BElfH=E SBEC FFERN A
% WEIRNH

! -
il
ke L =
- =,
= A | _— |
. = ! % "

_ DGLC-AC

WM=JTikEEENANE

ThermoFisher
SCIENTIFIC



—_t

Al

i}

I ARAR G 20 2D 60 SEARWER ALk, BLEBEL T4 b, i, FREEEM, A= drFt
FUARATMC T Brasais, fer etk S Emie o iritss & B BORRA =, LR a1k (U R R
t, BRI AR Z HANRAR (R SGHA, Al 2 ek aitr e (kA T AR Id 1000Bar FR4E i 0K AR (L,
AU RS AR S 55 . Rl EILR G o ferb, 0o W75 i RS HH PR EER BRI, 2B 2E ok
AT, oy Hrid R SR R IO, SREREARAR R hREE AR, SRR ) 24, AR 2
A HZ AR (1 R GER R AT IR

ASCIELEA THRBK A 20 20 70 EARLIORAE 1 2 Fh BB A, & RN RAG DI R B AR IS . DA 3R
133t C 2% 8 4x 22 DGP 3600 W =7T 2 DR AH ik (3, 153 A R Gy B BSOS 50 4 05 L SR L T LA
Jiin: 1) BETCRE AR S B, 2) R =T IRR L6l 3) W=JeIHFIRR I SE 6l 4) =TT 4R 961, 5)
W=TCHiBER I O=JeHJafiid:. 5 CAD s MS iHISE) 55, HIZDMAHSCRIRIIE LIRS DAK il o TARE
A—ENZEEHEE L,

FRECR A/ D
201343 5%



B %

i Y & ] 4
5w WL MATARIRUN 7
N N T OIS AR P AL B 5 7

TV ORCC A - dedn A T 2 il 17
DGLC-01 7 ZhEcers - B 1A €2 T 700 32 7K Hh IR B2 I ZE BRI ST oo 18
DGLC-02 75 2% [ AHAE B A - w5l Gt R 2 Mk FH K F S O R B AR oo 23
DGLC-03 7% [ AHAEHR - 15 0B AH € T 75 D A SR B Bt 22 BRI B B 27
DGLC-04 % F Online SPE {5 FH 2 20 i AK A R I PRI R oo v 31
DGLC-05 75 £ [ AHAEER - 125 000 2 T 2 R X FHTHIEE 2B T592 oo 33
DGLC-06 3% Online SPE {fg R FI7: 5 W7 FURMIE S i 2- TIECREAE (2-AP) o 38
DGLC-07 7F £ B AHZE RS IRG ] F I F R (LC-UV) oo 42
DGLC-08 £k [ AHAL L - w8 800 AH €1k R I 7S b 35 o SRR BB & e 48
DGLC-09 fE£t: . - i AR M e E 75 H L A FREIHEE B e 52
DGLC-10 75 2% [ A1 75 7 55 A B A DI 28 I 5 4 T B A 5 3 B T BT B e 56
DGLC-11 fE£R B FHRERR - B 80ieAl a3 - S5 /M I 2520 i L B BE RS AR R (LAS) e 61
DGLC-12 7E £ [E FHAEEL - 2380 AE (i - S5 M E B AP ARE R THE (AIBN) 65
DGLC-13 % f7E4: SPE 54 SPE- i JR L B 0 A 1L e it v 1 41 Bl B B LA oo 69
DGLC-14 {EZE I AHAEHR - = 0RAH C T - BT - TR AS I B A 2R B R 76
DGLC-15 NanoLC SZHURE b e 84y B P 5 3% - 5 INRE 255 (DP) FIBEIRASE (SP) oo, 79
ST W M i IBEER BB T 92 ) 83
DGLC-16 2 F A U3 I e F V2 5 sh AR A T S Bt 40 AT P SEPE AR AR AT S BT e 84
DGLC-17 R F Z 4 A Ui B 156 F U s AR R 2R B AR A S A SR AR A ST 94
DGLC-18 BB Fa#fetaiie 5 ESI-MS I i34l S e 22 B T ERIRAR —RERRR4h RNA BB R4 ... 104
DGLC-19 FH T BT 45 A 7 28 B R B BB 7155 oot 110
S N =R 115
iR VD EReTot: 1 I VA E i) 115
SN OB ST AR R IE T 92 il 123
DGLC-20 X =7t HR IR 43 MR R T TR THE ST T oo 124
DGLC-21 X =7 HR R 43 M1 25 CEEBALFTEFHA WD oo 127
LA &S T 8 I UA || 131
B M TN AR 131

N ORI IR e 140
DGLC-22 FH f8, 1 [l At 4047 E0 2 25 GUBEFITRRBIIEIER .. ovvooeeeeeeeee oo 141



DGLC-23 A LB EAZ TR . BEEIAT N oo 146

DGLC-24 HIRAH 3 - LN RE TR K F IEEEEI covvooeeeeoeeeeeeeeeeeeeeeeeee e 149
DGLC-25 SEC/IEC FfIE i 43 2E M35 1 28 11 . 9IS B PRI ZE Coeeeeeeeeeeeeeeeeenes 155
LR A STt VA || 161
DGLC-26 {E£; 4t U - i 8iieAl sk Rl 224 Lss bk h 4R AL D3, ERE & 162
DGLC-27 —#:HH (6 145 M7 IhsBa 2 20 i AICA riboside FT AICA HDOAC ... 167
DGLC-28 A T 2 I B T ITII oot 172
DGLC-29 4> H Z){ELE B AHAEER - 28 = 0GR AH 5 B R I06 P20 BRI T3 EL oo 177
DGLC-30 4> 85 £% 2l AH €2 1% 5 R RAS M AT 2RI P 2R e R AL T T EBIBFZT oo 182
DGLC-31 fE£%4: A AH (T B I5E T 20 s FLAIFR U oo 190
SN BB O ZockEafin:. 5 CAD s MS BEHIS) 197
SN O T BREE AR v B ] S 198
DGLC-32 5 FAE JE A MR 41 5 H T SRR B3 50 AT 2SR oo 202

UV ORI R R S 206
DGLC-33 F o AT A T 2 R 0 B 2R 25 oo 207
B 55 210
DGLC J FH ST T o eeveeeeeeeeeeeee oo 210



ThermoFisher
SCIENTIFIC

o4 — i
e 30U R i S 2



ISRERE S

BRI EEEN

1 SCTRAR € T SO oo P ol i R VR L o 0 B BT il ol AR i, DAVRIR AR AHE, R R
WAL, & OHHEN—NEE) K, B M E R A SRR R —E R SO R EL IR & i85 2%
MRS AAR RN AR TR, 2R RTE A RIS, RSN REH A KRN, FEREN & B s B e
(RUCHE SN ZS BEATASIN, TR SRS FRM B A0 BT o s RO il R SRV BT, L. HEARSS . RS
GRS 5. i 1 PR,

Bl 1 i il A5t

BB ERRIES R

R A €L (HPLC) A& 1E 20 20 60 4EARR, LASSRAH Gk A2k at, SIA T A, EHAR
R T O GEAR s R AR ST R R E ARG, I e SRR B — MR R o B o TR . BB
ARG AW S SRR, BETCBANARAERE, Tz B TR, BEl 7R aikrRm, JLF
LA AR, B o B, odrdl i, BORVEE A0l A sh it ke,

AR eI EE
FEBL K Ultimate 3000 Z 71 S 80 ORI ZE . A ShdEbees . ARSI R DU RER o L, BRI A
ENRRLEEIDE T

£

Ultimate 3000 AFIFEER, JorER. PUICHER. W =JoERAPLES .,

Horr Ultimate 3000 2 51| AR = 085 B A —FhEH Rrak I R 22, HR SRR RUR L "T LA VR £ 7 F 42
BEASH B, W= e E R A RA AT LR — AN AL RS0, AR AR PR 2o 51 wT DA a1 2 1) = Fif
AEIITE SN FH AT S AR I o BT, A3 AT CABSRGE AT AR S oo A, W DI —SCeik b, an =4k (A TR 5
FTAE S RIE— o W

Ultimate 3000 £ 51| {2 Ultimate 3000 ZFIFEA)—FHe, TR AAZB00 _JCHER ., IUCEER
PAB I = ek S, Ultimate 3000 251 NERA AR PR R, LK RGEHETH B P stk F

V=F)si73 4

Ultimate 3000 F#5I|F [ 23R s B BFT, A ERAVBeLE, WTLAKEaMboh nL 3 mL Zefobe gt rdbae, HEg
FEAEN RN IIRE, T UACR UL IR FBCE R4 i AL LIRS AR E I 2 FESR LAY 360 B ) D fRE nT LA AL
HOPEARBEAE R AOTE B 2 ), SEERE O B SRS R, SRRy LRI HHIRANEAE RGE, A& P AT R AR ah KXt
i FE 7R AL OB R S RS B8 T A DR PR B

i i

Ultimate 3000 F ARG AR A (CH # HUIRIE R A, EA RN BA DRI RERT IR IZE R 51, A Ultimate 3000
R FNHIM = TCHAH R —LERegR Y N TSR T DRy Sehe, i T LA WA A RECE, WTUMEATRENAE
ORISR T IR AR R S BT



ThermoFisher
SCIENTIFIC

iz 74

TRAR € BASIN 25 FT A 43 Ao P AR I 25 A BEPEAR T2 o 30 I RUAS D S8 R 4 mT B RN A 1A i i (LA
TAFAFIRE S 5y ) B BRI AR It s T e BRI &5 2 FH DA S8 o0 B A 2 o0 BERIRp P AR 1L, X ARG TN ES
XHE A L B SE R B B AP R R, X — PR R IR AT A B 1Y, BRI T A B R, s
B /AT LW SRS 25 A ORI &% 55 8 T B AR NGS5 ARZEHTCAR IS . RN 25 ARG DN 25 0 2% 0 BT A
o S I T A 2%

PEBL AR A HUIE 5 AR T S — PSR IR, RO, EILMERAFRARING: B TS AR I A Y L,
3 PUE A LA AR S IR A B B AR R (R B, I T iy 7854, B AR e, REARIN
RER AR MR A I . X RGN ERAE 2004 42 10 — 24k, shARGESRS T L8 AT ALY A e
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M FATEAELR SPE IS FERBRZSRR Y BArdy, 5i& A& X it i Pr i AR 35 B i

kAL |

EUbR I R B 47 AR 20 50 FE RS AN AR AN AH b BT AR L VR RS SR, (EARYE B ARTE A i & iy (il A 2
Je RSB A BITR AR EL BRI B o X AT S B SRR SRR AIIEAR IR A A , ARSI ARH 7K . BRI A
IEARGRADAR S FIE Cobe . R PR Sk 55 IR RS AR (R R RS S Bkt v . B SRR S AR A %
THAEME Cg IR, AIEARYE I A YR R AN AR PH B SCE T L R AEGE AN AR KR 1 2 BUIMA 2R
MRS R, B BARI IR BT, TS S 2 B IE R B Y.

W= TTiREBIENT A

TEBN W =IO R GEVEDA 2006 4R D228 47 dh, HEHEZ 2 E SR Z FHF TAER 50, JHARdkis i
ZE R TIRE BA G A%, KR TIRZ A B SRR DS,

MW= TOHR BE SR SRR BOGR  T, — AN SRR — /N B R &, 0 4% B SRS YIRS AR L Gl IR 5 A
REHARGE, PTLALE] I 2R S ) = FfoA (6] B RS B AR AT R AR BIRE i o BT o T =TT HE B R GE B A IR R IR R 5T
AL 0 4 O PR P/ DG R T Lot 28 €8 g e e (42 L AE AR R BRI TR AT IR D048, AT S BRI Sl A e s A € 3
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B, fEBCE Y (Server Configuration) BLEfPR HEMm A CACE A UL (2 £ -6 fLef 2 £ -10 4L ), W T
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e | |

ME R, R WE2 58 () JE, UMb 5-6 MLERRE 1-6 (g, RTINS TE LR
Eandly s AR RO, £ 5 2% () PRI EIE £ 5-6 (ks & EAEETHILAEE,
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ARG E, #8nd T2, mTH

e 9 3 ) 2 ——— )
il B0 7
e
o

" Wri [xlfuinl

-
s ]
] Ve i) ] Py i’} 14 ] a3
Betention Flow | oy | g [ corve S| 22erIi
1 o000 1,000 2.0 OB | e b
El Zoood  L.oon 2.0 o0 P
1 oo 1000 20.0 0.0 =
4 B, 000 1. 00p 201 wn
L} . 000 1. 00 20, 0 LUa ]
Il g.0o0 1000 g. o o0 s U
T 100 1,000 0
8 | 10000 1000 20 l:l_g.'%
- llﬂl-'uii
roFEE |

WMEFR, ££5 580 () 7, SHEEATERRIRANAAGRAE T AT P, 5 2Bt UHRIRGT 1-2 (o,
FRIF AR R — 0y B X B ARy it M (BUER) W7, W& sfa AT B v -

gkekpiah BT HRRER R B S FUGIN G S S, AR SR, R IR R SR
FEAE G A T I B R AR LSS T30, TR & BRI S RS BRSO G IR, an R

ARG oEE s 1530 h SPE BpIZE, ARG LD M SAZHY SPE Bibk, MfRkEh RS 4, WA]
DAFE P v n] Gt X o AT i vl

il S DY 5 LA ;m!-m; i E]
Tils ‘Edit Yiem Tarkppecs Gealification Coairal Tindss Falp
D" ES Rl EREEOEThEEE SRS SR
Tidl |
™, System Configuration| Colamn Swiiching | on-Line SPE-LC System Schematic|
e Masie snier ths svaluated colmmn awiiching puarssetlass
c;::d.: IFE Exiraction Parwsdtars
E 1 Buirix Daplation Tina 400 [HE] | quisg
= Bealyts Brask-Thrsugh Tiss [J. (00 [min]
Or-Line SEE-LC Trazafar Tias LT3 e Taisl
.'{QE Calenlated Swivching Timez Curvasd Svitching Tinaz
— Eagin Tranafar 101 [aind 3 [sin]
Rl ey
mOC=3100) Eed Tranader o ¥2) Taam] [LLE [mim]
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DGLC-01 {EZeAT:#e 4 - it it ing AH {2, i% 7
5 7K A VIR S FR 2RI I )
EAE. ARG, TR, kBT, SR 6, SR

DGLC-01 Determination of trace carbaryl and carbofuran in water by
online column enrichment-RSLC

Key words: Online enrichment, carbaryl, carbofuran, RSLC

Jlll

El

FR 2SRRI R 8 T 5 TR R 2 25, R TR 5 (A S 2 —, R PR AR gkl
HEE T APLER A LB R 25, 2k P IRER AR 20 ARG, BV s SR i, (R A N5 AN CREAR
PREEEGROTEYE, EAGRA . MLiish, Wl etk Sa e P, T RAMKREMER, BT RIEUASSH
REGFRE N, KAWL 2K AR 5 2 215 5% . P55 Gk IR RN PRI RE, 7k e rhof 2055 B O PR A 2
M AR E R L,

R PR B A 2 R B A A RE bk, HAGI 22 AR Gl 3 ), 3 T RTALEE 5 A AR, LA
AR AHAEIEA, O T a5 2 AT A (08 R— AL R R AR IS [ AR A UG P A A e R B AT R dn AL B, G S.
Nunes % ™ LU T 13k 3 P b 5 s rh 5 Rk H IR BEAR BUR M (LR AN 2, 3 I & A DL,
(EAE T % 7% de e it o v PR 2R URTR I PIAR 5 e A B i, il [T A =

Jic s i R R R A 20 5 B BRI, AG I R S TR SRR AT R R B o S R v R A I S A, 4
TR TEAG T 25 S TG B . S5 IR PR OR B 057 5312 RN B RE (FEFE IR 1000uL) AESEATA: - SR
FEAIT 11 FhE I FRRER AR 2, %5k BT ATACE, BB BB BRETAISE ™ FH B
M ES MR RS 6 FhE 2 FIRERL 7y, (B4 T E—B MR BOE, HF 500 mL /K FELLE FH AU, k45 % 0.2
mL J5HR 20 uL BEREIGE , ATACER PURESZ HAREMIA Cbe. CIRCERFANLIAR, (GB/T 5750.9-2006 A= ik
IR T3 1% AR 25 T b SR E AR AR H - R ORAR (1 - S OMEI G A IE T KRR I 2SR, SR I AR L -
o B A - AR SR ATAE - SRR A DNE T KHE AR T

AR SR B ZE ORI PR R A TR IR A 2 B et G, R ISR EARAE A " R ST AL 0 %, A
i 28 [ AR A U IR G Je AE e B BT HEE T oA . I T AE SR EHAAE ah AU TCHVRENE , A% ah rP RO RN
Sy AR B HTAE, RITEIMEIZ BN A F] (GB 5749-2006 A6 Hk F 7k TAARMEY  rpr & i PRI R )
sk, B, FEMIEHTFRICE, S8R HT, S o PRI A58 B — IR B S 2 HT

MK
7L SPE 7%
{X#&: Ultimate 3000; &85 H/ELNTHRITTHIM=TeRR S, BahdErEd:, WA A S lRmER, %
SMEIGE , RELERRZ LKA L,
SHFE: Acclaim RSLC Cyg, 2.2 pm 2.1 mm X 100 mm
SPE #: SolEx RSLC HRP Cartridge, 12~14 ym 2.1 mm x 20mm
Feim: 40 C
RAHFNGRE : W 1
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kK. 280nm
lﬁﬁé% 2.5mL

Dual-Gracient Pump

Eluent

1R

AR RE S 2.0 mL/min, SAFRGES 0.8 mL/min, EARSRIREIHE A S H,O, (it B AHEE, S Hr i
A0 A 7 10 mmol/L NH,OAc Z8 iR (pH 5.0, FIBERRIANT) , iahAH B AL, o HrZin LS EE B DI R
AR 7 3 R D) 48l (A] AL Table 1 ikt

= | BhEEF AT (E)

Loading pump Analytical pump Valve
Time (min) B%* Time (min) B%* Time (min) Position

0 30 0 40 0 1-2

2.0 30 2.2 40 2.0 6-1

32 100 4.0 45 2.2 1-2
4.4 100 4.1 80
4.5 30 4.7 80
5.0 30 4.8 40
5.0 40

*. IREHAE A% = 100% - B%
*. Mobile phase A% = 100% - B%

AL IR
tr i BT EE

100 mg/L(pg/mL) FZ5 AN FHoRof: (i # i ALl . 25 BIERIPRER 10.0 mg FAZZ AR T 100 mL %5 4
M, WERARE, HTEESR, 4 CHRAFRIN. IZIERTRE 60 K.

1.0 mg/L(pg/mL) H Z5@ANRRIE FHE & FrAfEATRAYACH] . M 100 mg/L(ug/mL) Frif fif & i h B M 1 mL - 100
mL Z RS, APEEER, #5, 4 CIRAAE. XA ATHCE 60 K.,

AR BE TARE R BCH. A 1.0 mg/L(ng/mL) {E-& brofl I RS HUA 6] R B 25 85 1ok BL il s 100.0, 50.0,
10.0 pg/L TAEFER, FEM 100.0 pg/L R EZ A [R) (BRI 25 8 1K L il 5.0, 1.0 %0 0.5 pg/L TAREEWE A,
AR BE T AR IR I F AT .

FFFEdr BT
FEAATCR NG, i 0.22 pm JERE/S BRI 10 mL A @b I, A AL -20 CokFRAF
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LERMTIE
EIHFE IR EFE

Y28 BEARAE Ik 5 B 24 6] MK A e P9 D 1 7E T 76 2% RS OB 1 J2— U Eibee, LA A, B4h,
P11 £ AR I SR R R T A DI B B, SR R B AR RE05 362 100% ZACHH, - TRII T AT 2
Hee e pH 75 . A L% SolEx RSLC HRP (2.1 mm x 20mm, 12~14 um) AfELEATAERUME, 1% 061
OB h 8 A T 30K HENERY — L ARZETR Ay, WTLAZS 100% KA e, pH 76H % 0~14, R kEfER % 80 x 10°
Pa, S&AHAHLHTEL BT,

TrALEIEBE. YR B EEH

B ERERESIE, AT 1.0~100 ng/L G NZMERAF, 2SR FHOZEAR S 25 R > 0.9999,
ZERENERNA R, Y =0.0562X —0.0121; BRAgFHEMEEVA G FEA: Y =0.0231X +0.0024, Hr, Y Alg R (5
fii: mAUxmin), X hIREE (#07: pg/L), SIN=3, HZERFIRm R RS B4 0.5, 0.25 pg/L, LA 5.0 pg/
L AREIRIR 528 5 i E M, 4 5 5HibAE, &4 RSD <2.5%, fR & RSD <0.07%,

XK FERIR R ARSI, 5 A m I E RO RER B BARAIAS PR . SCHik 2 SR B 28 AR AE B 5
LRI ZERL, B 100 mL /kFEZEiERE. M. SART S, FH 10 mL GahHHiE sk B s, LA 10 f%
B, SRR, HEC S50 uL M, HHRZERE R RAY T 0.5 mL JFAAFES P R ZB A R, RAELE
ARG, BARIERERE R 2.5 mL, & TR AR TCHEYE, 2.5 mL AR5 AR B AR Al A5y
MR GEHEATMER . T 2.5 mL JERE, Bl Rk s k58 2% 5 B0 500 mL /K FEFE Y, FHEL 2B B 2ihb
PR, fRZREAHAEROG SR, T E,

#agE

Sy BB 55 A Rk Sl S T i K R I 357k 427k 100 mL, JH 0.22 pm JERsGE 3RS+ 18 1.2 (a3 5%
EATINE . AR SIE =k, S5 RFTINAE RO AAS 2R RN Yo A ab DBR [ I3 4028 2 B, M
Db 1.0 pg/L IRt EIKRAE 76.0% ~ 120 %, filbx 5.0 pg/L I BIKCERAE 92.4% ~ 99.9%, Fd Ak 10.0 pg/L a2
£ 87.5% ~99.7 %, LANNAR 10.0 pg/L WA 5RO, &8k S 6Hidbke, & H ol RSD <2.3%, f
B TA] RSD < 0.09%,, & WAT5 i ml HAfi FH T Se bAoA it i AR 25 BUAIRR I PHIOINAE o B SRR I 2 €6 T 1l ] 2
FR.

® 2 HRAESRMRRENEWERNESER (BIEHR=RNEFE)

SHTH fn¥r= B3k K REAZEK Rk
(ng/L) Recovery(%) Recovery(%) Recovery(%)
1.0 82.0 120.0 76.0
Rk N 5.0 99.4 98.4 99.9
10.0 96.1 99.7 93.2
1.0 100.3 99.4 105.0
FAZER) 5.0 95.2 95.4 92.4
10.0 98.1 92.6 87.5
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.r B t, 1“'.\J HEPMIU\'WJ"JJM;_u-
12 _,'l "I e P
E— : R
aog 100 200 00 400 500
Umin

2 BRAKFESBIEE (a- BRIK, b- BARAMER 1 ug/L, o ERAKIIAR S ng/L)
L BRI} 2. 22

it

AR TR AR L [ AR A I - A PROd AR € D 75 R Bt 7. 1 7k e bR FR 2R ORIRRI T, 5 40 BB AT S — 2k
KBRFERIIE . AR TEA S BB AT B A, G IR SE BRI ERE, MR AE ORI G 58 4 HRAR (A R G2 A 2
e SEGH B EAMAEIALL , LB AR AN ARG R TR, AR, CRARIER R,
PG HT AR, IS S L, (R B ARAE R - A BRSO I A 2 KA R e {5 e i & B R4 R
Joz FH Rl 5 o

SE Rk
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DGLC-02 {2 FIIZEIUEAR - w20 M i [R]IsE 53 B
YR G 9 BT DL B A ik

X4 X BAFER; RHEKREG; kAKX

DGLC-02 Determination of nine pesticide residues in
drinking water by online SPE-high performance
liquid chromatography

Key words: Online-SPE, pesticide residue, drinking water

il

5l

WK AL o AT AR BA PR, AR =T (DGLC) W ELk B AHZE B AFRAR ks,
FE SRS FARE 5 SRV R RARAEAG DS 75 v A HH IR BE5R , RRHKE T T GB/T 5750 HRLE AR ZRAURE S AT AL BRI RE
AR AR AL, i ELE R F R 5 NS ARSI A BIY R ER A AR vl 1 SRR, BEARCE TR 7k AR 542 1 77 1 3
UL

M S
{3 Ultimate DGP 3600 51|, WAFAH{ELML THITHIR =TCRBEAL, BoA 2500 uL bl HERELL PRI

BFERER s A A OSEIRERR, SIMENE, SRS,
4yBEkE: Acclaim PA T 120, 3 pm 3 x 150 mm

Dusl-Graent Pump Dusi-Gradient Pump
from Lk Pump -—- from Fight Pump ™ trom Fight Pump
Aulosampls
—
oo O
A B

Bl 1 TELRIEARACIR - BB FE AR (ol 5 P PR
(A: BFE, HPBE, ZEHG B: 3R, &, 9471)

‘BHEAE: Acclaim PA 1 120, 3 pm 3 x 33 mm

. 40 C
LLHMEINES . 210nm, 220nm, 238nm, 280nm
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PCRMES . P& P 290 nm, K 5K 410 nm
PERER. 2.5mL
fE . 0.7 mL/min
WAk A: 0.05% iR B: Kk C. L
BERERIASc M WP 1
=1 AR, BB R YTkt
it ] (min) HHEE (B%) Al (min) S HFFR (B%) S (C%) Wil (min) (R E

0 95 0 70 30 0 10-1
4 95 5 70 30 4 1-2
4.1 0 6 50 50 25 10-1

25 0 8 50 50

28 95 10 40 60

35 95 13 40 60

14 0 60

15 0 75

19.5 0 75

22.5 0 100

26 0 100

35 70 30

HmEIES A

FrRIEHIKAER 0.22 pm JEIGE 38R 10mL SERE/ ML B

TiEIEFIE
FERESLY G 551 T 5 BITE AR IR AT 0T, 2R WI% B L A4 (il 2 il REAS IR 47 1k 53 B B
P ZETETH, &4 Qilfieny s s a2k, ailkfELE 2 (SRIMERE) fuE 3 GOtkE) .

450 800
mAU mv
375 1 2
600 2
= ES
&
3
250 1
400
=
)4
]
125 1 k % 200
| =
| - |
0 A 0
50 ' ' min 100 min
6.1 10.0 20.0 223 6.0 10.0 20.0 30.0
B 2 AR ATEREIER (UV) 3 HIEiEARMEEE (FLD)

1:238nm; 2:220nm; 3:280nm; 4:210nm

MBI 5 AR IR
PSS LR, WZER, S5, WM. ARTE. 2.4.6- = &EIARI, AR A DR dEAEAS I
BT, BFZE AL, T2 () BB, RESEEA A A EK AR EEARAS, 4 (8 AR AR X = Fibr i St va R I
HARTELA i m W UL T B BB bR 8 s MM — L BIR CIE fa, T DAE &2 s e i =2, R0 e Bl
R . A RKCRE L EFRRI S S, REET 25% Ol / RIERIEDIEFRI (a) . REA BT
I EIiE
24 o
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ZR5THE

DA € ikl i BOC B TR 2, B RAFZRME, SRMEFRSC R % r KT 0.999, LA 3 E{EMR EL TR PR,
FENZT7 I A AR H PR 0.03-0.75 ng/L CRIFEEHmARME HPR A 0.3ng/L) . LA 10 fE1EMeELTH R E IR, #ILaW
BT RSN SR . ELAR S PEEE B A PR 3% 2 Fn 3 o,

R2 MEESE-LR. BER. FEE. KIS GEE. 24.6- ZSE%MRIE

A=t E)EpE LEEE HMSEE (ng/l) KPR (ug/l) E2R (ng/l)
MEESHE LR y=0.083x - 0.007 0.9990 0.18-9.00 0.05 0.18
2,4,6- Z&E} y=0.444x + 0.005 0.9995 0.40-30.00 0.12 0.40
HFEE y=0.579x - 0.001 1.000 0.10-15.00 0.03 0.10
FAZER y=1.587x + 0.068 1.000 0.20-30.00 0.06 0.20
KA y=0.045x - 0.002 0.9995 0.40-30.00 0.12 0.40
BEE y=0.053x - 0.002 1.000 0.20-15.00 0.05 0.17

®3 K (a) BE REHFEEF AR M BIRE

e Ea5E HXEREH el (ug/l) SR (ng/L) E2MR (ug/L)
FH (a) T y=3210x-2.116 0.9995 1.00-50.00 ng/L 0.30 ng/L 1.00 ng/L
RE RS y=0.154x - 0.028 0.9995 2.50-250.00 0.75 2.50
hSER y = 0.465x - 0.070 0.9995 0.5-12.00 0.15 0.50
ZAER T BT

Froe 77 2 B TSR Brit Fk . ARIEUKAERASIN, A¢dh rh B IIE] % BARfb Ay, BB ZR AR R, 555
AR, L B = AIREFE AR EIC SR, A LA RIS (E 92.4-125% Z[A], RSD<5%, ALK K 4
2 5 Fiom

1&%@ tlj; ﬂu)\; (ug/L) mE= (pg/L) IE|L|5Z$ (%) RSD(%)
MEESEH-LR - 0.90 1.11 123.6410.02 0.01
- 5.40 497 92.12£0.01 0.01
2,4,6- =5 Ep - 2.00 1.99 99.23+0.16 0.16
- 12.00 12.15 101.26%£0.25 0.25
FEE - 1.00 1.03 102.99%0.60 0.58
- 6.00 6.06 100.92%0.16 0.16
FAZERY - 2.00 2.02 101.13£0.90 0.90
- 12.00 11.21 93.42%2.44 2.60
I FE - 2.00 1.88 94.27%0.30 0.32
- 12.00 11.41 95.12%0.53 0.56
BEA - 1.00 0.99 98.66+0.22 0.22
- 6.00 6.03 100.54%0.14 0.14
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x5 EH (a) B REFEM RSB MREELER

HEY K= MAE (ug/L) MEE (ugl) EE (%) RSD (%)
FH () EE - 5.00 (ng/L) 6.20 123.96+2.64 2.13
- 30.00 (ng/L) 32.98 109.94£2.91 2.65
REHES - 25.00 2431 97.78+4.50 4.60
- 150.00 142.81 95.21*4.75 4.99
Bt - 2.00 1.85 92.73%4.67 5.00
- 12.00 11.09 92.43%3.37 3.65

SR FA— o BOBURR BE RO (Vi 45 A B AR A HOEE S T — PRI B, Phodl, EBRE kb O FGHLIL RT3 75,
ATFTESRHL THER RS S S I Ba, MG T BEMIRUAE AL B A, SRR T AR B R (], HEILMEAF, &
Mok rhfdeiiag s -LR, WERRL FFd. PRI, ARiE. 2.4.6- =&, LEB. \EFEEAEI () ©

HIDIE

0260

frin

>
RED



ISRERE S

DGLC-03 {EZEIIAHASE - was8ci AH 10 i 14
o 128 0 RS DrURk B 3L e b 20 A R R B
XA Sk EE, AXERMER, $HR, M

DGLC-03 Determination of carbendazim residue
in orange and its product by online SPE-HPLC method using DGLC

Key words: HPLC, online SPE, Carbendazim, Orange

il

El

% I R — M T TR BERAVKRASPTR B, 5T HIR B B RIMIE 7758 % , £ E FDA RMIRAFIL,
ARG UV RSIIAN FLD RS IR0 — 267575 £ 5% B £k SPE F1 LC-MS ZEA74&M, Horfr SN/T1753-2006 %
WARCIEE T M, ALBE 10mL #£,4h, 20d MCX #ft, AP R ZT, ACEHUFIH DGLC online-SPE £7K,
L PRI M E R T rh 2 T R BRI IE T5 75

MK
%% Ultimate DGP 3600 %1, L&A LN TR ITHIM =T AR s AR S IBIRAAE R A s S IME
Mg, ERELE 1,
SPE #: Turboflow HTLC Cyclone-MCX-2, 1.0 x 50mm (P/N CH-953456)
T4y Mk Acclaim Polar Advantage 11 Cpg, 3um 4.6 x 150mm (P/N 063191)
FEim: 35C
MK . 280nm
AR 2000pL vt Graent Funp
BN AHZELB - L
REEALS . A, WEE; B, pH=10 ZUKk; C, 5% BilR bom L Aump ‘ from Fight Pump
oFiE: A, Chs B, 100mM 52
BB DR ILRE 7 B it . WL 1

NG R SEEE L
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xR —HESBEM_HESESHERER

ERESUR DR
Loading pump Analytical pump
A8 (min) R A8 (min) IR

Time mL/min A% B% % Time mL/min A% B% | C%
0 2.0 5 95 0 0.2 5 95 0
2.5 2.0 5 95 15.0 0.2 5 95 0
3.0 1.0 5 95 15.1 0.8 5 95 0
7.0 1.0 20 0 80 18 0.8 5 95 0
10 1.0 20 0 80 18.1 0.8 25 75 0
10.1 1.0 5 95 28 0.8 25 75 0
12 1.0 5 95 30 0.8 85 15 0
12.1 1.0 95 5 30.2 1.0 85 15 0
15 1.0 95 5 35 1.0 85 15 0
15.1 1.0 10 0 90 352 0.8 95 0
18.0 1.0 10 0 90 40 0.8 95 0
25 1.0 95 0

