, 1940, SPYRYRRF-Loy 18
F& 250 LR AL, T RIAAFECY [FIfLER, 251 &
T 5T 250 db A, ik, fEMRIL G SR
SPY 5 SDZ (m/z 251) 3 FFREZE, 4l 2 iR, &
SR 5y BN R AC —28, (HAMHER L5, Bl oo Hrikt
AR5y ATUASE — 8, (il 25 5 ke s Rt SDZ 1Y
EEASHTHS SPY i itk ik fil .

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

l ﬂ1 -STZ

— L KA B SCEARGE , (E 262 10581, M
Ao BRI, Tn—& ZICa , MR 254100 5> Hr
IFTAIA 1.1 538 TR 2 8 SR S A X 2 i R
WK, AR RS T o A EAR
TFR T, ANTREAERE LA ITE D, o P B B A 2
FTCAERRRL 6 5 BhN IS B RAFID (143 85 CERIRIN
8] 10 53-h)

1 2 3 4 5 min
MSD1 251, EIC=250.7:251.7 (SULFAMSD\SSS_CI5.D) APCI, Pos, SIM, Frag: 70
— ; ]
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
—— ; ; ]
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
‘ 7 4.056 - SMZ
—— f———
1 2 3 4 5 min

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

ﬂ“ -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) ¢ 4514-5Q
1 2 3 4 5 min
‘ MSD1 311, EIC=310.7:311.7 (SULFAMSD\SSS_CI5.) APCI, Pos, SIM, Frag: 70 /\4 537 - SDMX
1 2 3 4 5 min

2. BEGYREREY, & 500 pg (SIM)



H#mFt

Bl 3 Y B IS 1B (TIC) S B it A AH 24 53 Y Ak TiUAS
JiCo SR RTDAEAT o B ATA g, 1 mLAREU R
RT 5, TR 25% HEDREIE . AT
— /™A B A FIHPLCH: fh YRS A, 16 TE T RE
AR, B 2D R80T W, T IX e 54
R R A MSD 520 MSD A7 B vEAn4kd,
MR T TR,

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

SR el RT3k, R TR AL PR E
LAEICIRA 3/ T R BEAG I 25 (LC/MSD) A /2 5 1Y
REGEE, FOVFHF I RT3 SRR, DABLARR
oA, M1 TWE SPE /MERITRH, LAt —
LAl R i B AT ], B ZDAOAE A AL BEE T AR o
B, PR A R AC B ) A — A TS ml REAZR bRt 4.

[l 3 i =5k (IR 18 R T SPE e fb i R AT LA BR K
oy AR, (F B AR R — 2Dk, T 3 8
fERAY DL, i o (i € 3 Pl AR AR o R S 1T 2

200000 \} v Spiked pork extract - solvent exchange to 25% MeOH in water
150000
100000
50000
0,
I T T T T T T T
1 2 3 4 5 6 min
MSD1 TIC, MS File (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70
200000
150000
100000 Spiked pork extract - Diluted 1 in 4 with water
50000
0,
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 2 3 4 5 6 min
MSD1 TIC, MS File (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70
200000
150000 Spiked pork extract - Oasis HLB cleanup
100000
50000
0: _/\/\

3. AEMBMLEARRR TIC B9LLER



HAE, 23 W07 40T B AR MR S, AR LA &
AT MRLALE , P R S AR B R S RER 252 . T
BEREMS A R AFRY (5 3 SR e Ry &L, iR e
FOYR B SLRERB AT & DL SESK . 18] 3 rh 8 ok (i [k
WAL A3 TR e, K456 R T AT BFRE
T4 SIM BT IR H7

