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1
C18, 2.3 Column size: 4.6x150 mm
umol/m?, Mobile phase:
#C=17% CHAOH/H,0=(98:2)
2 Flow rate: 1.0 mL/min

Temperature: 30 °C

4 . 8 12 1|6 min Detection: UV @450nm
Sample: 1= Tocopherol
18, 1.2 2= Tocopherol acetate
umol/m?,
ﬁ %C=11%
zll 2|3 12 16 min
EIEHDARE FEEEE)DNFRILLIERBFLEREITHF 22745,
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C30 18% 0.50 1.72 18.9 1.73
C18 18% 0.34 1.68 19.7 1.44
C8 11% 0.29 1.55 9.4 0.89
C1 4.5% 0.51 1.43 2.3 0.99
Phenyl 8% 0.69 1.38 2.5 0.87
Cyano 7% 0.48 1.16 0.4 1.97
*EEH: DVAEMDOMALE, 12nm, —BEEMREE+IURTvvELY, BEINE: A £70/30, ;RE:30°C
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0)1%?#1%&(@& \@Etlz(Kd)
_HEE L KKSER | BEEX | mEAAR L EBEAR

C18 (A) 2.3 umol/m2 0.4 mL 1.6 mL
C18 (B) 11% 1.2 umol/m? 0.23 mL 1.77 mL
4.6x150mmAP 7 L% {EH
So

C18(A, B)IZRICEEMLZD T, HECLL (KA)IXRLFEERET S. Kd =

D

8.
C18 (A) MDIBZAH n = S _ So X Vs _ Sox 0.4 _ So % 0.25 = 0.25 K4
M Mo X Vi Mo x 1.6 Mo
ci8() oHE | S SoXVs 50X 025 S0 i3 -013kd
Y MoxVu  MoX1.77 Mo

C18(A)[FC18(B) D2 DR FF R EZ 74 5.
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B AR A

C18 (A) 17% 2.3 umol/m? 0.4 mL 1.6 mL
C18 (B) 11% 1.2 umol/m? 0.23 mL 1.77 mL
C8 11% 2.4 pmol/m? 0.23 mL 1.77 mL
4.6x150mmAB > L% {E A
184 C8EFEAB SR (Kd)IEKd, 5, Kl Kd = =
Mo
C18 (B N= XV ¥ 0.23
B) D55 Keps = S _oxVs S =2 40.13 = 0.13 Kdg
M Mo x Vi Mo % 1.77 Mo
i) S So XV Sox 0.23
6 DmaE | . v AT AR _ > 4013 =0.13 Kdgg

Mo x Vi Mo x 1.77 Mo
C18(B)ECSMDIRFFZREILBL TH D=8, Kd 13EKd BRI THS.
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C30 18% 0.50 1.72 18.9 1.73

C18 18% 0.34 1.68 19.7 1.44

C8 11% 0.29 1.55 9.4 0.89

C1 4.5% 0.51 1.43 2.3 0.99
Phenyl 8% 0.69 1.38 2.5 0.87
Cyano 7% 0.48 1.16 0.4 1.97

*EEH: —EBREEREFIRFvyELY, BEE: AMN—)L//K=20/30, ;EE :30°C
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FIGURE 2: Chromatograms trating the A L VYA v |
practical impact nfll:u:undud ,-::ha‘;‘.N:ﬂ[IanﬁE |$
Shown are () a chromatogram genda - (el
ter & water wash and 170 column volumgs ol W v
additional maohile-phase flushing, () a chNo- W W W v
malogram generated after a water wash an ; ]M_.,N "-';w "-‘L;-\.WM-*- M II
90 column volumes of additional mobile-phase \ Sl
flushing, and (c) a normal chromatogram. See w]
texl for discussion. Peaks: 1 = wracil, 2
nitroethane, 32 phthalic acid, 4 4 L M n 0 Pl P
5 = 3 b acid, 6 N T e s L
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/ RONALD E. MAJORS, LCGC North America, Jul 1, 2013
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KEBEHE TR TZLEDLZTNIE, 2-70/8/—)L

N [ZERFL TN D, CL187 L FILEILFENTLDD
<79 min 230 min __ M? BRAATLSD A (Phase collapse), €3 T
< S 40min }E L\O)h\ ?
A SEREOEE (187 LFILEEBUNSERAA TS,
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Retention time [ min

fii_ CORETIEBEHRIIFTIERMALANSIRITHT
ZL:C18 4.6 x 150 mm

Bk V5.