252 1.5 95 0 5

32 1.5 95 0

32.1 1.0 5 0 95

39.5 1.0 5 0 95

40.0 2.0 5 0 95

HmETIE T A

Proofean Al . KSR R IR B 100ppm HY 2 I RbsifEahiA R ImL, % 100mL B, InHEzeE s 2205,
il B B A 1ppm HIBRAE AL i S iA . PR o) BIRE % Ik S A TOE |, £ 100mL Bfrh, MRMBIFER, ik

WREESY BTN 1, 2, 5, 10 71 20ug/L B R FIBRME IR
PSR IR R HORS s il &, PRTEPILIRRY IS, B 10g #Edh, FEERE,
MERERBZE, w5, S, WREGER, 0.45um KBELNE, JERHT,

LRMTHL

tran EiE A (Zppb)

5.00

4.00 -

3.00 A

2.00 A

1.00

0.00

-1.00

1 2R -2012-11-14 48

MBC #5#¥ -2 ppb

% 100mL =i, LA pH=10

UV_VIS_1 WVL:280 nm

mAU

gzﬁizen

min

0.0 5.0

10.0 15.0

2 il b E B P

0280

25.0

30.0

35.0

40.0




ISRERE S

FEaa RN amiB ] (WEE % Zug Kg)

W 1-2012.11.14 s + K] 46 40Z FKH: T A1-1115 UV_VIS_1 WVL:280 nm
94 2-2012.11.14 i ih + ISR 47 40Z {7 A1-1115]11£720 ppb UV_VIS_1 WVL:280 nm
mAU
8.0
el
6.0 g
E
4.0 N\ §
-
<
20 N
0.0 2 &\
: 1
min
26 - - - - - - -
0.0 5.0 10.0 15.0 200 25.0 30.0 35.0 40.0

3 FESR R INARAE R E T

FEFER
TALILERE. B

HUbRifl G R SV, HEAE 200001, DA BEAAR, WeBUNASRR, %%2gktk, AERL TR | ~20ug/L
TR PNASE A 1=0.9992, ZRbEARC I RBAT . AR BRI IR IEREL 311 T, b 0.12nghke,

[THELG
53 BIIBURS e JEURHRE i 10g, RS BPRAE , 4418 20ug/kg 23 BIMMA L R , e HAE b TR il 05 7 il d M ahi A TR
BEREOHT, HRENEER, SERERIAREI A 86.6%, Hidh 20ugkg RYIFREIEA 98%,

Hiam S EMNELR
B S Ao bt AR, $ MR AR T il 05 i il btan, HERROAT, ZERILE 4~5,

[ mAU

- 1- ZHA-26913

7=2-27.703

7
(£
/

| £
{ =

o feo (& (oo

0.0 50 10.0 15.0 20.0 25.0 30.0 35.0 40.0

Bl 4 Bt S A HERAUIARFE: i & S 5]

(14 A0Z Hi/k A5 ALy 2 2 AOZ M7k v A2 3 2 290Z Mk 1 ALy 4 2 290Z Bk i A2
5y 40Z A i A1-1115; 6 2k 40Z HEok ks i A1-1115 ks 20pg/kg ik )
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15.0

mAU

125 4

10.0 4

[N 9 Iy S

S J5ORES AN 2ppb o bt i

(1 7 2ppb Frifldhs 2 ARG FE0RE -1115-15 3 SAEF-J50RF -1115-25 4 Sf7-J50Rk -1115-3,
5 ARG I50R - 111545 6 A1 J50Bt -1115-5)

g
TIERTEEIE

ASCYEAE SPE B b £ 22 T HRP AR, PA TUHE, Horp HRP AEx H AR WP B B8O IRAT , DRI B IbAE,
e T LA LA R RGeS A ORehs o), HEEBTHACK; PA T SOmm et WRFRFICRESTF, 5%
JEBIHE “BET , AIMER AR, fJRIEE Cyclone-MCX H:, it 7ok - FEFERALLBI, 25 BB DIHG — 4k
AN ARTE R A TR e BRI T RN, SRUSPRAR T —4EE0K pH (AR 10, Z5RERTHLRZE WD, Mombsfs
an B BRI UV $34ii1E (18 6) ReAfBEASMASRATLARH, BRTED, kL mtidr,

carbendazim 100% at 25.43 min

carbendazim 100% at 25.41 min
90 100
o, %

80
60

281.9 60

281.9

40
30

20

0 0 321.3 431.8
nm nm
210 250 300 350 400 450 210 250 300 350 400 450
A B

Bl 6 Arifeat (A) Frfibrkedh (B) UV £filE

SIITHEIRSE: KIS HIRM Cis 5 PA 1T Cig fEA S HrE, METRFLAARL, PA I Cx X HARIRE K5 &
BRI, RN Ut pH (A2 7EBEE (2~10) , BE ARSI AT,

AT ASLLEWI ST T online-SPE-HPLC J57APUEMGE £ W R IR M RV T5 7k, Shnifediikbbik, 12
e TR BRFI > M8 . 5 o TS i B AS I R A, R T P00, A T4 OB sl 25 B v JEORHIR SR A7
AR, SHIUREMEELS, FHEA LC-MS ikt — P WL,

SE R

[1] GB/T 18979-2003 ikt Mk it vhmE R R . 2 W RATRAGNTT 1 - 5280 e ki)
[2] Mixed-Mode Solid-Phase Extraction and Cleanup Procedures forthe Liquid Chromatographic Determination of

Thiabendazole and Carbendazim in Fruit Juices, JOURNAL OF AOAC INTERNATIONAL VOL. 84, NO. 2,
2001
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DGLC-04 3% | Online SPE g JJi Ik H1 3% 53 B K s vb ity ph s I
S EERERS R E K BB

DGLC-04 Online-SPE determination of
acrylamide in water by HPLC-MS

Key words: Online solid-phase purification, HPLC-MS, water, acrylamide

5l

]l

PRI —Ff i (g L2, AT RNIREL IR0 B PR IEI: 32 2 M TR A fL AL B . 4R3I
INTRAEERIN G R, WA T RSB B R k. EhRaREmR (5120C) FiH TE S ENERE.
MR, ANrldad s, PPIRGE ., BRI SE 2 Fug ik AR BE G, DR ILH Y — S Sk i 2
2002 4 4 H it i 56 A BRI AT B R /R BER 2R ST N B3l , £ — el BRI ety 28 B, andE 2%
Kb S G P RIE R, SRR OK ST PR ORI 500 265, 2R bR, JEE, BN SE E A E A A
FARHGE TR, REME S T RME, 40 GB5009.204, £ Skt Bl B9 R IRRERR M E , Bk, *tih
FEIRAFIER R T PR RE I BEAT WS — TR SEAME S5 . AR SRR AR = TR RH AT EE IR FH 5 7k (A rh B P 0
7738

M &
& : Ultimate DGP 3600 R %I, BHHA LS TRITTHIM =TeRBESR s A — /Nl IR AR A TSQ
Vantage (L, 1%L LE 1,

* 1 BIEREEN

iR SHIFE: Acclaim 120 Cjq 3.0um 3.0X 150mm (P/N: 063691)
EEH: Acclaim PA2 C,g, 4.3 X 10mm (P/N:063195)

MS TiE2# MS APCI & IEEFHE , SRM 72-55

TRENHEZA R APCLiR: A: 7k B: ZRE=97: 3, ZFEXM, #E: 0.5ml/min
HHAFRAREIR  BshisE : 100.0uL

MR HATE] 0-0.2min, AL E 1-2, BHEMHLHE, REE: 100% ik

0.2-1.0min, G E 6-1, EEMHIER, REIHE: ACN: 7k =3: 97
1.0-5.0min, NLE 1-2, EEMHFE, REHE: 100% 2k

MRS A
tri g BRI
CH,CHCONH, ( s3#r4fi >=99.0%), %ML 0.1g, ZBF7kEZ 1000ppm, 5 HIFiEEE 10ppm, FRIKFEEE
5y BB HIS R ARME TVEA#E 0.01, 0.1, 0.5, 1.0, 5.0, 10.0ng/ml,
MR E
FEAREL 950655 B koK. Milipore #84tizk . FoSh R IRk B S MR Al ARG VLI H b ROK , b8 SE AR
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LERFHL

—, i
IR IEE
v N — , R NPT - N
PRl anE R, DAEmEARE R, BIRREA Y=6.3E5+1.21E7X, #H3 %% 0.9992,
RT: 0.00 - 5.00 NL:
100 304 5.82E6
TIC MS
90 0608-6
80
70
8
5 o0
S
2 50 4
2
2 40 4
&
30
20 4
109 o2 066 087 108 141 166 193 215 25 540 349 383 413 432 464 482
0 e e e e LB B e e e e e e e e LN e s e e e e e e e L B e e Y N
00 05 10 15 20 25 30 35 40 45
Time (min)
B 1 prife g R (LA 0.5ng/mL Shfi)
FEaa 2B R B2
RT: 0.00 - 5.00 W
3.05 :
100 1.82E6
TIC MS
90 0608-14
80 o
70 4
2
€ 60 4
E
3 50
2
2 40
&
7 R 404 425 478
198 04 4.25 441 )
20 o417 050 084 131 155 22
10
L B T T T T S I T S O B R R |
0.0 05 10 15 20 25 30 35 40 45
Time (min)

B2 ARk HrikiE
SHTEEREW, PGELIE S &, Milipore 841K, Jah TSk, Fehmhpalig k BRIBEHE TR, ARAkA
0.137ng/ml, FKITHAANAHEZ IR A 0.317ng/ml,

MR SR
2 MR RER

HRER PR E TANKRE (ng/ml) SMEME (ng/ml) Bl EE %
Rk K 1 0.947 94.7
Rk e 1 0.872 87.2
Rk E iodun 1 0.804 80.4
B3kKk P odan 1 0.860 86.0
B3k P o 1 0.880 88.0
B3kk E it 1 0.874 87.4

ML LSRRI AR S, EIUSERAE 80% KL L.

el

SIHT T BRIk B AL 0.0 Ing/ml, JLAZMELLIRE] 3 504 B, BRlvk, %0570 R (LOD) 5% 0.01ng/ml,

itk TSQ vantage ik Z$ i, [RII R online SPE fEZk'm SR AEAIHIAR, —RATURBRTIL, 2
AR PR, 2R F) 0.0Ing/ml, JHRARMBERNAZER (E&E 0.03ng/ml) , Kk, Z5E%EE T

FIRBARI KI5 H
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DGLC-05 LI AHARI - w5280 A % 15 Ml & Ml il 23605 %
ki, AARMER: HRAMeEE RARNE RRb; 3AF L

DGLC-05 Determination of Polycyclic Aromatic
Hydrocarbons (PAHs) in Edible Oils by HPL.C
with online solid- phase extraction

Key words: online solid-phase extraction; HPLC; Fluorescence detector; edible oil; PAHs

jillls

3

ZIRFGIRAALAY (PAHs) saZigo@iy i, meHmERGhE S Rh & —e LIRSy, H
A FEE (benzo[alpyrene) A& L5 A NREMEMLAY, BEME TERMPPIFEFESEASET 2.0
ng/kg!,

LI IR IR A PIME , i AR A itk (HPLC) 4389, RASEIMEeMIES P, Seemmizs B,
BRI 2 P DR B © e, B RBTE, & AT LC-MS/MS™ BEATREI, PR30 75 2 vh B B i AL PR 5%
B EARAER, F THEIEZH, FHEWEZREW, BRARCEAE SCHRIE T EL B FEERERE M 285182
iy, HEEEBMLE I, AHEMAN =GR RS, —ERGRATELSESE, R TRk TR, B
eI, REER, EBAMK,

it S A

{2 Ultimate DGP 3600 Z 51, G £ Ll TR = TERIER s AT S IRATRER A« 560Hs
W AR, SRR LA 1.

3Pkt . 2 #R SUPELCOSILTM LC-PAH, 5 pm4.6 x 250 mm

‘& %A . ChromSpher Pi, 3.0 x 80 mm

HEfiL: 30 °C Dusli mdent Pump

B AHERE L IE . 40 C ] B =
HERER:. 80 L i *MHFE$F | ST i
ARIALAR. S R TR BB A p . WL 1 P

Bl W 2 s iy

] Waste
ks iy \ )
- P -
_@l F—4
SPE column
——
Analyical coamn
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[Chaal-Grsdant Pump
Eluent - | Eluent Eluent
selution "’mﬂ selution solubon
et pumg
B Waste Waste
SPE column
— O p—
eoumn Detector Detector
el 12 oSt Sl e P el 13 STl e P
B 1 (UasikiEE
= | REHEEFERR &Y
ER BR
P A—K; B—2Zf; (—REE left A—ZfE; B—RFE right
(min) valve valve
IR (mL/min) A% B% C% RIE (mL/min) A% B%
0.00 0.35 0 0 100 6 1 0.4 20 80 12
12.00 0.35 0 0 100
12.10 0.35 20 80 0 6 1
14.50 12
14.60 0.4 20 80
16.00 1.0 20 80
17.00 6 1
20.90 0.35 20 80
20.91 0.35 0 100
30.00 1.0 0 100
50.90 0.35 0 100 0
51.50 0.35 0 0 100
58.00 1.0 0 100
58.10 1.0 20 80
61.50 12
65.00 1.0 20 80
65.50 04 20 80
66.50 0.35 0 0 100
70.00 0.4 20 80
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BT IE 5 %

2 KWINEK

it Al (min) kK (nm) RS (nm)
0.00 256 370
27.05 256 390
29.50 240 420
33.50 270 385
37.50 290 430
51.50 305 480
53.50 290 430

H B IR 0.45 pm JERE, FZIR 40 nL0.25 pg/mL 33 (b) JENAR R 10 g B HMIKAEH, TR,

LERATTIE
xR ET

FEBIAETAR G A SE [ EPA 610 J5 ARSI 12 Ff 2 SR05 2810 & Whnifloxt B g
] RSD 7£ 0.03% ~ 0.08% 2 [f], il RSD 1£ 4.1% ~ 6.7% 2 /il

ZH. AR

fF bR G 4 TR TIRES, 4% PAHs (£, i BRAAE L% 3,

%<3 PAHs k£, HHIR

HEEEHERE T IR, REEIIR]

ik AT (ng/kg) AIFRREE (ng/kg) LR PR “(ng/L)
e 1~20 1 0.9952 0.42
= 1~20 1 0.9910 0.26
A 1~20 1 0.9808 1.19
[£2 1~20 1 0.9905 0.69
I (a) & 1~20 1 0.9852 0.68
I3 1~20 1 0.9864 0.34
FH (b)) KE 1~20 1 0.9907 0.21
EH (k) KE 1~20 1 0.9907 0.39
K (a) T 1~20 1 0.9911 0.75
ZHKH @ HE 1~20 1 0.9914 0.41
FH (ghi) ZZHE 1~20 1 0.9920 0.58
EZE (1,2,3-cd) BE 1~20 1 0.9941 0.59
i
a—tKMEE MDL, EFEAHN 99% K, MDL HFT—EXKEMINESRR Qpgke) EENE 7 X8
IEERRERE S 53T cE.

Z a5

PEHUCBIOREIh . BRI BE AT IR LS, IR AT AT bR e R g, IR, 2 IR TS R A AR [ R AE

70%~131%,
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On-Line SPE

Column: ChromSpher Pi, 3.0 x 80 mm
Analytical

Columns:  Two Supelco PAH columns

4.6 x 250 mm for separation

Eluent: A) water,
B) acetonitrile for both loading and
analysis pumps
C) isopropanol for loading pump
Flow Rate: 1 mL/min

Inj. Volume: 80 pL
Temperature: 30 °C for column,
40 °C for autosampler

140

Detection: Fluorescence

Sample:  Mixture of PAHs standard
Peaks: ugkg
1. Phenanthrene 20
2. Anthracene 20
3. Fluoranthene 20
4. Pyrene 20
5. Benzo[a]anthracene 20
6. Chrysene 20
7. Benzo[bjfluoranthene 20
8. Benzo[K]fluoranthene 20
9. Benzo[a]pyrene 20
10. Dibenzo[a,h]anthracene 20
11. Benzo[g,h,i]perylene 20
12. Indeno[1,2,3-cd]pyrene 20

13. Benzo|b]crysene (added as I.S.) 20

On-Line SPE
Column:
Analytical
Columns:

ChromSpher Pi, 3.0 x 80 mm

Two Supelco PAH columns
4.6 x 250 mm for separation

Eluent: A) water,
B) acetonitrile for both loading and
analysis pumps
C) isopropanol for loading pump
Flow Rate: 1 mU/min

Inj. Volume: 80 pL
Temperature: 30 °C for column,
40 °C for autosampler

60 — V

mv

Detection: Fluorescence

Peaks:

1.

Mo o®Ne o

Phenanthrene

. Pyrene

. Benzo[a]anthracene

Chrysene

. Benzo[b]fluoranthene
. Benzo[k]fluoranthene

. Benzo[a]pyrene

. Benzo[g,h,iperylene

. Indeno[1,2,3-cd]pyrene

10
11 12 5 W
W
P w % 4 & u % @ 0 2 » P % ®
Minutes 25267 Minutes 25270
B 2 sy Hrivhds: B A R I R bR AR ( 1E B (20pg/kg) 3 skhrffbh i
* 4 ERHPSTFRE=HNE R NFREBOR IS
i 14 HEASE ) 2# ZRKH
PAH MSE FROEMANE | B MSE MSE
(ugkg) (ugkg) (%) (ugkg) (ugkg)
ET 37 5 120 13.2 52
B 45 5 109 32 6.1
RE 1.0 5 112 Rig RiGH
[ 22 5 131 13 P odan
KH () B 2.8 5 108 2.1 18
I 44 5 110 32 53
EH (b) KE K 5 90 R E N vdus
FH () RE R 5 84 K K
FH (a) EE 2.7 5 106 25 3.9
ZFH @ hE PN dun 5 84 R E N ivdus
A (ghi) ZFHE K 5 70 KieH 12
EF (1,2,3-cd) BE b N ivAust 5 82 RiGH RiGH

AT5 I AR SR AHAE IO S0 b 23005 R lE , BRIERME, WFahiRiEP TR, KoK 7k

I E I,

SE 3k

[1] Commission Regulation (EC) No. 1881/2006 of 19 December 2006, Setting Maximum Levels for Certain

Contaminants in Foodstuffs. Official Journal of the European Union 2006, 49, L364, 5-24.

[2] Saravanabhavan, G.; Helferty, A.; Hodson, P. V.;Brown, R. S. A Multi-Dimensional High Performance Liquid
Chromatographic Method for Fingerprinting Polycyclic Aromatic Hydrocarbons and Their Alkyl-Homologs in
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the Heavy Gas Oil Fraction of Alaskan North Slope Crude. J. Chromatogr., A 2007, 1156, 124-133.

[3] Zuin, V. G.; Montero, L.; Bauer, C.; Popp, P. Stir Bar Sorptive Extraction and High-Performance Liquid
Chromatography-Fluorescence Detection for the Determination of Polycyclic Aromatic Hydrocarbons in Mate
Teas. J. Chromatogr., A 2005, 1091, 2-10.

[4] Pino, V.; Ayala, J. H.; Afonso, A.M.; Gonzalez, V.Determination of Polycyclic Aromatic Hydrocarbons in Seawater
by High-Performance Liquid Chromatography with Fluorescence Detection Following Micelle-Mediated
Preconcentration. J.Chromatogr., A 2002, 949, 291-299

[5] Bouvrette, P.; Hrapovic, S.; Male, K. B.; Luong, J. H.Analysis of the 16 Environmental Protection Agency Priority
Polycyclic Aromatic Hydrocarbons by High Performance Liquid Chromatography-Oxidized Diamond Film
Electrodes. J. Chromatogr., A 2006,1103, 248-256.

[6] Itoh, N.; Aoyagi, Y.; Yarita, T. Optimization of the Dopant for the Trace Determination of Polycyclic Aromatic
Hydrocarbons by Liquid Chromatography/ Dopant-Assisted Atmospheric-Pressure Photoionization/Mass
Spectrometry. J. Chromatogr., A 2006, 1131, 285-288.

[7] Lintelmann, J.; Fischer, K.; Matuschek, G.Determination of Oxygenated Polycyclic Aromatic Hydrocarbons in
Particulate Matter Using High- Performance Liquid Chromatography-Tandem Mass Spectrometry. J. Chromatogr.,
A 2006, 1133,241-247.
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DGLC-06 3% H] Online SPE #% Jiu I H i B lURHRE SR
2- I CIHEAR (2-AP)

XA ALBRAL; 2—- AACEBEK; B RAKA
DGLC-06 Online-SPE determination of 2-AP in syrup by HPLC-MS

Key words: online solid-phase purification, 2-AP, syrup, HPLC-MS

5l

il

2- BHCHRIPE L AIAEE A 2-AP, 2-AAP 83 AAP, L2285 ankE | s, 2- B CFRERESNE
LPENAEVE L B (&I, R haF M —MEERN, BASEEENMEDIR. PR
Bih B 2AP B — S RFSEHR B AE 1967 45, f—/~0Y Parks (UWFZE A R, bR B T DR A S AES 1
PRI LAF=HE AN R IR AR 5y, X b e ke iy 40k 2- Bk CRERIILA I, MIBIREES , AT I ARTE BOX
IR, WREEORBZEA . BT 1993 48, ATAILEA 2AP (IR A& h 2% & HIL 1 R0 T AR,
AR IRETEECE R ABHNERE I R, MY 2-AP IR S T R BE BIE R, S RIE Rl R
(untypical aging)” A RKEL, HFRA “UTA” B4, X UTA BLRHIAF(ES ™ BN A T I D ERAE . 5
KA A RIS 2-AP A AT REAFE T RAPEI T, S8BT RAMER £ UTA BLG, 52007 ah 155 R KRR 1
VFZMEIERM, 2AP R i UTA BLR M5 R, X7 RERME R A= dlr, WI%ER 2AP FHER
WP VR R f 2 R 7 A TR SRR, ORIEF™ it R REAS SE A AT 2 T 20 753K

@)

NH,
1 2- LR

FERAPE IR A P R A & PSR 72 A 2-AP BOGICRITT, AT RERD™ i O XU %, [ S0 ml F T SR 2y
Al SR ARMAT SR, 2-AP RFMATREN BER YR, /bR E RRIK, AT SRR T 54T
2AP A, Ron SEME KKy, FARBRDE, FRME BT, 45 B b rET5 IEAm T I5 3 I sy B H 2-AP,
H GC-FID kb7 e il i Ti205:, RiCHERBOD BB T, o drib B, AR, ARedtfrie
Mk, Kk, B, Fan SR TR AKEAMAERE (DI-SPME) PGl 2AP #7517, il GC-MS k1%
AEATEN, CACEEE -d8 1EANEs4, H SPME [ULF4EHIAERUK BHEAR AR 30 FERESNIEIR D, JFEAERISNEHE,
AH 30 min, EGEER, HEREICL T EIAETIRRE ST GC-MS R4 Br, X R i BE R SR, R4 e
40 min, [EIERAIE 97%, REEPER, MR R 0.5-1.0ug/L, {HoHrliAkE, i HPLC 7%, fEfEw filpE
PR %, rTLLH T oMy bEah B S 4La, el 24T 2AP 4G, #¢ah H 2% RUBRRRIATIRICH], HEFE(RA 300
ul, DL 0.1% HIBIRIA TN 25% RICIEATRaNAH, iE 1.0mL/min, R T C AR IMEMIZS (F1% K 220nm)
BEATRE, ARIER 40°C, Sy @EREY 10 ~ 15 min, (REWFAZ) 4.9 min, Z7EMERME, EILMERR S s
RAREAT, AHIZTTEAREREA TR &M . BRIUL, ASSCRA TR 7575, B RN iEkE R D, [,
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ZIEFIFE S ATACERIN , TR WA, WTOE A RERE R LR, Rk, ATJ57R T/EE SPE HiR, KER TRERRHY
THL, TEIRE, R T AELRIR A, B 1 EURHE h R b2 By O B RIS, 3R 1 Rk AR e AN
M52k, (RN E 7R SPE A BT RAFRUERE, B wT LAE— 2B PR tHPR . AIBL, 12051 rT DA JEORRBE iy 2- 5
e CEF DN E S (3t 5 o R BRI R B MR T 7

M F
X% : Ultimate DGP 3600 %1, G457 A ELN TR ITTHIMR ZTeRE R WA — A /NBIRATER R MS
TSQ Vantage,

‘HHESE. Acclaim PA C16, 5pm 4.3 x 10mm (P/N: 020309)
S MkE: Acclaim 120 Cpg, 3.0um 2.1 % 150mm (P/N: 063691)
k. 35 C
BT S R LR 1
1 BIGRIEEN
MS T{ES# ESIiE EEFHER,SRM  136.0-91.1 CE24V; S-lens:56.0
136.0-118.1 CE 14V; S-lens:56.0
136.0-65.1 CE 36V; S-lens:56.0

TENFBLERL DT

A 8] IR CH;CN H,0(0.1% FA)
min mL/min % %
2 0.3 30 70
3 0.3 30 70
10 0.3 70 30
15 0.3 70 30
15.1 0.3 30 70
20 0.3 30 70

SPE #t

FF1E] TRIR CH;CN H,0(0.1% FA)
min mL/min % %
2 0.3 20 80
5.0 0.3 20 80
5.1 0.3 80 20
8 0.3 80 20
8.1 0.3 20 80
12 0.3 20 80
12 0 20 80

HEAFARETR Bh#ER: 10.0uL
iR R AT 18] Omin, AL E 1-2, E&EMH L, REME: ACN:0.1% FA =20:80
2.2min, B E 6-1, BEMEGEM, MWaNHE: ACN: 0.1% FA=30: 70
3.5min, [ANLE 1-2, EEMATLE/ BYE, REIHE: ACN:0.1% FA =180:20

HmATIE
2—- FHRIBE (2-AF) kBRI %

T 100mL 7% ML PR TFREL 2-AP R4 R i 0.300 g, AMA 25mL HPLC 2N, FEBAk & 25 41 .
53R I 0.300 /L (BRI fk drif. 440 FABAK % 20 B4 %173.3) 03ng/ml, 3.0 ng/ml, 15.0ng/ml, 30.0ng/
ml, 150.0ng/ml AR, 53 MIZ 0.45pm HOBE ML ISR AL, FEII,
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Fam AP EE
FEAPREUEE S 32, HOA 10mL AR, F & 2% H PO, W84k e &%) 9 g, #4554 0.45um FERE T IE .,
£ 100°C FAn#h 5 min J5, FRAHNEFER, £ 045um (IR, SO0,

LRMHL
Vo 3 DAk
Frdedh B R, DAGEAVE B, BIAHRA Y=-12123.6+33480.1X, H3:Z$ 0.9999,

RT: 0.00-20.00
100 5 78 Noses
% é TIC MS2
803
8 703

2
g "3
ERE

Relative Ab

N A e
o 338838 83
Lo

Time (min)

Y =-12123.6+33480.1"X R"2=0.9999 W: Equal
5000000
4000000
$ 3000000
<
2000000

1000000

e e e e e N S L
0 50 100 150

Bl 2 prifidn ik (D4 0.3 ng/ml SAfil) Kehrofi th £k 21

HaaiZ B RS HER
B

RT: 000-2000 w
100 1.5563

I TIC MS

90 3.92

776 smpd

N ®
P= =}

557 832 1684
147
b 256 b e 939

Y
3

1.96

A y 15.46
{ \ " 145 1350
4 N | y

Relative Abundance
g

14.54 W 18.08

0 1 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19
Time (min)

3 HEah o BT A

XL BHR BRI I PR AR B AT T o0 #, BEARERW, 2-AP goRAGH,
FEim W [T 5
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=2 HmmREERER
HmER SERRAKE ANREE WEE Bl %

(ng/ml) (ng/ml)
1 S+ E N ivdas] 75.0 75.4 100.5
2 S RiaH 50.0 51.4 102.8
ML EHBATUEY, BEERRLT.
RT:0.00 - 20.00 776 NL:
100 [ 1.53E5
90 TIC MS
8 80 582;1209161
§ 70 41602
; 60
g %
S 40
® 30
20
12 . VOV.ZZ 1'3? '2.0'3' '2',92' . '3;86' . '4'.91' . '5;85' '6',6'8 """"" ??? —- '1(')8§ '1'1'.78' — '13;1'7' '14,'1(?'1f1.9f1'1'5'.80' '165.'72' — '18?§ —- 1'9;3'5'

9 10
Time (min)

4 JrdrRE R E (DL 2 SAEd, Iidr 50 ng/ml {3 )

Virgsrl) 4
SMT T B IRHR E A5 0.3ng/ml, BEAEGRRCA 10ul, HAEMe LIRS 6 504 E. ik, %550 HR (LOD, LIS/
N=3if) , iK% 0.15ng/ml,

RT:7.37-8.12 SM: 11G
RT:7.74 NL: 1.71E3

100 TIC F: + ¢ ESI SRM ms2
%0 136.000 [64.850-65.350,
90.850-91.350,
117.850-118.350] MS

80 1_120915142825
g 70
c
5}
2 60
S
2
g 50 8.04
= 749 757
5}
o 40
4

30

20

10

-
74 7.5 76 7.7 78 79 8.0 8.1
Time (min)

& 5 0.3ng/ml Frifeia i &

EHEST
Xt 15.0 ng/ml FRfAE s AT 74007, JELRERE T 3 &F, (REWHRIZHIA 7.8, 7.8, 7.8min, WIMRELF; W
B5y Bk 542190, 538625, 499436, RSD [H 2k 4.5%, EILMEIRLTF,

e

it TSQ vantage il 24 AL, [RIIN R online SPE fELL W BEIRGEIIHI AR, —RATUARERTIL, )i
FHoEh ppE, B ARBUHAVBEAR, el AR HAR, 2083 0.15ng/ml, AnRHEMBERE AR, rTLLSEIE
RADRS IR, REWRE OAS IR ZER, =&, RIA(ELE SPE HiRLL B LB P, EIMEALF, Bk, %5308
A TR SBRIE AT L 2-AP B4 #r 25k
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DGLC-07 fEZk Wl HIZ< U XS P v i) IR i i (LC-UV)

KA1, AXRBEMER, Bk, BA

DGLC-07 Determination of sulfanilamide in chicken by Online
SPE-HPLC

Key words: Online-SPE, sulfanilamide , chicken

5l

il

T 2 IO AR TR RN A AL A S — R B LR 0%, ERADURETE) . YERasE, frikfd
B SRR, AR RE AT E SRR, BIW T 7 SRk ™ dh i TRk v, % 2 @ R 1 AR T T R E
HEMEM, (Bh TR A BRIER, ARG, AN E, N
KA FE R 2 25 25 S EUUF 2 AN D R 2 250 R T 2, & S BURIEBERS . B IEShREMI S , 5l B,
ARE, HGE, B RTLGE AT MR RS EFE 2 AR, IR A B AT A & & Ak
A 2R B L AG TR E o B DU ST A RcHRg R & P rh R e 28 25 AR DN i A B L

Xt 8% A Rl S A AT, T B A SR 8 2 ISR U (I CUbe B0 o 29, ok, SRIRIE
o S B LR AR A U AT S RIBR A iR it B, 2 SR R4 T HPLC 5 BAGIN . B4k AR A LSRR (R B R,
FERFC, FahRIFRER,

AR5 1835 A S 51 ] A 2 B — vl 25T € vl v e S bt SR G 6 1 rh e 2 254 & el o T 1%
Bk R, SRR Bk EACREE, IR, EIUEAY, REE RS, KGR R R AIAR
brife 2= #T LU SRR, ﬁﬂ%Tzw%%ﬁﬁEafﬁﬁi% BAERAN, BIERR.

