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AR E R

(EaRY R WA, 5-um
R : 150 mm x 4.6 mm
Acclaim C18 4 5 mBhAH: CH,CN/25 mmol/L B§ & £k
pH 3.3
5 5 (60/40 v/v)
BE: 30°C
2 PIE: 1 mL/min
! B E: S pL
4}&. L ) U KUl UV, 206 nm
AU
123
5 1. REEIE 7.9 pg/mL
Acclaim PA2 ° 2. WENE 50
3. B 50
1 : 4. NN-—HEXKE 50
M L UL 5. 60
6. 4 TEEHE 50
0 2 Minutes 6 8 10
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Acclaim 120 5 ym C18
1
5 A
2 3 4

A

g A 23 4
)
A

0 2

4

Minutes

6

8

Column:
Eluant:

Flow rate:
Temperature:

Peaks:

i P By
90% MeOH
1 mL/min
30°C

e

2 QQO

3.

&

®
4.
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B % Acclaim &5 gk K H A TS

« R T sEEHEARA B
L B EZE IR ST

TIREERKBIER L

2010

® Acclaim Trinity P1 _(PittCon2009)
More Acclaim 2.2 um RSLC

® Acclaim 2.2 um RSLC (HPLC2008)

® Acclaim Mixed-Mode WCX (PittCon2008)

Acclaim Mixed-Mode HILIC %HPLCZOO?)
® Acclaim Mixed-Mode WAX  (PittCon2007)

2009

4

Acclaim Explosives E1
® o Explopswes £ (PittCon2006)

® Acclaim Surfactant PittCon2005)
Acclaim PolarAdvantage Il (PA2)

® Acclaim PolarAdvantage (PA)(HPLC2003)
2003

® Acclaim 300 C18(HPLC2002)
2002

® Acclaim 120 C18 (PittCon2001)

2001 Acclaim 120 C8

2000
We started here

15
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® o o P
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® o%0 B BROR BRK
. R E R . BEews . “PH K" IV. “HE”
Hypersil Duet C18/SAX  Alltech Mixed-Mode Primesep Mixed-Mode Acclaim Mixed-Mode
(Thermo Scientific) (Grace) (SIELC) (Dionex)

[ - B BT A -
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Silica Gel

WAX-1
2 - 0 0O O
0=C/g=C/(())=C/O=C/O=C/

Silica Gel

WCX-1

—n
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Silica Gel

HILIC-1

FER BRI AT Nano-polymer fER
FLAES: RP/WAX
ey AR : SCX




WAX/RP B S &L+

YA VAL VA VA

Silica Gel

R mal. L7l BRE
BRI K/N: 5 pm

FE: 300 m¥g
ALK D: 120A

R :

o EEEVETT AT

- T EHETHHEMEAER

% #E 1

« EEMERRPARIRM R
« SRR EHE: KA.

FABS A2 #
FH B FHE R ATHILIC
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T 5 B R T AR R

WS

Column: Acclaim® Mixed-Mode WAX-1, 5 um
Dimension: 150x4.6 mm
100 mM Mobile Phase:  50/50 v/v acetonitrile/phosphate buffer
1 Phosphate buffer, pH 6 Temperaure: 30 ° C
9 Flow Rate: 1 mL/min
Inj. Volume: 2 UL
Detection: UV (210 nm)
AU 1 20 mM Peaks: 1. T ZE (0.1 mg/mL)
Phosphate buffer, pH 6 .
2. MFEERFR (0.5 mg/mL)
2
COH
0 7.5 15 . OH
- YA L R R
Minutes RS X R R A R
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(i
Z—Ita

T pH ik #E

WS

Column:
Dimension:

Acclaim® Mixed-Mode WAX-1, 5 um
150x4.6 mm

1 H6.0 Mobile Phase:  50/50 v/v acetonitrile/
prb. 20 mM phosphate buffer
Temperature:  30° C
2 Flow Rate: 1 mL/min
A Inj. Volume: 2 UL
J Detection: UV (210 nm)
2 Peaks: 1. T (0.1 mg/mL)
AU
1 pH 2.6 2 MBEEFR (05 mgmL)
ES (CSH
0 75 o
1. £ S 20 2 P R
Minutes BIES R R R R
hermoFisher
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B B R

Column: Acclaim® Mixed-Mode WAX-1, 5 um
Dimension: 150x4.6 mm
1 50% Acetonitrile Mobile Phase: Acetonitrile/ 20 mM phosphate buffer, pH6
Temperature: 30 ° C
Flow Rate: 1 mL/min
9 Inj. Volume: 2 UL
Detection: UV (210 nm)
J
AU e

Peaks: 1. TZ (0.1 mg/mL)

1 45% Acetonitrile 2. WEERFER (0.5mg/mL)