At s 1 EEEQEE BUHLEHEISENTOANDTHY, C18 7LFLEZRIND
FeiE: 1.0 mL/min B1AATULVA. Phase collapseL TLVS, R TELIES, hSLENKRREEZTTIMNSE,
BE:40°C EEERAICKYBERITEZESIETAENDOALEY, KBFHEXIRITHTLES. £
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N. Nagae, Chromatography, 22,33 (2001) |- (3|~ B TE AR IS BYFA AR N TLVBIRTIRALY, SERTL
SFLZ10nmDCLTMS) TR TE1E WK THBREIFEEHERBMEICHEL, REFT 5.
2{,4{%#3#?51 0)’)&(’/1\( dgfi\ 2 ‘1H¥L ARGV ERERVBA—FTREEHRIEHEI, 0.2
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Figure 1: Left: Snapshots from simulations in different solvents, C, chains
(gray), and alkane and alcohol solutes (large spheres with green, red, and
white indicating CH,, hydroxyl oxygen, and hydrogen, respectively). Middle
and right: Density profiles of C,gchains, methanol, water, and acetonitrile
for pure water (W), pure methanol (M), pure acetonitrile (A), and solvent

mixtures given as mole percent. T = 323 K, grafting density of 2.9 umol/m?Z.

Adapted, in part, from references 4 and 14.

LCGC North America 630 Volume 31 Number 8 August 2013
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b, A/ —ILDHDHEHETHH>TEHCISTIILFILEM
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EEMZ M5 CI8FKMME30U AR/ —ILIFEND M ?

g | ITNENOBRICCISTIEHIERY . BEK
DIREIZMZAGENSERESLT-.

=70% A3/ —)LTIXEBEEDIREIZ I Z %<
THLREZEICCISRIERIN BT 5. 7 EEIL

TN TRTIN [ELig& 5.
= - B (B, MILRISERAAYAHSET D)
- N o B 50%A%/—LTIRE—EMAEL TS,
1 S B (B REREMALNSA 2R
et Wl CENELNO, MFLRISERIEAYRADHII)

-30% A5/ — )L TIEE<{HEIL TLVELY.
GENGZLV=8, IFLRISERIZAYRASHLELY)

—
A2 /—)L[K

(30:70) : : T. Enami and N. Nagae, BUNSEKI KAGAKU, 53 (2004) 1309.

HEREBOBE AR/ —ILEEN0% U T DA EIFICISKREAITENLG V=6, MIFLRICAYADLEL. LAL, EH
ZMTDH, £12100% A2/ —IL TENTOWSKRENGRREVIVEZ-HEIZIE30% A2 /— )L THMFLAIZALY
AH, TOBRRKEICLTEHHA,NSIRITH I ZEIFAZLN.
ENEIXEEEDEIAH (Phase collapse) TIREAD TIELK, BEMEGER) [CXYRES.
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N. Nagae, BUNSEKI KAGAKU Vol. 59, No. 3, 193 (2010).

* 70% LA ED AR/ —)LZ AT LIZERRBRLI-IGE X
0.01MPa TCHLFRIERIMMILNSDBENFR B R D IRIT
HLUIZIFEAEROHONT, 50%LL T TIXFZEIRE
FIZIRITHLTULNS.

* 70%LL E DA%/ — )L TIXCI8FTIEFINEN ST

&, EEERICEYMARNNAYLAD IDVEE, 7T
IEFIHFLASIERIERITHZEULAY, 50%LL T T
MRS, RITHEZESET S.

EREOEE - EEERLEIL FENdEMAHNWVERXRR) HEIC
(FEHERICAYRD ALEE, FENGO(EMAIIEKY
REVGSEIZIEERMENSIRITHT ADECZLETHS.

A2/ —I)LEES0% LT DREE TIXCI8FTIERIDHMFLA N SFEE

HEIRESHET ANEL FDHH0.01IMPakY KELV=HERIZR

SNTWBESITHT LI OBEERRIIRITHT.

BEE10% LU EDAZ/—)LEEOBREBEFALNIL, REFDELD
(FRRISEL. CHIZCIsSTERIMA AN SBER A REIRITHS
HEH5ENNKREKEURE) KYIELN=HTHS.
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|
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e o

— iR TEELEL, 1EBREKRE %P5 LoutlllDIE
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T. Enami and N. Nagae, BUNSEKI KAGAKU, 53 (2004) 1309.

REREORZE IZRIEEZITOTLSD T, EEME
DT ILFIVEEBRBEILBEFRLTULEL. (FIL
FILEIZFEIAA TS CollapseL TLVNDEEZ LN

5.)FEFMARNICIIFZBIHAIEIAYAD ZELGER
HIERFL DI,

ﬁ%Aoudﬁul:, EEERTECEHZEZ523MPa

BEZMASE, 7J<$§EME(13§1§§IJ.‘HH¥LWIZAU
7\:7% AAHIREL, HEchd.