MK R
{5 Ultimate DGP 3600 41|, Wi A £SO =Jeh AR s A — A NIl IRAAEIR A s 2 IME
oo EREEILAE 1,
EH%H:: Thermofisher HyperSep Retain-CX, 20 x 3.0mm (PN: 60312-302)
S HFE: Acclaim 120 PAIL C,g, 5um 4.6 x 250mm  (PN: 063199)
i 40 C
Rl . 270nm
AL B B Dbt i), WLk 1
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® 1 RENEFE M R E]

B8] H,0(50mM KH,PO,, CH,CN H,0 IR
(min) PH=5)(%) (%) (%) (mL/min)
0 55 10 35 1
SPE HERENBE MK 1 33 10 33 !
e 19 15 80 5 1
29 15 80 5 1
29.9 55 10 35 1
40 55 10 35 1
A8l H,0(0.05%H,PO,) CH,CN H,0 TRIR
(min) (%) (%) (%)  (mL/min)
0 80 20 0 1
7.8 80 20 0 1
8 0 20 80 1
DRI E R H 20 i 1
S 11.2 80 20 0 1
19 72.1 27.9 0 1
30 40 60 0 1
30.5 5 95 0 1
35 5 95 0 1
35.5 80 20 0 1
40 80 20 0 1
R P53 R R O BEhiAReR
2000pL
B8] (min) MR E
(RP)ES T EIRE 0 1-2
8 1-6
11 1-2

Dl Gncliertt Pump

-3 I
®
Thamofigher Aodam 120 PAll

Thermofisher HyperZep Retain-CX

1R
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BT IE T A
G Tl g

P PSR BERD Y Img/mL (RIS MEE (SMM) | Rl ke (SM2) | ki FFEM: (SMZ) |
e — P S (SDM) AT (SQ) it il &rifisy 5125 100uL, AT B2y 51 & 47 B 24 2000mg/L ¥
SMM, SM2, SMZ, SDM i1 SQ #xififif#&rife, #AJ5 (5 HIRAAA (i FRER 15ug/L, 25pg/L. 50ug/L, 100ng/L Fil
300ug/L HIbRHAESRTEIE, 5 BIZE 0.45um HOTEIELL B JEHebn ARSI, AL,

i TP EE

FRECE PIZHEZRAE S 15g, BEPIMLBERE, A TCKIERE 3 3g, MMACHE 75SmL, T 25°C 7 20min, SRJ50L
3000r/min 2.0 Smin, &K, ERERIMACHK 75mL, T 25C T8 20min, #Rf5LL 3000r/min .05 Smin,
&3 B, T RSP mAECE 60mL, #57% 10min J5, #E5E, WTELKEEL. TCRERS T MmAE
Pl 20mL, 50C TR T4, 5RBEWH 95% Ok omL {%f#, HSkEs iE ik 1, A 12mL s tHfERE
5000r/min B4, Smin, BRI BEGIBAE TGRSR 2, b OARRSIEAN, £,

W RER T 7

TR 25l 2000mg/L Y SMM, SM2, SMZ, SDM 1 SQ roof it i T _bidk B B AT 197SpL A dn ik & i 1,
4], A 4mL ARG, 5000r/min 8.0 Smin, HEiEIBAREE 3 fFERUIER 25pg/L IR AL A4 HY
FEAIBRIE AR, AR ORI, FRI,

LERATHL
K e %
300 -
mAU
200
100
04
50 4 min
0.0 10.0 200 300 40.0
2 dRifeili e A SM2, SMM, SMZ. SDM Al SQ Be il i
(Hp A T L fledk {2 15ug/L, 25ug/L, SOug/L, 100pg/L, 300ug/L T FIRk I &4
1.2, 3,4, 5473It% SM,, SMM_, SMZ, SDM, SQ)
*2 EHG A IERIE
Ret.Time Peak Name Cal.Type Points Offset Slope Curve Corr.Coeff.
(min) (C0) cn (€2) %
1 17.27 SM, Lin 5 0 0.0156 0 99.76
2 19.78 SMM Lin 5 0 0.0434 0 99.80
3 22.01 SMZ Lin 5 0 0.0431 0 99.77
4 25.70 SDM Lin 5 0 0.0933 0 99.92
5 26.39 SQ Lin 5 0 0.0669 0 99.91
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SM2 External UV_VIS_1 SMM External UV_VIS_1
5.00 5 —— 14.0 4 ==
1| mAU*min 1| mAU*min
4.00 o 4
4 10.0 4
3.00 o
2.00 4 1
q 5.0 -
1.00 1
1 ppb 1 ppb
0.00 - 0.0~
e e B e e e A e B T T T T T T T T T T
0 100 200 300 350 0 100 200 300 350
SDM External UVv_VIS_1 SM2 External Uv_vis_1
30.0 4 5.00 1
mAU*min 4| mAU*min
1 4004
20,0 - ]
4 3.00 o
1 2.00
10.0 o ]
| 1.00
| ppb g ppb
0.0 - 0.00 -
T T T T T T T T T T T T T T T T T
0 100 200 300 350 0 100 200 300 350
sQ External UV_VIS_1
25.0 5
1| mAU*min
20.0
15.0 4
10.0 4
5.0 o
: ppb
0.0 -
e e L A S e e e T [
0 100 200 300 350

3 HFE NI A bR 2%
(1, 2, 3, 4, 54 %IHt5% SM,, SMM, SMZ, SDM, SQ)
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15ug 1 9 TP e iE B DT IS 2 /E

20.0 q

mAU

0.0

-10.0

min
-15.0 - = = =
0.0 10.0 20.0 30.0 40.0

4 3 &F 15pg/L [ TR R e brof wb T A 4 A B i 141
(G TR R RN RIERERY 15pg/L (VTR RERR A, 1. 20 3, 4.5
B SM,, SMM, SMZ, SDM, SQ)

"3 ORER 15ng/L B AMER R & YIESHE =R B EELHY
IEHEREAEFRERERE

No. SM, SMM SMZ SDM SQ
1 0.2969 0.7491 0.7315 1.3899 0.9957
b 0.2898 0.7459 0.7423 1.4099 0.9934
31 0.2881 0.7292 0.7419 1.4012 0.9955

Ave. 0.2916 0.7414 0.7386 1.4003 0.9949

RSD 1.60% 1.44% 0.83% 0.72% 0.13%

WG RIEia h & S M 25ug L JZHIXT L 1T

50.0 7

mAU

37.5 4

25.0

12.5 4

0.0

-12.5 A

min
-20.0 - T T T
0.0 10.0 20.0 30.0 40.0

5 25pg/L TLRRREREE A Pobnifldl . G PIRE S i8R 2 SRR = AR RUINAR 25ng/L HIXG A dn ik & A &
I (e R R 25ng/L TLRPREMGIE A Wbl it . 3G AR A0 fif 25 5 RV RE = (5 R b 25ng/L
SRR &, 1. 2, 3, 4, S RIftR SM,, SMM, SMZ, SDM, SQ)
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x4 BAEEIEEIR 2 RIERZERMAR 25ug/L B
B PIRE R & i R AR AR E AR R IR

SM2 SMM SMZ SDM SQ
EFRKE (ng/L) 0 0 0 0 0
JNFRE (ng/L) 25 25 25 25 25

HR=ERNMIRERE (ug/L) 6.52 4.52 4.17 6.89 9.37

SERRIMAREIRE (ng/L) 19.56 13.56 12.51 20.67 28.11
B (%) 78.22 54.16 50.07 82.64 112.45

it

TEZ Py el PR AR IR e e &, T TR & Rt b, PrlAER I Z F R w2t —
BB L AR A A BT R vk G, Bde, HRBA SRS, T, AT55ERMELEFHAFERH AL
B St B AR SR N BT TR AE, BT T, ddib TiR%E, TR A PRSI BR 25 314 -
LOD(SM2)=3.2pg/L., LOD(SMM)=0.54pug/L, LOD(SMZ)=0.4pg/L. LOD(SDM)=0.14ug/L, LOD(SQ)=0.18ug/L,

A SRR % PR LR 5 TG A i ARG A S A TR, AR DA R S B e R I T 95% L, &
FORPRAREERE (2000uL) I, HERMUCEWE N SPE A Lot TR, BTl T-Sbrbe b BOmpReE iR I T A
fE AR A BRAO IR S AR BEAT R B Rk B4 ah PR B 21 SPE A1 LAY B,
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DGLC-08 12 I AHARI - ey ARt 1% 74
[ IR 000 S 7 St 0 AL P B R T R B iy 5 4
Sa. ARERER, SR e, kAR PH; DA, LD

DGLC-08 Simultaneous determination of Loganin and
Paeonol in Liu Wei Di Huang pill by HPLC
with online solid-phase extraction

Key words: online-SPE, HPLC, LiuWeiDiHuangWan, TCM, Loganin, Paeonol

5l

il

PNURHB R ILAE H UL OTC it p 25755, IR LA KRB, KRB, WRGEH, IREEAFF WA, KT kiR
AP IR B, SCHkHOERS S, 1E 2010 hiRZditrp, BOAUFNIREE AL A DAY & BMlE I, ArdbEE
WA, R AE AR i, FAERED T, RAPUEMRN - FEE - O -0.05% BERR1E AR
EARARGE, RIACBEDTIERI Bl R B Ho 5 O — R ARIE B A T By R R I - AKAE AR A AHZEA T I
A SRYS A R =TTl AR (15 Y online-SPE HeA , PRid I LRI I B R4y, R EE T 7R LRSI o 5 %

M A4
{¢#%: Ultimate DGP 3600 Z%1|, 45 A (ELTRITHIN =ICHEEER s A — /Sl R s BIME
Mz, EREEWLE L,
‘M. Acclaim®PA 11, 3 um 4.6 X 50 mm
S HiRE: Acclaim® Cpg, 5 pum 4.6 x 150 mm
M. 35C
il . 236 nm and 274nm
dEAEE . Sul
ik :  1.0ml/min
ENFRAL B, WLER 1
B VELRR T, WK 2
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reen Lisk Pusrpy Dhual-Gindlert Pumga Dusl-Gradend Pump

e fom gt Pump fror Lisk Frurrp e RgtAm
=l
-f-ll_v:n‘:- 1\:% {/t fiulgampler ﬁ E
Anal cobue
o [ =
P 00,
3 - -tﬂ:’? ll
i Cvdmclon
W z=sl Wk
B 1-1 8] 1-2 i AHiE i B Bl 1-2 8 1-6 (iR
1 (a5 s A
= 1 REMEERRRIR =<2 BRE R &M
EER TR B8] EER TR B8] i
(left pump) (right pump) (min) (B%) (B%) (min)
REhFE A 0.1%H,PO, 0 5 13 0 1-2
TENHE B MeOH | ACN 15 50 13 7.7 1-6
20 95 65 8.2 1-2
25 95 65 14.2 1-6
25.1 5 13 14.8 1-2
30 5 13

AT E A
A K EAL 0.7g, KEM g, MAFH 0.4g, FigtRE, B3 A REHMA, FEmA 50% iz 25ml, %Ik,
PRER R, AR 15 2 PP, InEAEIGE Th, Ho&, HRER R, H50% FRE e Mk E R, #4, I,
HUEEEIRIN & D AT B & e
OSBRI SR 0.5g, Ry pRaE , B R IEHTOM A, FE A 50% iR 50ml, #3E, PR o, = AL RE 40 55 8h,
FpREE R, ] 50% PRSI E R, 82, I8, IERERINE DEH A MRy &,

LER TS
Iz, ﬁ i‘/f/ﬁﬂ'fv' & 1525

278 SAMPLE DETERMINATION #38 std2 SUB_UV_VIS_1_blank_UV_VIS_1
~ {mAU 236 nm236 nm
. &
1 & R
3 =
=1 ~
20.0 - < &
15.0 1
10.0
5.0 ﬂ
t v min
'1 5 T T T T T T T T T T T T T T L

17 4.0 6.0 8.0 100 120 140 160 180 200 220 240 260 280 304

2 FERIREIEE (DEERERN 265 ug/mL, FEEHRER 39 ug/mL)
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it am 2 Hr

300 SAMPLE DETERMINATION #37 big pill-1 Uv_vis_1

mAU WVL:236 nm
25,0
200 it
&
15.0 4 s
10.0J
N L—’I
30 . . . . . : : . . . LY
00 25 50 75 10.0 125 150 175 200 25 25,0 275 300

Bl 3 NmRibEAL (REH) BikE

1- SAMPLE DETERMINATION #25 water pill-1 UV VIS 1
2- SAMPLE DETERMINATION #34 [modified by bruker] Capsule-2 UV_VIS_1
PG - SAMPLE DETERMINATION #39 consentrated pill UV_VIS_1
mAU WVL:236 nm
Ry
20.0 4

i

&

10.0 N
0.0 1‘\ 4 il ,L‘ — k_gA—-\ _—
i m
KA B
100 . . : : : : : , : : i

00 25 5.0 75 100 125 15.0 175 20.0 225 250 275 30.0

Bl 4 Rk KAL), JBCHERNIRGE AL n €4 1 5]

FAFEE
EEHTE

BOKEARERISHE, 1E 24 /MY, IRRIELEIEAE 6 Yo, SEUbRE SuL, THERFFIEEBIRSD 24 1.15%, &k
9 RSD y 1.13%; iRl AU RSD b 3.47%, & Reff) RSD 2 3.45%; Wik & PEEeh

1- SAMPLE DETERMINATION #18 big pill-1 UV_VIS_1
2- SAMPLE DETERMINATION #19 big pill-1 uv VIS 1
3 - SAMPLE DETERMINATION #36 big pill-1 Uv_vis_1
4 - SAMPLE DETERMINATION #37 big pill-1 uv_Vvis_1
5- SAMPLE DETERMINATION #49 [modified by yanzhang ig pill-1 Uv_ VIS
mAU
TRy

Y

|
|
|
b S M e |
b
I ]
p A e |
h A |
min
T T T T T T T T T T T
0.0 25 5.0 75 10.0 125 15.0 175 20.0 225 25.0 275 30.0

B S REAME DEATI RS 6 R E NG

HMRRETER
e Lk (A I, SERTFLE 2.6~53pg/mL, FHEZMITE 3.9~T8pg/mL JEHIA, A% A B r 4 Bk 0.9996 F10.9998,

IAE IR LB
B e BRI B, AREAAIEE R, 25 BUMA S FE S & oAH 2 B Bl 4 BEORE dh ATAL BE 5 72l i A
A, R EEFIP AR e S5 R ISl 2 2 B ok
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*=3 EWENELER

AR ML 5y LFREE ug AIE pe MEBE pg EWE%  FIHE %
R OHE 115.2 106 ziii Zii; 100.1
73Rz B 2222.4 1560 iZj;; Zj? 97.7
IKE AL DEHE 436.8 424 847.2 %68 97.01
848.9 97.2
TR Ep 889.2 780 12221 z;j 97.8
KERM OHH 505 424 x;j 22 95.1
Rz B 1343.3 780 z?ziﬁ zjé 96.9
in &8 W ELER

e BT TR A it T AL B 75 00 43 05 T30 7S B 4% 700 B v SO B A B o . SR 4
T4 HRPIEETNAEHEENELER (n=2)

B s 8 mg/g ik U MBEE mye
KEA D&% 0.50 0.52
R Ep 1.33 1.37
IKE AL S%HE 0.84 0.84
T Ep 171 1.83
RGEA SEgE 1.58 1.72
TR B 1.85 1.96
o SDHE 0.24 0.27
FHEER 4.63 485
Eig
ZEH

AERERH PA T Cog /METEA— i fLh:, A -0.1%H,PO, K RGEMATRE LRI, bR C BliAE
LI -0.1%H,PO, JKBEFE S MY . it LA RNR DA RG2S, N T 4oy Bk B, INmusf iR B ARp sy a1
BABS R, NEirGEE UV IS ERS M TEAR T, 2 B E AR MIGE J5 TER & SRR

AT %7
%7712k /] online-SPE R[V/E £k [ FH A B 5 12 [5] I 7S (b 85 AU e HoAth 50 rh B B AN} By & i, 057
LREPLr, EcRE, HEBEASOPEREME, Pul, KA TR B, arih e 3T 25 40 DAY

SE 0k

[1]ChP( Hr[E 25488 ). 2010.Vol T (—¥5): 597~598, 600~601.
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DGLC-09 fELRHENE - S0 Rl s 5207 150 fe b oy

AR SRR, A HEA; DU, SRR EE

DGLC-09 Determination of morphine in
Fu Fang Gan Cao Pill by HPLC with online solid-phase extraction

Key words: Online-SPE, Fu Fang Gan Cao Pill, morphine, HPLC

il

5l

Mhf —FhoR AR M A= ik, AE Crg (UBAE L ARBAARSS, 2010 hiw €250 MI5E 575 155 rh AR e & 2R g
TS5k, (HRGHECR B AR IRARSS . AR IUERY,  F TN HEAR B 52 i i b HoA A 5y T4, B LA E R 2500 A dhiA T
REATHE o AR SR B0 2 [ AR A B i T 2 DI =il AR Gk (OB T SR 2 b, TR & 1 it o BT IR B
T BRI AT A R AR

MK R
4 SFE 0%

(& : Ultimate 3000; fl4f. HFELBi TRITHIM =TCrER, AhEERER, WA — 7Sl R,
CAD il %, 2RI 1,

4yBTAE: Acclaim 120A C8, 5Sum 4.6 x 150 mm

SPE #&:: Acclaim PA2 Cartridge, 5 um 4.6 x 10 mm

FEim: 30 C

BRI AR IFNGE: W 1

NI RIEATR : FE A:B:C=415:415:17

A : 220nm gEFEE: 10 uL

Pump left ..— Pump right Pump left Pump right
Aufosampler
ST A

Audoearple Ve R4 A

-

DAD

uwnjo) [euy
uwnjo) [euy

BT (s iR
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= | BhEFEF AR L35 ()
FFIE] BER EER R4 AT 8] 1%
(min) (B%) (C%) (min)
0 0 0 0 1-2
3 0 0 4.05 10-1
3.1 7 93 4.25 1-2
6 7 93 -
6.1 70 0 -
10 70 0 -
10.1 0 0 -
15 0 0

*: SRENME A% =100% - B%
*: Mobile phase A% = 100% - B%

=LY IR S
FF M ia BT
28 2010 i (2540 shARSE s i, B 5 1o 30 i, RSB, BRAR, HSAEFRIRZ 10 F ik, 8% Ry,

R & sk 90 mL, #BFAHREL S min, F§%INfREhIR (6 — 10) SmL, #AAHEEL 20 min, B, &, i 0.45um JENE/E,
I,

LERATTIE
FFEEIEE (86 yg mL) :

e std D

1,516
] WVL:220 nm
1,250—:
=) 3 )
2 1,000 3
E ] ~
8 ] !
e 750 s
© 1 =
2 1 E
3 ]
2 SOOT
250 ] S w
] o 0
[
] ﬂ R
1134 T T T T T

T T
0.0 20 4.0 6.0 8.0 10.0 12.0 15.0
Retention Time [min]

B 2 FrkEmlE E R
A5/ -

5 100% at 7.60 min

60.0 5, -
° 15} 50% at 7.57 min: 999.98
5l -50% at 7.65 min: 1000.00
500 2095
37.5
250
125
285.8
0.0
-10.0 T T T T T T T T T o
200 220 240 260 280 300 320 340 360 380 400

B3 M
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B bR S, DL IR S m B, 2k S Btk DR m A RSD < 0.1%, (R B 1]
RSD < 0.5%,
LR S BEHERERG R L

- HE) Obing)

<2 )

<3 HER i)

<4 HER (Bip)

o= H# ) lipi)

WVL:220 nm
z 400—- %
é 200 — H H
e O ) PR B BN p T T T
0.0 2.0 4.0 6.0 8.0 10.0 12.0 15.0
Retention Time [min]
B4 FEEENE RS
R 2 BEENEER
Sample Sample Name Ret. Time Area Height Amount Plates
No. (min)  (mAU*min) (mAU) (ug/mL) (EP)
11 HERE UAH) 7.663 19.2232 224.679 34.4413 53021
12 HER UAH) 7.663 19.3016 226.6663 34.5818 53476
13 HER (i) 7.670 19.3970 227.3132 347528 53341
14 HER UAH) 7.673 19.2924 225.3804 345652 53160
15 HEE U5H) 7.673 19.3029 226.1761 34.5840 53387
Average: 7.669 19.3034 226.043 34.5850 53277
Rel.Std.Dev: 0.07% 0.32% 0.46% 0.32% 0.35%
¥: RT: {REEATIE], BA{IA min; Area: UEMEFR, B{IA mAU*min

~agE

EAER AL 7 i E TR A T R R, DASbRISE &, 1A sn k& 80 0.35mg/ R (IZ(ERE /N T
HHLIER, NNGHERRAE S SK R, RIRBC BRI, FrRAER AR h A AR 0.86mg MhHETfE T 10mL 5% FHIR
HWATTR) , FeanGiEET,

ETHES (HEIGHIEEERE) -

a5 HER (ish)
i 600 n::wt 100% at7.66 min WYL:%ZO nm
g 2 50.0 4 209
300 ~
1 & 3757
iy
5 . 25.0
£ 200 125
15 2858
g 0.0 9
2 E nm
2 04 -10.0 : : :
200 250 300 350 400
] 2
(el
Ui
(=23
T T T
39
00 20 40 6.0 8.0 10.0 12,0 15.0

Retention Time [min]
PSSO e v P
{F: 8.263min Qb AimANFA SIS, JHAERES PRV sy, (RS A SR TR A i
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251
ETHESIEHRTLFNHR
ML MERRAETA TR B BRI AR G P BT e (AT 5742 18 2010 bt (254D ) -

g nk std
1000 7 WVL:220 nm
_ 5 100% at 3.20 min
4 6007 50% at 3,16 min: 999.98
BOO — § 500_ 2096 -50% at 3.24 min: 1000.00
) o
£ 375
] i :
5 600
E 25.0
g
S 400 |
§ 12,5
< 285.8
00
200
g -100 : ; ; nm
‘J b4 200 250 300 350 400
A T T
-100 — |

0.0 2.0 4.0 6.0 8.0 10.0
Retention Time [min]

Pl 6 MO MERRIETE IR FLARE R ol P R T Pl

G5 W R RS SR B AR G T LAY €3 P ROt 1A -

1.000 H#) D2
' 1 700 3" _100% 21322 min WVL:220 nm
(o 50% at 3.18 min: 954.32
| E -50% at 3:27 min: 998.02
800
= 600
=
E
[
2
8 400
o
3
<
i 400
200
-100 — T T — T T

— — T — T T T
0.0 2.0 4.0 6.0 8.0 10.0
Retention Time [min]

Bl 7 G5 HE RSB AR G (L B A €3 B ROt 2]

M EERTLURBL, 05 T SE B AN BEATE A, Al (ol ] rh el AR 2 HL D pide B AR FR, i P Al

Bz, ULWInGHE i A eI A
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DGLC-10 {EZE [l AHEAE T3 1245 6 v Z5 SR 25 g 9 G
K530 h B EEH T 3
K40, ARERAL, BHikmeEE, KK PH RKPE, LEXEME (CAD)

DGLC-10 Online-SPE determination of astragaloside IV in Radix Astragli
and its preparations by HPLC-Charged aerosol detector

Key words: Online solid-phase purification, HPLC, Radix Astragli, astragaloside IV, CAD, TCM

Jlll

El

BT LA a2 25, MR v 24505 AR B AU 370 b G PR AT A il O v 2, v 3 G P R T A PR
5y, Sy hnbif b R VRO BUR PR HE R 5y o (BB ECH EFAOMIE A M i, — 2 B R AR R I A I
R UV A Kl ELSD Al REUERZE; “REEPHERTTEREMC, ARy Ze. 2010 igjit—
b, EEMIIRTCE T2 R HIE THEAER, 25t D101 KRFLURFH iR B gkatiftf5, FH HPLC-ELSD a7,
AL PRI 2, M RCR A E, BE RS (CAD) & —Fud AN S, BATCHIESEE KR
ng PSR B, BRI R T oAttt i, WA RE T o AR B L RIge D, BERSAI T
AAER MR, [RIRDE A T& oy B, iR, #EE, HILIC, Bi4-25i#, SFC AN SEC 4%,

A SRR =TT R4 RAR %48 (Dual Gradient Liquid Chromatography, DGLC), SRMIEZift )5 k45 &%
R EASIN, XA S BEAT S5 B A Sh DD B o WAl b f T oo, REUERTTAE 1, X ERGEEI T
AL (REGEHL) , AMEREA L, 8 SR PRI RIS AT B 4 & S BRI 25 S T AR o b, DI T
ERAE T, %053 SLBURR A B LR, e, fELk SPE MRl AR HILA.

M S

{#%: Ultimate DGP 3600 51|, EEHA ELNLHRITCHR = TeR R A A SlRmERF . S9ME
Mg, EEE LA 1,

B4R Acclaim®PA I, 3um 4.6 x 50 mm

5yMikE: Acclaim® Cpy, Sum 4.6 x 150 mm

kR 35°C

CAD : F{LEREE: 30C; Uk (N) ). 35.0psis BAmREH AR, SHz

#Ed.  1.0ml/min

AL R LR 1, BRI LA 2
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KE

Analytical pump

B

Dual gradient pump

M AL

uwnjod feuyH4 £

 Kl#RCAD
_—

B L-1 R 1-2 (oA I i 12 P

x| REIHEERK

Atk

l Purified pump

5 HTA
Analytical pump

uwinjod feuyH 44

P (LR

B
Dual gradient pump

AifbsE
Purified pump

~ Kil#RCAD

-'

B 1-2 ) 1-10 frAHE I i1 A

R | Autoaamplar
—

Waste

®2 EERBEREN

BEER DR Bt &) A} 5] -
(right pump) (left pump) (min) (A%) (B%) (min) "
MEIHE A Water 0 100 5 0 1-2
mEHE B MeOH ACN 3 100 25 24 10-1
30 5 25 24.9 1-2
40 5 75
40.1 100 95
50 100 5

HmET LA

TR ER, Wiekmsy 4 ¢, KEHRE, B 100mL [J B A, fn2%KOH/ FELANKR S0mL, FREHE&,
R, NEREE 2 /N, O, PAREE R, MTREANCEKRIER, 4, 1. RERREIER SmL,
LA 50% Thigia i Az pt, #A8E 1omL B, ke, HIfE.

60.0 online-SPE Optimized method #4 [modified by Administrator] std CAD_1
O ToA
500 ] W
40.0
30.0 4
20.0
10.0
0.0 A A,
min
-10.0 T T T T T T T T T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 49.6
=] |
P 2 PR B
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LERMTIL
L tEan 7 #r

10 ONLINE -SPE OPTIMIZED METHOD #36 [1 peak manually assigned] CAD_1
T oA B HI15-34.59
75 4
5.0
25 4
JA\L 35.55
A
-1.0 T T T T T T T T T L
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0
3 KRN (ExR) GikE
30.0 ONLINE ~ SPE OPTIMIZED METHOD #38[1 peak manually assigned] CAD_1
. oA
PRI - 3470
20.0
10.0
LR5A63
W A
min
BT U o B LA e e e e e e e
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0
B4 sk (CEd) GikE
250 online-SPE Optimized method #6
O ToA -
e
20.0 N
=
Jiig
B
#
10.0
0.0 4
min
5.0 L e e e e e e L B e e e B LA e e e e e e e e S S ML e e
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0
5 HPCRL kR (FEREARER 100uL)
140 online-SPE Optimized method #3 [modified by Administrator] CAD_1
pA %
3
10.0 4 i
0.0 iy
2 o
& 3
B
<
5.0
T min
10 +—+V—/——7T T 7T T T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0

6 i FRI PRI G B (FEAEFRFR S0uL)
. 58 .
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180 online-SPE Optimized method #32 [1 peak manually assigned] CAD_1
TR
15.0 i
B2
2 g
K .
10.0
: L
] j min
-1.0 T T T T T T T T T M
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0

7 AMNEE AL A TEE  (BEREMRER S0uL)

350 online-SPE Optimized method #29 [1 peak manually assigned] i 52 i Fi CAD_1
0 o8 5
e
B
W
20.0 #
10.0 ) =
/tﬁ.ﬁ__/t:'nﬁ_ -
'2‘0""I""I""I""I""I""I""I""I""I"'mm
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0
Pl 8 24 Bk (i el GHEREMRER S0uL)
ERZHMINELER
%3 FEMERZNEAHMPARERHNEE
FERR BE (£ 82 % "HE (BER) %
Online-SPE 0.166 0.063

BAAE 0.136 —
“17 %2010 AR A T ARPENABUESE.

x4 BR (BR) TRRBAEVNGERFHSE

kB BE (BER) %
Bl iRE 0.063
ASE #2H* 0.069

“2” ASE 1ZEEMHA:
AT BEE; FEURE: 140°C; BR7SZ=ENATE] 10 45%h, EEF 3 0%
BRIARFE: 60%, MKFIBTE: 90s

1772

REUBFIERE: HEMHELM P BRI E M C3 MR PERL R AR B A p ORI IE A 1E,
JFAE A ehn & BARME, ALFRCHEE, RIS BN E & =80, B are R HH ORI Em iz 50 b mT
W IR RRE S, KO E S B AR o CEE LR R B, fEmE SR, DR RNEE,
X PR 73 22 ARk O 12 TS HIEE EE M I B =, R 25 R BUR FLER: £, AL R 2%KOH H
BRI TR AL, 2R B R ER IR IR S, HikEIMEEL .,

REAE: ALEPAL T ASE f& Bt Bl fe By, & REZMERIES BlEfe B sk € P H & & 0E
R RTHE T, ASE $2HUS 3w DUR 25080 25 A 3 BT R], Ao Hr 3,
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—YHEP AR AIRFE— 4R AR 2, ASKURSRI PA 1T Cog b, T HRT - KB EEDE 55X,
FEAEREESE b, AEL T 50mm 5 10mm FFELES G (A, 10mm /T 3 B2 m] DLBIR AT By i L 8OR
B TR E 2 TR 2, SOomm /MERST, £8a7%)E, WivE 1 S0mm [ PA 11 Cg fEA—4ERTEEAE.

25

HEHOHIT S, LRI T A LU T LA

1) FiikR L IR IERAT o sl — e "4k (AR e B 22 AN DR A ) LD 2E R, TUARIE TS T A I 43
BT BB I 8OR o

2) Mo AR RS ER . iU R R T AR O B A, xR T SRR, R
PR, RAMELAILT 7%, A UM, W LGRSt A bk, IMREA 1 i 68 F A i

3) kAR, s, TR AT AR IE T BEAERCRIRFUR IR I B 2k PR AL BRI AR, AR dh A I A, L
HITRTACEE P IRAS L , B HIMIE S5 RIRZEWIER . RMELS LTI E, HRRIUGE, BRI, TR,
HERNG L, BT,

SE Wk
[1] ChP( rh[E 2548 ). 2010.Vol I (—&F). 283
[2] Bi¥HA. HPLC-ELSD e o B R A G HilFIh R & &, 2o drad, 2007, 27(3): 426
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DGLC-11 {EZE W AHAE I - 80 A (i - S8 AME ML I g5 2L b
HLEELEHE AR ER (LAS)
SA. AREREIG SR eit bR HRE, ABRERHRL

DGLC-11 Determination of linear alkylbenzene sulphonate in textile using
online solid-phase extraction followed by HPLC with UV detection

Key words: online solid-phase extraction; HPLC; UV; textile; linear alkylbenzene sulphonate

ik

El

BRI R IIR L (LAS) @ &4 H A BEbe 2 WA 10 2 13 {Y[R] R 4% (homolog) 4 B A4, L5HaX
U

Wk 5 25 21 i A= A5 b ok Eco-Label W iR 52 LAS 4 A% 0 BR il 8 1 B9 58 23 25 2R b fb 22 4 2 —. [l b GB/T
23325-2009 il LAS {8 il & 5t LC-MS/MS 3 i 5%, A& BRI 2mg/kg™, i A% 75 7 8 IR =70 18 AR 2
4i (DGLC-3600) , RELEAHANR (On-line SPE) AR ah AT AEL W S/ F 2t 7 HPLC A&7, #EAE 100
uL AE SR B ALA E S S 0.15 mg/kg AUAS R Gl 34 R HERR R ARE vT DARE— 2B PR IRAR HBR) o 1205 IR & A
[RIRRENT LAS SEATR S sy 85, DRI wl (LSS SRR I 25 BEAT ELHAR I, ThJCRE(E A R, . 1275 1 wT SEEUAE an ) E 30
TLRITACRE, REES, By, fEgk SPE I AN, A RKRTTLMIALHA

CH, —(CH,),—C —CH,(CH,), —CH,

SO,Na

1 LAS Ztyl&]

M &
% Ultimate DGP 3600 #%t, f4h: WIE&M THITHIN =JeHER, HEWERES, WA — 7 lRp:
A, SRIMEMIZ, REEESILE 2,
4yHiAE: Acclaim® surfactant, Spum 250 x 4.6 mm
fR¥4E . Acclaim Surfactant Guard, 4.3 X 10 mm
‘M. TonPac NG1, 5um 4 x 35mm
FEim: 30 C
MK : 225 nm
UEAEE . 100pL
I SHAHZE R c el WL 1
B DM S 1 W3R 2
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= 1 MENBLEM A RIE

* 2 BBERREM

%%?ﬁ (Leftpump) ﬁ*ﬁ;ﬁ (Rightpump) Hq‘“il (mm) E%;ﬁ (B%) Hﬂ'ﬁl—_ﬁ

-5.0 100 1-2

smahkE A ACN ACN: 100 mmol/L 0 100 6-1

NH40AC=7:3 (v/v) 59 100 1-2

RENHE B H,0 (pH=5, VAEBRIFTS) 6.0 0 -

. . . ‘ 17.0 0 --

IR 1.0 mL/min IR 1.0 mL/min 18.0 100 _

25.0 100 --

Dusd-Girndiend Pump Dol -Ciracient Pump
Eluent _ | m ' | Elusnit Elusnt = 4 b | = Esaril
sclubon ! & HIEL stiuion = ]| e
(L I [ S — i
- righ pussg left pump right pump
L u
— 7 - L i 3
Vaive
iy
Wasty ~ 3
SPE column
Datector

2-1 fi&] 1-2 o7 ARE e 1 5]

B2 (s

g UL

2-2 &) 1-6 {7 AHE I £ 5]

BURFMEAR, YRS mm xS mm BIREf, G, FRECLGERHER 0.25 ¢, MERIMAFEE 5 mL, fndesii], A
T 75 CHEFE Pk BRI 30min, WHEER . FRBGEM 0.22 um R gl 85, AR TS P Rt — PR,

Frl.

