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Silica Gel

(57) Abstract: A separation material based on silica gel substrate and preparation method thereof are provided. The separation
material based on silica gel substrate is obtained by copolymerizing two or more silane reagents on the silica gel surface to form
"non-polar/polar copolymerized stationary phase" and has the following formula, wherein NP denotes non-polar groups, which
comprise Ci30 n-alkane groups, phenyl, and so on; P denotes polar groups, which comprise C,.1» n-alkane groups jointing with CL,
Br, CN, amino group, benzenesulfonic group, sulfonic group, carboxyl group, quaternary ammonium group, alcohol group, and so
on. The preparation method of the above mentioned separation material comprises the following steps: acidification preprocessing
of silica gel, hydrating, copolymerizing a mixture of non-polar silane reagent and polar silane reagent on the hydrated silica gel
surface, filtering, washing, drying, and so on. The separation material of the present invention has both non-polar groups and po-
lar groups, which can provide hydrophobic applied force and several kinds of polar applied forces, and thereby improve greatly
the selectivity of separation and enrichment. The separation material obtained through the preparation method of the present in-
vention has merits such as uniform and stable bonding groups on the surface, larger bonding amount and so on, and can be ap-
plied to liquid chromatogram chromatography and solid phase extraction.
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AFIASE PR [ A 26 B A A2 55 F R S AT AL BEAN & SRR o Rl e i (/b
10 2 CI18, bt C8 55) BlA Il e AH A S AR ik FH [ AR A B I 5 M 0 B A kL. (HUE,
ot 2 ] 5 AR BeAR At — BB AKAE T ), SRR B AR AN, AR R4 A i £ B A0
AP S o e B [ AR K MR, B KB, MU s AR E R R K
B RN S SE SR RRE, RAEBAH “ET, KESER . Fit,
iR SCAH ] 2 A R b5 | NARE ST, % e R [ I L it /K A FH O AR P AH B AR
15 JJBRREATE e A, 0 78 SOAH B TR [ AE AL SRR e AR R R B AN G A B AR R
TR 2 A0 4y B R & R P #2277 W) [Buszewski, B. et al, Anal. Chem. 1997, 69,
3277-32841. Fob, SIAMAEREAIE T UL “BRig” TR R R R IEREIENE,
AL B 4 B AR .
YR, AE SO AR 5 INAR R A BR AR, AR PR AR
20 (polar-embeded) [Silva, C. R. et al, J. Chromatogr. A, 2001, 913, 65-731F1IK PEH FEEH AR
(polar-endcapped) [Layne, J. et al, J. Chromatogr. A, 2002, 957, 149-164]. il ix i
FEARREAEAEM MBS T e AP S INBENG . WREE . WSS IR B, fe s S A
SEAH BRI R« RIE R EA L S 7 B AR . HE, X PR | AR S T
FEARAATLE— 2 1R BRI o AR PR G (9 75 V0 R AR A — AN AR PR (R P S R e 2 Tl i A\
25 —ARMEIEE, BRI S S AR RO 2 R LRI AE 1 1, AR R PR AR S
S AERPERCIE 2 [T Ll e 55 4h, MRt S AR M I 1) 2 TR0 B AR X [ v, o
CATEAT VR4 o i Sl P 0 18 0 5 A I AT AR AR e MR 9 1) A ARt R 7l i
St AR AR M TR e S T R AR Tk s 5 AR M e o R P R R 5 [ AR PR SR 1A B 1k
2 P OA B RO B0 A S I PRI AN 72 o W b R T 2 A A B ek B 5 1 5 T AT A —
30 ENE, ARERE K RRACEERR R R I .
Wirth 25K JE T — P A I EERGRFIFE K G E AT KT 2R 6 s W i) 26 €13 fi] e AH
() 77 VA [Peter Fairbank, R. W. et al, Anal. Chem. 1995, 67, 3879-3885]. 1% 5 V4 FH T3
NI/ NGBS VR A OMR ] 2 AH AR HR 2/ 1 e 2R 9 5 18] 72 AH [ Peter Fairbank, R. W. et
al, J. Chromatogr. A, 1999, 830, 285-291]. 74k, ZJrikib il T4 3-F N IR
35  [Hughes, M. A. et al, Ind. Eng. Chem. Res. 2006, 45, 6538-6547; € [E L H]: LH)'5 % 5,
695, 882]. ZJTiENMATIE R I ALZE SO it 7RI RE. (HA2, AT AR AT H
W7 A 4 AR B 43 B A R R AR FNAR B (1) 4 B R o
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Silica Gel

Hrh, Silica Gel MfEfi, NP MAEM MM, IR 750N 1~30 MIERERCE
HRIESE, PONARPEILE, BRI R T ECE 1~12 IERER IR IE R AR . RS
T EIE. B, R . WRIRIL. FRIL. AL, BEAAE.