2
| | OH
0 10 20 T ¥ HE K R
Minutes

erm r

56  Proprietary & Confidential SCIENTIFIC



TP

E[
=
o
gl

Ff 4 S i 1

4

APIZGH) Jt N ST

40% CH,CN, 24 mM buffer

|

25% CH,CN, 30 mM buffer

AU 1 )
R 25% CH,CN. 150 mM buffer
0 75 15
Minutes

Column:
Dimensions:
Mobile Phase:
Temperature:
Flow Rate:

Inj. Volume:
Detection:
Sample:
Peaks:

Acclaim® Mixed-Mode WAX-1, 5 um
150x4.6 mm

5w £, pH 6.0

30° C

1 mL/min

2.5 L

UV (220 nm)

0.5 mg/mL

1. KA 2. BRI

¢ L/ oY
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WAX-1

SN N
O)\l}l N/>
Caffeine

]|
heid
<
I
=

WS

"'NJO]\ O'OH

OH
Acetaminophen
O OH 0
OO AN
\r oK'
Me

Acetyl salicylic acid  Potassium sorbate

OH

Ketoprofen

Prednisone

O5OH

Benzoic acid Salicylic acid

oo

Naproxen, Na Salt

Dextromethorphan

N
Amitriptyline
HO o
, MeJOH
Me ﬂ. OH -ﬂMe
AL 03 H
Hydrocortlsone Dexamethasone
0 Q HO 0
O~ OH HO OH OH
E&rOH Q 0
HO
HO 0

cis-Aconitic acid

OH
~F

Ibuprofen
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— . . T2
WAX-1[E i 2 B iR &Y
Column: Acclaim® Mixed-Mode WAX-1, 5 um Peaks: Mg/mL
Dimension:  150x4.6 mm ; gaffte'“e_ i 1(5)8
: DA . R- e . Acetaminophen

Mobl!e Phase: A MeCN; B: D.I. H,0; C: 0.15 M phosphate buffer, pH6 3. Dextromethorphan 100
Gradient:  Time %A %B %C 4. Amitriptyline 100
0 10 80 10 5. Prednisone 100
10 S0 40 10 6. Hydrocortisone 100
;g gg 48 ;8 7. Dexamethasone 100
40 50 0 50 8. Acetyl salicylic acid 20
9. Sorbate, potassium 100
Detection, UV (220 nm); 30 ° C; 1 mL/min flow rate; 15 uL injection 10. Benzoic acid 100
4 13 11. Salicylic acid 50
AU 12. Ketoprofen 100
" 13. Naproxen, Nasalt 100
2 14. Aconitic acid, cis- 20
1 9 11 12 15. Aconitic acid, trans- 50
16. Ibuprofen 100

3 5 78

0 10 14
15 16
L AN

U
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% SRPEEIER XA

COH

SN

3

COH
COH

> X
COH

C18 RP Column
(5 um, 150x4.6 mm)

COH
AU U{ 1
i / A
.cclaim Mixed-Mode WAX-1
(5 um, 150x4.6 mm)
1 2 3
0 10 20

Minutes

Mobile Phase: 50/50 v/v acetonitrile/50 mM

Temperature:
Flow Rate:
Inj. Volume:
Detection:

phosphate buffer, pH 2.8 for
Acclaim® Mixed-Mode WAX-1

20/80 v/v acetonitrile/50 mM
phosphate buffer, pH 2.8 for
Acclaim 120 C18 column

30° C

1 mL/min

2 uL

UV (220 nm)

I Silica Gel I

WAX-1

X550
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R ZWCX-14: 3 FE

/
0=C 0=C,_0=C 0=C 0=C

o 0O /O /O o)

Silica Sf‘el

AU ﬂ

Minutes

Column;

Acclaim Mixed-Mode WCX-1, 5 ym

Dimension: 150x4.6 mm

Mobile Phase:  40/60 viv MeCN/NH,OAc, pH5.2 (20 mM total)
Temperature:  30° C

Flow Rate: 1 mL/min

Inj. Volume: 5L

Detection:
Peaks:

UV (225 nm)
Mg/mL

1. oRIR 50

2. e 55 30

3. ZxHA 30

4. DA AT ) F 60

5. HbZEAKAA 60

6. Lo f5-F 300

7. END IR 250

5 WAXAE 4R 548 B, 1A
BFASE, BdPRtEe
#, F'AEFRE R
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BZIR SR, HILIC— 1 B

Reversed-Phase Mode
1 CH,CN /0.1 M NH,OAc, pH5.2 viv 52/48

2

i

o HILIC Mode
CH,CN /0.1 M NH,0Ac, pH5.2 viv 92/8
1

AU

o
oo
—
o~

Minutes

Column:

um
Dimensions:
Mobile Phase:
Temperature:
Flow Rate:
Inj. Volume:
Detection:
Peaks:

Acrlaim Mixed-Mode HILIC-1, 5

150x4.6 mm

CH,CN/0.1 NH,OAc, pH5.2
30° C

1 mL/min

10 yL

UV @ 254 nm

(100 ppm each)