LERFNTIE
Brrkem E1ZA

Bl 3 h LAS {RAARMELE A, LAS Rl if— /e C10~C13, “PIgRGER 11.6, Hif5HY LAS 298 20 Z5h
ey, WEA AR R R B A R R B A, W C10~C13 #y @ iHgIE I E AR,
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100

1 mAU
80 —
60 —

40 —

LAS-C11

LAS-C12

WVL:225 nm

LAS-C13

min

7.0

21.0

B 3 R AbREEIR G E (LAS SRS 10 pg/mL)

% bR g tt, UL LAS Sl

FTvFr, ADGETTIEAE S pg/mL~ 100 pg/mL iR VLN, SPERLT,

ZRPEARE R B 1> 0.9991, DL 3 Mg s ARG PR, 1205 AR R 0.15 mg/kg,

-

800 T

600 —

LAS-C12

400 —

200 —

WVL:225 nm

(A) HRAGTAE S B HRAE S AR 20 pg/g

-

800 TraU

600 —

400 —

LAS-C11
LAS-C12

1 : o

200 — 8
-S\M
11

WVL:225 nm

-50 —

(C) Tegifiktan B ICGiAi ks 20 pg/g

Bl 4 Ffdh BOIBRAE TR (1- M

0630

1
<12
500 JmAU WVL:225 nm
400 —
300 o
] )
— @ [}
i 5 3 5
200 — h %)
4 5 :(

100 —

50 —
70 100

(B) A7 At bty B AT R AR IIER 20 pg/g

-1
<12
400 |mAU WVL:225 nm
300 —
200 —
4 = N
100 3 3 3 &
- 1) %] %) o
] 2 3 3 3
--%V‘W/E\/\/\\_’_/\ ~
7 AN
min
-50 — T
7.0 10.0 15.0 21.0

(D) JaAmAE S B A INER 20 pg/g

2- FEAN IR 20 pg/g)
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I B
M. AT, Toghfi, G RE Al B Rl AR 20 pe/g TEIE LI 4, hbRlE R WL 3

=3 #Emth LAS BIMNFREIMGREE (3% LAS REitEH)
HEmBR MSE pijik o= RS InERMSE Bl &

(ngg (pg/g) (pg/g) (%)

iEi] 95.05 20 2 105.18 101.3
e i 523 20 2 63.23 109.3
Pt it 7.78 20 1 31.57 118.9
] 2.84 20 1 25.58 113.7

AT SR B O = oA il 248 (Ultimate 3000 DGLC) 7E£LFEAHAERUE A (online SPE) , SZILAES
PR E 3 AR J PR, Acclaim® surfactant €434 W] LA ST UM & A [F] R 4 LAS fFE 2y B, S oGl &5 BV Al &
G, LA TonPac NG1 FEM(7ELE SPE A2, ATLAHREZ 100% 7k4H, HAREMEH, TZs4A,

AT EE TR S+ e AR (LAS) [uille, Fe& T, BIKCERR, A& HRH BT EFs 5.
MR E T2, 8 R AE R LA — 2D A PR

S0
[1] Fhde N R ICFIE E FARME, GB/T 23325-2009 (520 5 FAE RN E Stk 3L FErEmR £ )
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DGLC-12 {EZE I FHARIY - w80 A3 - 55 /MG I 36 &5 9h
R 5% TS (AIBN)
KA. ABBAMER;, SRR EE,; EIAN, Bod BR-FTH

DGLC-12 Determination of Azodiisobutyronitrile (AIBN) in polymer using
online solid-phase extraction followed by HPLC-UV

Key words: online solid-phase extraction; HPLC; UV detection; polymer; Azodiisobutyronitrile

ik

El

AR5 T (AIBN, SikgEI0E 1) & HERIR ORI IRERES 5 A S R AR o R A, HomA & B
WMRATE, AIBN S, A8, @yl &S -(CH,),-C-CN A HLEILY, A EEEAR Y,

EIRTIE AIBN & & (75 A M o e i, A RERRIER, MAREFRR, It EsEm
ERAYH AIBN BYE STk E, (R MR R TR,

AIBN [ 55 RIS, sy fRIRES 64°C, i TSR, 100C 2RI E, —RAERAYHERRIK,
R HPLC-UV 8035 i R B 19 i 803 78 R JE RIS I G 3 e il B 2ok, i TR a0t ahh &6 A5 HER
) DMSO, & WHITCHT ARG (R, HT) Widbl, AN =ee8ifiti /4t (DGLC-3600)
RELLEARAERT 2 (On-line SPE) X% it AT fEL s S e FFdbAT HPLC G, SEUGuERI L T5 ik w17,

4N
% N

N

B 1 AR ST (AIBN) &94[&

Mk

{X#%: Ultimate DGP 3600 £ 71|, G54 £ Ll T ICHIN =Jeb E %R s A Zhidb#gas WPS 3000TSL( fic 2.5mL
il AR ) s WA A NHEIRAARA s FIMEMIE . EEEWE 2,

5yHTAE: Acclaim® 120 Cg, Spm 4.6 x 150 mm

BHEM: Acclaim” 120 Cjy, 5pm 4.3 x 10 mm

K : 20 C

H ol FE s B . 20 C

M : 346 nm

L#..ﬁ{‘% 2.5mL

IENFRA B . WLER 1

gL WLk 2
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=1 RENELER 2 RYRER
EE&ER (left pump) &R (right pump) (ETJ' !‘Eﬂ) A E £ 5f
min
10%MeAC+90%H,0 50%MeAC+50% H,O 0 12 A, FES7E SPE KL
7 6-1 EEEAR, MLEYIH®
13 1-2 FEER

Dl -Ciradiend Pump Dl -Giredant Pump

2-1 fif] 1-2 {7 AHE Ik 1 5] P 2-2 %] 1-6 {or AHE I £ 1A

2 (UEiEER

HmATRLIE

HERFRER 1.0 g RAWIRIR, 1E2) 10 fEAEFR &Pk dtie, T4 CT 10 000 r/min g0 10min, B EiGH,
i TR LS A MR, 38 AIBN i T HIL WA, A 1 mL BEE, BA&¥HY), HKMFEE 10mL, T4
CF 10 000 r/min F-7& B5.0» 10min, w1, BB,

HERAL
Fitm B
100 4 mAU WVL:346 nm
75 -
] 2
5.0—-
25
0.0 i \M
20—
0.0 5.0 10.0 15.0 20.0

Bl 3 BRE 5 T (AIBN) 5 pg/mL
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%”J:Lél%%ﬁﬁ VAU i ARUEAT PR, ASDNAE 75 #54E 1.0pg/mL~ 10pg/mL R FEVG BN, AIBN ZefER 4T, £
PEARSC R B R> 0.9995, AR (4% S/AN=3) 4 0.1 pg/mL,

G5B
(1) H&5dh AIBN & &K, HTFEEACHK 10 mg/mL {FR )5, KRB 10 ng/mL iFHg, 1E8: =KitH,
TR 4, EEIESEE I 3,

300 mAU WVL:346 nm

>
o
M
S
>AIBN

min
2.0 — T T T T T T T T T T
0.0 5.0 10.0 15.0 20.0

4 FEL5E AIBN JUIKTE &

R3I ELRABNBFK 10w gmL EEHE (n=3)

2 R EE R E] IEEFR &= a8 R
min mAU*min mAU M g/mL (EP)
10-un-1 12.597 1.6345 11.68 9.6722 52283
10-un-2 12.597 1.6321 11.63 9.6577 51883
10-un-3 12.597 1.6331 11.66 9.6640 52016
Average: 12.597 1.633 11.654 9.665 52061
RSD 0.000 % 0.075 % 0.204 % 0.075 % 0.391 %

(2) B A BABAE b Pl
e R AT AL BE 75 R ACBE fR E 4T HPLC MK, P anie 4, Iibsmlg R 2 0% 4,

-1 S2 Uv_VIS_2
3002 S2 b Uv_vis 2
' mAU WVL:346 nm
20.0
=z
E o
<
10.0
T2 N
1 /\»»'J
min
20 ——
0.0 5.0 100 15.0 20.0

Bl S BRAEWREG KRG IARIEE (1- RA&Y; 2- FEaInAR)
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=4 BEYIHEST AIBN BIINFRE W ST
HEIRREE MEEHEE n¥rg B MIFHEE = TnFREIYEE
(pg/mL) (ung/e (pg/g) (pg/g) (%)
1.080 10.80 95.20 79.66 75.2%

RIELFEAIAIEA, RN BT TR RERANCE L 2 & 3R, Al A 80 i P S AR HL 3 i 2 55 1Y
CEWRRSIR B, AGERBUES, HiIEELTEL,

AEEW

A SKYHE AL T RIACEE, #Eahrh &4 DMSO, AR BEARIEIR A DMSO, #Huiafi —HRAWiEMmELT,
PV R DMSO, DMSO #4 rifki, A 18.5C, FLARM 4°C T BL.OLAR KR 1 ErZ DMSO Fiis g /e
HVER &Y.

ALY ot BT VR BT IR A JE e 08, DMSO Xt Je i — @R EERIIA MR, A TR @ilit:, %M DMSO
L,

SRk

[1] fESf Timd, B % TH, http:/hellochem.com/xz/xz1/1493yyeee.htm
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DGLC-13 R HI{EZk SPE L5832k SPE- i i i 4 Bt rb ity
41 Pk B i 5 e B
SA. ARERER: &ERRER BIUTSE: AR

DGLC-13 Comparison of On-Line SPE and off-line SPE for the
determination of 41 glucocorticoid by LC-MS

Key words: On-line SPE; Off-line SPE; glucocorticoid; LC-MS

il

5l

BRI (glucocorticoid, GCS) g Hy LR I SRR - AR — 2R B PR iR, EBA B (cortisol)
BAA . IRlG. A& R ED & B RIEER, B RAME Mg, PiR. biss. PikwlEl. Lk
an PRI “RERCRIMERT W RHKEANIM AR A, BB AndnRRaE, BABLR. budsk, GEEl. b
WA SEE N (BE A BREF B U b an R I GE I, Bobkik & = AR anle)_BJRAEIR, HEUe A, BuEik
SRSNE M, O, BN oKk, FhE, KPR, AENE, AHRIUE, HEHNRLE, KRR,
B,  “BERCBER" aehriEd "B A" EIRES ARG 2 R

FRE S BIE Thrle, BEH Dt ol BRI R B R RN T5 7k (SN / T 2533-2010) , fethdtrh
41 Pl Bz USRI E A €% / ER DGO FNE B B AT (GB/T 24800.2-2009) 3R FHIRAR €335 R 1K I 725 0k
11 7o, BB R YR GG, SPE /DAL, AR #T. T B2k SPE RiACEID R %, i BeAh B0,
SHRTRESS, EEEAL, BIEARE, B, A75ESR ML SPE B U &Lk SPE, sSKilthid, Az
FEaRHIRTACEE, KORATA T RTACEERTE], $2& T ol L, 14 1 SPE AisbREiks.

M SR 1
=1 B4 SPE BIERILEY
B AR SHFE: Acclaim 120 Cig, 3.0pm 2.1X 150mm (P/N: 059130, S/N:01160446)
TRENFELE R A:0.1% FREL7K, B:0.1% FAEEZ B 0.3 ml/min;

0-8min, B {&$F 30%; 8-20min, B M 30% % 75%; 20min-25min,
B {&%F 75%, 25min-30min; B iR[E 30%, Fa ikt
HEEFARAETR BnhiEkE: 200uL

#< 2 7E%k SPE BiLRIE &M

Bk RE SHFE: Acclaim 120 Cpg, 3.0pm 2.1X 150mm (P/N: 059130, S/N:01160446)
SPE #f: IonPac NG1-10 um Guard Column, 4X35mm (P/N: 039567)
TRENFELE R SPE /\fE: 7K B: ZB5=90: 10, ZEE %, SRiE: 0.3ml/min

SHrtE: A:0.1% FBES7K, B:0.1% FREZZBE 0.3 ml/min;
0-8min,B #&%F 30%; 8-20min,B A 30% % 75%; 20min-25min,
B fR#F 75%,25min-30min; B iR[E] 30%, P& &g
HHEERRRAER BN 2000 L
[ 713 18] 0-2min, 6-1, SPE /NMF_E#; 2min-30min, 1-2, SPE #i%thx
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x®3 HEMER

BE aMEk P %@f'ﬁ%’ ?‘fgﬂiﬁ%’ BEF S-Lens FBF Eﬂﬁf
RG] i) (M+H) (M+H)  BEE
1 iR giicy) A triamcinolone 1.92 6.18 3952 110 225.1 14
357.1 8
2 WAL )2 prednisolone 4.52 9.57 361.1 100 146.9 20
343.1 6
3 WAL N prednisone 4.66 9.12 359.2 110 147 24
341.1 6
4 ShER Hydrocortisone 4.84 9.2 363.2 120 105.1 50
121 24
5 AJ IR cortisone 5.08 9.58 361.2 90 121 30
163.1 20
6 RELRE methylprednisolone 7.52 12.09 375.2 110 161.1 20
357.1 6
7 fEfRRR betamethasone 8.24 13.08 393.2 80 146.8 24
355 4
8 HBENXRM dexamethasone 8.64 13.01 393.25 120 146.8 24
355 4
9  mAKW flumethasone 8.91 14.01 411.2 110 121.1 34
253 10
10 fEECRMN beclomethasone 10.17 14.98 409.2 100 146.9 30
391.1 6
11 fHhiesE Triamcinolone acetonide 11.18 15.48 435.1 100 338.9 10
396.9 10
12 ‘EHER Fludroxycortide 13.27 16.32 4372 120 120.8 40
180.9 30
13 ph= PR W EAERES Triamcinolone acetate 13.3 16.49 479.1 120 321 10
440.9 4
14 ERREBRERES Prednisolone Acetate 13.71 16.56 403.2 130 146.8 24
384.9 6
15 SHFTRIHAEEEREE Hydrocortisone acetate 14.48 16.9 405.2 130 120.8 34
309.1 12
16  &AKE fluorometholone 14.75 17 3772 120 278.9 10
320.9 8
17 &S EEERES Fludrocortisone acetate 14.89 17.14 4232 110 120.9 36
238.9 22
18 EFRHABRELTE PrednisoneAcetate 15.43 17.45 401.2 100 146.8 24
295 8
19  HIKATHF deflazacort 15.56 17.24 4422 90 123.9 50
141.9 36
20  ATRIAABRERES Cortisone acetate 15.9 17.75 403.1 90 162.8 24
343.0 16
21 BEERHRLEERR methylprednisolone 16.83 18.29 4172 120 253.2 18
399.2
22 (S RIEEERES Betamethasone acetate 16.97 18.43 435.2 110 309
337
23 FaihEfE budesonide 17.4 18.62 4312 110 146.9 30
413.1 6
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24 HEARNBEESES Dexamethasone acetate 17.54 18.87 435.25 120 309
337
25  SLATRIRA T ERER Hydrocortisone butyrate 17.61 18.77 4332 110 120.8 24
345 8
26 WORLBARAES Fluorometholone acetate 18.08 193 419.2 110 279 10
321 8
27 LR EEREESES Triamcinolone acetonide acetate 18.90 20.18 4772 120 338.9 10
320.8 12
28 SLATHIRAKERER Hydrocortisone valerate 19.19 20.12 4473 120 120.8 30
3452 8
29 ZHENWNERERES Difluoro Larsson diacetate 19.31 20.41 495.1 120 278.8 12
316.8 12
30 BBRNBEESEE Fluocinolone acetate 19.32 20.41 4952 110 120.8 40
337 12
31 (B RIKESEE Betamethasone valerate 20.12 21.03 4773 100 278.8 14
354.9 4
32 MAERE Halcinonide 20.6 20.39 4552 100 104.9 48
121 40
33 JEFeREE Prednicarbate 20.7 21.62 489.2 120 114.8 12
380.9 6
34 REREME Amcinonide 20.94 21.9 503.2 110 321 14
338.9 10
35 PSRN ABREE Alclometasone dipropionat 21.07 21.87 521.25 100 279 10
301 10
36 SEtERAELEE Clobetasol propionate 2121 22.01 467.2 100 354.9 8
372.9
37 BB FRRARE Fluticasone propionate 21.32 22.17 501.2 120 292.9 10
312.9 8
38 ERMARHRERER Maumee him loose furoate 21.55 22.24 521.1 120 263 24
503 4
39 EMRRRNEERES Betamethasone dipropionate 22.14 22.45 505.2 120 278.9 12
318.9 10
40 EECRILNAERES Beclomethasone dipropionate 22.13 23.06 521.2 120 319 10
503 4
41 ST ERES Clobetasone Butyrate 22.53 23.47 479.2 110 278.9 14
342.8 12
MR AT IR
FREVEIRAVECE . 4> BUFREL 41 Fiobl fe BUs Shnie s, W EZECHIEK 1.0mg/mL 7%, 285 F-BCHlBE 200.0pg/

L iRARIER, BRIGH 40% ISRk 1. 5

. 10, 20, 30, SOug/L fprif TIRIEIR.

B4 SPE HERATALIE:
1) #ERRFREL 0.2g IEET Sml B BLLA T, A 3ml B LANARE, 28, Fin2ml 28, BAES
F2H 2min, 5000r/min g0 2min, 4% F{ERIZA 75— S0ml BLO4E, ﬁﬁfl 2ml CREEERIR—IK, & BiFR,
A 40ml 4fizk, FhnA 0.2mL10% A9%: SR FN 0.2mL 20% BRI TITiE Ko+, T 5000r/min B5.0» 2min, |-
{Ht SPE /MEEH L.,
2) &ft. KA Oasis HLB [FEFHARE/NME, b ik & A 18480 20ml JF=}, /MERSEH SmL HEZ, 10mL 7k
AT . SRIF B E R BUR B AR, SRR R, H 10% CRE/KiEH 10mL i 3E/ME, FRiE v A 2R
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BT R}, FAWRERWR H/)vEE P SR B R o 285 T 4mL R OE /ML, 5 I B ARG, TR H /MEE R BR B R
BUF B, MEFIA 4.0mL malik, e, £ 0.2pm HEahigs i i8E EAMER .

7E% SPE #EmBTaLiE:

1) HERAFREL 0.2g AT Sml R BL.O& R, InA 3ml BAE LR, 48k, Fhn2ml 28, BAES
$2H¢ 2min, 5000r/min B0 2min, 8 _HIERBA B — S0ml B.048, FH 2ml CEREEIRI—K, & EiER, i
A 3.8ml 4fizk, FAIA 0.2mL10% A8k St 8FFN 0.2mL20% CEREE g T IiE K4+, T 5000r/min B5.0» 2min, B
i, HiE EEL SPEIRITER ST

ZR5 T
Bt FE AR B IR ML (LTI EEE)

RT:0.00-23.98
1005

L
1.77E6
% TiC MS
5_121219
DE 153802
85
80 4
759
LE
EE
8 60 4
€ 55
FEE
g
2 453
NE
35
304
29
203
153
104
53
03
0 1 2 3 4 5 8 7 8 9 10 n 12 13 14 15 16 17 18 19 20 21 2 23
Time (min)

B 1 Hrifidh TIC #EE (LA 50pg/L M)

E)
)

0.00-2391

100 NL: 1.46E5
TIC F: + ¢ ES| SAM ms2 411,200
[121.099-121.101,
50 252,999-253,001] MS
§5_121219200406
108 NL: 1.64E5
TIC F: + ¢ ESI SRM ms2 409.200
[146.899-146.901
50 391.099-391.101] MS
$5.121219200406
100 NL: 4.41E5
TIC F: + ¢ ESI SAM ms2 435.100
[338.899-336.901
50 396.899-396.901] MS
§5_121219200406
108 NL: 8.39E4
8 TIC F: + ¢ ESI SAM ms2 437,200
5 [120.799-120.801,
g 50 180.899-180.901] MS
2 §5_121219200406
s
5 .
2 108 NL: 5.87E4

TIC F: + ¢ ESI SRM ms2 479.100
[320.999-321.001
440.899-440.901] MS
s5_121219200406

g
ottt v b PP bevea P perer berne P e b P bevra PR b

108 NL: 1.38E5
TIC F: + ¢ ESI SRM ms2 403.200
[146.799-146.801
50 384.899-384.901] MS
s5_121219200406
100 NL: 4.96E5
TIC F: + ¢ ESI SRM ms2 405.200
[120.799-120.801
50 309.099-309.101] MS
$5_121219200406
106 ' 9.17E5
I 1 ms2 377.200
I
50 I 2 1S
H s5_12121
IR
o o T LA A e e e o o o o o LA e e e o
2 4 6 8 10 12 14 16 18 20 22
Time (min)

2 PR A PRHE R T ONERT, 4&rRHET)
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R4 IRERZ D ITEER

Bl 3 41 R RIS (NEERLG, 230 TIC, EREFE, BRpE, frfEdhski)

=

5 | LEMER RILER {REBRTIE] | kMEHTE HXRY | TEBET | EUBET | BFH=E
1_’7 T aun nun un un wun
8 HhZEKM dexamethasone 8.64 Y=8468.3+ 0.990 393.2- 393.2- 55%
6258.8X 146.8 355.1
24 | HhENXMEEELEE | Dexamethasone 17.54 Y=46430.6 0.991 435.2- 435.2- 76%
acetate +14207.1X 337.1 309.1
25-41

B2 SPE B Wi et BLR A 2T (UERES e E)

RT: 0.00-2620
2

Relative Abundance

ba )

i2 3 4 5 6 7 8 9 10 11 2 13 14 15 16 17 18 19 20 21 22 28 24 25

Time (min)

P 4 Frifedh TIC HEFE (DL SOug/L Af3i)

0730
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RT: 0.00 - 26.20

100 NL: 6.12E5
TIC F: + ¢ ESI SRM ms2
423.200 [120.899-120.901,
238.899-238.901] MS s5

NL: 9.37E5

TICF: + ¢ ESI SRM ms2
401.200 [146.799-146.801,
294.999-295.001] MS s5

NL: 1.16E7

TIC F: + ¢ ESI SRM ms2
442,200 [123.899-123.901,
141.899-141.901] MS s5

NL: 4.25E6

TICF: + ¢ ESI SRM ms2

403100 [162.799-162.801,

342.999-343.001] MS s5
A ’k«

Relative Abundance

NL: 5.34E5

TIC F: + ¢ ESI SRM ms2
417.200 [253.199-253.201,
399.199-399.201] MS s5

NL: 1.06E5

TIC F: + ¢ ESI SRM ms2
435,200 [308.999-309.001,
336.999-337.001] MS s5

NL: 1.03E6

TIC F: + ¢ ESI SRM ms2
431.200 [146.899-146.901,
413.099-413.101] MS s5

NL: 2.20E5

TIC F: + ¢ ESI SRM ms2
435.250 [308.999-309.001,
336.999-337.001] MS s5

50
100
50%
100
50%
100
50%
100
50%
100
50%
100
50%
100
50%

B M T T LAt Ml Lt M M L A M T
0 5 10 15 20 25
Time (min)

B S ARt S HER T ONEET, %A HES])

[ [ —— -- - - .. - Sp—
o ——

HE GLIFH000SSSU <& 00

[y} e

B 6 41 FhigFE o draiRIE ONERA, 23lh TIC, ERE1E, b, prfigE)

* 5 FVERZ OISR

5 | KEYBIR BEILER {REERTIE] |  kMEHTE HXRY  TEBT | TEET | BFEE
1_7 aes ans aes aes aes T
8 HhZERM dexamethasone 13.54 Y=-2275.5 0.991 393.2- 393.2- 55%
+2662.6X 146.8 355.1
24 | HhEERMABREREE | Dexamethasone 17.54 Y=45878.6+ 0.993 435.2- 435.2- 80%
9491.1X 337.1 309.1
25-41
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Fam B R BTAR
Hma R

smp_12081
7134424

Bl 7 FEf o ATk (BLHTY £ 8A 6i)
% 6 fE%k SPE LR

ws HmER B2 /g HhZE R ik QNI

/nglg /nglg

1 HTY 0.2112 0.18 1.15

2 XSB 0.2011 - 0.18

3 DQS 0.2011 - 0.51

4 WPD 0.2014 - -

5 KLS 0.2071 - -

6 RD 0.2081 - -

7 MXLD 0.2024 - -

8 MFB 0.2015 - -

& 7B SPE SIT4ER
WS =R B2 /g HhZERA ik QNI

/ng/g /ng/g

1 HTY 0.2072 0.19 1.14

2 XSB 0.2021 - 0.30

3 DQS 0.2023 - 0.47

4 WPD 0.2024 - -

5 KLS 0.2061 - -

6 RD 0.2061 - -

7 MXLD 0.2024 - -

8 MFB 0.2015 - -

MU EERTTUEY, BRERSELERES—H.

5y BIBRIEARAETE (30ug/L) IEEEFEAE 3 1k, PR BN (Al ANiE I BRAY RSD (&5 50T 2.5% F120%,

Y/l e g
53 B HTY FTMXLD Py b, B0 6y, #EAT-PAT IR IEISCIR S . 253 Bom: A ah PAT Ibs B R B IR BAT
fE£k SPE 52k SPE (U AMbRIElk 9 4E 55-110% Z[a], ZFRIEA—F,

2L
IR TSQ vantage ik 8Ll RN RAFEL SPE fELE BIRMAVEA 582k SPE HoARMEAT T LLER,

RIRGMEERIEA —F, (HAEL SPE RER KT & RTACH 5 Hrivt ), DA HLIRFIER, Bk, 205 3udEa T
Xl H I AT
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DGLC-14 {RZe AR - Sz AR e i - G - Jo i 0 0 e bl
1 3% 3% bl R
Sain. AREREIR: S ek K- BEEN, Kbt FRR

DGLC-14 Determination of Warfarin in rat plasma by HPLC-MS-MS
detection with online solid-phase extraction

Key words: online solid-phase extraction; HPLC; MS-MS detection; rat plasma; warfarin

Jlll

51
RELR (Warfarin), X454 R FTAME EER. B~ E SR, Abusn A K&, £t zE,
BRI 25 Hh SR B R BB A AT 7 s 22 AR 2 (R CRRHE S, 1E Cop #E ELAHEE /0.1% LR (50450, viv)

AT B, A0 308 nm JEARASI, (HRBOENR, HkBIREAS, HIMERE,
ALV 48 T AELE EHEZER (SPE) 751454 HPLC - MS/MS i R IE FH 5 M LM b RE R & &,

I3 EE S AF Bio Trap MS Cj; (4.0 mm x 20 mm) #: &4, ZJ57F Acclaim PA I £ 74055,

1 R R

i A4

{7555 ; Ultimate DGP 3600 %45, H4HH A EL&M TR ITIIN =JeHETR s H AR WA 7 dEil
AR A s APT12000 MS/MS, EHE ILE 2,

e Acclaim Polar Advantage I, Spm 4.6 X 150 mm

‘B 2EAHE: Bio Trap MS Cyg, 4.0 X 20 mm

k. 45 C

B ZhdE A aR R . 15 C

AR 10 pL

AN S : W% 1, S5 RETRIL

R A ] D2 2

Wi T8 FHGN, sy 90:10 (10% HEA MS) . KBS T4 309.2/162.9
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= 1 RENBER K RE

TR (ER)

BEER (AR

0.1% (v/v) BBERIR®: ACN
(35:65), ARKETH pH E

0.1% (v/v) B BR i& i /4%
RAEER, ARRETH

5.8 % 0.05 pH E 2.5
#9% | 1.0mL/min F52 | 2.0 mL/min
Dl endient Pump
- Eluent
— salulion
lelt pump right pump

[ ';1 e

‘Washe =

25\

r
Washe ahh il

SPE colunn

Dhtmcior

2-1 fi&] 1-2 o7 AHE e 1 5]

LERATTIE
Frit i EiE

R 2 NIEAYIHRETE]

BFiE (min) MR E R

0-1.5 1-2 BRI

1.5-3.0 6-1 HHBHE
3.0-7.0 1-2 B

P2 (g

KBTI LA 3, 100ppb Arf i B WLIE 4,

Intensity.cps

1857
1800

1700
1600
1500
1400
1300
1200
1100
1000+
900
800+
700+
600
500
400
300
200

1004 1.85

Dual-Gradient Pusp

— =

=

2-2 %] 1-6 {7 AHIE I £ 1A

4.98
|

15.45,
Lty gt o, o o i Wt Rl v;’-ﬂ'ﬁ'ﬂmﬁ-ﬂ'«mﬁﬁ«}\'ﬁ o A
.

6.8
g

05 10 15 20

25

30 35

40 45

Time.min

. 77 .

50

55 6.0
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60eB { 309.1

55eB 4
189.1
50eB 4
45eB 1
40eB
% 35eBy ¢
>
g 3008
=
25eB 1 1631
20eB+ | 331.0
15eB 1
2500
10eB
69 121 3470
5eB1 o 47.1 328 | 3822
iufu. s"z;{gi 'LJ;';L' ‘6“') 2'05122"72 ' 1 ' 271?_0391'_01 '||i 'S.si" 1 ‘39'1.: .
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
Time.min
4 100ppb il Ia iR ik &l
a7 BT
KR BE AR IR WL S,
4.97
438017
42004
4000 ”
3800
3600
3400
3200
30001
2800
2600
2 2400 |
% 22004
2 2000 ‘
18004 |
16004
1400
1200
1000 |
8004 1
6004 |
400 |
200K ] B I\. o
e e ot S Lt 1ttt T T sttt
05 1.0 1.5 2.0 25 30 35 4.0 45 5.0 55 6.0 6.5

Time.min

Bl S ik B ks &

AT7 ik A~ SPE RSN RN, HLREHEZ) 200 Yk, Tk B IVELF . AT 75 AT S A DU B 3% b SRR
Tk E .
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DGLC-15 NanoL.C SZBUF: iy B g 4250 B WA 55X - T AUR R 58
(DP) HIfSEHRSE (SP)

X495 EREER; WRAK; £R AL, NanolC

DGLC-15 Online column enrichment through Dual pumps (DP) and Single
pump (SP) by NanoL.C

Key words: Dual pumps (DP), Single pump (SP), NanoLC

ik

El

NanoLC — 5 FINUSE 54 (L4 Loading 51 Micro %) , ZEMCATH L AESS BRSO T AT S I A — 24 (o 1
SEMAM, BEA% EHER, FEARE ) Micro FAESIERAITFE o, FREL T R @ik
oy, BRSPSk, LR T 8 Micro SAVEBEERE R, IS5 T hONLELE (AR B, et
REQS B 5 AL IUR A — S5 B AR

M S
(A FpENE L, 2

xR 1 BHNRARE (DP) HEFH

Instrument Type DGP3000,VWD3000,FLM3000,WPS3000
Mobile phase A 100% Water+0.05%TFA

Mobile phase B 20/80Water/ACN+0.04%TFA

Loading solvent 98/2Water/ACN+0.05%TFA

300um L.D. X 5 mm, packed with C,; PepMap, Sum, 100 A, S/N 160454

Column 75um LD. X 15 cm, packed with C,; PepMap, 3um, 100 A, S/N 160321
UV Detection 215nm
Loading Time 3min
4% B in 0-3 min
Gradient 4% to 55% B in 3-30 min

90% B in 30.5-38 min

4%B in 38-60 min

Valve Position Initial 10-1, 3min 2-1,56min 10-1 (Figl)
Oven Temperature 25°C

WPS Temperature 5°C (WPS-3000(B)T only)

Loading flow 20 pL/min

Flow rate 300nL/min
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R2BRARG (SP) HEEH

Instrument Type

DGP3000,VvWD3000,FLM3000.,WPS3000

Mobile phase A

100%Water+0.05%TFA

Mobile phase B

20/80Water/ACN+0.04%TFA

Loading solvent

Same as Mobile phase A

300um L.D. X 5 mm, packed with C,; PepMap, Sum, 100 A, S/N 160454

I
Column 75um LD. X 15 cm, packed with C,; PepMap, 3um, 100 A, S/N 160321
UV Detection 215nm
Loading Time 3min

Gradient

3% B in 0-3 min, Flow: 20uL/min

3% B in 3.5 min, Flow: 20-0.3pL/min

3% to 55% B in 3.5-35min, Flow: 0.3uL/min
90% B in 30.5-40.5 min, Flow: 0.3uL/min
3%B in 41-60 min, Flow: 0.3pL/min

3%B in 60.5-65 min, Flow: 20uL/min

Valve Position

Initial 10-1, 3min 2-1,60.8min 10-1 (Fig2)

Oven Temperature

25°C

WPS Temperature

5°C (WPS-3000(B)T only)

o AT

ﬁﬁ : -

wikle

:‘.:Khh_-ﬁ\?lh1
Ly

\\.

| ane .

