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ChromaNik Technologies Inc,

$HEC18REA (HMODTS) serwse

NEYAFIKIETVINTRSUSY

Step 1 Step 2
toluene N N e toluene
+ H.0 > + ) )VI e\)/l )VI ) E—
a0 NN
80°C, 4h 30°C, 2h
- . . M
Meo” | ~OMe Ho” } ~OMe Ho” Y ~OMe Me '\f'é/le s{g /ﬁ"OMe
OMe OMe OMe Me Siay” OMe
Sie / O
o’ °

Jaima2009 #F{TEHEAS9A2H 3



t

ChromaNik Technologies Inc.

a5
R

SNV ANRB THORSIR

(Sunniest C18)

HERE

REA=9A2H

A

Jaima2009 kit



Q2

/\
i anl e of

FAUML e o ARV v S panss e Al

Vi

P'Dz

/\'\.. 4

T2

, 'l/':/\Ts

sy

_ Cl o Nvk

ChromaNik ‘I'echnolog?es Inc.

29Si CP-MAS NMR
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Sunniest C18FTIERIDYNE

RAWL=2 A5 )L 12nm, 340 m2/g, 5 pm
CI1SHEHXESRDREETHEE 16.1%
RIRIFXYvvE T RDREFEEEE:16.3%
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*2/—I)L CHZ;OH, pH7.5,40°C

Sunniest C18 (HMODTS) 4

JU/L]\

N(4)=11,000

Column size: 4.6x150 mm

Particle size: 5um

Mobile phase:

CH,OH/20mM Phosphate buffer pH7.5=80/20
Flow rate: 1.0 mL/min

Temperature: 40 °C

F(4)=1.06

Sunniest RP- AQUA

Sample: 1 = Uracil

2 = Propranolol g -
o NHJ\CH3
ﬁoj\

N(4)=10,500
TF(4)=1.07

3 = Nortriptyli
N(4)=8,950 ortriptyline

TF(4)=1.76

_ J\ jL /\
1 AxtCis
A /\ j\
1 Bi#tcis

J\

! N(4)=10,000 4 = Amitriptyline

TF(4)=1.50

10

Retention time/min

12 14 16
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*2/—)L CHZ;OH, pH6.0, 22 °C

Sunniest C18 (HMODTS) 4

) X N(4)=9,000
, TF(4)=1.08
Sunniest RP-AQUA N
N(4)=8,000
” " TF(4)=1.10
| Attcs, N(4)=3,900
P k TF(4)=2.92
| Btcis, 4 N(4)=5,800
. [k TF(4)=2.86

\\\‘\\\\\\\\‘\\\\\\\\‘\\\\\\\\‘\\\\
0 2 4 6 8 10 12 14

Retention time/min
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ChromaNik Technologfes Inc.

Column size: 4.6x150 mm

Particle size: 5um

Mobile phase:

CH,OH/20mM Phosphate buffer pH6.0=80/20
Flow rate: 1.0 mL/min

Temperature: 22 °C

Sample: 1 = Uracil O CHs
2 = Propranolol oﬁANH CHy
3 = Nortriptyline Q
X NH‘CH3

4 = Amitriptyline O

|
A N\

' CHs
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7th=krJ)JL CH;CN, pH7.0,40°C

Sunniest C18 (HMODTS)
1 3

N(4)=14,000
2 TF(4)=1.16
Sunniest RP-AQUA 4
1 3 N(4)=13,800
2 TF(4)=1.24
]
1
ARCIS N(4)=4,000
2 * TF(4)=4.33
SN
1 Bitcis
2 3

, N(#)=4,300
TF(4)=5.24
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ChromaNik Technologies Inc,

-A

Column size: 4.6x150 mm
Particle size: 5um
Mobile phase:
CH,CN/20mM Phosphate buffer pH7.0=60/40
Flow rate: 1.0 mL/min
Temperature: 40 °C
Sample: 1 = Uracil o
2 = Propranolol OMNH*ZHB