1. Cytosine (UM% )

2. Naphthalene (Z%)
OH OH ,LOH ,OH

Silica Gel
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SN *I%?‘

Acclaim Trinity P1 — &

« EZE. KRB, ZAREKEH

 Nano-polymer Silica Hybrid (NSH) AR

R EHISR 7 Nano-polymer (IR
LS8 : RP/WAX
\ZRE: SCX
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EHTTR A

>§\Pl‘

1100 1
Naproxen; &= Column:

- ;

% “ Dimensions:

g Mobile Phase:

S t Na CAD

0
I\ \ Temperature:
1 o J Flow Rate:

-100 Inj. Volume:
10004 Detection:

— Naproxen

=

T ﬂ Sample:

3

c;“ UV, 254 nm

o

&

| I
-100 T - T '

0 1 2 3 4 5
Retention Time [min] H,CO

it — Acclaim® Trinity P1

Acclaim® Trinity P1, 3 ym
3.0 x 50 mm

75/25 viv CH,CN/30 mM (total)
NH,OAc, pH 5.2

30°C
0.5 mL/min
2.5 UL

UV, 254 nm, and CAD detector
in series

Na, Naproxen (0.5 mg/mL
in mobile phase)

ONa
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Acclaim Trinity P1 B —16Fh25%) & & F K R 4347

400 — Column:; Acclaim Trinity P1, 3 ym
Dimensions: 3.0 x 50 mm
Mobile Phase: A - CH,CN, B - D.I. H,0, C - 0.2 M NH,OAc, pH4

Gradient:
Time (min)  -10 0 2 7 15
A 60 60 60 10 10
4 B 35 35 35 0 0
2 e C 5 5 5 90 90
Temperature: 30 ° C
Flow Rate: 0.5 mL/min
mV Inj. Volume: 2 puL
Detection:  Corona ultra (Gain = 100 pA; Filter = med;
3 Neb Temp =30 ° C)
9 13 Peaks: (50 to 100 ppm)
|% . 14
1 8 12 1. ¥ &5 FH 9.Cl
1011 16 2. REBR 10. Br
. 15 3. /T = 11. lodide
4. Na 12. PO3
U 5.K 13. R
0— 6. & F ik 14. WA
T ) T - . 7. PR 15. PR
0 3 6 9 12 15 8. o%m® 16. SO4
Minutes

RGP A E i, BHPEtey, HETREHE ThermoFisher
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R A HERH & ik A

o RFRHRRE 51

LB e MR A

> BB (GFC) + Sk VI 2 MR LR, RS

=T

> BRBEORE (GPC) : Bi/KIEREH---RAK M-~ OIRFER

WE VIR 3 252 0 R A ROR A R R

HAMREHOTNER, +FERNUEWELE, o278 IMLEYIE I
EHTWER T THEVRREE

EHHTEYEES TR E
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R A HERH & ik A

o RFRHRRE 51

LB e MR A

> BRI EAE (GFC) : FABEEH---RLERE. BRE
> BRBEEE (GPC) : HGi/KMEREEM--FBRLH-—OEER

WE VIR 3 252 0 R A ROR A R R

HAMREHOTNER, +FERNUEWELE, o278 IMLEYIE I
EHTWER T THEVRREE

EHHTEYEES TR E
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SERI A

« RAEIE

LB e R A BTN, Bl
Bl A AR E B — R R B R T 8

[LHZ

“Lock and Key” (8 5&)K)

P, TR

HHTAENERRZEN. 55

Solid support, such as

an agarose bead

/ Enzyme A inhibitor ,ENzyme A

{a ligand)
2=paf
x/ Mixture of proteirs
Spacer arm,
such as hexamethy- Attachment of
lerediamine desired enzyme

(] 372

Washing buffer

D] ]

Remaoval of

:‘\ : > contaminating proteins

&

Recovery of
purified enzyme A

Reusuable affinity matrix
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=) RAENEEEHRSHE

« RMGEREERE, BT TRHREDS

- RAMGIERIEEME GERD NAERE, R kit. HERZ L 570-
80%

« BEBLIRFF: —BONRAE, BB B Se g e i
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BN AR

ThermoFisher
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TR B AH BT R 5

o RAHEIE R BT BN A K FL P i 58
o« /K< REE<ZfiF< LEE<HEE<R A EE<IY PRI
« BEHRIRSIAAR “ 25K HEE-K”

o IEAHEIE R F RIT BN K L P 5 -
o ECki<ZBE<ZBR ZER<F B

A, BONE TR B TA
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LB AH H 328 3 = U

- FEdh Z iR, HEBRR 6

- R, ARSAET

» ARSI, Brik KA TR
- FEG, WBhikLr

- THEKE, BTHE

* BT M A [BICRE dh

« HTHIREARE, Rtk

« RBAZIHE, Ni5HAE
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H B

o AR R
« HHLFH: ACN. MeOH%

« JKHH: H20. BB W (pH2. 7. 12). ELERZZM i (pH4.5). HiES
ZMEE(pHI. 13). =R FEFELF L(Tris, pH8)%