Bl 1 BURER

&P

< | REE |

[ ana |

Bl 2 BRI
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LERFHL
EHH RS A VDI IREZ R S BT

14.0

mAU

10.0
751
504
25

00 W

T T

-4.0

WVL:2156 nm

T T
0.0 5.0 10.0 15.0 20.0

ERTEZ TSI BRSNS B

30.0 5

T T T T T
250 30.0 35.0 40.0 45.0 50.0

test

20.0 1

10.0 4

0.0 +———f

0.0 T e

WVL:215 nm

EEHH I EEA

20.0

T T T T T T
30.0 35.0 40.0 45.0 50.0 55.0 60.0 65.0

mAU WVL:215 nm
15.0
|
I I
10.0 4
I'\:, h A A,
5 N \ 2SN
5.0«? “”\'h%vﬁ(‘h \ﬁ\‘ ———déh A
: g N o - N\"V
: 101 ) ) v
00l F—“"‘"v kb= ]
5.0 T T T T T . . . . min
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0
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BT T T R B DA & LRSS BT BB I (blank— R, blue— HF)

.|

2
40.0
mAU WVL:215 nm

30.04

20.09

10.02

1 méo
12.0

mAU WVL:215 nm

o
o
|
=)

min
40 T T T T T T T T T T T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 50.0 55.0 60.0

ghig

NanoLC R AGEEAT 8 11 80 2 MAEah B TR B 50 B0 LR LR 5 1, AR SR ] Nano B 40 & 55
BT X DO UL AR 2 Ik TR o B, o B S RN B MR, & LUBCER AR B R o 2 LR, AnSRAE
e AT B AL, hRE — e A A R AR S A T IR AP R HT

Btz arA & A BCE T B Micro 58, {H2 @ B —LETE ERIREG AT, SR T BRI SCELRE G TR SRR
%o WL ERRIERE, RENSIAEIBUR RGUME Y BEE R, R TE RUIR RO BRI E Sikgh, (B
FEST AT R rh He DRARTE , o5 B AT RN LR T SR FAS ] RO A8 B 2 o W AR TR i, A AIE (LTI BB — —XF R,
o EEERIEAR—FL
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o5 =1 W = oo g A 5 I R IR A 2

W=TT il al LR T s A ALt , K75 v 0 B e IR AR A R, A% T i mT A
J32 ] CAD, ELSD FJF ik 3546 M &5 2T I E o
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DGLC-16 3R H] ¢ U5 I 56 2 0k i Sl ME A 5 A2 R 4R 50 B

ORI R EP S Y]

XA9E. AR E;, MERK;, A XBR; g, RAKA
DGLC-16 Determination of amoxicillin and related substances by online-
desalt of mobile phase with 2D column switch and LC-MS

Key words: Online-desalt, amoxicillin, related substances, 2D column switch, LC-MS
RAEHESE, 4. AMOXICILLIN, CAS

il

El
Plsptk (Amoxicillin) , X ALEPIMRBEBIGHE, F4. B
No. 26787-78-0, & —Fhix# HIIIEZFRLE I B - NBLHPUAR, A—MAaan=R, & B HEA iz N

it
EHEHRz—, HEFIGRE. R, Bk, oih %5
O\\/OH

R E RS
fE (255 2010 R, oy BBl vk ey N, SR HPLC SAMEMIZRE, ahHHh 0.05mol/L Bk 5
BTER (H 2mol/L S FIAIRIE T pH (A 5.0) FNCRE, BREES M. T, EGIEAREE BT RS 47, Rk,
PREAMEM G BT oefa, A TR, et T AELbEL, A, RA
XHRIEHA AR, BATEMES T, KRB RDIROEHEE, TSR T,
s A AN IR A AR A 5

AHERM T iR E, ERMG

it S5
DAD3000RS; MS TSQ Vantage, {{#$i%f:E WA 2,
— Y45 HTFE . Acclaim 120 Cy, Sum 4.6 x 150mm (P/N: 059148)

{X #%: Ultimate DGP 3600 % %I, 675 A 7E £k B <8 T i W = e kb
TR . Acclaim PA2, 3um 3.0 x 50mm (P/N: 068973)

(SRR R E S
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* 1 BIEREEN

MS TEE# 1) Full Scan, EST iR, IEBEFEN , M/Z:200-1200; HiEFHE3: 80-500; Scan time 0.4S,

FWHM 0.70

2) FEFAE (BEFIRE (D HEEED . EARBETFRIAME, Full scan M/Z=100-
400,Scan time 0.2s,FWHM 0.70,CE 10V,Energy Ramp:3eV

D

3

pHEZE6.0) , B: AS5ZKE2: 8RE. HERN.

TRENFELA R —HSHREIE (AR) : A:0.01 mol/L BilE —S$HAK® (A 2mol/L S| LNARIBT

AiE) TRIR A B
min mL/min % %
0 1.0 97 3
15 1.0 97 3
35 1.0 70 30
35.1 1.0 97 3
45 1.0 97 3
ZHSREIE (ER) : A:0.005mol/L BEERER, pH A ZERIATE 5.0 B: 2B
AiE IR A B
min mL/min % %
0 0.3 100 0
10 0.3 100 0
20 0.3 97 3
30 0.3 80 20
35 0.3 60 40
40 0.3 60 40
40 0.3 100
45 0.3 100

*IRFEE M AN RERBESERIER, TLUEHEE.

T i8] AR E—MLEMN SIS R —IR.

wEW ﬂl%ﬁgﬂfhﬂ /—\Jéilﬁ’cmﬁe ‘Jﬁﬁ%ﬁ#\l&] . B p)s: TEFHE M2
= /min B8] /min Y11 FRERTIE) /min BFM/Z
1 3.1 3.0-3.2 6.2 M-H 338.0
2 4.1 4.0-4.2 7.2 M-H 338.0 304.5, 260.3. 166.2
3 8.5 8.4-8.6 12.6 M+H 366.3
4 22.0 21.9-22.1 26.1 M+H 340.2 323.2, 228.6, 188.8
5 24.1 24.0-24.2 28.2 M+H 378.2 300.2, 229.2
6 26.2 26.1-26.3 30.3 M+H 778.7

(faBF) 228.6, 1888
7 30.2 30.1-30.3 333 M+H 295.2 (EEBF) 260.1. 235,
1. 179.9

FEIR 35¢C

asild WG E, 6-1, Loop BMvAFH, 200uL

R A AR AghitAE : 10.0ul
UV #0013k 230nm
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aoh —
M=

1 Zh a2

-

MR
IR

B 2 (a5

HmBTIE T %
53 B P PSSP (SRS A 403, 519) | AT TREAPEIRAR:, 2 BIBCERZE RTINS,
AWML, FERIUER, R A SR ERRESI B | mL &P sapadk 2 mg WOIAETR, 1EAFEM,
RRBERIRSE . Bl 10 mL, JEhig 1, B ke Ao infheldh S min, E38, FH.
BRI BURRah 10 mL, ALK A pH {2 10.0, # 80 Cokif s in#Amef 10 min, i JEFH,

LERFTTE
Vit b T2
3
, 5
" .

Bl 3 FE RIS (BRER)
MRIEFL BRI IR R SN (5], K DR A 2 IRl S %2, TR, 26 FRBRCMEIIAE it BEAT 2 43, ML 3 TR
1, 2,4, 5.6, 75426 NIE, 3 Sl Al scputk, @i, {LEARRIELDIE Loop JRH, KI5, HA
R UEEREL R, PR RIE AT

G Wra RS F
FuiE b A A B 1R A (e 3 b
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ISRERE S

Relative Abundance

Relave Abundance

Relative Abundance

Relative Abundar

RT:385-1086
1

AL
676E5

miz=
965097 50F:
-pESIANS
80.000-
500000] MS
423

N
88266
miz=
337 50-
33850F:-p
ESIQaNS

80.000-
500.000] MS
423

NL:181E5

[80.000-500.000]

4a2_1212100832
53

40 45 50 55 60 65 70 75 80 85
Time (min)

100 NL: 21085
%0 M
337.50-338 50 F:

. 80 -p ESIQaVS
- 15000050000]

60 a2 1212100822

50

4

30

20

10

o T A T T T il

90 95 100

Pl 4 g ERERERI R (TIC &)

WAL LT 4 i B RTEA Rt 003 (R 5009) S T4 T, Wit (ML 9) O TIC 1, Filiidhor (B 63)
AR S TI, AR, AR I FIR T, N TR TLAR . Seah s s AR . UL,
R b PRI I, S, A T R, S A IR T s BRI A b B by Rt 5.
Rtk 76 R AL RIS ], FI7E 3.5min Je 7, PRI AOTL A DI REeEs, (RA05 16 bk LR ROk,
BB R E K, T TR R A, T BRI I AT UG S J5 , AU FRA T4

Eaa 2 wra9 TIC BLR F& 72w A F

1 SR

RT:4.63-9.08
100

NL: 1.27E6
V2=

miz=
337.50-338.50 F:
-pESI QAMS
(80.000-500.000]
s
4al_1212091054

NL: 3.15E7
TICF:-pES|

[80.000-500.000]

Ms
4a1_1212091054
2

VA AN A e AA A e

48 50 52 54 56 58 60 62 64 66 68 70 72 74 76 78 80 82 84 86 88 90

Time (min)

B 5 TIC 1 E (LEShHAE TN, TEhIEE T#K)
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4a1_121209105428 #730 RT:7.00 AV:1 SB:277.81-8.16, 8.30-847 NL:1.22E5
F:- p ES| Q3MS [80.000-500.000] 337 . 96

100

50

Relative Abundance

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500

4a2_121209140025 #1627 RT:8.75AV:1 NL:9.02E4
Fu

ES| Full ms2 338.200 [150.000-330.000] 304 5

100

5 260.2

Relative Abundance

%3 166.2

2324 2114

2410
05 2Tan

15054 16316 16876 [17729 18192 19340 19921 20747 21321 22204 274 23960 | 24814 25605 || |o6rae | 1 2969 | 30609 31498 32674

160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330
mz

Bl 6 FHER il (LECHHE TR, TEAIES )
i SICHRRGE , B BT P AR AL, I T B I M-H=338.0,

RT:1.78-10.21
1004 NL:2.16E7
TICF:-pESI
907 Q3is
80.000-500.000]
0] s
4a2_ 1212100832
R 53
€ 60
< 504
2 w04
303
203
104
1003 NL: 2.10E5
miz=
90 337.50-338.50 F:
-p ESI QaMS
80 80.000-500.000]
s
709 4221212100832
53
60
50
E
20
20
104

T T T T T T T f T T T T
20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95 100
Tire (min)

B 7 TIC il (LA, T IECAfEs+ SIM 8 (RYE SCiikRk 8 , M-H=338.0) )
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4a2 121210083253 #668 RT:8.71 AV:1 SB:167.80-7.95,9.69-9.91 NL:5.85E4 4a2_ 121209140025 #1627 RT:8.75 AV:1 NL:9.02E4
F:- p ESI Q3MS [80.000-500.000] F:- p ESI Full ms2 338.200 [150.000-330.000] 304 5
100 T 100 )
95 9%
0 %
85 85
80 80
7% e
70 70
g 6 g6
g 60 € 60
i i 260.3
2 50 3385 % 50
245 245
4 w0
% =] 166.2
30 30
2 2
20 2487 20
2z e
15 . 25085 3 £ 1
10 O R @25 ““jﬁ . 10
5 ws o 5 o
o e mes e
o LLL Wl s sl ol [ e RN | o Lssee i s mee s oo anorvun oo _sor ool swre ssil| e 1% 70 e |ueo s | s
100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330
mz mz

Bl 8 ARMERS iR (2B TE T8EK, A Dt B R T8 7-4)

Coid 0B T T B TR, S 3045, 2603, 166.2, KB ScHkRi HA 8, HA W LHIA L%
Wisy -85 Ty M-H=338.0,

3 SHEY - MR

RT:14.18 - 20.04

1004 L
9.27E6
E TICF:-p
«© ESiQaMs
80.000-
803 500.000]
VS 4a3
I
€00l
2
S 50
& w04
3]
204
10
1009 N
347E7
90 4 TICF: +p
ESI QaMS
E 200000
1200.000]
703 NS 423
60
50
LE
3]
203
104
145 150 155 160 15 170 175 180 185 190 195 200
Time (min)
HEPE (B A B B X IR A
B9 TIC i (LECAME AR, TEAIES
a 1649 AV:T NL: 1 :
423 #1714 RT:16.49 AV:1 NL:2.76E5 4a3 #1721 RT:16.55 AV:1 NLO.68E5
F:- p ESI GMS [80.000-500.000] . F: + p ES| QAMS [200.000-1200.000]
100 1989 100
= s 366.2
@ %° 40410
85 85
8 80
7 7
70 70
3 65 3 85
g go
35 10510 2% ws
£ 50 250
24 24
22
40 40
o 3 w210
30 3
2 @017 e
20 w5 20
1570
15 15 720 )
1 14099 109 2400 317.30
a0 70
5 o mﬁwm [ TN B L wey 36830, 2% s 4185 ara 5 2040 st610 s | 7 e 10180
180.79 242.48° 311.07| 8% 287,96 4292543815 - 487,64 434.90477.30 620,40, 808.30 869.00 883.10  950.50990.401021.30 1136.40
od bl ﬂ by (Tl il WL O T ol Nd B0 o0t et il R S A
100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200
mz miz

Bl 10 HHAER TR (ZECH B TR, A ECHIER FE)
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i, GBI, MH % 364.0, MH % 366.2, [k, i%fk A9k BT Stk Ly .
4 SRFENAY

RT:26.96 - 40.49

1004 N
531E7
EE TICF:-p
£51Q3MS
804 [80.000-
500000]
5 703 VS dad
&
£ 603
3 507
2 03
a0
203
103 Bt A
0
1003 L
27968
07 TICF: +p
ESI GaViS
803 200.000-
3 1200.000]
0 VS dad
E
503
PE
EE
203
103
0
27 28 29 30 31 32 33 34 35 36 37 38 39 40
Time (min)
Her (RECHIE R, TECHERFEX)
&l 11 TIC } B h 1 i, TR 52
4a4 #3306 RT:3209 AV:1 NL283E6 4a4 #3303 RT:32.06 AV:1 NL:1.16E7
F: - p ESI Q3MS [80.000-500.000] 338.1 F:+ p ESI QAMS [200.000-1200.000]
100 100
® 95 340.1
% %
85 8
80 8
7 7
0 70
g ® e
geo 560
R EE
2 50 250
= =
245 &4
2 4
3 3
3 30
2 2
20 2 wal
15 1891 15
10 o 10
5 b s 37608 5 22005 s
I I B TRl R e et W e I R T e o A v I T e ——
100 120 140 160 180 200 220 240 260 260 300 320 340 360 360 400 420 440 460 480 500 250 300 50 400 450 500 550 600 650 700 750 800 830 900 950 1000 1050 1100 1150 1200
mz mz

12 RS ikl (ZE B s K, A EAIE B 18EK0)

Ak, IE B TR LR, MeH 23380, MeH 2 340.0, BBk, BB HINIZIL A M 3300, %
MH=340.1 HE(F T 80 FH, MEAF, 53k A3,

4a4_121210115606 #3912 RT:31.09 AV:1 NL:2.5266
F: +p ESI Full ms2 340,200 [100.000-350.000] 323.2
100 5

EE

o3 340.1

8603

Relative Abundan

EE 188.8

3 228.6

- - = e : l
wo vaeu'\wus' L‘lv;zm mo W[ [ ey we e wy s | s Jars | sen wn ||

t T T T T T T T T T T T T T T aaza)
110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 0 30 B0 350

B 13 FEFERTEE (M+H=340.1)
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ISRERE S

Titues
S SRENEY

RT: 2886 - 4391
1005

M-+H =340.1 #1775 7, WH ok 323.2, 228.6, 188.8,

NL:

7.06E7
TICF:-pESI
Q3Ms
500.000] MS

4a5_1212090
93643

NL:
273E8

TICF: +pESI
Qams
1200.000-

1200.000] MS
4a5_1212090

36
Time (min)

Bl 14 TIC il (LA e 7GR, B IER 1880

4a5_121209093643 #3544 RT:34.41 AV:1 NL:2.98E6

F: - p ESI Q3MS [80.000-500.000]

100
9%
%0
85
80
75
70
65
60
55
50
4
I
35
20
2
20
15
10

5

Relative Abundance

Ex

10438

w48

ez
(215 1m0

338.1

sy T2
-

4a5_121209093643 #3545 RT:34.41 AV:1 NL:1.43E7

100

Relative Abundance
&

a2t 5

G

@z

2
)

F: +p ESI Q3MS [200.000-1200.000]

340.1

a2
950

i
L L s s e sezr o s mns:\m&ws 7005 77477 10150 gagse e 1T U soogs sosant 0TS 1SS 1m0de

100 120 140 160
miz

180 200 220 240 Zéﬂ 280 300 320 340 360 380 400 420 440 460 480 500

250 300

350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200
miz

Bl 1S HRRfERS i A (2 BOA T 14, A B IES )

ik, TERE TR R, M-H 2 338.1, M+H 4 340.1, 3782, [k, ARESCHRHRE, it BmE i,

MEHNZIL A oh M A 378.2, % M+H=378.2 317 | 85 134, WEWT, SoCkiERA—5,

dab-ll #3583 RT:34.14 AV:A NLAA4ET
F: + p ESI Full ms2 378.200 [100.000-400.000]
1005

378.2

Relative Abundance

=

30?.2

300

N TR .

120 140 160 180 200 220 240 260

mz

B 16 FEFIE iR (MtH=378.2)

260 380 400
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B (MAH=378.2) #EF 78 T4, BEH% 3002, 2292,
6 SHEUEY

3T 31.24-41.40

426 #3918 RT:38.04 AV:1 NL:1.50E6
F: - p ESI Q3VS [80.000-500.000]

100

Relative Abundance

NL:
468E7
TICF:+p
ESI Q3MS
[200.000-
1200.000]
M 46

B0 %5 70 375

Time (min)

17 TIC i (EEhE 7R, TEDHIER TR

B0 355

186.9

ey

047
5705

s 0oe e

Lh L whde o

H2E . gmwsoxam gm BB me oo W Sou W@ W2 @R M 2% mx s 90

d,
100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
miz

P 18 FHERS T A (FE )

M-H 4 186.9, WL CHkHRIE

RT:34.04- 43.41
100 NL:
152E9
90 TICF:+p
I ESI Q3MS
[200.000-
870 1200.000]
5 MS da7
E 60
S %0
240
30
20
10
0
100 NL:
3.27E8
% TICF:-p
8 ESI Q3MS
[150.000-
8 70 800.000]
g MS 4a7
g 60
3 %
]
240
30
20
| e S —
0 T T T T T T T T T T T T T T T T T T
345 350 95 360 365 370 75 380 385 390 95 400 405 410 415 420 425 430
Time (min)

19 TIC i (LECHIERE TR, TR hHfE )
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4a7 #3900 RT:38.14 AV:1 SB:44 16.19-16.63 , 14.79-15.20 NL:1.40E7

4a7 #3903 RT:38.17 AV:1 SB:45 16.19-16.63, 14.79-15.20 NL:6.58E7
F: - p ESI Q3MS [150.000-800.000]

F: + p ESI Q3MS [200.000-1200.000]
1004 100

293.1 295.1
904 90 4
854 854
804 803
759 5
704 703
8 659 8 653
£ ed g 0]
2 559 2 s
£ 509 2 5]
= =
2 45 e 41
404 403
354 359
304 303
253 24 3331
204 20
15 1 153 =
10 10
53 o E s
me | [ e | 2040 ELN N YT L 60918 232 6us 11 66077 63443 71899 711 75128 78005 0 AN e s sz 1‘ s s 0 mpsTom | men e wem s ows w2y
200 250 300 350 400 450 500 550 600 650 700 750 800 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 1200

miz miz

Bl 20 HRAESS A (22 BECA T R, AR IES FHER)

U B R DAEH, M-H 24 293. 1, M+H 24 295.1, RULSCERRIEIZRAM, HiZib Ay sl &
A MAH 333.1 8% Jvo AEABREREOLT, 43 5% M-H=293.1 f1 M+H=295.1 #t47 T &34, WEmT, U
3 —2B B R R AT AR,

4a7_121210165707 #8378 RT:38.14 AV:1 NL:1.25E7 4a7_121210165707 #8374 RT:38.12 AV:1 NL:7.96E7
F: - p ESI Full ms2 293.000 [100.000-350.000] F: + p ESI Full ms2 295.000 [100.000-350.000]

100 199.9 1007 235.1
% ' %3 179.9
% E
8 859
80 803
% 261.7 753
70 703
8 6 FRCE
5 8
£ w0 0]
3 5 21 71 3 55 -
H P
HE 2 w0
& 5 g2 4
% PE
3 357 2601
3 309 a
2 2
20 - 209 e .
5 p2T 2813 15 21669 T
n ] e
10 s e 10 s s
51 . s 53 . o002 P
e ﬂm g0 | wom o Lo a5 fh )| mpllme | wsons s ows s 27 i\ Nl em vsgsﬂ MU A 8% fl s oo asso Jlowss  sure s sur
110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 260 290 300 310 G20 330 340 350 10 120 130 140 150 160 170 180 180 200 210 220 230 240 250 260 270 280 280 300 310 320 330 340 350
mz mz

Bl 21 @ik (Z£ESH M-H=293.1, £[oh M+H=295.1)

i SCHRELXT, IZfL AP RTREA MAH=295.1, JLA B 118 1-#E A 228.6, 188.8, IEES 1B 1-#h 260.1,
235.1, 179.9,

e

W ET i, A TS, i E BN R G b, RS R AR A AR,
e AR BRI AL Gl MS _ERIUMRIR KB, SRIRIE MU EWUER Tk, BERIES B, %75k
TSGR RTTEEIRRS 519 SR T 12007, S5 R20, ik, XL RBRREH P RIER G HY
Fiik, FTUAZIEHTILI AT, MRS,
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DGLC-17 2R ] 4l D)5 R IR i sl AE SRtk o3 Br
Sfutb)erb A R

XA9E . AR, KIaRR, A X, —HiEd; RAMKA

DGLC-17 Determination of cefdinir and related substances by online-desalt
of mobile phase with 2D column switch and LC-MS

Key words: Online-desalt, Cefdinir, related substances, 2D column switch, LC-MS

il

5l

2 i 2 T IR W2 T R I SRR, A, RARAYRIAGRREE . 29I 2 AR A AR I 2 i Al
R, WARAERE, HTREATRERERR, WA BERR, FLMERRITT A KA FER
JENN, BECRIEZ5 M BUaE, SOETHlE ., Wil A4, T2 el Refr i ain, kg —eRkeE, x—
TP AEFR A L FUIBR & o G0 AN ZE R R & i, (Z5HL) Al 2 UG A1 S BR (PR ) #54 (Limit
test) . ZRBRRGE 4525 rH TS ZR R BR A VR R

ForTiik B E S 28 oy 2L (ppm) Ko, xHEHE MR, Cismiae AR, ©o
PR A G IR, AS AT IR T 2 o A 4 SOnt S FE AR R S5 1 TR PR, N 25 T S A SR o B DA 2538
(International Conference of Harmonizition ICH) B3k . e &5 & >0.1% 26 gt T et br. s Ze i et
BT 75 238 5 R ] o B 5 2 Il ity , PR dEA T V7 05 T AT

BT, WD AR R RO HERN, B2 R TIARZ H IR I 2 U, & —Fh ARy 24
FEtETB . BT RIS EMERE D, R, FEsFaiE, DU L H iR e REUE 5o P, ok
7 22 R TR I I I AR o A G Do TR & e B e . AH H R B ip IR 2 A e B A 5 3, R AR &
PEGEohEh, HBRM T B 3HRAEA RS, IR EEA BT, Saiuettdrsk TR,
BT HEBURBRE, AT, BT RAFEDM A (1l oy B - B EPER 5%, SRARDLIL RIS, X —
#E FUENL TR B B AL A2t WU 8 A R, £E 4k ke B3R TERER ST, PR ORI T M AT
L B SRR, TR TURT RE T AR SRR DA KR SCROHLEE , BRAT T AT HI80R

SLfalb e, CAS 2. 91832-40-5, HSCRI4 : (6R,7TR)-7-[(2)-2-(2- Ik -4- WempIE )-2- ¥k IV e ik  BE & 0k 1-8-
AR -3- LIRHE -5- ik -1- AR [4.2.0] 3¢ -2- I -2- SRR BE3C AR Cefdinir, 733X CuHiNsOsS,, 4y &
395.42, KL (cefdinir) J&58 3 KIR, Me#Esl: SOmg/ ¥i, 100mg/ ¥i, myH AL & Tk 2y wEERE, 1991
HEHRMEHA LT, Bl Cefzon, 1997 4 12 AWE3EE L, 1999 fELEHEE B, 2001 42 ™k f e gk ke
W B, T Sk At R U R B A . BEEK R . Tl RER A (L REER A . NRAT B . WA IR
TR, KIBRAW . wHAREE, TRREARE . S E&ROSIEIR . RS AT 5 5 T 5 Ay B,

B 1 ki e fbr gk
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ISRERE S

M St

{ % Ultimate DGP 3600 Z 41|, A4 45 A 7E L& i <RI = J0 86 BE s A7 A — A 7S 8 IR A A 1 6
DAD3000RS; MS TSQ Vantage, {X#$i%£:E LA 2,

— A HrkE: Acclaim 120 Cg, Sum 4.6 x 150mm  (P/N: 059148)

Y. Acclaim PA2, 3um 3.0 X 50mm (P/N: 068973)

T S W 1

=1 BIEREEY

MS TAEZ%

B FRLLK

1) Full Scan, ESLiR, IEEBEFER , M/Z:100-600; faESF4E: 100-600; Scan time 0.4S, FWHM 0.70.
2) FEFARE (BEFRE D ARBED . EASFRIEFIHE, Full scan M/Z=100-500,Scan time
0.2s,FWHM 0.70,CE 10V,Energy Ramp:40eV

3) IS BE:2200V; ZHEE: 350C; $HSES1: 35psi; HEISES: 10psi; EMEERE:

300C,

—HWNREFE (AR :

M A: 0.25% B ES SWEER ( ABERIET pH=5.5)1000m1, A 0.Imol/L Z = BZFUELE: —
SRR 0.4ml ;

MENHE B: 0.25% MEBES S LA R ( ABERET pH=5.5)- ZkE - BBEZ =500-300-200, NN 0.1mol/
L Z ZBEPuBEfER — $9iKi% 0.4ml.

i 1] IR A B
min mL/min % %
0 1.0 95 5
2 1.0 95 5
22 1.0 75 25
32 1.0 50 50
37 1.0 50 50
38 1.0 95 5
48 1.0 95 5

ZHSREIE (ER) : A:0.005mol/L EEERSR, pH AZERATE 5.5, B: .

Bt E] IR A B
min mL/min % %
0 0.3 100 0
6 0.3 100 0
20 0.3 85 15
30 0.3 80 20
40 0.3 60 40
48 0.3 60 40

*IR\BEMEYNRBEERIER, UM ZERREFHITESEE.
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R 3Rt ]
e IEIRER NIBRY] BT
wms B8] /min #2078] /min 13 BR8] /min
6 16.6 16.5-16.7 20.7
18.7 18.6-18.8 22.8
24.0 24.1-24.2 28.2
10 26.8 26.7-26.9 30.9
12 29.7 29.6-29.8 32.8
15 36.9 36.8-37.0 41.0
i 40C
Vasiidl WARPLE, 6-1, Loop ¥{AF. 200uL
PR R AR R H st - 20.0pL
UV &k 254nm
7 R
Aulisampler
L |
HE i FERF
Wasle LR S if
'\n_“‘ -~
missieg (P60 Vantag
& g g En L F
r 1 ot 2id
. T
B2 (gt R
HmaIE G

FEMRATALIE: xHEdh ChbeicBeamafich) 2T TRrtkkE:, DSREE ZH20m.,

BRARIAIREE . OGNy 18 & (2998 KBk )E 75mg), %) 30ml 0.1mol/L BEREL % rhEL AL % 50m]
tr@ N, 0 Sml ImoV/L EMIEHGER S o8, WS, H Imol/L S ML miA AT pH7.0, i 0.lmol/L &
MRS MR IAIRBAIRE, $85), BLO, BLIHIK 20 ul A AL,

PRI GG . AR S A 8 & (298 k4 b)e 75mg), £ 30m1 0.1mol /L BEERELSE P ERIAIRLRE E S0m1 45
G, 0 Sml Imol/L SRR 5 rph, BIHHGS, JH Imol/L EERRIAMRIAYT pH7.0, Jin 0.lmol/L iR
WEMENATCEZIRE, 4, B0, BULER 20ul A G,

SRR BUR A& & (299 Kakk)e 75mg), J1£) 30m10.Imol/L SR Eh 2 (P A IR A2 £ 50m]
EREEHT, A Sml 30% i SEMLEIERGER 5 orbh, BUHBIR S, AN 0.mol/L BRRELLR LA BXI L, 18525,
B0, R 20 ul A BT,

PRI W R RERGE &, BE, TokigdomEeRn 0T 30min, BHBES, 84, Bo, BkE
% 20ul FEA GBI,

LERFMITHL
FE g ZIIEF A 2R
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Tima (min)

P 3 FERL ORI (FABE)

IRIEREIR R IMEE, RIAPBINIREE 2, Fit, ERRAGRHRETRREON, WERLUER, 3 Sk
hEig, SKrahie, HAbE A2, 306, 7. 9, 10, 12, 15 SuESEH T TR, €8Nt Loop
W, ARG, HRE AR S, TR,

G orE RS A
ik b A AR BR B DI HR A (B) i 38

RT:2.07 - 18.02
100

Relative Abundance
@
3

Relative Abundance
@
3

B 4 B B AR TIC B (RECh g, T EChIE B 450

MULEERTEAVEH, EECAE RGN, M-H 24 29101, J& EDTA 5 IES 7RG, MHH 741 AN TR R
SRR, T, SHERAH T R KB T, T B Al T AR IR I DT (R], EIX A AT IR
AR . AEATRGE A, BUHEIERE AT T [RIZ924 4.0min (LSl Bt R R AR T 5) o

KA 2 Hra9 TIC LR F & 72w A
6 SHREMUEY
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RT:21.49 -29.75
100

Relative Abundance

Relative Abundance
o
o

T T
255 260
Time (min)

B 5 TIC #EE (EECHIEE TR, TEAMETER)

6 #5530 RT:25.32 AV:1 SB:110 23.83-24.21,25.84-26.98 NL:9.32E5

F: +p ES| Q3MS [100.000-600.000]

1004
953
903
853
803
753
703
657
603
553
503
453
403
353
303
253
203
153 o

024
103

59 s w1
ol v N

Relative Abundance

Lok

2595

b Ve el

kb

411.5

00

30

Mol

49550
si734
.’h‘ Wit

N

srase so037
P i

150

200

250

300

350

400

450

500

550

m/z

6 FHIER FiklE (ZEAME R, 4

6_121214165957 #5209 RT:25.21 AV:1 NL:2.87E5
F:+p ESI Q3MS [100.000-600.000]

1005
953
903
853 1295

80

453

Relative Abundance
o
A

204.6

N
.