MSD1 256, EIC=255.7:256.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70

3.064 -8TZ

——
3.0 35 4.0 45 5.0

55 min
MSD1 251, EIC=250.7:251.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70
T T L T L T 1 U U T T 1 T L 1
3.0 35 4.0 45 5.0 55 min
MSD1 250, EIC=249.7:250.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70
T a0
T 3‘.0 o 5.5 - 4‘.0 - 4.5 T 5‘.0 ‘ 5.5 ‘ m‘in
MSD1 265, EIC=264.7:265.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70
M /@-SMR
T T L T T T 1 U U T U 1 T L 1
3.0 35 4.0 45 5.0 55 min
MSD1 279, EIC=278.7:279.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70
L /@ 4,083 - SMZ 4760
- 3‘.0 - 5.5 - 4‘.0 - 4‘.5 - 5‘.0 | 5.5 | m‘in
MSD1 285, EIC=284.7:285.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70
L MS-SCPD(IS)
Y T 55 min
MSD1 301, EIC=300.7:301.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70
I S A Gl
T T L T I T 1 U U T T 1 T L 1
3.0 35 4.0 45 5.0 5.5 min
MSD1 311, EIC=310.7:311.7 (SF030817\SULFA018.D) APCI, Pos, SIM, Frag: 70
L M72-SDMX
T T L — I T — 1 U U T T 1 T L 1
3.0 35 4.0 45 5.0 55 min

4. REFENERSIM)



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 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 251, EIC=250.7:251.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70
L L R B T T T
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

T
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

’K 3.782 - SMR

—— ]
3.0 35

T
4.0 45 5.0 55 min
MSD1 279, EIC=278.7:279.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70

3139
L‘Hk‘HH‘4-“‘56"3'\"'2‘HH_‘H_‘H‘

T T T
3.0 35 4.0 45 5.0 55 min
MSD1 285, EIC=284.7:285.7 (SF030816\SULFA011.D) APCI, Pos, SIM, Frag: 70

L 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

4517-8Q

T T T
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

-

4.541 - SDMX

3.0 35 4.0 45 5.0 55 min

5. 1% 1.4 kR

10



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

3.042 - STZ

1 T T T T
3.0 35 4.0

45

5.0 55 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 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 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
p 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 T T T 1
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
L mﬁ 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 1
3.0 35 4.0 45 5.0 55 min
MSD1 285, EIC=284.7:285.7 (SF030817\SULFA010.D) APCI, Pos, SIM, Frag: 70
‘ 4.343 - SCPD (IS)
— i r - - T T T T T T 1 T T T T r . T 1 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 4546 - 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 55 min

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

/\ 4.569 - SDMX

= T T T T T T T T T T T
3.0 35 4.0

6. F HLB ${t/5(SIM)

ERAHL

45

————————
5.0 55 min

FEXFERENL T, ZBFHSCPDYE AR, 3475 AR IE,

TAFEN 5 A N50 ppbiebr/a (3 gHE s iRl fi%
2% 150 ng) H BRI TR @S INFERPERTEST,
FHAESR AT 2 /D HCE 30 43 Bl AEBERERT 2 B A
300 ng 1) SMR (Rifiic P ARmEIE ), 1EA RS K
] AR B A 5 JE T B A5 R L3 (Il % 84%-118%)
fe 2t SPEAAL G I {3 AIEE 3 W24 (i 2 79%-

104%) ,

A BARfb AR st R &N 20 3] 200 pg, Fn kL
2000 pg Y SCPD, HAHRIMERS S BILE T FhbRAEINATE
W5y B S idbAs, FH P AR I T S5 ma oz 1 25 1l #h 2%
K ix et A A BB 46, I L i ARk 3h /)6,
JIT LR v ol v Wi oz (1, etk 25 R (RDFI T2 3Fne 4,

"