AR A BRI, AR R PR

(1) FERIIANARFR BE N 1%~ 38% (1 Eh R ok Al IRV VR, IR [el i fl: 1~48
NI, g, KEEZRHPE, T 100~160°C N TR fHE;

(2) FI (1) i TR E T MR A 20%~80% 1554 24~72 /N,
{ERER KB 0.5%~10%;

(3) ®ERSRINILER: KPR (2 IfR/KEREIRE TS5 2R VU R M R B 7%
e, G IMANE VLR, B ST, AR R e AR R e R
G, IRERELE N 20~200°C 444 N HEHE 2~48 /i

FTRA MR SR AN, AR, 228, ZH2E, IECk. IE
Bkt IERKE B HORERAYREE . &oKE R 2 mL~100 mL
BHLEF . AR MERER RS XN

X3Si/€$n\A

Hrp X &R T, FEEROEIE; n ol 0~29, A NRFES I, MM

FlEEY AEWAR
X3Si/€ﬁn\|3

Hp XCAEIRF, HEERAEIE: n b 1~12, BAERF. WERT. 5.
Jdk . ORRERRIE . RRARIL. RIE. AL, RS, AR AR AR MR R
SRR LA 1/100~100/1 6 B A e i 7R AN A A A A ot R RS 24 s e /K
fiE ¥ A 0.5 mmol~5 mmol iR F;

(4) PEBEMTR: HE] 3 MRNARAHNREER, B EIFHTR, =
AL, B, K. DS HEESEEAIBES, [BAE AE 60~100°C 4 T TR
12 /Nt

AR EA LU A 2 80R : AR B8 1 2 B Ak R Ih BT A 1 255 AR AR
W, BeFRIE At K E R M2 MR R ), s e S-S E
GRS Gl i (G | NV N NG o8 =1 i B i o i SO = e a1 e S il £ 0 A AN N~
P4 B BHE AN AR & & S A AR A BRI I P 15 B L, A7 A0 Ao i A
SCAH A3 B RIS SR 6 ) o e Ah, BRI ] DUAR 4T (%) B Wi B L XTG4, ok
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Bl 1 A SEtfs] 17 Frfsor S A0k C18HCE & M i (01 & ;