12648

18323
25400

22642

204 16622

150 200

600

300

350
miz

Relative Abundance

6#5528 RT:25.31 AV:1 SB:110 23.83-24.21,25.84-26.98 NL:6.14E4
F: - p ESI Q3MS [100.000-600.000]
1004

959
904
859

P S N N -]
o S a S &S hSa s

104

IE B )

414.1

45196

400

B 7 FE R iEE (M+tH=414.1)

Wi UL ERTEAR H, M-H 24 4115, M+H 4 414.1, S5 3CikRGE, #288IA MrH 2 414.1, b H

TR, EERRTY 129.5, 149.8, 204.6,

0980

4141

550

600

S

17
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7 #6224 RT:28.33 AV:1 NL:1.46E4
F: - p ESI Q3MS [100.000-600.000]
10

s5] e 10825
120 2915

Relative Abundance

150

26006

25947

250

RT:
100

9D DN N ®® O ©
SHSadhSa

o

Relative Abundance

50

<
3 &S

Relative Abundance
3 a

ra0 92

&

300

9 FHES IR (R E PR, A B IEE 1)

Wi LL EEATEAEH, M-H 24 381.5, M+H 2% 383.9, AR SCHkHE % 2% iU Al RESH M+H 2 383.9,

9 SHEY - Kiate

RT:2152-46.83
1004

Relative Abundance
@
g
I

15269
TCF +pESI
100.000-

800.000] MS
9 121214155
oi7

Relative Abundance

A

L
7347
TCF.-pESI
asvs
100.000-
800.000] 1S
9121214155
oi7

22 23 24 25 26 27 28 29 30 31

32 33 34 35 36 37 38 39 40 41
Time (min)

42 43 44 45 46

10 TIC i P (ECHIER TR, T B s F1ik)

0990

23.79-35.02
N
S5aer
TCF o
£S Gorls
100.000-
$00.000
7
"
V50E6
icF.-p
£ Qarls
[100.000-
$600.000]
f
AR R s s L L s S L A L S s S L s s
240 24.5 250 255 26.0 26.5 27.0 27.5 28.0 285 29.0 29.5 30.0 30.5 31.0 31.5 32.0 32.5 330 33.5 34.0 345 35.0
Time (min)
Hep (RECHEE R, TR FER)
K8 TIC ik (EEAIE R, PE LS
7 #6232 RT:28.36 AV:1 SB:23728.82-30.58 ,26.15-27.63 NL:1.00E6
F: + p ESI Q3MS [100.000-600.000]
1005
951
381.5 o0] 383.9
851
801
sros 753
- 703
65]
8 60]
H
S 553
2 503
o e 2 45]
£ 403
'
354
02
304
o 51951 259
203
53274 153
i 10 |
T T B R TSNS e Ve VAT e e ol SR YA
A
350 400 450 500 550 600 150 200 250 300 350 400 450 550
miz miz

600
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Relative Abundance

9_121214155017 #7460 RT:36.05 AV:1 NL:1.49E6
F: - p ESI Q3MS [100.000-600.000]

9_121214155017#7534RT:36.41AV:1NL:5.02E7
F: + p ESI Q3MS [100.000-600.000]
004

396.1

1004 100
953 953
394.0
85] 853
804 804
759 759
704 703
659 3 659
604 < 603
553 B 553
S
504 2 503
sl e 2 45]
]
404 s 3 403
o
359 359
304 304
253 257
20] e 203
153 T E D
104 104
54 19499 59
0 Y G2 oo s an svpie  siooa sssTo s o 851 16070 5230 zq456 o
200 450 500 550 600 150 200

Bl 11 RSl (ZEECA S AR, A B IE S 50

U EERTAEH, M-H 24 394.0, M+H 4 396.1, R¥ESCHkGE

REULEY

Jjo

RT:30.98 - 41.41

1004
90

Relative Abundance
o
g
T

Relative Abundance

104771
Fi+p

Relative Abundance
a
g

EBARSS SARSs Sats s CaAss L atss CaRs b ss s bas s SARS N LA s SADs R a s b se s Atox LA taLs o RALS S ba s ot
0 315 320 325 330 335 340 345 350 355 360 365 370 375 380 385 390 395 400 405 410
Time (min)

12 TIC 3P (LECAIEE A, FEAfEFHK)

62RT:35.61AV:INL:3.62E6
£S1QaMS [100.000-600.000]

413.8

as950

12254 16685 18230 22056 1052575 ey 9020 sager
I Gl W H o ——

150 200 350
miz

13 RRES ikl (EEFHR)

400

+ 100 -

IZZ: AT RESD MHH 4 396.1,

WL LA EE TR, M+H 2 413.8, MR8 SCHkHOE 1225 BUAT RES) MAH o 413.8,
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Relative Abundance

10 #7785 RT:35.71 AV NL:B.9SES 4138
F: + ¢ ESI Full ms2 414.000 [150.000-500.000]
25 B

2448
183.1 369.9

1875
e 20170 30885

100 "

\“[ N P e

Rl :

160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
miz

Bl 14 HRAERS TR (M+H b 413.8 {& 1w &)

073
P YO s o ms

M EEFTLLER, M+H % 413.8 72 18Rk 369.9, 244.8 183.1 &,

12 SREHEY

RT: 34.64 - 48.01
100 5 N
768E6
90 1 TICF:-pES|
L0000 ws
80 3 JORAY
0830

ce

£709

indar

S 603
50 4
S 403

Relative Abi

30 4
20 3

10 §

000-
000] MS

NL:
23088

90 TCF4pESI
Qsuis
600,
12_12121414
0839

35 36 37 38 39 40 41 42 43 44 45 46 47 48
Time (min)

15 TIC % (_ERHER T, TE ) e F#0)

12_121214140839 #5726 RT:40.38 AV:1 SB:5637.99-38.75,42.34-42.75 NL:1.93E5 12_121214140839 #5722 RT:40.35 AV:1 SB: 56 37.99-38.75,42.34-42.75 NL:8.01E6
F: - p ESI Q3MS [100.000-600.000] F: + p ESI Q3MS [100.000-600.000] 395 96
1004 e 1004 )
953 953
903 903
853 853
803 803
751 394.21 751
703 703
653 653
603 s 8 603
g
553 3§ 553
2
50 3 50
<
453 2 453
]
403 5 403
354 & 4] e
303 303
253 253
20 203
153 153
103 103
51 mo T f o | ™ e “ 53
D Ve TPATY 0 W TIT e T W T ] Vet T co U 0 b e W e 0 s sme o |\ 5 |\ e e v s _sas o s
150 200 250 300 350 400 450 500 550 600 150 200 250 300 350 400 450 500 550 600
miz miz

Bl 16 SRR il (ZEBoh T K, A EIAIE B 1K)

Wi LA EERTEARH, M-H 24 394.1, M+H 4 395.9, MR8 SCHkIE iZ 2% BUAT RESH MAH 2k 395.9,
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15 S RUEEY

AT 32164770

N
22268
TICF:-pESI
[100.000-
600,000] NS
15_12121412
2678

703

&
T

Relative Abundance
@ &
2

S

1005 o
Y5iee
3 TiCE pEst
0 \ e
50000
\ £30000) us

) 34 35 3% 37 38 3 40 41 42 43 44 45 46 47

Time (min)

17 TIC B ( EECHIEE T, T Eh U3 40)

15_121214122618 #8816 RT:42.53 AV:1 NL:4 15_121214122618 #8809 RT:42.50 AV:1 NL:1.03E8

F: - p ESI Q3MS [100.000-600.000] F: + p ESI Q3MS [100.000-600.000] 69.64
100 4 367 9 100 4 b
9 4 95
%0 90
85 85
80 80
75 75
70 70
654 65
% 604 E 60
2 559 2 559
< 50 2 50
EEE 2 4
ﬁ 401 é 40
35 35
30 30
25 25
20 " 20 4
153 N b 151 .
e I
5] , sy 51

150 200 250 300 350 400 450 500 550 600 150 200 250 300 350 400 450 500 550
miz m/z

Bl 18 HRfERS A (2 BECA T 11, A B IES )

Wi LL EERTEAEH, M-H 24 367.9, M+H 2 369.7, HEMIiZZ% AT E74 M+H 2 M+H 24 369.7,

14_121214131751 #1034 RT:47.24 AV:1 NLA 51E8
\FDL; p ESI Full ms2 370.000 [150.000-500.000] 369.87
953
903
853
803
753
703
653
603
553
503
453

Relative Abundance

403
353
303
253

53 oo 244.99 sower

o 'J\ PP G R ﬂ' S P | P S R

160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
miz

19 FHEEFIEE (MHH 2 369.9 51 )

Xt M+H 24 369.9 7B T-dtf7Hat, FEER 4 325.9, 2449,
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#hig

WILZT Ik, AN I B T BRI, i SRS T R b, PR S B A B A A,
e e A BRIV Oy Bde, SRR HARE SO T ok, BERE T, %5 IREUS TR RIS R, R
TAHSHER, A TR I TR,

®2 RENER

e | RS FNIBRY) Bt AT RERD B FEFHAME BRX
%S | EfE /min | HREFE) /min | YIHERRIE BFM/Z R M/Z ERIRIE
B8] /min
129.5, 149.8,
6 16.6 16.5-16.7 20.7 M+H 414.1 =]
204.6
18.7 18.6-18.8 22.8 M+H 384.1 =)
24.0 24.1-24.2 28.2 M-+H 396.1 B, T
369.9, 244.8,
10 26.8 26.7-26.9 30.9 M+H 414.1 =]
183.1
12 29.7 29.6-29.8 32.8 M-+H 396.0 =]
15 36.9 36.8-37.0 41.0 M+H 369.7 I
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DGLC-18 B} g5 12 i itk t5 ESI-MS i HIiYy J5 ik alifb % e 22 A 3l
W R AR R I LT b RNA 2% 7 1
AL BB B GRS A ESMS A A AR FNA AR AR

DGLC-18 Identification of RNA Linkage Isomers by Anion-Exchange
Purification with ESI-MS of Automatically-
Desalted Phosphodiesterase-11 Digests

Key words: Phosphodiesterase-II Digests, ESI-MS, Automatically-Desalted, RNA Linkage Isomers

5l

il

RNA JEf RAUMAR RNA QS A 1B, HRTRI MS 1 LC-MS J5is i S b, A SR B
TFIALS APy € R4 RNA JELG,, ANTTEE ] RNA GEB: A RO 15 . IR AT  IR JEd e 2-5'
BT IR HAR A B IOSE SR TIN. SR — TR 32, %07 R B T2 it 15 ESI-MS I FIROS LY
B AT B 0 b R B (0 TR RNA S0k, th TS0 TP-RPLC Bhis R RE A SU0AFEL 50 F 6 1k
SERI TR TF, TRBCASCR R FL 3 € 2 M W 04T 1 FBE, oA R B ) EST-MS 3
fis.

RNA EZF MK RNA FERRRER

£ 2006 4£f) TIDES (FEREHBRAZ KB A EPRSIL) b, $#3E 7 DNAPac® PA200 €& i H: al A4y 88 5140 |
PR RER AL B AR (R S 2-5 %4 (B 1,2) A RNA ZEZHER . HIRERR —HRRS I ALFRix 26 RNA SERHR,
ifi 5 ERYMIIEGIC DI 2'-5' 8, FrLASTF=E KA EM B, i DNAPac® PA200 ¢4 iAoy B4k Ll x4
FrBERTUABE IR, B8 —A~ RNA JEB: A (R BB g A 8RS T B B, iiix 26 fy Berp 2'-5" § R 751 p 9 o7
BRI EMAR (ILE 3,4) . XITAMFFRE /G & F7E: Thayer et. al, Anal. Biochem. 2007, 361, 132-139

2008 4 4% TIDES [ HER - it & B, BAHEH T —AEME, B 3hiy )5 ok 4t DNAPac A4y & 514
B R, BEEHEAT ESI-MS 751547 (WL 5-7), {H2& KRBT K IP-RPLC J5iLEXT#EK /T 6 4~
TR SRR AR, AREOS R H 535y 4 BiIF . ITUAESL A AR et 34T 1 SE T ( WLl 8-10), ASSCRM T —
FhE#: RPLC J5i:, (EMEL R, e KSR 55k 1740 8, f ESI-MS GBS % M2 Mle —FR
Pty Bty e 7 A A B RNA B (W3R D), FEMRIRAYEREE 5 B85 45 5, DNAPac PA200 H:RER B F1oy 85— L6 K EEFNF
FUFARE], HEARFFIRALE L&A S 2'-5' B 800 RNA B HR .
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390
38.4
0.33M NaCIo,
23.4%
Dio-9:  5-AUG AAC UUC AGG _GUC* AucC
Dio-4: 5-A*UG* AAC UUC AGG GUC AuUC
Dio-1: _ 5-AUG AAC__UUC AGG _GUC AUC
§ b Dio-11: 5-AUG AAC UUC AGG GUC Auc*
qE: Dio-10: 5-AUG AAC _UUC AGG GUC AUC
Dio-8: 5-AUG AA*'C_UUC AGG _GUC _AUC
_| Dio-12: 5°-AUG AAC_UUC AGG GUC AUC
Dio-3: _5-A*U*G AAC _UUC AGG GUC AuC
Dio-2: _ 5-A*UG AAC _UUC AGG GUC AuUC
Dio-5: __5-AUG AAC _UUC A*GG_GUC AUC
101 Dio-6:  5-AUG AAC _UUC A*G*G GUC AuUC
250 ‘ ‘ ‘ ‘ 100

Minutes

PR 1 25" SR ARG 21 AMEL A RIS S P B P

B E%: . DNAPac PA200, #EEE: 66-132 mM NaClO4/10 min, 1 mL/min, 30 C, pH7,

HiHE Y DNASwift ™ SAX-18 £ fh g L T TRIRIE AR S A R kAL, REfSfefit 5 DNAPac HEXF X
LElml o SRR IR E M B (WL 2) .

900

Flow: 1.50 mL/min

A,

11.25 M NaCl: ..

Dio-4-12.954

30.1% Dio-12-12.754

Dio-8-12.633

Dio-3-12.421

Dio-2-12.358 [\

Dio-5-11.354

Dio-7-11.086

Dio-6-9.968

-100

6.0 ' ' ' 16.0 ' ' ' 1"1.0

Bl 2 RNA EERA (R £ DNASwift H: L5y 2

18.0

10 {2481 (CV) HLL 325-575mM NaCl #£#25{k, 1.5 mL/min, pH7, 30 C,
Pl 3 FiniEl 4 RN — i e AL R S 7 A — 2 SRR I Bl IR I 1T R R B

Injection 3"NMPs RNA Fragments froml Phosphodiesterase digestion
Spike r 1 [ 1
5000
Flow: 800 pL/min "
<é“ Dio-6
Dio-5
L S o
1.25 M NaCl;_| 411
Dio-3 ||
-500 T T T T T T T T T
0.0 Minutes 1

& 3 F DNAPac PA200 3435 Dio-3, -5, F1 -6 BI4H5>
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Injection 3 NlMPs RNA Fragments frlom Phosphodiesterase digestion
Spike r ) [ \
Flow: 800 pL/min

8000

MA,

-1000 T T T T T T
0.0 Minutes

[ 4 F DNAPac PA200 #1435 Dio-7, -8, 9 F1-11 44y

BCE T A shtrees / o A BT UltiMate 3000 A48, fERRFF SCIRROPEHIT, wTLARC B BBEREALIEL SR
MR X REMLERAI A R . TR B SHIRE R

Sep 1: Purly on DNASwl using eluents 1 and 2 lor ion-axchange.

Step 2: Desal on Acclam™ PAZ, Sum, 4.6 50 mm, usng eluents 3 and 4 lor neversed-phase.
2604381

Bl 5 i UltiMate*3000 ¢k RZEHEFTIEE [ 2oL Rl shid #2

B 6 FiilEl 7 oA Jask ESI-MS sy 4 34T RNA Aifb A Eh iy — A~k i, P 6 Fronh 125ng Jefp A 21 A6
JEH RNA GERE T A9 (R £ DNASwift B OAE RAifb 28R, v R IR R W 2 4lifk B ARy 21 2k RNA B9Zi
78% & THEI T 97%,

& .
"]

"

g K

5 E

1l

. ._p—'-#_r‘\-_.’-\.m—.""'\—w"

; 1 | i psi
il e B 1] " L
Ao Eheh o aw H—
) - - WU - . - | ]
U o e ot Do .

& 6 DNASwift $#£4fi RNA &£ 534 Dio-11, 10 fEAEA&FRF L 325-525 mM NaCl # fEAR (L,
pH 7,30 C , 1.5 mL/min, 125 pg F£5,
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Bl 7 &4 21 ANBddE RNA At A IR R B AL /G RNA A . RBIPF A& SRR 4+
IS RRINA PRI,

mon | 2 EQiimg

B ¥ ht
S
1 !
= i
- ] =
bty || |
e
stroure f
v
1 L'I
" - v

|||||

B 7 RNA Al (kR AcclaimPA2 #1 F hEL . afifbsH sy 11 BB 3 Eh K 5 ESI-MS ik

[l 8 ZeMipy sk 1B e R 1 AR A B ot A R 5 i, 1205 TR AR E A 21 AR Y RNA Sl
(IR s 5 NEFRWIZT; ot T 2R —Fale T ALFE ) RNA B A= (U5 5 RNA FrBIRER R A A1, 4]
FEUFIH AR AR ISR 5 (20 mM HIRE:, 1-40% (I FREERSEE) wT LUK BRI RHZA 55 i B R o

lon-pair nnde Reversed-phase mode
a I Imact Dio-3 desalting it Sucoessful Dig-1 fragmant
E T wsn] | cosaiting in rovemad-phasa m
| | Sah i in-gair mode 4 | i Biaring W RPN T
§ 4 ' RMNA 2 Tmeer
E | / ] Salt{Conductivity )
1 | ] / RMA Fragment
1) - ETE  — | {Absnm)
- S— e
[
e an—gae aaage 8 |
s E \
| Moo [ho-3 fragmant desalting | A
E Sale {unes LS hul) 1 il e
1 [l T -
£ e ]
T || |
‘,f.,, RMA Fragmess | |
P -t i tomme | f_.
Il /
T T T A - T R T = ™ am y
Minutes. Mmuins

B 8 FEAZHER B iEL: Acclaim PA2, & 145 A LLER

9 R RATRI G A BT BRIAEFEER ) LTQ Ui (30 b A 1E (1 B — [ i 35 i ] S 61

Bl 9 ESI-MS %55k { Dio-7 fYF Bt 86. AR R (7 250 B 487 1 AN HUFT A S — [ 38 Ui
XA 5 rArGrGrGp( B, —ANARBERR ) & — B . I IR AU A2 1382.2 (2ppm iR 72)
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[l 10 L8R G AR AL 7504~ RNA Atk o Be (Dio-3 #1 Dio-5) A Bh LR AGTE A

Relative Abundance

13482
1392.2
14465

T T T T T ]
1000 1100 1200 1300 1400 1500

©
8
691.27

713.27

Relative Abundance
2
g

)
88
197.91
b 26291
F— 345.18
= 831.18
_Fes7.09
963.00
1072.73
1150.82
1244.82

5
T

1340.91
1470.27

» 37718
436.82
490.82
556.27
622.82
= 771.18

©
~
1
R
N
T
8

< ¥s311.00
© f1018.91

T T T
00 1200 1300 1400 1500

900 100

0 500 600 700
mz

E 10 SFESEY RNA R Bt ESI-MS i

n
8
@
o

3
=y

1

B 445 Dio-3, KB 63 BfAE ik, m/z 662.7 (gt —AN W HLfflE, 5 rArUrGrA-p(MW=1327.2)
M—%; TE: H5 Dio-5, B 70 AUEFRikE ., m/z691.2 (i 5 rArG-p (MW 692.1) #H—%,

# 1 RNA RUFERGERN RS
RIBEIRFS, FRILZZEREFN DNAPac PA200 RYSERR

FERNAER

KX 5'-AUG AAC UUC AGG GUC AGC UUG-3

1&4h: BB TXIZLIRER R 2-5' 3

&AM | REE | ESMREMFEIIRLE REZID R=
Dio-1 ¥ 5'-AUG AAC UUC AGG GUC AGC UUG-3 F (R%E NMPs) —
Dio-3 63 5'-A*U*G AAC UUC AGG GUC AGC UUG-3 rArUrGrA-p 1327.2
Dio-5 70 5'-AUG AAC UUC A*GG GUC AGC UUG-3 rArG-p 691.2
Dio-5 72 5'-AUG AAC UUC A*GG GUC AGC UUG-3 rArGrG-p 1037.2
Dio-6 76 5'-AUG AAC UUC A*G*G GUC AGC UUG-3 rArGrG-p ? 1037.2
Dio-6 78 5'-AUG AAC UUC A*G*G GUC AGC UUG-3 p-rArGrG ? 1037.2
Dio-7 86 5'-AUG AAC UUC A*GG* G UC AGC UUG-3 rArGrGrG-p 1382.2
Dio-8 89 5'-AUG AA*C UUC AGG GUC AGC UUG-3 rArCrU-p 958.1
Dio-9 92 5'-AUG AAC UUC AGG GUC* A GC UUG-3 rCrA-p 652.1
Dio-9 94 5'-AUG AAC UUC AGG GUC* AGC UUG-3 p-rArG 692.1
Dio-11 46 5'-AUG AAC UUC AGG GUC AGC* UU*G-3 rCrUrUrG 1200.2

HIRLE R TR

1. i FR IR REWTIT 2'-5" JE4%AY RNA, (R (E RNA fYNES, Siiherp 35" EHGEE 3 I— i
TRAALWTIT 4] B AR G 228 5'-OH [alikt =2k 3'- (e 2-) R HR . BidERdn — Mg 3 Rk &
Fed: 3-OH (3% 1, Dio-3,-5,-6,-7,-8,-11,-9[Fr 92])

2. %58 7 DNAPac (a1l | (] 3) b Hild R 294025 M6 53 BTy ok B Dio-6 R4, & B e L EAG HH IR B & (%
1) o IR IL AGG-RNA B, 33 shfftIZa. 5 slRfbiy 3'-OH sy (3- HER) i ik
ffk 5% (3 1, Dio 6 [Fr78)),

3. 45y Dio-9( #lR L AG) HUZE /AP WA 2-5 i ERIMT 2L, WA 2AH4R (3'-5') AUmTZL,
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g
-DNAPac PA200 $+
- BB TR 2 & A 21 MEAWENEREFE (&

1)
PR AT 2-5" I A R R BEIR AREE LA e 2B, ERERVOLE AR e A IR

3-4) ,
- Hhoy Moy B T IR RS R B A R E 2 PR (INMPs) ([ 3-4)
- FERIR BEER AR T RERE AR i Al L HY SR HT IR AN RNA JrBedlsy .

- B RIAT] 100 png AR A AT R o BER LT

DNASwift SAX-1S B4+

- 4B RNA iR (K 2)

- PEOLAE IR FE R 45 Al ZE R R A RNA Fr R sy,

- LohmA R, RN ER R AN (EE R LARE] 10mg)

Acclaim PA2 s

- EBE AR, X 6 AMEREELL ERVSERATRA R RNA FrBelidh (1 5-7) .

- 7£ RP e #H#5C (NH,HCO,H) Hr, %f 2 Mk DA _E B HERfD RNA FrBeliish (&8) o

- X RNA 542 A PR R —Fal 1 R4, wTULE B ESI-MS %510 (& 9-10, % 1)
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DGLC-19 HIFJi% s Hr (¥ FE e AR IR +8 05 74

XA EABAER; AXRE; A SN EE AL, Rk

DGLC-19 On-Line High-Throughput Desalting to Prepare Samples for Mass
Spectrometry

Key words: On-line SPE; On-line desalting; Dual gradient HPLC; Valve switching

il

5l

JFEE (MS) FnigAH a3k - BN (LC-MS) HARCERBCh o #r & I A LR AT B, (B A TLRR & 4
2 IR AR 1 P 1) ek R v i K (S P A v R B R 5 TG o T A B8 A e, A S e 5 B B AR R B8 U
e, BERMICIES T, Wik, BOEIRTARE G EREE B CAE S, HATH R 52 B2 E AR (off-line
SPE) , {HH PR, RERH-KIEZG B FracR . Hik, BA AR R, 5 2mtiRFndy ik =i
SO ELE EARAEEL (on-line SPE) BREL B RAIFF K FRLH A 23 32 S HAR ',

ASCHESE T —FiiRi e, BRaEFIAG 8 AT T IR AN - B 23 A AL ot R AR 2 T AR A B e e Bl T v
J5 i85y HBAERBUE PR, B TR EBEEES . A St M FBCA 2p-10p 0 (BD 2 - Hdlis) AIkER
R RGRAR G TE (HPLC) R4E, EOUEERIAMRIEEIT, TR RAELREREL, KBl TR mEREL EahiE, K
Kigw T LR,

i A5
WHEFAT

FEER K UltiMate 3000 5 28 AH G 30, BLH6 W =085 B 2% (DGP-3600A ) it & 7~ 38 7E 2 i <AL (SRD-3600) |
HahitAEss (WPS-3000TSL, kMR M:) . A (TCC-3200RS, #fF 2p-10p P, Bp 2 fi71#is) |
ARSI (DAD-3400RS) ; 75 {4y (43645 AR f Chromeleon® 6.8 SRO,

O, KBTIk (182MQ-em) , WREE (NHHCO;) . HEg (HCOOH) | {®{t#f (KBr) #5454l (
E E 25 B AR A A RAF])

ZH T
O R PEREIR SR (h ER A SR R A i Lo A A il dh 2y wlR A i aift AR i miE R e (BSA)
Pt s 1 LSBT SRR AR BR 2 Wl

2B R 2 E I S CH T TE

DIt E A 4 mg/mL KBr [ BSA brifls AR A TERER A Gl FAR AR 5T Hh A 75 2% £ IDE [ERH A B B A8 BUREEE
N, REEEAME L PR, @R 1-10 f7d@kl, EFEE (Loading Pump) L 0.1% HCOOH iAW (v/v) A
#EhAE, 1.5 mL/min {FEHRE, FESIAIE PR BSA #{R 81 SPE £ 1 (Acclaim PA Il Guard, 4.3 mm x 10 mm,
5um) b, ifi KBr AgELR B, Bkt SPE B, f£ SPEH: b 52 kB fa, i efE 1-2 i, 57475 (Analytical
Pump) LA 0.1% HCOOH i%ifg  Lfi§ (6 : 4, viv) hifizhtHl, 1 mL/min JikdE SPE A, 15 HHY BSA B,
LIS MS HEGESE TP (on-line SPE-MS) , 5350 (UV) Rl & A #E1T 0 #r (on-line SPE-
Flow Injection) ; siliid il &1t tailiH: 4y B 5 HEA MS #4745 #7 (on-line SPE-LC-MS) , B FH 4 SM& M 25 2
1147#7 (on-line SPE-HPLC) ,
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Mp——— Leading Puirg

. Analytical Pump |-

Autoaamplar -y

Analytical Calumn

Bl 1 7ELR IS A R BRER B A R A AR P

LTI K E R T7E

[FIFELLM & A 4 mg/mL KBr [ BSA Arif ahiF A TERER A B, 1R AT 52 b i 78 2% [ FH A B R ER AR Tk
PR . TRREE B AN 2 Fow, EARSERI AT 58 A AR AR . (0 RAE DA R AE BRI DE % 139 55 B AR AR ]
i 1-2 fod R, /£ SPEAE | EVERERIRREY (A1 1) o EMSRIERSS, FRabiAiRH ) BSA BRI 7E SPEAE 1 |,
ifi KBr g fR B, Bkt SPE M, 24 JA3] 1 52 pk, HHd@ RPIE 1-10 (23, JAHI2 (£ SPE #E 2 _hibAeAbRE:)
Fh, HAEE SPE HANZ (35 5 R0 1 AHIR] . SO, o450k e Ay BSA e, @ik 5 MS s 5540
N ES HARERIE T o SCl iRk 2 Gy BIREA MS U MBS T o . R 2 72, 5+
RO R 12 A0, R L O dhiskss [, W JEAE SPE M2 AU BSA WIRRDENL, Hlllsezeid 75 Bl
XAE, SPE M 102 B8R4 TAE, mis8ess it Se Rt an I AEZRERER R AR o

=] Loading Pumg

Analytical Pump

SPE Column 2

1

| C:I
[ ]
= Autosampler |=' R L L T T |
i

D — .

Analytical Column

P 2 FELRE AR AC I R ER A B E A U I e P

ZRMTTL
GRS RHIIFG

P AE LR AR A B AR S R 5 i — A B R, — R K EARAE B ER I R], b S U R (R] s 4
KEABRE RS ER IR . A PO & il 25 6 T 3 5 (56 FH O 2% b L A B IR L A Il v A S MR ML, 78 5 10T K Itk
AL i A S AT OIS S N R 4 KBr S T B b3

P 3 A AR R AR, AN 13k B KBr IR 1) 7E 2% [ #HAE B - {7 2hi: 5 (on-line SPE-Flow injection) 4% [&] . 7£ 0.5
min i}, ATLANEES] 2.0 F14.0 mg/mL i KBr gk i A 5% 4%, {HAE 1.5 min i}, 4.0 mg/mL (1) KBrizik h B4 56 4 %k,
FEWE K I AHAC BRI ], 7R AHACER R AR S R A 2 3
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00 L g gD im

B 3 fELR A IR Eh B A U B T RIS [RIVR B KB iR IR ahiE S a1k [

SPE column; Acclaim PA II Guard (4.3 mm x 10 mm, Sum); mobile phase;: 5 mM NH,HCO,; temperature; 30 C;
flow rate: 1.0 mL/min for desalting; Injection volume. 5SuL; detection. UV at 215 nm; samples: 1. 0.1 mg/mL; 2.0.5
mg/mL; 3.1.0 mg/mL; 4.2.0 mg/mL; 5.4.0 mg/mL

Bl 4 R AT, AR E AR R R R, & A 2.0 mg/mL KBr BYSERH R i B 76 2% [ AR AR -
e ARt (on-line SPE-HPLC) [, fERRELIEE A 1.0 mL/min b, 20 4 (a) Fos, (EFEHIR G IEREEH
— AN, i RINRIOETEEL R, AT A IS KBr AUk R, BAHTAGE DY 1.0 mL/min S R ATEL AR 72
AXbr; (BYBRERGUENRE 2.0 mL/min b, 4nl& 4 (b) Fow, iZGHEIERL, RUFSTRTOSRRER, B,
T I K [ AR A R B e, P AR v 78 e [ AHAC BBRER RO

Bl 4 FELRIEARAIEREE A AR TR E A 2.0 mg/mL KBr RS B M (ERRER I A
(a) 1.0 mL/min F1 (b) 2.0 mL/min [} & 280 A € 15 14

Conditions for desalting: SPE column: Acclaim PA II Guard (4.3 mm x 10 mm, 5um) ; mobile phase: 5 mM
NH,HCO;; flow rate; 1.0 and 2.0 mL/min; injection volume. SuL; temperature. 30 ‘C . Conditions for separation;
analytical column; Acclaim PAIl (3.0 mm X 33 mm, 3um) ; mobile phase; 5 mM NH,HCO, : CH,CN, 8:2 (v/v) ;

flow rate; 1.5 mL/min; detection; UV at 254 nm; temperature; 30°C . Valve switching time: 1.0 min.
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HL T HTERIGFE T 5 BN

AW U R RAERAT, B ER 10 kA 4.0 mg/mL [ BSA IR (BAFHAE L& Sk) , Bt
32 BSA (il (18 5) AILR BRI mI Al i BRAV A Frifle 22 (RSD) PPl E£% B AHAR B BRER J5 v R LM
BSA {R BIR A RSD 24 0.1%, I HIFRAY RSD 2 1.0%, VLW TG i 00 EELME R AT

==L

..........

5 FELLFEAHA IR EDEBUE B TS A 4.0 mg/mL KBr [ BSA IFRES AL 10 2
CBEAFERAE B S k) OB s o ek 1

Conditions for desalting: SPE columns: two Acclaim PA II Guard (4.3mm x 10mm, Spym) ; mobile phase: 0.1%
HCOOH (v/v) ; flow rate; 1.5 mL/min; injection volume; 5pL; temperature; 30 C . Conditions for separation:
analytical column: Acclaim 300 C,; (4.6 mm x 50 mm, 3um) ; mobile phase: 0.1% HCOOH : CH:CN, 6:4 (v/v) ;
flow rate; 1.0 mL/min; detection.: UV at 280 nm; temperature. 30°C . Valve switching time: 1.0 min.

HHES IR A LR BE A i, RIS, 8 1 0 =24 45 IR D048t [R] mT DA R oo 75 2% [ AR A B B
R (EARE R P rl Be S S B0 mIERIFEAR [RIL, HUCIERE R AFOBURR BE FERE S BLIX — H I RIIE .
6 & BERRZE (P ER IR BEAR T 1.0 mg/mL AYZEAL HRRAE S ERBGERERT, RPN A1 4540 3 0.4 min [ JIELE
BERE 8 IR B il AH ik B (B A2 B 4 k) o BRER. DEBEFRSY BIEAE 1.1 min BIWT SR, SAX IR IR B
IFiEIAY RSD 24 0.0%, I&mEAHAY RSD 24 1.5%,

A0
maL

aligrudestds

6 FELRE ARAEHUBRER DAL B A T A SA IR AR Ao Ze b A 8 Tk (AU & 4 1R) A9 B hne AR (il [l
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Conditions for desalting: SPE columns: two Acclaim PA II Guard (4.3 mm X 10 mm, 5um) ; mobile phase:
5 mM NH,HCO,; flow rate: 1.5 mL/min; injection volume: 2pL; temperature: 30 C . Conditions for separation:
analytical column: Acclaim PAII (3.0 mm X 33 mm, 3um) ; mobile phase; 5 mM NH,HCO, : CH,CN, 8:2 (v/v) ;
flow rate; 0.8 mL/min; detection; UV at 254 nm; temperature; 30 ‘C . Valve switching time; 0.4 min.