ERRTEFILL, FEFIBAYOEEZAKEET
TIfdE, EEERICKYKBEEITFRIEXRIME AR
MoRITHT. AT LoutlIDBEEZMNITLELVKET
BRRIHERFITREIL, THTEILGLTNS.

BE23MPaDEEZMA DL, 7K5F§§ﬂ$ﬁliﬁlﬁ?§i§
BIMFLNICA YA, M ITRFL, DEiShd.

EXDETOHET, KBEFEIICI8EERISFHFN
TLWEW. BEREEBERITFINANLGLTH, HDR
ETELTOINIEFERSEL, RELOBTES.
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el Z M8 Dewetting (FFZH>TLNHDMN?

oy | EERBEBIRTEA TS

CI8EIFEH, A%/—IL:7K(70:30)7%Eh#E Wetting {REDZAE (L1

C18EE+H, A4./—JL :7K(50:50)F5 EN+H N EEAEIXBENE TEN TLVZ
C18EEFE, A%/—JL:7K(30:70)%5 Eh4H Non-wetting REFFOZELIEGELY

— ElEHIEBENE TEN TLVZ0
CL8[ETEH, KB — Non-wetting {R¥FIZZEILT S

FEREDLEE  BEFEHEINFN TS (Wetting) EiFEN TULVELY(Non-wetting)l&, BEIEHDIKENZEHD
EESKYE, BEMMRBENELSZEIZKY, ENTWAIRELEENTLVELVREEIZHSZETHS. A2
/—IL:JK(70:30) B BV HEIR R ILCISEEMITIFEN DD, AR/—)L:K(30:70)F EIFRIFHA°/KIZCISERE
HITENGZL. LI=A> T, Wetting IREEHM SNon-wetting IREEAD T XA FR DA LD LT IL TR -
THY, CISEEHDIKREMNE L L Wetting IREEMBNon-wettingtKBEIZZE H D> TULNS D TIEAELY.
B EEB RO D ZE L TWetting H >Non-wetting 75 Z &% Dewetting £ DD T EDewetting 1
RBCOTWA. LMWLEEILBEEREZEZDCEICKY, ENENEILTHEEH A Thewetting EED
HWEBRLNG F-ETEHDOREDEIT, FIOIEKISENTEY, BEIZRIEFTIN, TORERO
BBEEBITKIZIETENGLEY, BB ORENBADTHIDTHNIL, Dewetting [(FFEZH-TULVS. LHL
ERICIEREBDOLIGHRIEE IS TULVELN.
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£ L5

& FHEIERICREMEBENENTIMGS, EEEATEEIMEBREIIFTIERIM
LM siRITH T HhEK.

® TOHEAHAIRRELYRZWVGEICHA AN EIEBE(TIRITHS.

@ Dewetting DEKRDEZZLMNYEEDHLINHLENHSHEBHON S, Wetting &
Non-wettingiKRE (X FEER TE D, BEHEA AN EHLLAEITIL, Wetting Hhi5
Non-wettinglREEAND E L (LFEZS74E0 .

& KEFHHEFAWN-GEDFHEENTLDIESFLIRRIZOVWTIEITEDLEH
XIZEFLCEREE SN TLS.

BUMSEEI EAGAKL Vol. 549, Mo, 5, pp. 193205 (20040
() 2010 The Japan Society for Analviical Chemistry

S5 i 3

K100% BEHEHAWE-EEAF/OTN T ST 1 —
WHEEF DRSS

Ril
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AREIRD

.

1TTHDA IR _“73/0)47(@

"o ® o
A=A IETHhY o V ) 3 0'
(CgH3g) [FIBEBELN. '
(L) .
’ @ O OQ 0
xa/—)bamﬁﬁﬁmﬁh\ﬁﬁl:
HBEIBAL THA—LAVEES
FFSEROTS5 (THF) EFADND.
(ZAO5THhY © 00 o O
(CiHp)EEIFSE. O jﬁg 00, Y o ©
O O O O O
O 0 O
v LR NN
® 0 f”/ ® O, 00
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c18§ﬁ110},§9§$umﬂimﬂﬂ

T ——
AR)—)L Feh=rJJL THSEFRTSY
0 O © (0
0, O 0 00 o
) @ (0@
O
{?”Pm? W@“? ¢ o0,
58T JILEIEERA A3 /—)LERIRRIZ, A& A3 T IEIFIIH
&, FRMAIZDED AR D3 TUILEITEAA EH->TEHEY, &I
J—ILAVEIEFILTLY THY, JEAIZT = FrSEROZSVUIEE
3. RJJILABIEFIL TULNA. AL TULNS.