« MR ZHLER(TFA). = ZIZ(TEA)S

- IEME &
« IECkE. ZHHkE. USRI LR OEES
« LB, RARESE
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i Eh H IR FE

o SZhERRAY
« ERVE: TFA. @ﬁ& . HERE . TEAZ
o JEERME: BRI, MRES

c BTIRE
o HRHEUEDTE: 0~10 mM
o . ERHENEYSTE: 20 ~30 mM
« BXXXH:: 60 ~100 mM

- pH{E
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BN pHRT 3 M KR R

> RS IR R E S pHTER
>R WAL S YIHI IR B 2 pHE T
> LB T pH E R AL SV HTER . B

75  Proprietary & Confidential E



BN HH pHXY M IR R

90 ] = WVL:254 nm
] ® (% =
] = ¥
2 50 7 * N i
25 o
13 '
s U N i
] . . . min
1950 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0
A &) A &9 AL &
K pK,=9.9 Ky pK=2.7 SiEN
OH Ha
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BN HH pHXY M IR R

50 T NH,
pPH 6
40 pH 5
pH 4
307
)
E 20 pH 7
pH 8 T=40° C, F=1mL/min
10 - ACN/20mM Phosphate buffer/H,O
35/35/30 viviv
0 N SEls s
| ! | ! 1 ' I v | ! | ' 1
0,0 0,5 1,0 1,5 2,0 2,5 3,0 3,5
tfmin]
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MeOH vs. ACN

600
5 ] 2
<
E
° ]
Q i
g 250
E 1 MPB: MeOH
? 1
Q
2 ]
-100 I : | ' ' ' | '
3.00 3.50 4.00 4.50 5.00
Retention Time [mi
550
§ — 1
£ 2
3
c 250 —
8 1 MPB: ACN
S i
3
< 12
-50 T I T ;
3.00 3.50 4.00 4.50 5.00

Retention Time [min]

€ [£77: MeOH-132bar; ACN-76bar; ACNYENLAE /1%, ACNIEREM: HiF

¢ E1--ATAZHER T EFEEBBP); 2SR HER T E(DBP)
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M JEE 25

IcP) |
LA

20°C

b at 20°C

K 25°C

Y Eﬁﬁa“ﬁ‘?f 20

rr;etm

100 /el Wl
ORGANIC

¢
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15 Al T 5T X 40 AT O RS e

o FEAREIGER RE IS T BN T IR BRI IR BE A e

2 4 5 ¢ - .
PO [y ReRwE: ACN
1 2 3 4
) 3 456
M\: B) FEMIEF:  ACN/H20 50/50 (v/v)
6 1 2 3 4
1 2 3 45 6
| HC}D‘L/ C) FEFLYEF]:  ACN/H20 30/70 (v/v)
0 1 2 3 4

t [min]

o FF fn I 7B i B8 71 S T B T 3l AE AT 46 3 A B
80  Proprietary & Confidential Ellelrgr\? 1|_: sthlecr



T AH B

200 —

445 WVL:210 nm
ACN: H,0=30: 70

;1J/\ A A

=)
<
E
% 100 A
-g 1 142\,
3
D ACN: H,0 =40: 60

50 — T

10 T — T T T T T T 1

4.0 6.0 . 10 0 12.0 14.0 16.0 18.0 20.0
Retention Time [min]
&  HHUHELEEIG I, HEER, KRR, EEEAR
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TR XS 731 45 R I

- . ClcC2
43]'(5)8_: Uracil C3 C4 cs
150+ /\ /\ /\ A / 1 mL/min
0 7
y 1 y T T 1 T 1
450—O 1 2 4
3001
158' /\ M[\ N A 1.5 mL/min
v 1 v 1 1
0 1 2 4
450
300
150 .
0 2 mL/min
1 ! 1
450—0 1 2 4
3001 ”H
1583 2.5 mL/min
! 1 1 ! 1
450—0 1 2 4
3001
158 3 3 mL/min
' 1 v 1 ' 1
0 / 1 2 4
Time [min]

& GUEREm, HigER, —REFEEAR
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AR 73 AT 45 R HITRZ R

1
l 2 0
A. ] \ /. ] | \ | ]
0 5 [\ 10 15 S 20 25
1 3+4 6+7
5
: s l s AN l J
0 . 5 10 15 20 25
2 6
| 5
A ' /\ 40°C
_1 N f ] 1 \/ ] ]
0 5 10 15 20 t [min] 25
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35

I TR B

R
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JTHEFE RAMRACH) A AR T IR

o R -REEE CeHBIERNET)
o SERAXBR R TE
o {5 F R AT BE2H 2 = R AR A
« ST H IR B YR R
- WK EXRREE CEERMA-R R
o W alE SR EFEE OFEiie)
c B HART A KIpHIE, R R A
s AN RHET, EEmETE
- BEEAERET
s WHHKE, RE, BE, SBEEREIEERE (BEEHRMH)