3 = Nortriptyline

4 = Amitriptyline

Retention time/min
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Column TF N Column TF N
Sunniest C18(HMODTS) | 1.16 14,000| |Japanese company C1 C18 | 2.14 8,700
Sunniest RP-AQUA 1.24 13,800 |P1 1.09 9,500
D1 5.19 3,300[ (M1 2.01 11,200
D2 2.19 14,200 Japanese company D1 C18 | 1.30 12,000
AT 3.25 5,300 Japanese company D2 C18 | 2.92 8,000
St 1.74 8,300 Japanese company D3 C18 | 2.70 6,100
Wi 1.97 10,600 Japanese company E1 C18 | 0.99 11,400
WS2 1.59 10,100 Japanese company F1 C18 | 3.44 6,700
W3 1.33 10,000 Japanese company G1 C18 | 1.71 10,000
Japanese company A1 C18| 3.07 8,500 Japanese company G2 C18 | 2.15 11,500
Japanese company A2 C18| 2.52 9,200 Japanese company H1 C18 | 11.1 2,100
Japanese company B1 C18| 2.23 50 Japanese company I1 C18 3.77 7,400
Japanese company B2 C18| 2.01 10,900 Al 3.28 5,900
Japanese company B3 C18| 7,75 3,600
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ChromaNik Technologies Inc,

-B

Column size: 150 X 4.6 mm

Particle size: 5 um

Mobile phase:
CH,CN/20mM Phosphate
buffer pH7.0=60/40

Flow rate: 1.0 mL/min

Temperature: 40 °C

Sample: Amitriptyline

. X CHy
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10



_Cl o Nvk

ChromaNik Technologies Inc,
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Sunrise C18-SAC

Sh&EE JD:\:*D“/
S\F
e ’

7K5FIJL,7°:/7/ )b%ld:?¢l}7°5°')/(iaé'iéli)%ﬁ-)x?ﬁ#ﬁﬁ
ETRBEASEEMN, FINYTFY U ET—1 G S,

Jaima2009 #FHEfiTiREAS9A2H 12




L Nvk

B PV E=O ABALVEREEESND
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o Z)LAF DR FELIKFZEZE R L
pmg&;@ﬁ N A5, :Sunrise C18-SAC 4.6 x 150 mm
: BE:
pH 3.5 3 4 | N=13,000 ZEr=k)JL/100mM EFEE7 > E="9 L (70:30)
JKFJUL/LL FEiE:1.0 mL/min
2 N=| . 0
pH 4.1 3, 7 Ne12500 B[40 °C
JM B :1=935VIL, 2=FLIY, 3=7Aa7F5/0—)L,
2 A=/ JLN)TF), 5=FIFYTFY
T M
A
2
pH 5.9 .
3 . 5 N=11,500
A AN

1 2
pH 6.8 M i 4 5  N=11,500

0 5 10 15 20 25 30 35 40
{REFER (min)
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ChromaNik Technologies Inc,

MBS DDRENER

—4—Sunnlest C18 (HMODTS)
=—+==Sunnlest RP-AQUA
—8—SunnlestC8

CompanyB C18
.  —=—CompanyDCI18

—#—Company EC18
] ] ] ]

it A S ER S
Column size: 4.6x150 mm
Mobile phase:

CH;CN/1.0% TFA,pH1=10/90
Flow rate: 1.0 mL/min
Temperature: 80 °C

R REAIE &4

Column size: 4.6x150 mm

Mobile phase:
CH;CN/H,0=60/40

0 20 40 60 80
& &R (h)

100

Flow rate: 1.0 mL/min
120 Temperature: 40 °C
Sample: 1 = Uracll

2 = Ethylbenzene
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My 22 M D 51 )L HERER