——————————————————————————————
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TILO—ILED 7 B

5 #1551 :C18 250 x 4.6 mm
4 FBENHE : K
FTiR: 1.0 mL/min
1 . MmEE: 40C

BRH R
3 el 1. A%/ —)L

3. 7EF=KYJL
4.1-70/8/)—)L
5.2-70/85/—)L

0 5 10 15 20
TIME (min)

BHLCOBBHETRHNNSIBHBFELERTFL, FEETSES.
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b ) L - KIS R\ to (EREE S

L) ET7 =ML (RAAVRE—D)DHBTRNT S L

Acetonitrile/water=(20:80) £ (Sodium nitrite) H34:C18 4.6x150mm

N T > JiiE:0.5 mL/min  BE:40°C
System volun|e \
0.291 min |

I Acetonitrile/water=(10: 90)=
—

4!\ -

; Acetonitrile/water=(5:95):"::

—
H

I
| y

: Acetonitrile/water=(2:98) \ / ts (Vacant peak of acetonitrile)
]

I Acetonitrile/water=(1: 99)

0 ! ) 3 4 : 6 . 3
TIHME (min)
ZEF=FIIIRBFLTHY, BEHEPICHET S. CORNBEEZBENELT S.

32
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7= R)IL-KFBENTRZ,

|, REFRSLU

k = (t-t,) / (t,-system volume)

=]

F E-'

A LAL

ILNV-15 6 DR

E’FE’\UDT‘BI* MJIILD S EE

k=S/M sixm

$H5L:C18 4.6x150mm, Hti&E:0.5 mL/min
AT LFBDFIEFREF1.5eTHY, COFTEFIDH90.3g(0.35mL)HCI8E EARIZHE LT 5.

6 0.8
- b=k L ;o 0.10ImL | g

0.6
4

A (59)

,_,LEWHJ@A@&& 05 <
0.4 4
0059MLy 4~ Ly L RIEEE (k)| 03 B

N

0 033m
0.2
1 >/(017mL BERBANDTE,N=RM) LD S ERE 41 0.1
o L001mL | 0
0% 9% 10% 15% 20%

BEMRR DT =R ILIRE®%)

B —
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Cl, C18B KT C30

HILRNEERF DA BEE (ML

0.16

0.12

0.08

0.04

=]

E 4

.'il.rl. v

HADT7E=KN)IILD R
fii= GalEF=)

—— C1(TMS)
— (18

30

5 10
AR ERE

15

20

25

15 L\ C1(TMS, %C: 5%)
C18 (%C: 16%)
C30 (%C: 16%)
4.6x150mm

TILTXILEENELLG-TEHE
EAME X KELLN.
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C1, C1835JZU‘C30|E|E1‘E®'U(M

&= : CH,CN/H,0

0 : Acetonitrile
C30 C18

C1 (TMS)
o o 0 o

0 OO0 o O
0 0900 0,
NN oINS NN

BFKMEREMLEITAEIRNT A8, PILXILEENAERLZ->TOWTET7Z M=)
ILDBEFZEZIFEAERILTHA.

F=IXUARGMNILVERAWTTZ =M IILDBEINEZAEL-HELHS
M, FEFRIZCL, €8, CISEEHRAND AR ZXFL THAHAEFER/DITTLNA.
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A LRNEERFDBFEE(mL)

CI8EEMR~ND L= (FEN=E)

0.2

0.15

0.1

L} i

T 5
1
11

ThZERBZZY THF(C30)

ThZERBTZZY THF

— )L

IR/—)L

A2/)—)L

5 10 15 20
ARBEERE®)

H5 L :c18, (—ERC30)
4.6x150mm

1)4.6x150mm73 5 L[ZC18FEIE
FlF#91.5g Ao TLVAS.

2)C18DREEHE16%

CIODRFESH=16%
W LARADA I3 TIVILEDRE
=13$390.35mLEETE SN B.

BRI EE20%TASY/—)L
[#50.04mL, 7Er=FJJLIE
#90.1mL, TFSEROTSUIEES
0.15mLiAEFIL TLVA.
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C18a=§ﬁJ:’CG)/ﬁ‘9§7FD0)1‘EEH"H

7ek=F)IL

AR/—)

SOFS VO

A3 T IILEITE
AA, REICDE
D AR/ — )L DA IS
FLTLVS.

O3 TIILEIEE
AATEHEY, FEIC
7Er=R)LHE
WEFIL TLVA.