15icfE :

BARE 1SN
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?ﬁ*ﬁ _x-[’El H/Jﬁ/%)

K ()

— AR B AE LU A5 K 4H sk

CHRAR AN g3k 14

(A=x7)
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ALY AR th@ﬂ&éﬂi& (SEH11)

o EPERAF
« WiBhAH: LelisEE HEEES, XBEERF K
1.75 HLA A\ 100% JF 4532 7 R AR
2. 6B E
¢ ﬁﬁq’ﬁljt[j
— CHEIK, TWIE: 1ml/min
— AR KE57 5 LL 60/40. 50/50. 40/60, Hi5:#153
— it C18, 4.6mmX15mm
¢ ﬁétﬁl:
@ Xt¥2EA H IR H B (Methyl Paraben)
@ MEREXF R AL (Propyl Paraben)
@ XtFFEA R T fE(Butyl Paraben)
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)
Kot
ok
il
>

1T K’

vt(.
iij=
X




VLR (T G ik

(S

FIE RIS FEAYER, BT Rsifak

OTHF/H,0 =28:72
@ MeOH /H,0 =58:42
®CH,CN/H,0 =38:62
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YN

TR — %?@%A%m

_ﬂ«El 63\
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TR

- BT RAEY)
o BT IS
« BTN
« BT XHETEH

- ik R
o NI
o ERBEE

;

15

e

min
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HERA— SRSV B B

- DRI EMRE TR !

o EHH AR
« BT ik B BRI pHAE, ERE & A
s BT X EIEER: A XETY, EEmEFE

o B TIRHAE: BTIHRE
- EEHT “5m” H. HET

« EHBUKNE TR HRBEREAET
- EEHT “58” BH. AT
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TR — & 71 vk

» BT R EYIE R BB EARE

o« BRI KIpHAE, IR S T B R R o R 1

- BRATIRVEI YIS E
o« IAATFA,BHR L F RS K pHE, fEF & R T4
o 58 R 5 C183E 8L

o {5 254t BL7E SRR 2L o ) YR Y
« ERERIpHAE2-8 (B{FKES3-T) W
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RS — &5 1

k,

pH = pKa
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RS — &5 1

R B o REE B 55
1 WL )
R-C-O0
I Al 7
R-C-O—H Q R-C-O
R—-C—O-H
{pH pH = pK, = pH
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WA BRI TET R —E T HlaiE (s26]2)

@

025 =

0

20: 800 S Seommdi B, pEES [I

(P
. v @ ©
A A I fﬂkr K :.

n'Eu ﬂ.l.‘.'tﬂ 1 W |-1-'i—l-1' 1".1 ri ﬁﬂl A )
CHO COONa CHO COOH
M 7E ZAG 17K 3+ H pH=7H#,
LR REN AR, T oo
EREDTE OH OCH,
1 2 3 4
— P - DY 8 R R i MRy RHEE X H AR R IR

96  Proprietary & Confidential PS- CIENTIFIC



JTEA — B 1 B Ya

o« THFLL A REAE & T 5 i -
o —LEERAEpHIR T 20 B R FFE T4
o —ERAEPHE T7TH IERFFE T

. ATLUA BT i 4
P “BETR
C BT RHER
- KEERAET G
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TR — E X ik

« FERAEIERSIAEANIIAN T3 WA
s SHERTFAEERNAGER “WET”
- ERMABERE ErBEETRLEY

o BTG RISRE
« Zoih. BEHE (BB , EHTHR
 JREERE . BARE (MET) , EH T I
s JRERKEAR, RN ETREOAHE
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TR — BT R

B %‘??ﬁﬁ%ﬂ
\4 VVV\~SO, Na* V\/\/\/‘<N+/\ H,PO
AWV - AMAMAMWY < PO,
R
VMAA-SG;,  HoN—R WAASA — - §
AMWWWWY = "WWWWV < 77 0-CR
P e B RE IR 2 70 2 ik FAZERG I 5 = 2 B 5 B IR
=H.2% (TFA) =Z% (TEA)
G TR (HFTBA) BRI FH L 4% (TMA)
CAEEIRIN 0T R
TreEmER L
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R — BT

- S

o BT XA RIS

o BT XA AR E

« MBNHHA K, BIEpH.
ANMEEES

wERT

20
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W*HW_;IEI 5%

# 3 — BT X1

DAD1 D, \7

- KB — 1,3, 6, 8-FLIURHER U4y ) g
s K#kSHw, SHMAMEABCEIR
o RIMAHREATE D PrikiE | e O S
- BT RS " “
« ZECI8HE ELRYE, WA O
- Big T NaO;S SOsNa
« BT ML (AEE) N
o HETRZ#E (D |
e WENEIESE (IF) 1,3,6,8-FE VYRR VY B4 5k
4
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RS — B TR