K 2 Sy fd St 17 sy B Ak CI8HCE L5 fh ik C18 ¥E7E 43 B AWl 1)
22 ik

B 3 g Af St 13 BT B A4 R C18/SCX-10S FH 1 = B SSUI 1) [ A0 25 B (713
K

H ARSIz 75 50

NI A S, AR R B I RAR I 4 B A ) R A& VAR R AR 20 B
SR T Ul B AR B, T AER AR B R PR S

S 1

FREL 10 g BRIERERR CRif2 R 5 um, FL24 10 nm, LRI 305 m2/g), BT
250 mL BIELEM T, MA 150 mL ARFUIREED 10%H RGN 12 /i,
AR, OE, KR, 150C T8 24 /. BT EERE T 150 mL
SO, ELENAMIEE N 50%ME R 48 /N, HEUKEREE 105 go 1E
BAFREIBR ST, FKEHERPMA 80 mL TEMIECKE, WS, A
Ja i 18 mmol (7.2 mL)+ /\ %2 =S4 6 mmol (0.9 mL) 3-5 N2 =& bR
GY), IR IR 24 DI RV RIEIE, KRR, AW, HEE, K,
VUSRI, HRESEES, 7L 80°C 41 N4 12 /N RIS &5 M X R [l e A . o
IHTEER: C: 16.43%, H 3.04%; ZL4MEi%: 2900-2800 cm-1 AMRFAEIRIKIE ., o8
GY BT RILL A0 25 SR S AR St 041 ) AR AR /AR A 3 2R 8] e AH C18/HC-3 4544504
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St 2
%73 FREL 10 g BRBRERR ORiAZN 3 um, FLA22% 12 nm, LTI 290
5 m2/g), BT 250 mL BB, A 100 mL AR Ky 38% 00 ER MRV, el
W2 /DR, AMAESR, I8, RIEEPE, 120°C T 24 Ao RETRS R E
F 150 mL — IR, IES0E AR 60% A S 24 /N, 3 BK G iR
103 go EBATRME TSI T, KGRI 80 mL LK T, Hid:y
51, BRI 16 mmol (6.4 mL)++/\kedk = GUELE A 8 mmol (1.9 mL) 3-FAH =&
10 TELRAY, 80°C FHFERN 24 /Mit. RNVAKRIE, RKAHFZE, —&H e, H
BE, 7K, DUEMRIRE, FEEGEVS, PoqE 80C A T 12 /it RIS &5 44 X n i 2
e JTLEDITER: C 18.65%, N 0.22%, H 3.44%: £L4M¢iE: 2900-2800 cm-1 Al
2300 cm-1 ARHFAEIR I o 7028 73 A AL A 0 2 AR SS9 (R AR AR AR G 2R
[ 5 A C18/CN-2 ZE#) 8 h



WO 2011/012019 PCT/CN2010/073468

W

CN
Sia_Si~ S~ S~ -Si~~_Si
/k -— - N /‘ O/ - N
T TR 0T 07 00

Sio,

S 3
FREL 10 g BRIERERR CRif2 R 5 um, FL24 10 nm, LRI 305 m2/g), BT
5 250 mL BEFSEERR T, N 150 mL ARFRIK LR 10% M ER RV, IR IAT 12 /i,
AR, I, KgERhfE, 120°CTE 24 AN BHRE R E T 150 mL
—IOBEEIR, BN N 30% R 72 /M, REIKESEER 10.6 go fF
BATFREBR ST, KGR MA 100 mL TERRERLE, S5, A
JE N 16 mmol (6.4 mL) 1+ /\ 4tk =SS 8 mmol (1.4 mL) 3-&A I — H 4R RE
10 KRG, ZE PR 24 D RNVARRSIE, RIKHFR, & W5, HEE,
K, VUSRI, HEEVES, 7 UILE 80 C4&MF N4 12 /iy RIS 4544 X BT 5 72 4
JCESMEER: C17.65%, N 121%, H 3.64%; £LHMGiE: 2900-2800 cm-1 Ab45AER
Webee o TCE AT FNLL Al 25 S SEAS St 9] PRT AR PR /AR 1 L 2R [ e A C18/NH2-2
SR -
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FREL 10 g BRIERERR CRif2 R 5 um, FL24 10 nm, LRI 305 m2/g), BT
5 250 mL BEFSEEHR T, N 150 mL ARFRIK LR 10% M ER RV, IR IAT 24 /i,
AR, OE, KR, 150C T 12 . BT ENERE T 150 mL
SO, ELENAMIEE N 50%ME R 48 /N, HEUKEREE 105 go 1E
WATEREERISMET, FREGERTIA 100 mL HRP LA, WSS, KRG
0 20 mmol (8.0 mL)+/\Uktdk =& ESEA 2 mmol (1.3 mL) WP FRIL A 2.3 = G ik
10 HIREW, 60°C FHHER I 24 /Mo RVARFRIEIE, KIKAHAR, —HAH 5, HEE,
K DUSMEG, FEESRSR, PR 80°C 4 AT N4 12 /i RIS g5 TR [E 2 AH
TLERDHEER: C16.53%, H2.92%; £LAMEHE: 2900-2800 cm-1 F 1625 cm-1 Ab%f
TR MR AT W IE S AR St 1) P = AR M A ML B [T s A C18/SCX-10 5 #AN
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FREL 10 g BRIERERR CRif2 R 5 um, FL24 10 nm, LRI 305 m2/g), BT
5 250 mL BEISEERR T, A 120 mL ARBUREA 5% SRR, bl 24 /M,
HpE, g, KERPE, 150CTHE 1 /. ¥THREREERET 150 mL =
IR, Ol AR 30%ME S 72 /D, BEIKERR 10.6 g. 7EE
AR EWEET, EREER TN 100 mL T E Sk, S5, RiG
0 20 mmol (8.0 mL)+/\%¢k =& rELEF 2.5 mmol (0.7 mL) 3-N, N, N-—H#Z
10 ERENE CHERERRREY), B MR 24 M. RVRRITIE, KR
ir*x, AR, WEE, K, DUEM, HEEVELS, IR 80C A R 12 /N R
gER TR EA . SRS R C 19.24%, N 1.20%, H 2.64%; £I4MiE:
2900 2800 cm-1 APFFIEMR OIS . JEE M FNZL A0 i 45 FEUE SEA St 451 F) Al AR MR /K
PEILER [ 52 AH C18/SAX-8 S5y«
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S 6
B8 T BT I EE LR 77 R 18 mmol (7.2 mL) /b3t = &A1 6 mmol (1.8 mL)
5 -k = SRR A WA, %%ﬁ%*ﬁ%%ﬁ%%%mlﬁﬂ JLE M
i, C15.35%, H3.78%: ZI4Mti: 2900-2800 cm-1 ALFFAEW I oSG2 Hr Al
Q%ﬁ% %ﬁ%ﬁ%%%%#&%ﬂT%%l%ﬁCmmas SR -