ThoERFADSY
@ o ©
) o @

o O
QO

@ O

A2 T )LEIFIL
5EM-THEY, £
KIZTRoERFOTS
g(ii@bﬁubux
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BHERIEIZ LAt D ZE L

ﬂ . B8

$15.L: C18, 5um, 4.6 x 150 mm

K{? 50% THF DI LIRE: 60 °C, #H: UV @ 250 nm.
3 T s rihety,  TIVAUELOBEHEAISMLITE D&
- % TEE=RIV 5 s e DR A ERE

0w 4ﬂ_ 82% *3/—Ib 1. M5, 2. AITAY, 3. I/ —IL,

ik ek Lo
| S S

S5 )teDiBHE

N

1.64mL f“’/ *2\

1.80mL

4. TFIARUED, 5. 0-3—TT=)L,
6. TIWAVEY, 7. FUTT=LY

1) BEMLE-AHBEEETILFILEDMN
AHEEMRELTEL

2)BEMEDZ WG ([Ctold/NS<7ES.

3)THFIF AR /—)LIZEER, 0.25mL
(=1.89-1.64) ZLT7 L ILEITAEFIL T
WA EITHA.
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CI18EIEE~ND B = (BIEFI=)

A5 LABEEEPOFESE(MD

0.95
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05

ThZERO TS THF(C30)

ThoERODSY THF“,‘?"‘?" THF(C30)

IR/—)L

— Fb=hUL §

THF(C18)
A= ..“-%: é

*
6
*

O J_ LR
’ é THF(C8)

BHRBERE®M

$H>.,.:C18, C30, C8
4.6x150mm

1)4.6x150mmA< LIZC18FEIE
FlE#91.5g Ao TLVA.

2)C18DxE=EH=E=16%
CIODRFEZHF=16%

NI LADTILEIILEDE
li%'JOBSmL:‘:E'I'%;'c"*L%).

Gl

BIRBIERE20%TA2/—)L
[F$90.04mL, 7Er=FJJL[F
#90.1mL, TRIEROTZSU1EH
0.15mLAEAL TV S.

82%FA2/—ILDBENESR
0.06mLERTET DHE, VTV
DBEHEIND74% T R=F)
JLESO%THFD BIEME T TN
ZF10.15mL&0.31mLELES.
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-

C30,C18,C8[E EtH DN FE

C30 %cC16% C18 %c16% CH;0H/H,0=75/25
© o o 0 o o © 0 C8 %cC10%
@W@ ﬁi}/w? o 0 o o
& NS00
30 0 AR/—)L
O o © C18 O :THF
O O O oo THF/H,0=50/50
° QQ O . o 09 o
0 ®2 9o, o000 o0 o
0o %00 %0 %03 S0 02
0% " © ® ® @ o ©




ChromaNik

AR /)= )LETRSERODSY (THRDE

Sunniest C30 C;16% 7

| IajM
J M‘/}\

A8)— )L J

THF

il 2 /

0 5 10 15 20 25
Retention time/min

Column: Sunniest C30, C18, C8, 5um
4.6x150 mm
Mobile phase:
CH;OH/H,0=75/25
THF/H,0=50/50
Flow rate: 1.0 mL/min
Temperature: 40 °C
Sample: 1 = Uracil,
2 = Caffeine,
3 = Phenol,
4 = Butylbenzene,
5 = o-Terphenyl,
6 = Amylbenzene,
7 = Triphenylene

Peak 5 Peak?7
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AR /=)L KBBEFHIZE TS
TINAE LTI/ —ILDRE

S IRER DDEED eEUIIVET T /) —-ILDDEE

283 sunniest C30 %C: 16‘7 Sunniest C30 4y JfEAA3K (Pyridine/Phenol) = 0.40 3/
1 / A ] }\2 A
sunmiest 18 %l l”’r‘/ Sunniest C18 4 f’éﬁ{‘f\%( (Pyridine/Phenol) = 0.38 ns [

e o
 — I\ |
3 5 7 Sunniest C8 4HfELREL (Pyridine/Phenol) = 0.41 3 /
3 % y tunniest C8 %C:10% 1 }\2
I E
“ LA \
0 5 10 15 20 25 30 35 0 > 4 e 8
Retention time/min Retention time/min
Column: Sunniest C18, C30, C8, 5um 4.6x150 mm Column: Sunniest C18, C30, C8, Sum 4.6x150 mm
Mobile phase: CH;OH/H,0=75/25 Mobile phase: CH;OH/H,0=30/70
Flow rate: 1.0 mL/min Flow rate: 1.0 mL/min
Temperature: 40 °C Temperature: 40 °C
Sample: 1 = Uracil, Detection: UV@250nm
2 = Caffeine, Sample: 1 = Uracil
3 =Phenol, 2 = Pyridine
4 = Butylbenzene, 3 =Phenol

5 = o-Terphenyl,
6 = Amylbenzene,

7= Triphenylene C8IXC18LC30ITLER, TRV EL D RFITF
ATHIN, T2/~ LORFRFIZERLCTHS.