600 -

Bt Acclaim C18, 1204,

4.6 *150 mm *5 pm at 40 °C
MAHA: 25 mM P T 3B,

20 mM KH,PO,, pH 2.5

' T shAHB: H,CN
' O‘ VI 1.5 mL/min
400 A o
O B E: pL
\eOsS SOsha Rl V, 282 nm
2 o Time (min) B%
£, 200 -
o -5 20
e
g 0 20
3 [
< k 5 70
0 .
L 10 70
150 A\ Xﬂ@lﬂé@
00 13 25 38 50 63 75 88 100
Retention Time [min]
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VRAH

o jj‘/fi

3V — = REFEIE TS X

NH,

A

N

A A
H,N N NH,

>C18# LB 15 1%k (52 614)
>SCX5# fH B F A2 #e (1% 44 (52451 5)
SBZHKEER + B FREAEREAEIN WCXH:F(5£416)

sL614)
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=RAME —AHC18H: B X %

3.5.1 HPLC Z % %A1t
a) (OilkE: Cght, 250mmx4.6mm (id.) . 5um, =4
Cyeff, 250 mmx4.6 mm (id.) , 5pm, @H 4.
b) Wiz Cobb A AT 32
Cigff, AT A AALS L (32510
¢) i 4. 1.0 mL/min.
d) i 40C.
e) ¥ . 240 nm.
f) R 20 pL.

-4lli7 (90+10, ABIL) , VRS,

SO (85415, R L R4

3.2.10 & PAAAIZ R ERTRE 2.10 g FTIRIRAN 2.16 g SEREMIR TN, IIAZY 980 mL K¥EF, i

TpHE3.0)m, THE 1L &H.

>GBIT 22338-2008 54} AL ATHL | 5 b = R E A 77 12
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=RAME —AHC18H: B X %

1-221#3 FrAERF08 Uv_VIS 1
2- 221 #7 —REG2 UV VIS 1
20 oﬂ - 221 #8 =0 S
~ImAu WV L:240 nn
o
| 2
25.0 <
7 —
] -Lg
20.0-| e

2 -

1-12.653

5.0-]

3-15.527

0.0+
2
—5.071 / \
_,—,_/\,J\v_.“/\\
) min|
200477 T
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0

BA.1  FRUE, BARTEE S Bk = RS RE M HPLC & T .,
= BE R BN ] 14.56min

>GBIT 22338-2008 5K FL A H.# M o = B FALR I VE
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WA EBIE K AL — =R F T
SCX5&PH & A ettt — B F A 775 (S£45a)

T = O

S

B E&H

(O e AT 50 mm % 4.6mm (id) , 5pm, SCPEA
HAE G IR G , DA A .

st WERRARZE I (4.7) - LI (70430, RRUL) , B
ks 1.5 mL/min.

FElL:

f R AS: 240 .

d%Tf 20 ILiL

>GBIT 22338-2008 i Bl 7.+ = R F AL R

(BAH S
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C4

=REME —SCX5mkH B 132 # o i 1 (52451 5a)

mAlT ;

55 1
15 3
40
35
30-
)5
20°

15 3

101 — IR AU

U g

-5 3

L S R
A2 JUREEL s in = SR (i 1 (¢ 4.00 mg/kg)
> GBIT 22338-2008 JF Bl H. - = R EHAEAM (A AIEE)
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ﬂ&i*ﬁ i E’Jﬁ/ﬂ% —= %%cﬂtcéﬁﬁ
Q) WCX S4515h

0.0 /— ERFRPTH — ZEEX MR
im
45.0- Guard column: Acclaim® Mixed-Mode WCX-1
5um, 4.3x10 mm
40.0- Anal. Column: Acclaim® Mixed-Mode WCX-1
T 5 um, 4.6x250 mm
a5 0_3 Eluents: NH4Ac buffer (10 mM, pH 4.3)
T - CH3CN; (8:2,vv)
] Column Temp.: 30 °C
30.07 Flow Rate: 1.0 mL/min
Injection Vol.:20 uL
25.0 ® Detection: UV on 240 nm
] £ C-grams: 1- Milk powder sample # 6
20.0- c_EU 2- Milk powder sample # 6 spiked
] g with 4ug/mL melamine standard
15_0_: Peaks: Melamine
] O 0O 0 O O
10.0- ' 0—c 0=c/ 0=¢/0=¢o=c
A W
0.042 u
. min Silica Gel
T 0 4o e0 8o 100 120

108 Proprietary & Confidential E



ﬂ?%iﬁ;zﬁmlty P1 Li_

400 — Column:; Acclaim Trinity P1, 3 ym
Dimensions: 3.0 x 50 mm
Mobile Phase: A - CH,CN, B - D.I. H,0, C - 0.2 M NH,OAc, pH4