SIS 4—Sin 4-Sim 4O g~ Si~o-Si
TR o o7 et
Si0,
10 St 7
B8 T BT I LR 57 R 18 mmol (4.2 mL)¥ F =& iR 6 mmol (0.9 mL) 3-

HA = SR AW, %%ﬁ%*ﬁ%%ﬁ%%mmlﬁﬂ TR AHTER: C
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12.35%, H 2.78%; ZIAMEIE: 2900-2800 cm-1 ANFFAENE W . TT 24 FI4r 41t i
o BLAE SRSt 451 Y AE AR PR /AR 1 2R ] 2 A C8/HC-3 S5 A A

fells

I\O/SI\O’SIA\O/SI\ SI\ S|\

o)
l I I I I I

§i0,

5 Sitifs] 8
B T i n LSR5 2 18 mmol (3.0 mL) T 3 = & 4E A1 6 mmol (0.9 mL) 3-
RN =SUELORG WAL, W& ITET R 5 555 1 AHE. JTEmE A hEiR: C
7.25%, H1.77%; 215865 2900-2800 cm-1 AN AER I . T2 2 A FI4L M6 it 45
%ﬁ%ﬁ%%%%#&%ﬂéﬁ%lﬁmcmm3 SR

TEERE

I\O/ I\O’SI\O I‘ S'\ S|\

0
7 ) P 0?9

10 §i0,

S 9
& TR AR R ) 16 mmol (2.6 mL)ZEFE =S4 A 8 mmol (1.2 mL) 3-
RN =SUELORG WAL, W& ITET R 5 555 1 AHE. JTEmE A hEiR: C
15  8.23%, H 1.74%; Z£LAMGi%: 2900-2800 cm-1 Fi1 1624 cm-1 ALFFHER I . TT 2t
LT AN v 25 AL SE A St 5] (6 HEAR M/ AR M L 2 ] 52 AH Ph/HC-2 25445004 -

PIOP IO

/ \O/SI\O’SI\ v \O/Sl\O/

I I I I I |
§i0,

SETEfE] 10
20 & 7 B in LSRR 9 mmol (3.6 mL)+ /\ ki =&k, 9 mmol (2.1 mL)
I = &SR 6 mmol (0.9 mL) 3-5 A% &R S WA, Hl& Tk A
Sl 1 /1. TESHER: C 18.76%, H 3.47%; L 4MEit: 2900-2800 cm-1
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AERFHE MR B0 o TC 2549 BT FNZL 0 56 1% &5 SRAIE S AS 5 it 491 Pty A AR / A A2k e 28 il s A
C18/C8/HC-3 &t Ny

Si T AN I~ ~-Si
O ?O ? @) OO o ‘? ?O

5 St 11
B T IR 0 B P A e R L9 5 S 1 AN[RIAE, & e AR I A S sk
FEG 1 AR o A SIZ RGBT R RS 12 mmol (4.8 mL)+/\ ke = &t befn 12
mmol (1.8 mL) 3-FNHE =S ERRAY. TERMNER: C16.24%, H3.03%; 4
AR iE: 2900-2800 cm-1 ALFFAETR IR o TTE A M AL APl i 25 BLAUE SEA SZ it {5 (1)
10 /AR SR I e A C18/HC-1 4544000