" ar I\

Eftﬁléﬂf&cmEIE’fEO)’fEm’E%i%

A8 )— )L KB ENHE @ A8/—)
C18 ©_/I cs
0 4/'0/>
TR EUIE
A OB THUIZHEA

—>

e .
; 71/—»(:;\0 o 0
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ar I L

4

NP-C30, %C:

EloF-1a

0.23%
® o ©

EDEL

=]

=]

TE A8 (C30)&

TEHH (C18)D LLER
JOIR—Z RN AIZRY A ) O30T/ Ay IC18%HEE

REZEEEFHN1/4TROEALEI1/4

<{mmmmm)> Np-Cc18, %C:0.06%

Loty
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A I

4.6x30mm
A) 0.1%TFA,

B) CH,CN
S5O TUNAE

NP-C30&NP-C18DD LL &R
ROINDE DR

NP-C18 Sample: 1 = Ribonuclease,
: 2 =Insulin
' L. 3 = Cytochrom C,
|
‘ | |I [II 4 = Lysozyme,
|| [ N 5 = Myoglobin,
| I\ I|I { lk i 6 = Carbonic anhydrase
Jub = NP c30

-
Retention time/min

> Dy POy

LA

BONIEITEEHEREOAEEEERALTWSEEZZONDS
C18LC30IXIFIFRL N EEE =T .
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NP-C30&NP-C180D) LL &
IR FEIRRILIKED 7 B

4.6x30mm NP-C18 NP-C30

1

A) H,0 — oUve 5}? 3
B) CH,OH
J

%B: 20%-100%, 5 min © o © o ©
No. 11
|“'.

JSOTUNEM 1
W = o | |\

No.l\,l | Fl“?l
i L

|IJ"",__ ULl
IR EEERIEKZIZBEINEL =D, TILXILESAREEEERAL,
NP-C30IXEFEAMEL, NP-C18IZLERNABE D EIEFHHRNAD HE AV 2]
NhhBf-6, E—oONTO—KRIZHBEEZONS.
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i I'. Ll

NP-C30&NP-C18(D EL &R
FXDAR/— )L R D 5

NP-C18 NP-C30

4.6x30mm
e o o)

e ENISY

B) CH;0H

%B: 0%-30%, 5 min

ST NEE [

H L/ m
| .
fue, |I1 \fllt'"n.‘ Ill I|--\_J"1|\ h I' hl\x

||||||| /min etention time/min

LEIEHEFREDAEEEIERALTWNSEEZEZLOND
C18¢C30IZIFIXRMU N EEE T .

F15ELCT /T 5H2010
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ul."

:I:A'li J:I: $ls -
7K$£f‘ O) X FHUF 73 i
Sunrise C18 3 A5/ —)L-7K(30:70) 1=Theobromine 2=Theophylline
. . (0] CHs o}
L i r| ~ & a(3/4)=0.50 S A N
. ;| E—— ) 2.844% d Ly QW
Sunrise C18-SAC 2 a 3 _ i oo
a/4)=1.42
J"LI A }\ P\ 3=Caffeione ) 4=Phenol
3 — . . HO Vi OH
2 . TEh=RUL-KE0:70) O ﬁNI ; of
1 /\ a3/4)=0.16 ” b,
. > 2.88f%8  mn:
1[\{\2 /\ [\4 a(3/4)=0.46 dunrise C18, End-capped (%C:15)
Sunrise C18-SAC, Not end-capped
(%C:14%)
23 THF+7K(30:70) 5um, 4.6x150 mm
. a3/4)=0.066 Mohile nhase:
~ 1.22%  /H,0=30/70
213 — CH;CN/H,O=30/70
o 4 Ae4=0.081 THF/H,0=30/70
’ r . ] . - - - Flow rate: 1.0 mL/min
Retention time/min TemperOTUI’e 40 OC

HITAVIIKFRB/EENEL OF/—ILEDFEREICKYREFENKRELG DD, THF
ZRAWDEDT/—ILEDEENDEGS. 18
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K :':A'EO) ELES  mwemons

A3 /)—)L-K THF = 7K

H5C.
SN

@
Rie e ee

THF-KBENHEZAWESEIZIEX, BEOSVTHFABREHRNIZHFEET S LIS
LY, BEIZRT BT/ —IILEDOEELZHFGEES.
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IKBERZAWN-IESIZIEEETILTILE

(IRAA

TLESEEDOLNTULED, A9/—)LBEIHETLTILE
IWRIFIFEAEBRAATWSEHERINS.