Gradient:
Time (min)  -10 0 2 7 15
A 60 60 60 10 10
4 B 35 35 35 0 0
2 e C 5 5 5 90 90
Temperature: 30 ° C
Flow Rate: 0.5 mL/min
mV Inj. Volume: 2 puL
Detection:  Corona ultra (Gain = 100 pA; Filter = med;
3 Neb Temp =30 ° C)
9 13 Peaks: (50 to 100 ppm)
|% . 14
L gl 12 1. H&FH 9. Cl
1011 16 2. REBR 10. Br
. 15 3. /T = 11. lodide
4. Na 12. PO3
U 5.K 13. R
0— 6. & F ik 14. AR
T ) T - . 7. PR 15. PR
0 3 6 9 12 15 8. o%m® 16. SO4
Minutes

RGP A E i, BHPEtey, HETREHE ThermoFisher
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SRS — 84 (—wp103450

AN CH,C1,Na,0.P,
f . 288. 86

To 2 AR
et tb B, R RE
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B — 83 S L 7R B4 R o i -2 ST IR

e e (SE456)

@il st WA

ik
= = 5 lonPac AS 11-HC/Mik:, 250%4mm
: 2 % % % lonPac AG 11-HC4k:, 50*4mm
L > & £ k % PRI -
NS - Sy O o e
: - 30min, 20mM )
_' FEIER: 30°C
S ' ' ' | 2590 g 1. 2mL/min
il i SR el
fp#lgs: ASRS 300 4mm
BEREARRR . 25Ul
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BT i ——201 0 [ 24 g 3 1 H

FER N LS INEP Y AS11
AR B IR — A9 S T ENE AS22

VA SR P MEOK B 1R — 4 S 'l e AS22
R — B AR AS11-HC
FUBEIR — A S & ElE AS11-HC
SRR — e 2 S &l e AS11-HC
IR K AL TS N- L e £ CS12A
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WOFR 3 B 5 IR T I -SE )

o SEBI AR ER G5 PEAL & 0 B — SRR R B AR B HULAH A R & A HLAR

F7K B EE A5

o SEBI2. 55 R TEAL S VI 7 B — B T3] T (I N TF A, BRER 2 5 PRI 3N

FEIpHIE, (8 & B T1b)

o SEBIB.BGRRIEA SV 7 B — BT B (IS TR T # R

AR, (EFF b A 1)

o SEBI4. 55T SV 7 B — B X B R (I B X 8T A e S R R B,

fSEA i B A 1)

o SEBIS. BRI AL SN o B — IR A [F R R TR A

e a.SCX5HHE T e o i 4+
o b.Z'ZWAX-1,WCX-1JB&
e C.BZTrinity P1 B —16F1 254 R 55 T K [F] i 43 A

o SEA6. 55 BRIk 25 1) -2 ST VAR F B T B T A K B 1 ST A 23 A <

113
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TEFF R FEAN R =

* PRI L R R

- NEAZEIERES B ORI RERE

- FEE AR R GRED) XTI R
* 1R i B AR B A I R
* VARG BN AL R I R T

PA_ERZRIGF w77 &
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._ﬂaj?ﬁ£¢§%ﬁ

4

o QIREAH 5 ICERELE KA K i i

- BN E
(Dﬁf) Lﬂf
H [.oad = Load., . X
21k (Load)= Load,, (D) Loy
D=N%E, L =KJ&
o FHIMIE

(D)
v =
M) = By X (D, 2
D =N

=~
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S 7Y PR AT R

FEF AL (SumdfURb ik (ml/min)
4.6 1-2
3.0 0.4-0.8
2.1 0.2-04
1.0 0.05-0.09

W OEA RO, B E i!L"? ARy,
R BRI 7 BT IR A R Gu ey LEARLIC )
He 3 &S A AR 5 A i b i
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R TR N AT

s W —RET: REWMAREKE, ETARRE, SRR
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EHE REE AEOD FAO FfRo LA #HED ®OW  FEEE BN R EHEN F 071 -

GHAGR I BE SR F o0 a2 e B e -0 - B I U|EEE
C26 - A1

iR
= 1 * P
IDIONEX ST 7
sion. Power. Productivity.