Sia S~ Si S Si~ ~_Si
Y - N [y < e
T 0T 00
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S 12
B T IR 0 B P A e R L9 5 S 1 AN[RIAE, & e AR I A S sk
M 1 AR ARSI AT N LGRS 8 mmol (3.2 mL) - /\bidE = SRR 16
mmol (2.4 mL) 3-FANHE=FHELRGY . TERSNER: C14.37%, H2.71%; 4
5 A 2900-2800 cm-1 ARFFAEMR I o TTER 3 B ANAL A0 5 SRAIE S AR S it 41 P
/AR A SC B ] 5 AH C18/HC-GS 254420y «

A

S'\ |\ _Sia SN | Si A-Si
O HOTHO HOT {00
l | | | | |
Si0,
S 13
10 FREL 80 g BRIEHERS CRiAEA 40 um, FL1E24 80 nm, LR 400 m2/g), BT

2000 mL BIEFEE, A 1200 mL ARFUIREE A 10% K 3h IR AR 24 /M,
AR, I3, K2R, 150°CTE 12 /M. BTEREEERE T 1500 mL
S IOBEEIR, BN R 50%I R/ 48 /M, BREIK SR 84 g fEH
ANTIRHIE ST, ARSI 1000 mL TR A, NS, Ria

15 30 200 mmol (80.0 mL) - /\ ke = SR 20 mmol (12 mL) MR IR LK =5
LR AY), 60°C =ML FHFE RN 24 /NN RNVARREIE, KRR, S H LT,
WHEE, 7K, DUZMG, WEESEG, P07 80°C 4 F T4 12 /NI B &5 40 =X BT 7 [
EAM. JTLEDMEE R, C22.43%, H4.92%; £04MtitE: 2900-2800 cm-1 Fl 1625 cm-1
AR MR AT R 1T S AR ST Tt () AR AR Ak /e M BR T 7 A C18/SCX-108S S5 4N -
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S5 14
B T BT P PR R e e SRR R LA L SE R 13 R RGN, I AR R
s St 12 MRl . ARSI N AR I 200 mmol (80.0 mL)+/\ Bk < AU
FEF 2 mmol (1.2 mL) XTEIRILAH L3 = SHERCR AW .. TR MR C24.41%,
H 5.32%; £L4MGiE: 2900-2800 cm-1 AbAr ik MR Wil S A S5 it 3] PR JIE AR /K 1k A 2R
[ 72 4 C18/SCX-1008 £ H :

/I\ — I\ ,S|\ /SI\ /S'\ - |\
[} a A O
S D D

10
S 15
FREL 40 g BRIBHERS CRif22R 5 um, FLA224 30 nm, LR E 80 m2/g), BT 1000
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mL BFEFIH, I 700 mL AR EE N 10% 0 SRRV, IAABIA 12 /e, A
Zai, ouE, KRS, 150°C T 24 /. TS R E T 500 mL = [
WM, HEELE AR R 50%M BT 48 /M, 1R BIK-GRER 40.5 go fEIBA
TR SEM T, KA A 300 mL THRMIECK:, PN S), RaH

5 7120 mmol (8.0 mL) 1 /\%EdE =SS 10 mmol (1.5 mL) 3-F A — ARG
Yy, W R BRI 24 AN o RSAERIEIE, WKHEIR, & E L, HEE, K,
VUSRI, HRESEES, 7L 80°C 41 N4 12 /N RIS &5 M X R [l e A . o
SHTEER: C3.25%, H0.80%; ZLAMGHE: 2900-2800 cm-1 Ab4FAEWR S . ST 54T
FOLL A1 58 BRI S A S it 8] Py AR AR /AR L 2 [ 5@ AH C18/HC-2L Z5 442y