LHie

ASCENT T B BRI RO AT T B AR - DR o0 AT A AR R 2 B AR A R el PR 5 . T
553 AP SAERBURE IR, AR B R e 2 iR I R A Bh e B, SIEGERRERTTEEMLL, X074 R
i/ RAANERER D BROERR . AT BCAEER. BRERSCRm ER A, RO iRm T LR, Wik, EHEARLE
A AR A 23 B A AR A I F IS

SE
[1] Opiteck GJ, Lewis K C, JorgensonJ W, etal. Anal Chem, 1997, 69. 1518
[2] Weil, SunJ, YuW, etal. ] Protecome Res, 2005,4. 801
[3] Yoshida H, Mizukoshi T, Hirayama K, et al. J Chromatogr A, 2006, 1119. 315
[4] Thayer JR, Puri N, Burnett C, etal. Anal Biochem, 2009, 399. 110
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FERREVER T, AT — M FEsh o Bréh i )a, fo b T — A FRanl, QIR R T — N EACE i R, Wi
Seik RS, AR ARG WAL TR BR A il 1 poR

] WL 2
= e,
X 1
00 + :
. { i
1 1R £
G w8 = i =)
TN ] g |
LE = e - e !
Phass 1
nslive grachent Phese Fhase ¥

columnwash  column reesgulbeation

Bl 1 BT ikia TR

AR ICTEUEFI P B AR B SR BT, BI04 T — b AT i A AR e 2 R, f£ a) R
BB, fERT 25 o PR B, s TR R MRS, EREJR D 25 3 PhE] 44 S B B B, 63k RGEHATE
VAP R, AR rh ETC AR Z A DRI, BRIk BRI i) et 48 e o W AR A 6 fmi e, o 1 3 mi o i T
TERR, WRALY) BT %, fERT 25 s BBEEE T 5 AU, o brid e Gl k: (F: 1) U B ANITE
DEAPPfiimes i, [ SRR G AR, BIATHE T AL, (Bk) , MBI —Reikt: (H2,
VB S T — AR R R AHR) SRS TR, s E B o ase RS T— e o drie e, S5
SitsErtan)a, PRI E BB UER P HRe , mPfarot: | B A Brimik s T FEah 247

B 2 AR, EOACPERE . a). 80T R, b). BLkid iz
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Chani-Cirmabant Pump - 1 i = =
[ v— = o !
——r v
e ¥ 1
Pasition A a
'
- -

Dl Dirmdiersl Pump

Position B ‘

B3 R E A

e 3w, MR Ab T 1-10 AHIER, @ik 1 (35 6) TSP b, #ETRe b, k2 (EE)
AL B LIS VE RN M B AT AR T Rk o . AR QIS HSE SO B TR AT 5 B o, w4
20%-50% FrIIsFA]

U3000 45 GEMAH (T8 A IR VEFR B T o2 6B R iR T . MM LA TECE , FFBd AR, &
T TAEE T IO e M A T2 e, BRI A R

® X =7t (DGP-3600)

® HEif4E (TCC-3X00 SD/RS) F-ELEA—A 2 fir 10 @ LIH I

® [ ZhitFERE (WPS-3000SL)

® 147% (DAD,FLD,CAD,MS %)

o FIARMEBAHEID G T AE (ORI AY . RsF, Mk, REEF. BRI

(=

K 4 @ik ARG AR

{EFHR BRI ([ 4) B Rse R, WA AR AR ) (Chromeleon® Ver.6.8, %3CRR ) #1115
(wizard) QUH =TC R AR (Lhoypir e ] 25 8 2010 Rl 25 CREBAE HESHRCABI) -
HULTTIEANT

B Acclaim 120A C4,5um 4.6 X 150mm, (PN:059148,SN:003534,003816)
REht: A: 7k, B: BEE- ZB5 (14:22)

MR AL « 220nm

HIR: 30°C

HIEE: 20uL
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HWERRRF
BFiE) (min) SRR (ml/min) B%
0 1.0 38
15 1.0 38
21 1.0 52
45 1.0 52
46 1.0 38
51 1.0 38

IR O, £ “REa (Browser) ” % Hsidi “3CfF - BIEEHTSCH - BB /¥ (Program file)” , 4nf& 5

Ctrl+N Control Panel

L8

) Panel Tabset C 1

New Directory... Sequence E?ing Wizard) : ==
Sequence (from LIMS Worklist

Open. .. Ctr1t0 uery (using Wizard) Help
Cloze
- (1) . R Method File
save Cirl+S Spectra Library (2)
Save As. ..

B S EE N -1

madiiih, HETE R (B 6) , EFEEHEME (Timebase) #FR (Al k44 DEMO RIR =Tk
HARL)

The Progres Tizerd guides you through the creation of progres files.

To start, select the timebaze wherse the prograa will rus.

Timabaze:

h ] a a:’)l:oqwler
Coaguter: i Bl Favorites
Eﬁﬁm # Hetwork Neighbarhood
Bretocal:

ily Conputar 'i

Enter cosasetion
information sumually or

pick u tinsbuzs from the

Lo [FEmy] wmm | mm |

K6 BLE/RE -2

Bl T (next)” , WELATFRE (B7) , ¥ “HIPRIE (Program for x2 Tandem Operation)”
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eyeeem Bz Busnt U, x|
Whisk Ba el o Tragran di pos ssnt 4a mraidaf

I~ Bmtar Frapre
© Pragrmm Tos DaeLline SPISLE (5alid Phiis Borratio = Lignid Dimabogeog

T (on gf Tasdem Ogarati o

cp—awmfTEws] wm | wwm |

F 7 RN -3

g R (next)” FEAT(LEARHIG AR SL (il AR AN IEAE & i B KRS &% BB, R I AR .
ARG B F AT =TT RN &R I, DA E
feom: fEhEAIEE et , SFEF BB REE (WWE 8) |, WILASEH Bl A s T

Coduran 3

e Py ol g
L

fram Necondiiealsg
g

Pasition 1_2 caren

Il 8 HRIDCR L e e n R

W= RHNKE

ot A T S al
ST 1 [Ty guiwriion |
LL
W mew || sealpticd by [Fephde =]
® BT E || eesditiwanr  Fmsletn
w &k
| |
[renrers Lanim Sanivm Pl oesiaratin, § Beisbersiion
(e F m s w F Irae v
ppar B W e barl Bes F 0 ow . mnoww

tr-pmfr-Fms] ma | am |

Ko BLERERE -4
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FE “155 (Solvents)” #:H A AIRFILHR (LK 9) , “FiEE: (pump selection)” #2HEFE /> HrZ (Analytical
pump) FIP-f#i%E (Reconditioning), A R4 % GHEAE SR, MO T WO WERE, BN A 306 2 7 1% B %,
i “T—F (next)” FHITHEIXE

r-.'-"r'.';;_:ﬂ" m’:‘.‘r‘“‘f’.‘.‘l’:“'&ﬁ.‘ﬂi-ﬁm g -ﬂ]
Sgati By tha coplats ningls rulms grefient grefile md @ aff-lise reosadibaming
i ey -
q ._“
i
| BFle fabiuin]

I ] »
= o
5 =7 % = T | e R
Rafestion Flow o UL
Imin]  [alfain) T B Carve |
1 ZLog L 0w bR ul 5B plainiin
] A5 000 Lo BED 0.0 L3
§ 48, 000 1.ty =0 I, B Lol
] £ 0000 100 B0 o, ¢ £ e |
crwnf[f—rm ] ®ma | mm |

E 10 feEREE -5

FEAG b T ik oy Wit TR A ST 53 B, SR 00 A Bl Re 8 o7 A R BB A Ry Bt iRl i —2F (25 5%,
LLERPUR) , DMELELe s At AR08y £ it El AR5 (LB 10) , SEBRERVE b AR5 7 1 DL E B4 (8] LA CRAIE
BREASMIESR (e A s (e 32 oh, WIRERF R E S (SAEMLLLk) oh 32 480, ifEki2 A sk
T ELIBUE S P E) o Sdi T2 (next)” , 4REEIRE

(T T T T )
Jankd il Py Gkt —
il —z o [ T Vs P
0 e RN g
Hls [ o B0 gy
| Tims T Inial
=
- [ = A = =
Beianditiatling Py Mamglat
0 — 1l et
|
| Cp—
gl T pe—
ne | ki
e e

ix=pufF=¥wi] = | wm |

B 11 ECEREE -6

BB PP CL22 1 24 55 BT 1180 ST D B BB PE AT e B2 4, AL (11 11) Z . BRPRIE 1 B
(0 5 W B AR SR A U 2 1O (8 (void volume), AR A T e B i O3 (low) LB b %
BRI (time) , DLPE 11 £T € LIk , 7 (sf AR (28 BB, KPR 11 L LB h 2.5ml (R
o) eI I 2.5 5, AT DA i B B 25 02 DI 2 19 02 B (void volume purge) AR -
(reconditioning) HTA AT, LA AT, AKSEAd “ T (nex)” HEATIRE (AUIBLEILH%iLE)

* 120 -



NRAXE

Wﬂ
e Spuad g TR R T
Buss Byler e B 00 ]
Iy s dped Fo= TR BT
[R— b .. 000 w2l
Brispmas £ Tatn Spand ;um oo 3wl
Fampla Buight | 7 ooa 000 3 00 )
Tnpagt Tink HEerslng :’]
ok Yadwea 7Y oo D oot e
Fack Gped [ia R TR TR |
Ly r..u_J...-_c_.p_ J_l-'h! Mo o)
ik
trpu[F-FE] _wa | _am |

F 12 ReERER -7

I e T T —

Tajwst Mok T -
g e e |
F
1 By
Pk Gt Fastor Eo T neoma
Masinam Injedy Valms [T oMl . 390000 ® 1)
Flim [allaial
Brpaan Tins [ean]

ssufT—sws] ma | _ wm |
B 13 BLERER -8

BEREZ SR IE S (B 13, Bypass) A& 24 T {F3EAE 25 JFHE 5 37 B B4 ER (Load) #RSA AL, 5B 2 F-1lf (o T AT
ACAEFHTRIRSE A Ih e B v, BEGAE T — kAR PRI B I R A BB VR S RS T K145 B Bh IR (flow),
FER IR FH (maximum injection volume) FliE Bt £ %t (Loop wash factor/Flush out factor, UL 12) i85 2 b Pt ia]
MEPITHEAER A . WEER, AU EEERE (isocratic) PEBLBLA A RTUSITiZ A4 .

gginith TP (next)” , ARGIFBEEBRUMRE D, a0 TE, mdi “FTIHFRERIX E R (open valve setting
panel)”

T TliBain Tundem Br shask asi =l
ﬂ + T hi-ml‘lﬂ# -

E
B
H
]
E

trfup|T-#py EA | L |

14 BLEREE 9
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TR, (PR QI HE BRI (262 1058) b, DRBCHAREE S5 U0 8 iR A& 00 B OUR 1-10
B 12 e s A, MIFEAn T B (18 15) v, K A 5 B e e AT IE R B B UM 1

B A= E!

Left Yalve Right %alve
Column & [10_t R T =l
Column B [1_2 x| iz -l
Calumn € [1o_t - Jiot -l
Caolumn O |1g_1 j |1g_1 j

Columns to Use [ag +|
Active Column  |a - Next Column

(2)

B 15 flEr~EE -10

FEiEE L RSB E G, IR AR PP I i 58 BT PR AT IR 7 S o AL P o3 et I T P 1A P i e
P&

FEVR AR DGR R PRI, T SRAT AR AP SO, R IR P IR R A B R, AnlE 16

T e T ey
M e pie o= Telmes jelinanie fumd Pabe B
OFE'ed Lo
1a ety
7 5t | W i, | Lot oty CRETE | | e o B o lareitid
g S e e ey
e
e
s
g
=¥
g T
Ve
=
M

16 BLE Rt d
FELED R HARE] “ B LI (tandem options)” Jfxidi “SEREPEAEE (consistency check)” , AnRFEF3CfF

AIEMEEDE, WEZRE P BoRHREE, e RZESHTRIERY. A SEFREERRHR, %
FE3X A REEED

¢ 122



ISRERE S

R ]
M = JC i AH =5 1% w2 H 52 Bl

« 123 -



ThermoFisher
SCIENTIFIC

DGLC-20 X — ot or Hrdh e vy Je &y 1w A i
XA RRFREBT; B, AXPHA; N=L

DGLC-20 Rapid analysis of ranitidine hydrochloride injection and related
substances by DGLC with tandem mode

Key words: ranitidine hydrochloride, tandem mode, related substance, DGLC

5l

il

FERRE M5k, GORREAERE ERE b oy B T, BT oh O 5 P M B A REREA T T —/MHE S 4y
Mro (EXBEIFAIH, JERESE . IR SRMZERAL T R B, B REBR R T T — A FEd oA, W Hrit a]
AT 20% ~ 50%, s IR TR IR SAEDIEAR, AR TES S Hritdh, AR T E&iEt 5 F, Gk
ARG . MR ARG, PR GRS R R TR A AT

A SCRI IR =TT HAR R R A Hiﬁﬁ*ﬁmﬁ&?& JER TSGR A S IR, 4 Bribt TR mT 455 2 30% Zih

i A5

%% Ultimate DGP 3600 %51, WA ELM AT ZIo SR WA — N HERERE KIME
Mg, EEWE L,

i, Acclaim 120A C,q,5um 4.6 x 150mm, (PN:059148, SN:003618,003887)

HEi: 35°C

M. 230 nm

BEFERE: 10uL

WA A: BEERELZE i (BURERR 6.8ml B 1900ml /kHr, Hn 50% A fL4A 8.6ml, fnzk % 2000ml, FwEERR
B 50% AR pH AR 7.10+0.05) - L (98:2) B: BRI - LG (78:22)

BEEERR . MK 1
- g 3 Antmereyie ¥ gl J
‘ P

-
1 L&A

a@
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®1 EREF

ER (B&EXESTYE) 'R ()
B8] (min) | IR (ml/min) B% AF0E] (min) | AE (ml/min) B%
0 1.0 100 0 1.5 0
8 1.0 100 10 1.5 100
9 1.5 0 12 1.5 100
13.0 1.5 0 13 1.5 0

AT E A
BAR il B, RS EDAE A R cEE: Iml 298 55 e T Img WiA T, OABEIRK MR . F % R IuE &K ania g,
R AR A GE R ARERI R Iml 298 55 JER T 10ug AUIAETR, BoA S e ahid i

SRR
X7 i FIRE a7 B

30.0 LRanit #46 [1 peak manualy assigned] impurity STD UV_VIS_1
~mau WVL:230 nm

25.0 1 - Ranitidine - 8.687

Pl 2 of A € T

46.1 Ranit #40 [modified by bin.yuan, 2 peaks manualy assigned] Ranitidine UV_VIS_1
1mAU 2| Ranitidine - 8.670 WVL:230 nm

40.04

35.04 1 - Impurity -| 7387

15.04

10.04

5.04

0.04

-8.6 T T T T T T T T T T T =
0.1 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 121

B 3 FEAMATR G
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FRERESEDRES T
R2 RAREEMNELSR
Sample No Sample Name Ret. Time(min) Area(mAU*min)
40 Ranitidine 7.387 2.8966
41 Ranitidine 7.383 2.8756
42 Ranitidine 7.393 2.8732
43 Ranitidine 7.373 2.869
44 Ranitidine 7.39 2.8733
45 Ranitidine 7.373 2.8568
Average: 7.383 2.8696
Rel.Std.Dev: 0.13% 0.26%
*®3 BRETEEMNESER
Sample No Sample Name Ret.Time(min) Area(mAU*min)

40 Ranitidine 8.67 298.4788

41 Ranitidine 8.687 292.3304

42 Ranitidine 8.673 297.1056

43 Ranitidine 8.68 291.8824

44 Ranitidine 8.673 298.1597

45 Ranitidine 8.68 291.4154

Average: 8.677 294.8954
Rel.Std.Dev: 0.07% 1.14%

£ie

A30E R =TC R bR T Je R T TESHR A M i, Gl i AR DB AR 21 v il = pRad oy BT, AEERAR
SRR A 13 53, B2 375 1 Wikt TR 4 35%.,

FER ZTCHB R I b, R R JE AR B 2o AE AR € B A b B ARTRI R B AT, RIS R R G by P2
&, DT tEAE 47

FEARRYIF TR, Rt I 2 5 Rt 05 ik mfin (EBUME) |, FEobad B rh m] DAGH E3d & (0 (1A
IR REB B E A IR (E B, A TIRE RSO R, f T80 A S BB UMb I, ATRE S S Bk 2
FifE BEK, BB T AR E B A ok i 5 B BOE R ST R LARIE A LS B A E

FERGUMZ AT, FIARUESER: & . HEUMHRIRAI Q1A 2 FRE R AR CE R TE (TS ARainE) A%
B & F o Hrim s ARk, DABEGIE 5 R T,
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DGLC-21 M = eIk i orBr & CECAE T AT PR

K415, BB, FCLBERY; AXHA; =1

DGLC-21 Rapid analysis of related substances in Deslanoside injection by
DGLC with tandem mode

Key words: tandem mode, Deslanoside injection, related substances, DGLC

il

5l
R Tk, GIEHEMERFh o ERR)E, DHRERLE Mt 5PN BA ST T — 1 Fah s
Bro FESXBEITIRIEL, BEARSR. HEARAE DA S ARAL TN BURA, E«lj‘lyﬁxﬂ'f@ﬂq*T*/\’H‘nnﬁ*ﬁ Wil 53 AT it i)
AT 20% ~ 50%, i@ FIR e BB MR, BAF M TS it AFMTELER S P, Gk
RO EIRES | RIS G, PR R A AR A TR S A #T
ASCRI I = TTHAR R A Bdi oy B 2 CREBAL TSR P A SR, 4 HriRhiRl ] 545 2 50%,

M S 1

&% : Ultimate DGP 3600 %751, G4HHA LM T HRITAIR =JCHER s WA — 1 TEBRERE . SIME
M. LA 1,

tailkE: Acclaim 120A Cq, Sum 4.6 x 150mm (PN:059148, SN:003534,003816)

HEE: 30 C

’fﬁﬂﬂﬂ(ﬂi{’: 220 nm

BERER: 20uL

wAhHE: A: Jk, B: HEE- CHE (14:22)

BRI Wk 1

Dusl-Gradient Pump
lreen Rlight Pump

1 (X EER A
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* 1 HERERF

ER(BEZBEXESTE) &R (9D
i8] (min) | FIE (ml/min) B% B8] (min) IR (ml/min) B%
0 1.0 52 0 1.0 38
18 1.0 52 15 1.0 38
19 1.0 38 21 1.0 52
25 1.0 38 25 1.0 52

HmBT IR A
BUA S Ch BER S T . R EUIE IR S PR 1ml B 100m] 851 FF, FURZHE A R LI, Hlfk 1ml £
R CHERALT 2.0ng HUTAERE, MO IR AhiATR

L RFMITL
X758 im FtFE in B 12 A

30,02l Sanpe W |

mAU WVL:220 nm
250
200
15.0
10.0
504

1-8723
1
min

2.0 T T T T T T T T T T T T

00 20 40 6.0 80 100 120 140 160 180 200 220 250

=] s 239 1R
Bl 2 S e A LA I

40,0 test#18 Sample UV_VIS_1

mAU d-8707 WVL:220 nm
350
300
250
200
15.0

1-3873
10.09
2-5003
501 5-10.117 6- 24558
3-7p13
00
min’

T A e T

04 25 38 50 63 75 88 100 113 125 138 150 163 17.5 188 200 21.3 225 238 25.

3 FRARIAR (3 B
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=2 HmlELSR

No. Peak name Ret.Time Area Height Rel.Area Resolution
(min) (mAU*min) (mAU) (%)
1 n.a. 3.873 1.6466 12.297 2.81 4.79
2 n.a. 5.093 1.1044 5.796 1.89 6.16
3 n.a. 7.313 0.1130 0.440 0.19 3.04
4 ECBERH 8.727 54.6012 171.834 93.28 2.62
5 n.a. 10.117 0.9429 2.720 1.61 32.10
6 n.a. 24.553 0.1292 0.625 0.22 n.a.
Total: 58.5373 193.713 100
X EREH R SUEF T EE L
R3 ACBMEUFRENESIEARESE M
Sample No. Sample Name Ret. Time(min) Area(mAU*min)
17 Sample 8.640 54.7141
18 Sample 8.727 54.6012
19 Sample 8.640 54.556
20 Sample 8.737 54.5700
21 Sample 8.637 54.4501
22 Sample 8.733 54.5637
Average: 8.686 54.5758
Rel.Std.Dev: 0.59% 0.16%
FERA TG T H T
test #23 [modified by bin.yuan] Sample
500 \;V“ﬁ%’lEH:[GZ,O% ” -5].617 : gfﬁéﬁ
450]
400
35.0
30.04
2.0 48.0
20.04 =0
150 1-3827
100
501 5-10000 6-24583
001 380
50 Flow: 1.000 m\'/min ' ' ' ' ' ' ' ' 'T:m
00 50 100 150 200 250 300 30 400 450 510

K4 254757k
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20.0

ImAU 4-8.637 WVL:220 nm [ mAU 4

_8.733 WVL:220 nm
PumpRight water: 62.0 % PumpRight water: 62.0 %

1-3.877

PumpRightfACN/MeOH[2p:14]: 38.0 % P - PumpRight]ACN/MeOH[2P:]4]: 38.0 %

PumpRight|. Flow: 1.000 falfmin PumpRight|. Flow: 1.000 faljmin

2-5087 || eeee——— L e e e

2-5.097

Bl S BT

AT R = TE B 7 5 LB A LS A IR, A DI ARSI BT, 22
SYBTIFIELh 26 5750, B2 307 oy B 620 49%,

(ER =TGR, R R PR e (TR W - LA IR CR BT IR 370 2 R G e
R, LURIF bR B b

FEAT X B TR, S N 2 B AT DA (L) , (i B T AT AR A
R R BRSO AR (5.8, A0 T8 A GE LI ). th TP 11 3 L DD IR, TR 2 iy
Bl BT, RIS T3 35 o 5 2 P 5 B8 AR I LR A £ B 5

(ERGCOI 2, FORIEHERESS . HEIBIR G b 2 IO 8 AR I U T (T4 f it H 7%
BT TR RR S, DA T 4t

AR SO B BERE 357 (InjectValveToLoad) BIACHENERE B AEHERESE MURIE THIECRE SR, 52k
P E R T AN HITOREE 11, TG PR o R B 2 S AR

AP SRR RS @4 (NextColumn) ALTREFFAIRUR, BIMAZALT End AORT—17, A REL T —ik
HEREIE 17 (5 T .
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o5 MU 5
M= Je I Ik Wi A

51 W=Io IR R
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Y. B2y, (L. &ah. PSR s, o0 N e RE S G E 2y B8 &Mk TIE,
VAR P 1 5 A A A v L B O T, U3000 B REIHH (il nT LA 4 i1 N TR B 58 SE RV BRI 5 %

24 U3000 i pH (38 HA 2 AL -

® W =JCks S (DGP-3600 SD/RS)

o [zhitkER (WPS-3000TSL)

® R (TCC-3X00) , BEEA 2 fir -6 i@ JJHE (2 position-6 ports valve)

o Wi/ &z (DAD F1 FLD/RI/MS)

SrHE N A AT AR PRI o2 5 R 58 AR [l — S AR (i B 52 BORAS AR 5 3 40 MR (55, AR5
BN G AT HITRAE (TR 58 R 5 R RORE S o T T, an T

[hetactor

rom Right Pump
—
4 ¥
Dusal-Gradient Pump

M \!

focems Lot Pusmp

Bl 1 @il RgiEnE

Hep @it 1| rib 2500 A5 A, G 2 b RS0 258 B, NE RS oHr & AFES, Mimites
TARRCRFH PR A

FI| F A €47, (Chromeleon®™ ) €8, 1 4% B A% b AT LA 5 (8 b 465 9 /> €1 1B 2R S8 SRS 150 B 1T A2, S 1 K A 28 5
B AR Bid 2 (Chromeleon Ver.6.8 SR11)

B, FTIFAS et IR 55 #s B B 45k (Server Configuration), #if&] 2

Hetwork Connect

R IR
ISR R

ﬁ[:hromeleon I8 Log Files 3
Wi by ) Tuterials ,

k% Nicrozaft Office

FowerPaint 2007 MATLAE 7.0

DryLab 2000 Plus

% Installation Qualification

W S :
:‘_!- Serwer Configuration

pAEF® b Rt % Serwer Monito B, O \Chromel
FEFEE % System Status Report |

herobat
Micresoft Silwerlight

* Chromeleon

* v w w w w w | v w

i~

P2 BE AR -1

BB Ss aFRC RS S, BT (83) Fm, s et (Bdi)” BT @IERSGRCE ., AR E R
S R Gifir 474 Demo-1 fll Demo-2, f£ “Zuf” ALHikfE “IRMEAHE ARS8 (Add Timebase)” |
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B T e T T T T T —

1t LI e e ety
@ P niv B
i [
|
Miw
BT i e o
[T e —— [
Taasi Liivad

Pl 3 BeE A -2
FEHBLREHES, B GRS AR (A6 5 5124 Demo-1 Fil Demo-2) , 40 R (& 4)

Ble Ehik Now Jeeew [Jadp
Em T EE RSN ST
B oo-ee-1hca

4 BLEPIR -3

LA B EMAI A BT RGO AR e K. 1 T ORENE RS BITR AR R G i (R, BERRSS
REIRAR . RIS o IR T, MEGAEARSILER A A ) BEAEES AR A, AR S % B S BLsy
AR RSE, PSLAE AL B et SR A MR S B UL, AT IE, Jelinsi i, ARGl =Jeh A £ 5
B E.25 248 1(Demo-1), £ZRBCEZ A 4T 2(Demo-2)

=
3 BTN AR DSE YA

= B corein

%&uuu temica

[P

lﬁl

srryd o e A
[_itntiiles) reunedinrliie
ks Eeet]
Bunburraer Pevins
T 0 B A0 actsraalir Calwa Dol
T I Troims
I G- St B0 200t e L
T rrfrer
I Beides =280 g
T o | [’ 030
BLE St Sty oo
HIE wntspmri fanatio Syt -
WE i Sy el
WL Kueeinn -
B Bebdes o PR o Srladise
LF Fubinga Copill s B 1 1
Frecen FLB- 3] Tlae Bimas
; ST T
u
legiia 13-t Fomy
iy
i 3001 T
CHEaT] MFG-TIHME P
Emm LA i
L =
e E Eesc— D
[

Fls ECEDYER -4

BEFE U3000 Rt =7c% (DGP-3600SD/RS/BM) b, J-siihi “H#iik (OK)”
HE: fEMh B R, (CREERERAYREY (A1) DGP-3600 SD) , i it B ARE B = Je i Ac S Bk

VEE 2 2N

FERCER N, FTLUEFIARSE [(Demo-1) HUGFBIAIARIC, FUREELL AR ERHREN Qi Rgth,

T
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=@ BT1Y AN OfE 2 vD
Er- T
Fhar ke Jeracan

Ay

= Fmial -
) 1 i Py 2|
Fure?

e — |

Raght Selwastn | Benndes | 5ignals | Balaps | Tagurs |
Ganaral | Bewenn | Lait Liinn | Lot Salwastn ] Mg Rinina |

Bawiza Trpd
I a |

Comnaciiem

I Bashls Wirtusl Seds
Bpduls hldrang
| Browin

]

EE] emea | ma |

6 BB -5

FERCE & NG d "W (Browse)” | Bk A 248 R AL S 5 77 5115 I 45 % i 245 Pe b 41k A2 (Module

Address) W (AR AR, (virtual) , BEBF, REESRCRINEINE ZSE 1(Demo-1), 2R 5 & HACE & 1+
(%% (Devices) I, 4K

Might Sahvants | Baviles | Fagnals | Bakups | Tngunn |
:-:jf‘h-go:-j Lafh Linits | Laft Sabvants | Right Limita |
Buin Beri
B s
Boguiver Geetred tarnad =]
Lt b
R Timsbans
[Famplan et 0
75 Taries Part:
[ =1
ik Aot Tindbats
[Famibaght [ -
VL Perge Part.
[Benar
w | ewea | owiy |

7 BB AR -6

FELLES R 4¢ (Timebase) FH R HUR A AR BB ERIAFR ARG (ROIhRELARILES R 1, LR
BERZ2) , sahiA (OK) HRMEER N, WA A D EEDas MBI R RS H, 40T

Eils Edit Yiew Jerver Halp

EE LR T BE DN VD

- B
Fharable Devioss
+ fil: 1]
= Dama~l

) par-3e005n Feap & [Vertnal] [Laf]]
- ,@, Damar=g

) var-m0uss Pep £2 [Virtusd] [Bight

P8 FlEAUR -7
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I, FHERAENTRGEH ERDRE.
H T ORGSR AR S e, IEFEHHERARSE, A " (Bdiy” THE (BAfpdisE el i) |
FEThR B ERE “RINEDR (Add Device)” , a1 PR (A BIHIERE AL 1)

| =) o e Bk e L o e
[ TR
- FTY AR QM T vE
T
I a—
E-
ﬂ-r._.._'-r o

o e g

9 BLEAPTR -8

FEHBLRI A A ke “U3000” TR “WPS-3000RS” JfsidiffiiN, 40T I&]

B

o v
D T
cal B :
=
¢ - ) Bt
N

PR bmat Py

MHCHS P Tig Tyt om

=R
i L SEE P

B L e
= o = ==

10 FLE BT -9
HERR S BRI B BIZ RS, AT A

B

= 3 TRIEEDFE N VE

—| B CHY-SH-TEIN

' Sharable Devices
+-{5) 1EM0
=} Demo—1

) DGP-3600SD Punp #2 [Virtuall (Left)

1) #PS-3000 (BS) Autosampler #2 [Virtual]
=} Demo—2

) 16P-3600SD Pump #2 [Virtusl] (Right)

11 ECE PR -10

FLAE B Z S8 1(Demo-1) rp A EAE G BIBRHIAHSCAE B EHILAY General 75 M HL, sidi “WIIE (Browse)” |
LR A BBl B BRI SRS 5 fefm E b hER: (Module) B (AFIHEFELIES, THI1S) , TE
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Buwnitn Hama Faglar
7 Fams Bedd] Farmess Brosdoad

Beinls

T2 ®A | wn |

12 fie BT -1

midi “T—% (next step)” , SHIANTE M, SRR E BEEA PR S (R Gk “WPS-
3000TSL” , Jfsidfiffik (OK) , anFE (1& 13)

Selawe Lo g CyerEnwiiesibinen

Select the module that should be emulated in

demo maode.
Then, eclick OK to continue.

B 13 ECEAPER -12

A S )R, S HILANTXEHE,

Eoladt 44 Jowit | wad od @adt T otimekase sl 1o dhars Uiy
davied

cr-pw[FPwy] wmm | b |

Pl 14 BB AT -13

ZE BIRT I A AR SRR AR RS (AGIHoh Demo-1 F1 Demo-2) , ETHSE, #kekhd “F—
4 (nextstep) " EHMBH, HERFTK, HIMTED
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ﬁ.ﬁ::;:: Codivineeinn — Daeg wllogn Soeyae Dofiviiesinin
File Edit V¥iew Server Help
= 3 ENEE DF R v
4 Sharable Davices
+ -} EM0

BS] DGP-3B00SD Punp #2 [Virtuall (Left)

B #P5-3000 (RS) Autosampler #2] [¥irtuall
—-fi} Dema-2

BS] DGP-36005D Punp #2 [Virtuall (Right)

[ Fm] #PS-3000 (BS) Autosampler #2] [Virtuall

15 BLEAPE -14

AIDERHHRS DR E AN E RGIL R,
BTk, 45 MAATIAR D PRAR S AL IR A AT 25 45 e .
FEFFBCRL Y, PR AL L AE R — /AR A sl [l — AN AR DI IR S AH R (1 R oAl iR, BRILAE

M AR B fe b, RE

=
=]
SN

Bevics B

Behuls glirsaa

¥ fran Bads

B wa
16 FEPYE-15

Lt o]

[X |

PR BN AL PR REEAFR, a0 R E PR

x|

Left Valwve: | Home>

[~

Right Valwe:

10 ports, 2 positions Bheodyme HF (345 bar/S000 ps
_ T ports, B pozitions Rheodyne HF (413 bar/BO00 pxi
[ TOC-3000SD/ES | Dorys 2 positions Rheodyne HT (1034 bar/15000 p
10 ports, 2 positions Bheodyme HT (1034 bar /15000
Temperature T ports, B positions Rheodyme HT (1034 bar/15000 p
11 ports, 10 pozitions Fheodsme HT f(bio: 345 bar/S

Select the module that should be emulated in
demo mode.
Then, click 0K to continue.

B 17 BRI -16

(2)

fE(2) w, RMEPRERRCE, KA (S0h) UMRIRECE R 2 f7 -6 IR
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G )
Teatallad sompaimiats

bt ¥alrs [ 0 purts, T praitions 033 ber bie M0 bu =]

Biiht ¥alwn: [WF 6 puetn, F gvslVions 0D Barl hin M5 b

B Gl b Eaimap in [t =]
W Calumn | [Ceduma B W == -]
ke (] [
Feawat Flmr o o= [
I o i | - | =]

R
e T Lo

P18 ECE AR -17

£ (3) i, F PR A o) BLZAARRL R LSS R OE (RGP A BCEZS RS 1, HEBRCESY R502) , J i “58
B, BT R

B0 2 s g1 o e 5 3 3 a3 15 ]

T - - PR

& @ IR ER DN 2D

r—
B For- s g & [Fpy ]
] e X tvvmgder 82 [firenl]

| ﬂ TOC-tr A2) Colume. Comparat & C¥irmaad] D, [Ciima B0

19 ECEADE -18

MEF TR R AR EANERGILE, HAERECEoRARENAE RS,

BTk, (FMRATRDERANE RGEINAEMASIE . EFFBN A, B ARG SHM SIS ER, T
Ft=, Wik, fEREdREP R EMR. BREER)E, SR TE (KEh &5 1 EE DAD B#%, &
%5 2 il B FLD #5153 )

i B foerar Bila =
BT AR SIN D

L e
B 00000 08 vl W0 [faitaal]
¥

20 ECEATR-19

MERRTEAE L, PE O RS AR B AT B HASEIIES .
b, FFERR A ILE LK, i itd “3ef: (File)” TN “IRAFLAGEIA , B E SR AT
AR ORI IR S5 S BC B, an T PR
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;_:‘:_Server TerE wiiesern g — e izl e

Edit View Server Help

Import. .. Cirl+I
Sawe Installation ( CHH-SH-YEIN :I| Ctr1ts (1}
Save Az, ..

Frint Cirl+tF. ..