R 3. WMERGMRIER 1:4 RkBRENGEHEKE

B E(ng)
£ STZ sDz SPY SMR  SMZ  SCPD(IS) SQ SDMX
AR 167 172 164 317 151 2,000 148 130
BRI 2 168 197 68 343 164 2,000 169 137
AP 160 183 158 315 157 2,000 133 121
BRAm4 158 189 167 336 156 2,000 138 129
BAAMNG 151 169 154 295 169 2,000 133 129
RN 6 147 161 144 322 143 2,000 120 112
BRAMT 144 72 141 272 151 2,000 124 125
FNE(ng) 150 150 150 300 150 2,000 150 150
Ti9E 156 178 157 314 156 2,000 138 126
SD (BEHE) 9 13 11 24 9 - 17 8
MDL (SD x t-stat) ng 29 40 34 77 28 - 53 26
LOQ (SD x 10) ng 94 126 108 245 88 - 167 82
RSD (SD x 100/Mean) 6 7 7 8 6 - 12 7
BHE(%) 104 118 104 105 104 100 92 84
1 (RY) 0.9997 09996 09997 09972 09996 1.0000 0.9984  0.9992
t-stat (N=7) 314 314 3.14 3.14 3.14 3.14 3.14 3.14
% 4. HEEEYA Oasis HLB Bt/ VEE BRI B =

ElYE(ng)
e STZ sDz SPY SMR  SMZ  SCPD(IS) S SDMX
BRAMI 161 157 132 273 149 2,000 139 126
BRI 2 154 156 132 293 157 2,000 153 131
BRAM3 149 158 124 267 155 2,000 132 113
BRI 4 145 152 122 279 144 2,000 119 1
BRI S5 151 162 127 294 149 2,000 127 121
BRI 6 136 147 127 274 136 2,000 116 108
BAAMT 148 161 128 275 155 2,000 124 116
HINE(ng) 150 150 150 300 150 2,000 150 150
T 149 156 127 279 149 2,000 130 118
SD (BHE) 8 5 4 10 7 - 13 8
MDL (SD x t-stat) ng 24 17 1 33 23 - 40 26
LOQ (SD x 10) ng 76 53 36 104 73 - 128 82
RSD (SD x 100/Mean) 5 3 3 4 5 - 10 7
BHE(%) 99 104 85 93 100 100 87 79
1 (R?) 0.9994 09994 09997 09979  0.9998  1.0000 0.9989  0.9989
t-stat (N=7) 314 314 3.14 3.14 3.14 3.14 3.14 3.14
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25 LB T AR M BRI Oasis HLB /(LS5 Y [B]
YR EE R, — okl , PR L A BRI A BRI
W, A =AM, BREA IS /VEE L BIRE b KB &
KA (10% HHEEIK ), KA RS o0 R o /VEE (R
PRI T T 2 im 1L & P fEHPLC #EAE i L
Wik, PTLAGIEE T, BRI, BT
PrifefmZE 8/, HHLB § L85 R TR 1 8/ NI briE
{2 A A AT A /K F-(MDL),,

Gk

AT 4 T — PR i 2 G H g U Al LC/APCL/MS
Jiid:, I CRAIEREM AR IS A v 5 B O R 2454 . X4
LB B 5 A AR RE S 0 AT Y DLYE I /£ 1051 25 ng/g 2
], f# 4] SPE&ftf5, f£4 % 13 ng/g ZiF, WA
FRHR s KRB R A AME, EBCERE ST 5
HriBERIT IR A 10 438k,

# 5. WMBEH Oasis HLB 3L AR R EI AL E

SE 3k

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

2. Sulfonamides in Tissue by LC/MS, Alberta
Agriculture, Edmonton, Alberta, Canada,
Standard Operating Procedure TX-0278-01.

3. Mark Stahl, “High-throughput analysis with the
Agilent 1100 Series high-throughput LC/MS
system”, Agilent Technologies, publication
5988-9638EN. www.agilent.com/chem

THRESER
Tl TN SRR HO(5 B, VR0

Wk www.agilent.com/chem,

g STZ SDZ SPY SMR SMZ  SCPD(IS) SQ SDMX
RIE % (1:4 BHE) 104 18 104 105 104 100 92 84
SD (%) 9.4 126 108 245 88 - 167 82
MDL (ng) 29 40 34 77 28 - 53 26
RTE % (HLB %4k) 99 104 85 93 100 100 87 79
SD (B ) 7.6 5.3 3.6 104 73 - 128 82
MDL (ng) 2 17 11 33 23 - 40 26
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