10 Si0,

SEfE] 16
B T i LSR5 2 18 mmol (4.2 mL)¥ 3 = & 4E A 6 mmol (0.9 mL) 3-
AN =SUESCRA WAL, il ik R 5 5 SiE] 15 AHE. JuEmE s R
15  C3.75%, H0.92%; ZLAMEi%: 2900-2800 cm-1 AN AEWR Wl . T2 A ANZL MG
48 JRAIE S AR S it 18] PR AR %/1‘& P B ] 5 A C8/HC-3L S5y

fells

SiC Sl\ _SiSi~ l\ Su\
g\ ol N O
O (l)O o O (lj

| |
Si0,
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St 17
FREX 10 g BkIERERS CRif2A 5 um, FL224 10 nm, LR 305 m2/g), BT
250 mL BIELEM T, MA 150 mL ARFUIREED 10%H RGN 12 /i,
AR, OE, KR, 150C T8 24 /. BT EERE T 150 mL
5 ZSHBEEET, LGB AR R 50%ME S 48 M, BRKSEER 105 go 1
WATEREERRISMET, KGRI 80 mL FHEMIECK, WA, R
JEF N 8 mmol (3.2 mL) 1+ /\td& =S HEHEHT 16 mmol (2.4 mL) 3-F A = bR
GY), IR IR 24 DI RV RIEIE, KRR, AW, HEE, K,
PUZURIR, HBZSEEE, /L 8O CA&ME T 12 /M. TRITFEAE T 200 mL
10 =R, A 100 mL U, SRS 3.8 mL = HFIAEGERE, 7.0 mL /S H 2
THEELC 2.0 mL WERE, NFAE 110°C &M TR RN 24 /ANREAT B RALTE . [V
HREIE, KR b, HEE, K, DYEWRE, HEESER, W 80 CA&MF N
T 12 DI RS AR5 Bk, TRAIER: C: 11.5%, H 2.16%; 419k
Jit: 2900-2800 cm-1 AFFAEMR e . TC 3 S5 AT FHEL 76 45 FAIE S A S e 471 i) AR A
15 /AR PRI SR E 2 AH C18HCE 54 3h

A

S|\ |\ S|\ S|\

N\ T e

O @) o © @) O @)
] | | |
5102

S 18
i FH STt 17 432 B F R CISHCE, HAI LR 4.6 X 150 mm (BiAE, 7F
20 100%ZKE MRS N AT “A5Udllik” (stop-flow test), HiF1Z 7 B R IENE
(5 IR S, WA R B TS R AR (B D, R SR AR
BT, e e LS 53 B PRI R 7K 25 e S A AR e B I Tl o i 2 10 »
B8R 4.6X 150 mm C1SHCE (HEHRIAZE A 5 pm)
WA 10 mM HIREEE (pH 3);
25 Wid: 1.0 mL/min;
e 30°C;
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Rl K. 260 nm.

RIS BAR T 10 mM HERRERVE VR A% AT 10 0 Bh, #ERE
BT, RELIR N Befroe stop flow (35 Kl ; SR )5 (501 30&E 30 438, HHH 10 mM H
PRECI TR BT BB AT 10 208, BEFEET, SREZIR N After stop flow Bl

SEEfE] 19

i STt 17 432 B R CI8HCE, HAI AR 4.6 X 150 mm BiAE, Xf
LEIL 57 Sk C18 FEE B AEMI A M ZE R . 45 KR WZ 53 B LR L 43 25
( 2¢ F1 2d)F 0 H LU Ak 2 B AR (B 22 F1 2b) BEATFAIE T R . B briE:
(1 o A AR e LA (BT

ik : 4.6 X150 mm C18HCE (HEEMRI4E24 5 um) F 4.6 X 150 mm XBridge C18

(FURPRIAE R 3.5 pm)

WMBENMISAE: WBhH A, 0.1% formic acid water, #izh4H B, ACN; CI18HCE ¥/
B 44042 0-30 min, 0%—30% B; XBridge C18 ¥ HI#H & 414 0~30 min, 5%—35%
B; 30~40 min, 35%—60% B,

Feih: ZESHZ KPR EMIRAE S, WL 200 mg/mL;

WE#: 1.0 mL/min;

v 30 C;

F M K 254 nme

S 20

{f A S2 M5 13 Frfs4r B AR C18/SCX-10S, HHHEAMAEHL (SPE) /ME, N
FEREE AR, DRRZ 2 B R = RS R . S5 (3,
Kl 3a b = IR ARER W, & 3b S EAHAEEUITTS H AR5 R %5 B kLX) = 2R
F AR AR B BE Sy, AR N AR/ 128 B Y A A o [ AR A B R . [ AR 2
e SER