Sunniest C18(&pH10, 50°C M &4 T700/F 8 D it A4
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O

i A P BR S
Column: Sunniest C18, 5um

4.6x150 mm
Mobile phase: CH;OH/20mM Sodium
borate /10mM NaOH=30/21/49 (pH10)
Flow rate: 1.0 mL/min
Temperature: 50 °C

® ¢ *

3 B BURI R =4

¢ Sunniest C18 Column: Sunniest C18, 5um
4.6x150 mm

Mobile phase: CH3;CN/H,0=75/25

Flow rate: 1.0 mL/min

o

Temperature: 40 °C

200 400 600 800 Sample: 1 = Butylbenzene

amiEE (h)
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My 22 M D 51 )L HERER

Sunniest C8(&pH9.2, 40°C ) & {4 T600E: [ D it A 14

i A R BR S 4

Column: Sunniest C18, 5mm

4.6x150 mm
Mobile phase: CH;OH/20mM Sodium
borate /10mM NaOH=30/21/49 (pH10)
Flow rate: 1.0 mL/min
Temperature: 50 °C

BB BUIE &Y

Column: Sunniest C18, 5mm
4.6x150 mm

Mobile phase: CH3;CN/H,0=75/25

1 1 | Flow rate: 1.0 mL/min

Temperature: 40 °C

200 ﬁzﬁgﬁoF% ) 600 800 Sample: 1 = Butylbenzene
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ChromaNik Technologies Inc,
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0 5 10 15 20 25 30 35

Retention time/min A L J

Column: Sunniest C18 HMODTS, 5pm 4.6x150 mm e S SRS SR —
Mobile phase: CH;OH/H,0=75/25 0 2 4 6 8
Flow rate: 1.0 mL/min Retention time/min

Tempera'lture: 40 °C Column: Sunniest C18
Pressure: 5.4 MPg HMODTS, 5um 4.6x150 mm
Sample: 1 = Uracil, Mobile phase:
2 = Caffeine, CH;CN/20mM H,P0O,=10/90
3 =Phenol, Flow rate: 1.0 mL/min
4 = Butylbenzene Temperature: 40 °C
5 = o-Terphenyl Detection: UV@250nm
6 = Amylbenzene Sample: 1 = 8-Quinolinol
7 = Triphenylene 2 = Caffeine
BAKME : 43 BEFREX (Amylbenzene/Butylbenzene) = 1.58
IKFAREAME /0 BECRER (Caffeine/Phenol) = 0.41

ST AR < 43 BIEAR S (Triphenylene/o-Terphenyl) = 1.43

1
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ChromaNik Technologies Inc,

SRS

EUYVEDT T/ —ILODEE BRIE{ES DR
4yBiER% %% (Pyridine/Phenol) =037 3 1
3
2 |
1
L ]l R A R A A —-JULJL 2 J\\
0 2 4 6 8 S L A AN A R A A B
Retention time/min 0 2 4 6 8
Retention time/min
Column: Sunniest C18 Column: Sunniest C18
HMODTS, 5pm 4.6x150 mm HMODTS, 5pm 4.6x150 mm
Mobile phase: CH;OH/H,0=30/70 Mobile phase: CH;CN/0.1% H;PO,=2/98
Flow rate: 1.0 mL/min Flow rate: 1.0 mL/min
Temperature: 40 °C Temperature: 40 °C
Detection: UV@250nm Detection: UV@210nm
Sample: 1 = Uracil Sample: 1 = Formic acid
2 = Pyridine 2 = Acetic acid
3 = Phenol 3 = Propionic Acid

Jaima2009 #FHEfiTiREAS9A2H 18
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BEBORBIRUHTOPINITFUID
—