*THF- KB TIETZIL T IILEZTHFO B EFIZ XY AL
5 EMBEIZHY, BIAATNSEHEIND AR/ —
L IKZENEE IS EL DD EEM RIEETH B.

AR DBUKTE - BIEDE

SULMIXY,

=]

TR DE.

115

MEZY, WIEO).—,L\Jﬂ@ﬁﬁli?)b#)bfﬁl K=<

BN,
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1. TURXvyE T il &FTDE

Sunniest (SunShell) Bonding
Technology

BB (CRYL S/ — LB O UEEIC LR
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Sunniest (SunShell) Bonding Technology

v'Trifunctional silyl-reagent, C.H

IIB 37

St
(Octadecyltrichlorosilane) cI” L cl

v'Difunctional silyl-endcapping reagent

Hexamethyldichlorotrisiloxane Ma P e
( y ) CI}{GIS{‘UIS“CI

v'Second silyl-endcapping reagent

CH,

Si

(above + Trimethylchrolosilane(TMS)) Hc” | CH:

v'High reaction temperature for endcapping
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Final TMS

Bonding state on silica

ChromaNik
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o

Silanol Activity Control

Typical no endcapping C18 Sunrise C18-SAC

e

Silanol Activity

Control
Technology
REROEL _—) ria
OFxH 4
o5 /—I)LE Heat (2254 7 E

_Si _ Mo B =
{l:l o o o ? ':;} fT‘l ‘x
/ & ) - 5

|
5 Si Sl . S Si
NN N N N /N m/\ m m' BN

.-"'

........

e : .-'.':
"'.-__ e ';"-"'-"

.-'-"'-"ﬁ"

BHBE LK LELBEE R TIHBERKE (CL)DFEETKIMLIZKWND T /—)LE
Bk (C18) DEEADLL, +HKMTEDLS/— L&

T
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REUS/—ILEDQOES

V)AZKRELEDLT/—ILEEIL 8 ~ 9 pmol/m?

ChromaNik

C18%E B 1.2/3D 5 /—ILEITFZEH-TULNA.
C18D#EHE & E ~3 pmol/m?

CIBB LU IV FFvyEL T (TMSEE) 10, Pl
|
1980F X 1/2 0
TMS

1990F X 2/5
20001 1/3 DT /—ILEITFZR-OTLNAS.
1/3D%GFEVZ/—IVEDEEITT R vvEL T E
ICEVIFIZHEINS.
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R 7K T D Lb B

Conventional end-capping

1 C18 C.18
|

End-capping layer

S
e -\.-.-"_.-"
o ,-:-:aﬁﬁ";ﬁfx;:’“

: s :
o e ;
.-'-" .-.5 e .-'__':_:".-"'-

e .-':'-'.-'.-'.-':'-'

More
Hydrophobic
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KRS Egtﬁﬁﬂﬁﬁﬁ

RIEFHOELGLLIRICRE)
IVRFvvELT DRIGEE: X°C(200°C LLE) DYHEM: T TIL(150m2/g)

IVRFvvEVTD 5 5
IR X°C (X-40)°C

CIS#EERDRFEHE 7.0% 7.0%
IVRFvELTED 7.3% 7.7%
REREEE (BRI EYC18A—EBUIMT)  (BAICELAHCI8DENMTIXAELY)
Silanol Activity Control Yes(OXHUFEE L) No
IEESIEEMOT—I T ESL RiF B (X°c&REL)
Retention factor (k) 10.4 9.5

| N PO
ﬂ h RILA%M” A (X-40) °C

0 2 4 6 8 10 12 14 16 18 20 22 24

Retention time/min 57
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RKFLRFFFELDOHER

SunShell C18, 2.6 um 10.4 7.3 125
Ascentis Express C18, 2.7 um 9.7 8.0 133
PoroShell C18 EC, 2.7 um 9.0 8.5 135
Cortecs C18, 2.7 um 7.7 7.3 113
Accucore C18, 2.7 um 7.4 8.8 130
Kinetex C18, 2.6 um 5.4 4.9 102

Q

Retention factor of amylbenzene,Mobile phase; methanol:water=75:25, 40 °C,
Measured using C18 materials sintered at 600 degree Celsius for 8 hours.