SPE /ME: 7R 1 mL, I 60 mg 5Bk

Fein: = RFUROKEE, WA 0.5 mg/mL;

T4 SPE #F: KR 2 mL W EZAT 2 mL 7K #P¥E SPE 4%, Ui/ T 1 mL/min;

ERE BT mL S EREUR KA N2 SPE /M |

el : W 2 mL 7K, 2 mL FEEFD 4mL HEE/ZE0K (11, viv, SUKIREE R 20%)
MUE SPE A%, AR 4 mL H B/ S0KEEIER o HARIE 4, AR TE, AR5 H 1 mL
TR -

SRR T L TR

Bk 4.6X150 mm C18 A (BRPRAE N 5 pm)

WaEhM: 10 mM HFIREEWR (pH 3);

WE#: 1.0 mL/min;

v 30 C;

F M K 240 nme
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O S S

1o — P P RERCR ISR SN 7 B A R, JLRFEAE T PR sy A LA LR
W ERE R e IR N, TR “ AR AR MR 2 A 7, FLaialy sl b

NP P NP NP P NP
b d L 4!
/\/I\’I;\/I\/I\’I;\
NN N S

Silica Gel

HH, Silica Gel AR NP ACKAEMMEILHE], HARIR THCH 1~30 FIIERES
SRR P —Fak 2 fh P AR, oy Rmw AR T WIRT . B2, &
. RREIRAE . BEIRIL . AL, LA B RE IR IR O 1~12 MIEREbT
HH—Fha .

2. —FRCRIELRAS 1 Il o BA B 45 i, HORRIEAE T A A RE R T 3L
I N7l 4 PR E B R DL _E DD RE LT Ay B AL KL, AL E A R DR

a. FEMCTRALTE: FERCIINARFUIREE Ky 1%~ 38% ) £h B2 sk Al BR v A, Ik a3
Pk 1~48 /N, 198, Kuezrh e, T 100~160°C N TR 2 fHE;

b. KE: BB a TS TR B THISHE N 20%~80%H S5 1 24~72 /i,
AR LR K B B 0.5%~10%, 15/K &R

c. MRS ¥ DIR b IS /KSR E T BEE8E R I LM R N A g,
TERAGUE T IANA ML, SRS, AR M e R A AR P b b iRV A4
{RIEFELEE h 20~200 °C 451t R HEHE: 2~48 /M

d. PR HP% ¢ MRMNAKRAINESIR, WIETE. TRk mxR
Rz, & HE. FEE. K. DYSmRIR . FEEYEE, [P~ S7E 60~100°C 444 T
TR 12 ANBE, AR

3. FRHOBCRIESK 2 Prikiil s rid, HAFEAE T D3 ¢ PEVENN 5SAKAE
WA VLR, PR RYIHELE T —Fb

4. FEREBURIESK 3 pridiil#& o7k, HARHEAET: 28 c PAEVBER IR R, &
K THIR, ECk IEFEE. IERET. IEERBIAC K.

5. FRHOBCRIESK 2 Prikiil e o7id, HAFIEAE T PR ¢ A pLEE I rE HE A
50 KA TERAEF 2 mL~100 mL A HLE .

6. FEHOBCRIESK 2 Prikiil s J7ih, HAFEAE T DR o Rttt 454

EL VTR
Xﬁ%ﬁm

Hep X AEE T, BRI AEIL: nh 0~29, A IR HIL,
7. FEMBREESK 2 PRkl orvk, HAEMEAET: DI o hikPERERGA R 458 2K

N
X3Si/€ﬁn\|3

16
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Hrh X &R F, FEESROEIE: n b 1~12, BAREF. BIEF. 5.
Jdk . FRMEIRIL . WAIRIEL. R, THILoEI.

8. FRMOBURIELRK 2 priddil Tk, HAREAE T DR o AR MRS R
PERELEIRT A EE R EE 1k 1/100~100/1

9. IZMABURIEER 2 ikl & 07k, HAFEAE T IR o thaAER MRl Fm ik
PR AT L A B B K A EBAE 0.5 mmol~5 mmol.
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