Dtlsisz

4
A N(4) =11,000
1 3 TF(4)=1.03 Column: Sunniest C18, 5ym 150 x 4.6 mm
2 Mobile phase:
A) CH,OH/20mM Phosphate buffer pH7.5 = 80/20
J\ } B) CH,OH/20mM Phosphate buffer pH6.0 = 80/20
3 4 C) CH,CN/20mM Phosphate buffer pH7.0 = 60/40
B N(4) =9,000 D) CH,CN/10mM Ammonium acetate pH6.8 = 40/60
" TF(4) =1.06 Flow rate: 1.0 mL/min
1 Temperature: 40 °C for A, C and D, 22 °C for B
— Sample: 1 = Uracil,
C 2 = Propranolol,
5 4 N(4) =12,500 3 = Nortriptyline,
_J k /t /\ TF(4) =1.04 4 = Amitriptyline,
5 =Toluene
D P % 4
[M 4 N(4) =12,100
_JLJL TF(4) =1.09 5

o ]

R e B e B R L R o o o R B IRAR AR RS S a RS o
2 4 6 8 10 12 14 16 18 20

Retention time (min)
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ChromaNik Technologfes Inc.

ot & DLEEER

N=12,200
TF=1.30
Column size: 4.6x150 mm
N=12,100 Ne12.006 Partlple size: 5um
TF=1.28 Mobile phase: CH,CN/10mM
Ammonium acetate
Sunniest C18 } pH68:40/60
sunniost RP-AQUA Flow rate: 1.0 mL/min
) Temperature: 40 °C
Sunniest C8 J L TI\Il::=52%100 Sample: Amltrlpty|lne
N=8,500
Edt C18 TF=2.6 O
N=5,500
F#t C18 Jk {\TF=2.1 Q <|3H3
_ N
Git C18 J\]\?‘F;Sz'_%oo ' X CH,
Ht#t cC18 J \

Retention time/min
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ChromaNik Technologies Inc,

NS LD5OBFBMOLEE (T — FIRR)

Column size: 2.0x150 mm

J Mobile phase:

~ A)0.1% acetic acid

F#t C18 7 B)CH,.CN
7 . Gradient:
“ Time: Omin 3min 14.4min 18min 19min
o B o %B: 5% 5% 100% 100% 5%

;" Flow rate: 0.2 mL/min

B%t C18 H,ﬂ“* | Temperature: 40 °C
}ﬁw”*“ . Detection: Corona CAD
o Mw”j ‘ fesa Corona

Sunniest C18 HMODTS

Sunmiest (18
Wﬂ"‘"\

T T
F]Qu ) ) o il
etention time/min
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MSZERUVET ) — RO '

555555

e | Column size: 150 x 2.0 mm
wm Mobile phase:
444444 Company B C18 \th Q) 0.1% acetic acid
444444 | /J ) CH,CN
"J' 1 Gradient:
)Jh l'. Time: Omin 3min 14.4min 18min 19min
e | I | %B: 5% 5% 100% 100% 5%

Flow rate: 0.2 mL/min
Temperature: 40 °C
MS: ABI API-4000
lonization: Turboionspray (cation)
Measurement mode:
Q1 Scan m/z 100-1000

2222222

| W

2222222

111111

555555

DDDDDD
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ChromaNik Technologfes Inc.

7D F )VE(C8,HMOTS) TEERRICS
Pk

o

[EEN

LJ\J L L Sample: 1 = Uracil,

DIJFIDOE—DRIR

4

Column: Sunniest C8 HMOTS, 5um 4.6x150 mm
N(4)=11,700 Mobile phase:
TF(4)=1.09 A) CH,CN/20mM Phosphate buffer pH7.0=60/40
B) CH,CN/10mM Ammonium acetate pH6.8=40/60
Flow rate: 1.0 mL/min
2 Temperature: 40 °C

@

2 = Propranoilal, O
4 o/\/\NH CH,
| N(4)=11,200 -
X NH\CH3
L

3 = Nortriptyline,

BEREARARERRRE
7

CH,

3 TF(4)=1.21
2
J L 4 = Amitriptyline
L

Retention time/min
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