SELECT LANGUAGE |CHINESE SINPLIFIED [

1024 x 768RI R E S FHE WM =T

‘omeleon i {ERE s ER TR
IRl £ 3 = = = = o | - ] = £ I VERSION 2 §
< 150 mm e A0 mim 2 2006 - 2009 Dionex Carporati
5 4.6 rmm BiT 2.1 mim
i 5.0 pm i E 2.2 pm
M (3D -
iFRs i Tt R o aEE T n.a.
EET it Rs f.a.
W E (] EehEEER T E MELNBR T
¥BEET l].?1(l mL/min
g 1.500 rmLfrnin P 1.066 rlfrnin
‘g 10.0 L ¥R 0.8 pL
JESN 1713.5| psi =« CIFE R A8 FEAED 10060.0 bar
VR= . 1 HmiR= 1
R 10.0 Hz g =g 90 Hz
& 10,80 min HEFRTE BT 106 min HEFFRIE BRE
| B (min) hly “%B %iIC %D | Bl (min) A “%B "WC %D
1 0.000 E0.0 40.0 thin 1 0.000 F0.0 40.0
2 7150 5.0 G50 2 0.F99 5.0 G50
3 a.500 5.0 S50 3 0.831 5.0 S50
4q a.500 E0.0 40.0 . 4 0.831 R0.0 40.0
5 12.000 E0.0 40.0 5 1.173 R0.0 40.0
(] (i1
7 7
¥ o ¥
N i g g e | SCoZLZSZZZTZ
E%0 ERC W% m% ) m%D M%C W%E m% 9
44 1h nd il A NN e 441 ndial A ATF snien
P RESLD J £ | 3
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400 Alkylphenon

mixed s

UV _ Vis

JmAU WYVL:254 nm
1 E ¢
OO0 g
1 )
750
500 ¢ g
: ¢ o
i L) é
250
] - k
J 1
i min
-2004——————— —— — ‘ ——— —— e
70001\%/Iphenone]#53 2.5 3-8 5'r(n)|xed std-R?'3 7.5 8.8 10.0 Uv_VIS 1 12.0
_mAU WVL:254 nm
; ©
4 3
- o
E ®
500—
] 3 -
375 S 3
i : S
: : : g |
1 o o
250—| - - = g
. A T B
© © S 8
] . 3
- B o el
125 g e
] N /\
o1 /\. | } ‘/\ — T
min
-10 i \ \ \ \ \ \ ‘
0.00 0.13 0.25 0.38 0.50 0.63 0.75 0.88 1.10
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ggg:: 250 x 4.6 mm, dp=10 pm Prontosil 120-C18-AQ

300 80/20 (v/v) ACN/H,O
250 1mL/min, 20° C
200 Uracil 10 yl, 254 nm

150 cl C2

100 C3 ca

50~ N A N P
50— . . . . . . . . . . . . . . s
450 0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
400 3 125 x 4.6 mm, dp=5 ym
350 —
300 = Cl o
Uracil

100 - T g >
50 - A A A /\
"0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
288 = Cl 50 x 4.6 mm, dp=3 pm

388—:Uracil
250 -
200
150 -]
100 -
50 =
0]
-50

mAU

mAU
N
3
1|

o

mAU

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
Time [min]
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b P 3 E o} o3 HT BRI S IR

(mAU)
60
40 | V=225mL
28 -_ ] ] ] —A “\jl\ A ]\-_llL ]
10 15
Vg=113mL
110 | 1l5
Vg=6.8mL
0 5 ]jO | 1l5
60
40 -
20._ '\Al\ VG=44mL
0| 1 L ] 1 ] )
0 ° t (min) 10 15
129  Proprietary & Confidential 4 iﬁ)ﬁ@ﬁ ’ “@%@ﬂﬂ\ ﬁl—%‘)g IS%{EE\ if.'@?%‘fék’?éﬂc ermo er

SCIENTIFIC



ﬁzﬂﬁ%ﬁlﬁﬁpw

EMpH 4, 95§|JPH 44535 I, B

RETAE 14y 85 22
1 amion acids-no TEA pH 4.95-8 Uv_ VIS 1
2 amion acids-no TEA pH 4.88-8 UVv VIS 1
3 amion acids-no TEA pH 4.70-8 UV VIS 1
26< amion acids-no TEA pH 4.45-8 Uv VIS 1
“mMAU WVL:248 nm
PR G 1| | O N W W I ”U\
B 1 N N O o O 1
-200
] i ' |
2 1V PN Y Y e I [
-400
~629—+— | ] | —
7.5 15.0 20.0 25.0 30.0 35.0 42.6
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XtF RN, PRSI RN ER:
o {55 FH 5 O B AN N7 10 L

o« BRI N

o FEAREENAE /Y IEAHHPLC

M L

0% MeOH 100%

Blank run producing ghost peaks due to
impure water.

133  Proprietary & Confidential




e
+ 545 P EL AR S MO 52 LA R 7 VI 0
+ HBRAR? BTAH? BTN BRI

° BT BNAH KA AR I B ik I RS 31
o RIWAAKITT A R K/ANRTE T — B T4 4

- WRSHNESGHE, BRAEESHEF—ITRE!

S L)

£2; 23 ) 5 B sy B
¢ BT EXSCHR AR BN

il

o BEE B A AT RIS

134  Proprietary & Confidential




R ITT VA

il
I3k
3%
N

- HE AR
o VRBNAHE MR AR E P SL 58
« EERIE—FrEREMEMERIE, JFikgmE
o EIHEKEEESLKRSD (n = 5)
o J/MEHR—3 fE{5HE
o fnFREIHR
o ZPRERNELER

135 Proprietary & Confidential Ehel‘mo Fisher



PR J8

IS =

136

Proprietary & Confidential