=
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A

RS O 57 it - PR F5 e ]

AR EE
fr- ki=54 7 .
c Kinetex C18 Column: Company & C18 2.6 pm 150 x 4.6 mm {26.1 Mpa, 30,800 plate)
" Y 2 § 26.1 MPa Company BC1E, 2.6 m 150x 4.6 mm (22,7 MPa, 31,600 plate)
l 'I Company ECIB, 2.7 pm 150 x .6mm{18.5 MPa , 23 300 plate}
1 3 KE=T 4 1 Company CC18, 3.7 pm 150x 4.6 mm (30,6 MPa , 30,200 plate)
I 3 £ i B Company D C18, 2.7 pm 150 x 4.6 mm (222 MPa, 31,800 plate)
: '1 - SunShell C18, 2.6 ym 150 % 4.6 mm{21.8 MPa, 31,900 plate)
, 4 - *“":E? ! Cf’lrtE_CS c18 Mobile phase: CHyOH/H,0=75/25
h M 8.5 MPa Flow rate: 1.0 ml/min, Temperature; $0%C
ig? « ke=0.017 Proshell C18 Sample: 1 =Uracil, 2 = Caffeine, 3 = Phenal, 4 = Butylbenzene
|‘:| . n - |u & MPa 5= g-Terphenyl, b= Amylbenzene, 7 =Triphenylene
i
2 s w07 |, e e
1 4 Ascentis Express C18
ll E A 27 7 MPa Company A C18 0.48 1.54 1.20
3 \ f’- - ! { 0.35 1.56 150
3 SunShell C18 ke=10 4 144y 0,28 1.59 132
" 21.8MPa 4 M R Company C C18 0.42 157 1.25
e tsne e J:l ekl e e L Company D C13 0.44 1.60 131
0 2 4 6 B w 12 14 6 18 20 22 Sunshed C18 0.39 1.60 1.46

Retenthon timefmin
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7T FY g\:"—/yﬁﬂﬁtbi&

TF=1.20 SunShell C18

\ TF=1.89N Company C

TF=2.61 4 Company A C18
N N_ pany

4
TF=2.73
}\ [\ | 4N\ TF=3.12 Company E C18
TE=3.24 4 Company D C18
NN N
DR R L L D N L L L R R IR R I
0 1 2 3 4 5 6 7 8 9 10
Retention time/min O
CH
Mobile phase: Acetonitrile/10mM ammonium acetate pH6.8=(40:60) \ N\;H
Column dimension: 150 x 4.6 mm, Flow rate: 1.0 mL/min, Temp.: 40°C O ’
Sample: 1=Uracil, 2=Propranolol, 3= Nortriptyline, 4=Amitriptyline Amitriptyline

p—
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ERMESRF TOMAME ooz

A SunShell C18
B Company D C18
® Company E C18

Company B C18
¢ Company A C18
A Company C C182

Relative retention/%

Durable test condition
Column size: 50 x 2.1 mm

Mobile phase: CH;CN/1.0% TFA,
pH1=10/90

Flow rate: 0.4 mL/min
Temperature: 80 2C

Measurement condition
Column size: 50 x 2.1 mm

Mobile phase: CH,CN/H,0=60/40
Flow rate: 0.4 mL/min
Temperature: 40 2C
Sample: 1 = Uracil

2 = Butylbenzene

| N0R5HERE U CpH1 T8O CHORBZERNFT UL, BKMERBDTFILRY Y DIRFNOBICHED T D E
lat BRIC KD PILFILENMOBIREET D EEZRBKLUTUNET, CDI0%DPILFIVEDIREETHS AL
' b & W UFE I ESunShell C18(3ftiftDC18ICEEN, 22N S 10BOMRMER UE U, 61
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100 =

80

60

A SunShell C18
B Company D C18

40
¢ Company A C18
Company B C18
20
A Company CC18
O | | | | |

Relative plate of butylbenzene/%

0O 1,000 2,000 3,000 4,000 5,000 6,000

Elution volume/mL

7 1L h U B2 T OR A

Durable test condition
Column size: 50 x 2.1 mm
Mobile phase:
CH;0H/20mM Sodium borate/10mM
NaOH=30/21/49 (pH10)
Flow rate: 0.4 mL/min
Temperature: 50 C

Measurement condition

Column size: 50 x 2.1 mm

Mobile phase: CH;0H/H,0=70/30
Flow rate: 0.4 mL/min
Temperature: 40 2C

Sample: 1 = Butylbenzene




Larmane
Bleeding test using LC/MS

TIC of +Q1

fhttcis

SunSell C18

Wl

M

1]

]

+Q1: 5.997 min to 7.999 min of Sample

S0

Column size: 50 x 2.1 mm
Mobile phase:

A) 0.1% acetic acid

B) CH;CN
Gradient:

Time: Omin Tmin 5min 7min

7B: 5% 5% 100% 100%

Flow rate: 0.4 mL/min
Temperature: 40 °C
MS: ABI API-4000
lonization:

Turboionspray (cation)
Measurement mode:

Q1T Scan m/z 100-1000
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