Eecent File
(2) ALtHE

P 21 fig BT -20

IR G IR B, £ “WISEEs (Browser)” /il G52 n] AR 2P £ 1l A 48 (Demo-1 1 Demo-2)
E&R B HAEIR (Datasource) B, JLbf 53 #r A 51 wT AR IZF £ €1 FIF o B AR

Ll =
XL

Bdii Yiww Werkgpece fualification Fetch Teols Bendew HEelp

DeE Bl fhm e DENED2TappEREia ff el sbo | nne 28E|
B s oo o 3 (o

# 1] 5N~ TRIH_ 12 - R-TRIE LR W5

& & _p_.g ;iﬁn FLlse BT IRTHE]

[ Dean1 (o] Tl P RN T

Wy Desa=g ) Damez WLTTLT L0

W] Dicmax Tesplitez | Bdoraz Tesplates LR b2

¥ (ther Tesolates LR SR

o ydb!%ﬂh“‘ E meag J01i4=18 LR R

P 22 BB AR -21

* 139 -



ThermoFisher
SCIENTIFIC

95 W= oo IR S il
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DGLC-22 J{I A il ] ek 53 B b ik 25 R W HIURS S ntk gk
i, EBA AR Bk RN &

DGLC-22 Simultaneously determination of decloxizine hydrochloride and
glipizide using Parallel-HPLC

Key words: decloxizine hydrochloride, glipizide, parallel-HPLC

5l

il

W= TTIRAR A P E IS SRS, R AE BT A S I rTCAPESA R E RGUREN . X E RG]
H RS AR AR , AT UASE I — ST B 2 A B

A SCRI AR =TT AR I e A [a] Ik 23 A7 £ 82 25 RO AN A% Sk R, 412 DGP3600 Fic B Bl M £ 1 15k R 4t
Timebase 1 74 BL1, ff#}f] DGP 3600 £i%%, ®ilittA | SH:, Hahdbteddixldis, oirft ek amE,
Timebase 2 4 BL2, {#f] DGP 3600 /3%, @ilitih 2 S, AZhHHSBHILE, S Law g s,

MK St
{i#%: Ultimate DGP 3600 #41, W4HHA L TRITHIR =TCR R WA — A SRR RIME
Mas, EEEWE L, GHERELEL L 2,

Dafeator
froam Highd Pusmp

—
Dusl-Crodent Pumg —

Codumn 1
.l
/4
Dataciod

from Lell Pumg

P LR

& 1 BBREASERNEFMT

HREASRREIERY
B Acclaim 120 C,g, 5pm 4.6 X 150 mm
BN FAEs - 7k - =2 8% (FAREZEYS pH £ 3.0) =(42:58:0.5)
IR : 1.00 ml/min
HiR: 30°C
HiFE: 10 uL
MR K 225 nm
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2 HRTUMEERNE K

EHI IR a4
Bk Acclaim 120 C,g, 5pm 4.6 X 150 mm
N—_— 0.1mol/L 488 — SRR f A 2.0 mol/L SEMNBIRIFT
pH L ZE 6.00%0.05) - FAfEZ =(55:45)
TRIR : 1.5 ml/min
MR 30°C
HiEE: 20 uL
FMR AL « 225 nm
MHmAL B G A

IEFILER . BUA LYY 25 me, FEERRE, B SO mlEiirt, PG E, kG EERBFMEREZE, £5,
Fi# I S ml, & 50 ml &b, AN EZ 20 ml, JH 0.1 mol/L BiIR S AT BERZIE, 25, MEAMMRIER,

TR FAE: IR AL, IR ARA AR RRE B A | ml & 0.8 mg WOIATE, (EABUAMIATG % RIUER,
A E SRR 1 ml His 8 ng RUIRTR, 1R A HETATR .

LERFNIL
SE] FELEFX R ITER
R ERERIEF R E

ValveRight = 6 1
0.000 Autozero

WashSampleLoop Volume=300.000
Wait ColumnOven.Ready and Sampler.Ready and PumpRight.Ready
and PumpModule.Ready

Inject

ColumnOven_Temp.AcqOn
PumpRight Pressure.AcqOn
UV_VIS_1.AcqOn

1.209 ValveRight = 12

ReleaseExclusiveAccess

30.000 ColumnOven_Temp.AcqOff
PumpRight Pressure.AcqOff
UV_VIS 1.AcqOff
End
5E: 1) Inject wash I E J9 both, FHIERZX T,
2) 11T WashsampleLoop, &% T E2 .
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YSQLQQ-GLBQ

uv Vs 1

fest2 #32
% mAU

100

1-YSQLOQ - 16.536

WVL:225 nm

min

TRIINLERIZ R S R IEE

UNGAMUNMAAR SRS AR RARAR RARAN AL MAAAS RAMAS RAAA) LRSS MARAL LAAAY RAALS RARLE LAARY RAARE RARLS LARA RAAAY ALY AR |
00 13 25 38 50 63 75 88 100 113 125 138 150 163 175 188 200 21.3 25 238 250 263 275 288 300

Bl 2 ERINR I AR 4 AT T 5]

0.0

1.209

30.000

ValveRight =
Autozero
WashSampleLoop
Wait

ColumnOven.Ready and Sampler.Ready and PumpLeft.Ready and
PumpModule.Ready

Inject

UV_VIS 1.AcqOn
3DFIELD.AcqOn
ValveRight =
ReleaseExclusiveAccess
UV_VIS 1.AcqOff
3DFIELD.AcqOff

End

3E: 1) Inject wash I E A both, BHlERZ N 5%,
2) 1#&NT WashsampleLoop, ;&% T EEHF.

12

Volume=300.000
UV.Ready and

61

250 _test3 #

YSQLOQ-GLBA

(WACH]

mAU

200 4

150 4

100 4

1-12.080

3-22.937

WVL:225 nm

50

min

LA AR AR RAARS RAGAS AR AL REARS RARAS RARAL AL LAALE LRSS MRS LAAE LAY AL LALLM LA Ao
00 13 25 38 50 63 75 88 100 113 125 138 150 163 175 188 200 20.3 225 288 250 263 275 288 300

B 3 M SR S AT A5 R
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R B 2 F0E 3 WL, BRI A I, i Sl AR R BT AT B AR LR, BRIA
BrE oy, Haidedg ARG ATt P R R St . I, DRIER BT SO TR 2

EHEFX LR
B EXRERER X HESUFIEE

ValveRight = 6 1
-1.500 WashSampleLoop Volume=150.000
-1.0 InjectValveTolnject
0.000 Autozero

Wait ColumnOven.Ready

and Sampler.Ready and PumpRight.Ready and PumpModule.Ready
Inject
ColumnOven_Temp.AcqOn
PumpRight Pressure.AcqOn
UV_VIS 1.AcqOn
0.30 InjectValveToLoad
1.20 ValveRight = 12

ReleaseExclusiveAccess

30.000 ColumnOven_Temp.AcqOff
PumpRight Pressure.AcqOff
UV_VIS_1.AcqOff

End
1) FELETAYER E, 0T InjectValveTolnject #54>, E ik sampleloop
FEYAR

2) #HEHE (03min [F) , #HHEFRYIEZ] Load 7S, &t sampleloop.

350  test2#39 YSQLQQ-GLBQ. UV VIS 1
mAU WVL:225 nm

30 1-16214  EhAR SRR

[ v

min

T T T T T T T T T T T T T T T
00 13 25 38 50 63 75 88 100 13 125 138 150 163 175 188 200 21.3 25 88 260 263 275 288 300

4 BRI R 4 A T 1]

50
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FRGMLRRIE 7 S SR T ]

-1.500
-1.0

0.000

and Sampl,

0.30
1.209

30.000

ValveRight = 12
WashSampleLoop Volume=150.000
InjectValveTolnject

Autozero

Wait ColumnOven.Ready

er.Ready and PumpRight.Ready and PumpModule.Ready
Inject
ColumnOven_Temp.AcqOn
PumpRight Pressure.AcqOn
UV_VIS 1.AcqOn
InjectValveToLoad
ValveRight = 6 1

ReleaseExclusiveAccess

ColumnOven Temp.AcqOff
PumpRight Pressure.AcqOff
UV_VIS_1.AcqOff

End

HEEIR-

SE: 1) FELLETAOERE L, 1807 InjectValveTolnject, #34, E# sampleloop

2) #5eEHEE (03min f7) , #HBERYIEZR| Load K75, &% sampleloop.

300 fest3 #9

YSQLQQ-GLBQ

uvvis 1

mAU

1-11.960 e FIntkIER

WVL:225 nm

04—

M

min

RS B4 FAE S ATLLVE Y, ZEARTHER TRERESEA R &

e

T T T T T T T T T T T T T T T T T T T T T T T
00 13 25 38 50 63 75 88 100 113 125 138 150 163 175 188 200 213 25 238 250 263 275 288 30.0

5 HE B 53 A7 P

5

e [ 7

MUL L AR [ ) AR o AT B R AT LA, 06 e (R (8 R [RI A BT A a3 55 1, Andm s AH A AR,
APHELBIRRZBS D, Hm AR, AR A TR — X3 (nle) g T A m W s oM X)), kfs TR

I HTE R
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DGLC-23 J{ ¢ A i M A% 1 I8 . SRR b
X1 MY £, FRgm ek

DGLC-23 Simultaneously determination of nucleotide and flavone using
Parallel-HPL.C

Key words: nucleotide, flavones, parallel HPLC

5l

il

W= ITCIRAH A R E SRS RS . BRI AE S ARl 2 i v D E AR E RGERIEH, XWEARSILH
H D gEFE R PRI A, T UASEEL— AR AR B S AH B

A SCRN R = TC A FH B AR [R] 20 A A% R AN B i, 42 DGP3600 Bl & B £ FH I 2 4%, Timebase 1 24
BL1, {#f DGP 3600 £53%%, il 1 54:; Timebase 2 24 BL2, {# ] DGP 3600 A3, itk h 2 54, Hzh
BERERS RS, T SEBLRT 2 4o B [RIINE 534

Mt F A
{2 Ultimate DGP 3600 Z 51, HAHHFA (ELM THITHIN E 0B IE R, A — ANl A HER A DAD
WM, AR LR 1, AR 1,

Diotector
froem Right Pumn

| Column —
\ mn? |
Chanl-Cirmcliand Pump * f
)
] y

Valve 1

axRosampler

R NER S L
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*1 BIENEEN

B HER & XBridge OST Cyg, 5um 50 X 4.6mm
Bkt
A8 Rz ANERAE (Z28/%) / BEE =91
AN (min) (%) (%)
0~ 12 1=2 99 = 98
IR 0.4mL/min
&M EE SR 260nm
brid 3= 1pL
iR 60°C
R R EIEE Symmetry Cjg, 3.5um 150 X4.6mm
FFiE] i 7k (0.02% =& ZER)
REhtE (min) (%) (%)
0~ 15 20 = 50 80 = 50

IR 0.8mL/min
MR 1 338nm
brid = 2uL
B =R

MBI A

U P LB A, BB AR G (U3 T I
Rt
EHEZE

7.5

1-3.110

5.0

25

0.0

-3.0 T T T T T T T T T T
0.0 5.0 10.0 17.0

2 BEHRR A P DN E T Il

. 147 «



ThermoFisher
SCIENTIFIC

BT B 2 i T i X G [T

60.0

mAU WVL:260 nm
50.0
40.0
30.0 7
20.0 7 ®
<
10.07]2 1
4 ‘: AN ) o~ © o2 T N
0.0 ]
min
-10.0 T T T T T T
0.0 25 5.0 7.5 10.0 12.5 17.0

3 A BT AL it AL vt T EE PR
(1 R, 2 i)

WELZR
AP RDSEIES B THE

2 AR TREIEER

Peak Ret.Time Area Height Asym. Resol. Plates

No. min mAU*min mAU EP EP EP
1 3.110 1.0187 7.204 1.04 8.76 3114
2 5.230 0.7416 4.192 1.22 n.a. 6348

BHEBHEREIESESIER

3 RERERNEES

Peak Ret.Time Area Height
No. min mAU*min mAU
1 1.814 0.9560 2.829
2 2.684 0.0790 0.558
3 3.027 0.1460 0.850
4 3.570 1.4092 8.886
5 4.164 0.0865 0.322
6 4.634 0.0049 0.035
7 4.384 0.0028 0.028
8 7.144 0.0247 0.072
9 7.990 0.0650 0.161
10 8.480 0.0012 0.019
11 9.380 0.0185 0.052
12 11.500 0.3541 0.462
13 Bfr&HER 13.450 15.4377 14.979

A SR IR TC U3000 2 513 = TCilAH €3 16 2 e S DAD A &5 6F FE 452 PR 140 38 R o5 TS TR i
REATONE , BB L &y BY R AT, AL i Fo06 55 e ki 5y 8 BUAF, IR ek T 00 B BE DA R 2 A 8%
(I REA T P A ] S g 285K
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DGLC-24 JFIG AR - SAMIE R ALK P kK
AL RS R R G

DGLC-24 Determination of Explosive Compounds in Drinking Water using
Parallel-HPLC with UV Detection

Key words: Explosive Compounds, Drinking Water, Parallel-HPLC

5l

il

IREE R KA BN B AT TR B A P A RS R R4 B AT T AR, BN B St LA,
1 HLESEIAFAED R B K R4

fR4: | SAH 6% F R R E A T A AN E &, AR — SR e B AR e PERDANE K P, F SR 2 wt
Al RE FECAHEMIEE R . HPLC-UV HT&A X LR, Xl CAE SN EE AL BE, SE1E EPA HlE T 14 Ff
RN T HAH 4 5T I e 8O A B - L AME I 5 7 (EPA Method 8330) , BESR{E L AME 2% M2 14 Fhi
RIRKE AR | (B 1) o XA TTEERIUER 1R Cy (il kst f74r By, 45 2 GRSk 85 R A,
FRITE A H,

Acclaim Explosives E1 F1 E2 €838 k£ F [F] A% Y €135 25 {1 76 SR o0 st Rl N Rl CASE B 14 Fifb & i 2R 2600 5
(B TIREFRABEAIR) °, A28 7 (8 X iR €3 1l H:Fn EPA 8330 J5 75 5E MR 45 5

AT N = IJCFFBARER, 7 Ao fth fb A Rl EA TR I, Borph 2 4~ F EPA 8330 t r ifE AT, FRIMA T 1.2-
TR ZRE S NAR

CH, NO, NO, HC_ NO,
1 N’
oN NO N
' : ON N// \N—NO rN\| oN N,
/ ,
A\ onM g,
NO, |
NO, NO,
TNT HMX RDX Tetryl
CH, CH NO, NO,
OZijNOZ * CL @
NO,
NO,
26DNT 24DNT 1,DNB NB
CH, CHe NO,
oN NH,  ON N, /@\
oN NO,
NO, NH,
24 6-DNT 4A26-DNT 135TNB
CH CH, CH,
" »!
NO,
NO,
2NT 4NT 3NT
22770

1 14 B AR FIRE S
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Mt

{&%: Ultimate DGP 3600 R41|, W4FHAELD T RITHTR TR ESL; A — A Sl IRAAR A s SME
IE=

Column: Acclaim Explosives E1, 5p 4.6 x 250 mm (primary column)

Acclaim Explosives E2, 5p 4.6 x 250 mm (secondary column)

Column Temp.: 30 C

Mobile Phase: (E1 column) 57% water: 43% methanol

(E2 column) 52% water: 48% methanol
Flow Rate: 1.0 mL/min
Injection Volume: 80 puL

Irom Right Pump

7 Et Column | ll
Dual-Geadian »
Pasmgp ——

\
Yot &—

- —
ol —

'Andwmﬂw}

P2 (i

u,

from Left Pump

an

MBI A

T EPA 8330 1514

BAYA: B85 2-F3 4, 6- AR, 13- AT, 2,4- TR, HMX, %28, RDX, 1,3.5-
=REFEZERN TNT, HEL. 5 (1:1) 5%, W lmg/mL, AccuStandard (M-8330A-R-10X)

BAYIB: B& 4 JH -2, 6- TRHAIK, 2, 6- TR, 2, - AW, 3, - WA, 4, - WA H AR
SRHFECER R, BEE. OB (1:1) I5f#, WP lmg/mL, AccuStandard (M-8330B-R-10X)

FRAER IR 1: 2 BITREC 200pL iR A4 A FIiRE &4 B 2| 1.8mL gy /ML E, hnA 400uL HEE, BOfR3k B4
250pg/mL HYfig A5

PRSI 2: WeER 300pL brifizi 1 2] 1.8mL 1y/MILEL, nA 1200uL FEE, BRFSR BE 2 S0pg/mL FIbRIETAI 2.,

FRAETRI®R 3: R 100pL FrifeiAg 1 3 1.8mL /MR, SnA 900uL HEZ, BIFS9k A Sug/mL (IARMEIRIR 3.

FRIBIFRAETR R : 4 BIWEL 200uL 11 300pL brifEiz ik 3 £ 2 4~ 25mL S, WEEREZZIE, BIEIRER
40pg/mL 1 50pg/mL HAR .

53 BIMEL 100, 160, 200, 250, 400uL F11 500uL frifEiaik 5 £ 5 /> 25mL & HE, HEERBZIE, HIRR
J34 200, 320, 500. 800pg/mL 1 1000pg/mL {7 .

RFRfEER: 1.2- “HHAFRIEDNER, FREC12.5mg H 25mL HfEE. i (1:1) {EE, BikEA 500ug/mL i1y
PRI o

hEIRARE R : WHL S00pL NARMEE TR 25mL R ELAIRARE, f59REh 10ng/mL AUFRMEATK .

TEfREAR: B RIBREE T 5 B EL 800puL £ 6 4~ 1.8mL fy it AE/MIELE, fnA 760 uL CaCl, (5 g/L)
VEIRFN 40ul B NARIATR, 3218 14 ANEIEYIREE Y 20, 40, 100, 160, 250 F1400ug/L, PARPIVR EEbRfER
K 250ug/L FIbRIEIRIR .

HERAMARE GBS E: BRI 5EEH 22 Bl iRl 4% 18 EPA8330 ZEoRAE S A IARAE & f
A C.CL (5 g/L) {7k 1:1 #kt,

B Rkl &
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288 EPA8330 HEoR il #r phy (K2 i A LR AIAE i

SERFTTL
A ET 7T £2 BB B 14 FRERAEY)

£ EPA8330 Bl J5 1, 2,4-DNT F12,6-DNT £ Cy (aili: AR RBFRAR S 0L,  Bitkix 14 Fgke
WIHARE—IRTE B 1, TEWH oy R, PR EA eSS e E1 f1 E2 A Lk, 14 FELEMII 4 5
REME 0 BIERE— IR EREESE R 2. & 2 vk 14 FEKEMFINARTE E1 F0 E2 _ER9llle it El, MEFRRIDIEH E2 5
E1 & BEPERIARE A5

BERE. ZEFL R
e 250ug/L RIBRMEIRIGESEIER: 6 IRIGERG# L, SR 1

=114 MBEMNERBEELSR

E1 Column E2 Column

Analyte RTRSD (%) | PeakAreaRSD RT RSD (%) Peak Area RSD

(%) (%)
HMX 0.038 0.026 0.097 0.713
RDX 0.033 0.832 0.077 0.537
1,3,5-Trinitrobenzene 0.023 0.472 0.051 0.660
1,3-Dinitrobenzene 0.022 0.667 0.056 0.727
Nitrobenzene 0.021 0472 0.063 0.213
Tetryl 0.038 1.136 0.090 0.801
2,4 6-Trinitrobenzene 0.028 0.776 0.075 0.625
4-Amino-2 6-dinitrotoluene 0.041 0.808 0.093 0.498
2-Amino-4,6-dinitrotoluene 0.041 0.595 0.081 0.985
2,6-Dinitrotoluene 0.037 0.989 0.083 0.742
2,4-Dinitrotoluene 0.034 0.836 0.100 0.835
2-Nitrotoluene 0.047 0.621 0.101 0.922
4-Nitrotoluene 0.035 0.989 0.089 0.587
3-Nitrotoluene 0.038 1.026 0.082 0.406
Note: Six injections of the 250 pg/L mixed standard were made on each column.

1 EPA 8330 SMriIERY Y5 2, HUBCEATHY 6 ARl ERTARBIATR G E A IE M £, SR IR 2, NARKIERYZS
W3, Hrh EL HMES R b HMX RSD i kst i TSR iZbnife b A, 2 BTHEaTEL.

*2 HERLKMESRURNESR

E1 Column E2 Column
Analyte r Areg RSD | MOL (sgl) RSD(%) | MDL (uglL)
/0

HMIX 0.9981 3.45 45 0.9990 2.55 41
RDX 0.9996 1.56 06 0.9998 122 46
1,3 5-Trinitrobenzene 0.9999 1.00 1.6 0.9999 0.88 24
1,3-Dinitrobenzene 0.9999 0.83 25 0.9999 0.83 1.8
Nitrobenzene 0.9998 m 32 0.9999 1.13 33
Tetryl 0.9994 2.02 32 0.9998 0.76 34
2,4,6-Trinitrobenzene 0.9999 0.96 23 0.9998 1.06 30
4-Amino-2,6-dinitrotoluene 0.9998 1.29 27 0.9999 1.09 34
2-Amino-4,6-dinitrotoluene 0.9998 0.97 1.7 0.9997 0.88 24
2,6-Dinitrotoluene 0.9998 1.1 33 0.9996 1.37 45
2,4-Dinitrotoluene 0.9998 112 26 0.9997 164 27
2-Nitrotoluene 0.9997 m 39 0.9998 1.37 48
4-Nitrotoluene 0.9998 1.18 45 0.9998 1.35 43
3-Nitrotoluene 0.9996 1.57 4.0 0.9999 122 46

A standard mix was prepared at the following concentrations: 20, 40, 100, 160, 250 and 400 /L, and was used for calibration: each concentration was in jected six times. Calculated values are those
reported by Chromeleon. The intemal standard was not used to obtain these calibration curwes. “MDL was calculated using S/N = 3, where S = signal, N = noise.
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E2 Column
Analyte E1 Column Ci
r RSD (%) r RSD (%)
HMX 0.9967 4.49 0.9979 3.60
RDX 0.9985 3.07 0.9994 2.01
1,3,5-Trinitrobenzene 0.9993 2.25 0.9994 197
1,3-Dinitrobenzene 0.9994 2.07 0.9996 1.64
Nitrobenzene 0.9995 1.86 0.9996 1.65
Tetryl 0.9984 3.38 0.9995 1.83
2,4,6-Trinitrobenzene 0.9989 2.89 0.9994 2.06
4-Amino-2,6-dinitrotoluene 0.9989 2.90 0.9991 2.50
2-Amino-4,6-dinitrotoluene 0.9990 263 0.9974 429
2,6-Dinitrotoluene 0.9991 2.46 0.9996 1.62
2,4-Dinitrotoluene 0.9992 2.40 0.9996 1.64
2-Nitrotoluene 0.9993 2.23 0.9996 1.75
4-Nitrotoluene 0.9992 2.35 0.9993 2.27
3-Nitrotoluene 0.9993 2.28 0.9995 1.93
Column: ~ Acclaim Explosives Ef, Peaks: Column: Acc\a\m Exglosies £l Peaks: 1.HX
5,46 x 250 mm 1. HuX 016 mglL
iampiwses 2RO ote o S § s
5,46 x 250 mm 3.1,35-Trinitrobenzene 016 57% water 43% methanol 5. 1:3Dinirobenzene
Eluent 57% water: 43% methanol 4.1,2-dinitrobenzene(1.S.) 025 for E1 columr 6. Nitrobenzene
for Ef column 5.1,3 Dinitobenzene 016 FowRats - 52% Vator 8% methanol " Tetryl
52% waler: 48% methanol 6. Nirobenzene 016 InVolume: for E2 colum 8 240 THOLEN e
for E2 col 7. Tetryl 0.16 emperatu i -Amino-26-dirolol
FowRate:  {omUmin 8.2,46-Trinitotoluene 0.16 Detection: 80 19,2 Aming-4 S iitrokoluene
Inj.Volume: 80 pL 9. 4-Amino-26-dinirotoluene 0.1 uv, 254nm 12 2.4-Dinirotolvens
Temperature: 30 C 10.2-Amino-4 §-diitrololuene 016 5 13. 2Nitrotoluene
Detection: UV, 254 nm 11.26-Dintrotoluene 016 A 14, &Nitrololuene
12.2,4-Dinitrotoluene 0.6 5 15. 3-Nitrotoluene
4 13 2-Nitrotoluene 0.16
A 5 14. 4-Nitrotoluene: 0.16
15. 3-Nitrtoluene 0.6
3 1
48
2 12
mAU
mAU g 2 9 11
:j A 1 1415
02 .
0.5 T 5575
4
mAU
2
1
05 1
10 20 30 40
Minutes 24454 Minutes 24455

P 3 ELF0E2 5347 14 FgsEdy
(160 pg/L) FIAARIE E

4 [ ek Fnd i B hnmae
EIEE

&4 BRKMESREMFERNESR

E1 Column E2 Column

Analyte Detected | Added | Found' | Recovery’| Detected | Added | Found' | Recovery’

(uglL) (uglL) (uglL) (%) (ug/L) (hg/t) | (uglL) (%)
HMX NA 200 224 12 NA 200 199 100
RDX NA 200 204 102 NA 200 208 104
1,3 5-Trinitrobenzene NA 200 206 103 NA 200 207 104
1,3-Dinitrobenzene NA 200 206 103 NA 200 205 103
Nitrobenzene NA 200 203 102 NA 200 203 102
Tetryl NA 200 200 100 NA 200 205 103
2,4,6-Trinitrobenzene NA 200 208 104 NA 200 208 104
4-Amino-2,6-dinitrotoluene NA 200 208 104 NA 200 204 102
2-Amino-4,6-dinitrotoluene NA 200 208 104 NA 200 203 102
2,6-Dinitrotoluene NA 200 208 104 NA 200 206 103
2,4-Dinitrotoluene NA 200 204 102 NA 200 209 105
2-Nitrotoluene NA 200 204 102 NA 200 207 104
4-Nitrotoluene NA 200 204 102 NA 200 205 103
3-Nitrotoluene NA 200 202 102 NA 200 205 103

Note: 1. Two tap water sample were prepared, with two injections made for each preparation. 2. Four spiked samples were prepared, with five injections made for each preparation.
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Il 4 52 1 R 7RAFIHS i R L AT i D 1 14 Mﬁ%%%ﬁﬁﬁ%%ﬂﬁ@%zom%kﬁ4
Bl 5 B R ACRHARYR BEIbRAe S e 5 1, Forh A 2R AR I3, HCOR B0 B IE fh R B AR B 5,
FRIECRAE EL AT E2 4% B4y 50 73% F 67%, S5RILFES.

5 BRKFERKE MR RINELER

E1 Column E2 Column
Analyte Detected | Added Found' | Recovery?| Detected | Added | Found' | Recovery’
(uglL) (hglL) (wglt) (%) (wglL) (uglL) (kglL) (%)

HMX NA 200 168 83 NA 200 210 105
RDX NA 200 177 89 NA 200 153 71
1,3,5-Trinitrobenzene NA 200 214 107 NA 200 258 129
1,3-Dinitrobenzene NA 200 172 86 NA 200 230 115
Nitrobenzene NA 200 159 73 NA 200 158 67
Tetryl NA 200 178 89 NA 200 200 100
2,4,6-Trinitrobenzene NA 200 188 94 NA 200 190 95
4-Amino-2,6-dinitrotoluene NA 200 190 95 NA 200 191 96
2-Amino-4,6-dinitrotoluene NA 200 181 91 NA 200 176 88
2,6-Dinitrotoluene NA 200 184 92 NA 200 205 102
2,4-Dinitrotoluene NA 200 183 92 NA 200 184 92
2-Nitrotoluene NA 200 196 98 NA 200 195 98
4-Nitrotoluene NA 200 193 97 NA 200 179 90
3-Nitrotoluene NA 200 169 85 NA 200 183 91

Note: 1. One tap water sample was prepared, with four injections made. 2. Two spiked samples were prepared, with eight in jections made for each preparation. 3. The detected concentrations of

nitrobenzene shown were calculated from the tap water prepared as low-level samples (concentrated). Results showed 14 ig/L, using the E1 column, and 26g/L using the E2 column

XL EIHE
A T At AL A AT B ILIE 6, AT R ISR 6, Horh U TR ZR KA 2,4,6- =fHIEFE AT LA —
FFN 14 MEAERR 8, XA TR T RS R T LR IR R

EEZELDT

WA, RFIF RS AR 55 5 I A5 4, Mo i B B IR T, Frf X Lo 50 i 3F 23 1 A
RPRUETT JeIANAFAE . AHA R RAH AR W EE / K IA I SOt PR AR P, Bn A & A = AH A K RAH I B AR 44
FAEIERT e O IRMR, MEAREE Ta TEIREET,

%% 6 EPA 8330 14 FUGEYE4FN 7 MBRX L A 4IH0NE IR EZRTEI 5 R

R ion Time (min)
E1 Column E2 Column
2,4,6-trinitrophenol 2.22 undetermined
2,4,6-diamino-4-nitrotoluene 5.053 4993
Added 2,4-diamino-6-nitrotoluene 5.417 5.157
Compounds Nitroglycerin 16.44 21.55
Nitropenta 31.70 46.92
Diphenylamine 99.51 67.04
Hexanitrodiphenylamine No absorbance at 205,210,and 254 nm*
HMX 5.000 7.196
RDX 8.200 10.95
1,3,5-Trinitrobenzene 12.05 11.78
1,3-Dinitrobenzene 15.71 14.38
Nitrobenzene 16.68 15.57
Tetryl 17.98 20.91
Compounds Specified 2,46-Trinitrotoluene 20.99 19.98
in EPA Method 8330 4-Amino-2,6-dinitrotoluene 23.24 31.85
2-Amino-4,6-dinitrotoluene 24.81 33.88
2,6-Dinitrobenzene 25.84 22.89
2,4-Dinitrobenzene 2717 2398
2-Nitrotoluene 29.57 26.24
4-Nitrotoluene 32.51 28.66
3-Nitrotoluene 34.50 30.77
*Hexanitrophenylamine is not eluted with the standard condibons for the E1 and E2 columns.
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Column: Acclaim Explosives E1, Peaks: Column: Acclaim Explosives E1, Peaks: 1. HMX
54, 4.6 x 250 mm 1. 2,4-diamino-6-nitroboluene 10 mg/L 5y, 4.6 x 250 mm 2.RDX
Acclaim Explosives E2, 2. HMX 5 Acclaim Explosives E2, 3.1,3,5-Trinitrobenzene
54, 4.6 x 250 mm 3.RDX 5 54, 4.6 x 250 mm 4.1,2-dinitrobenzene(l.S.)
Eluent: 53% water: 47% methanol 4.1,3,5-Trinitrobenzene 5 Eluent: 57% water: 43% methanol 5. 1,3-Dinitrobenzene
for E1 column 5. 1,2-dinitrobenzene(1.S.) 25 for E1 column 6. Nitrobenzene
51% water: 49% methanol 6. 1,3-Dinitrobenzene 5 52% water: 48% methanol 7. Tetryl
for E2 column 7. Nitrobenzene 5 for E2 column 8.2,4,6-Trinitrotoluene
Flow Rate: 1.0 mL/min 8. Tetryl 5 Flow Rate: 1.0 mU/min 9. 4-Amino-2,6-dinitrotoluene
Inj.Volume: 3 pL 9. 2,4,6-Trinitrotoluene 5 Inj.Volume: 80 pL 10. 2-Amino-4,6-dinitrotoluene
Temperature: 30 C 10. 4-Amino-2,6-dinitrotoluene 5 Temperature:30 C 11. 2,6-Dinitrotoluene
Detection: UV, 254 nm 11. 2-Amino-4,6-dinitrotoluene 5 Detection: UV, 254 nm 12. 2,4-Dinitrotoluene
12. 2,6-Dinitrotoluene 5 13. 2-Nitrotoluene
13.2,4-Dinitrotoluene 5 14. 4-Nitrotoluene
57 14. 2-Nitrotoluene 5 15. 3-Nitrotoluene
A 45 -
15. Nitropenta 100 A
15. 4-Nitrotoluene 5 1
16. 3-Nitrotoluene 5
3
a3 4
3
1 6
12
mAU 5 8 . mAU
7 0
9 h1
13 2
L 1415
N | JJL
-1 T T T | -5 T T T T T 1
0 5 10 15 20 25 30
54
B
25+
3 °1s.
mAU 1
2
-1 T T T 1 2 T T T T 1
0 10 20 30 40 0 10 20 30 40 50
Minutes 24456 Minutes 24457
. J — ]2 3 o y
Bl S H RIRFIHEARHA AR il I 2 1 K6 17 FtiErEd el (Smg/L) Ml

g

A SR HFREA K U000 RYI =JTiRAR (R JFIE R 5E, & T EPA 8330 J5ikfE E1 F1 E2 £ I, 14 Rkt

FHABAE AL A W0 53 BEREMS 73 BILERE—JOBRRESE B, B3 T JRT5 IE AL HPRANIIE 245k, I HAR KRR ERfL T

JET5 IR PR

SE IR

[1]. U.S. EPA Method 8330, “The Determination of Nitroaromatics and Nitramines by High Performance
Liquid Chromatography (HPLC)” United States Environmental Protection Agency, Office of Research and

]

ap 2
ABEJT

SE T ]

Development, Environmental Monitoring Systems Laboratory, Cincinnati, OH 45268

[2]. X.Liu, Abordunov, M. Tracy, C. Pohl, New Columns for Baseline Separation of 14 Explosives-Related

Compounds in EPA Method 8330, Dionex HPLC 2006 Presentation.

[3]. G. Maio, F. Steiner, H. Franz, M. Tracy, X. Liu, F. Arnold, A Total Solution for Explosives Analysis by Reversed-

Phase HPLC with a Parallel HPLC System, Dionex HPLC 2006 Presentation.
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DGLC-25 SEC/IEC JFI i o3 B /1 i F1 i 11,
UM S PEIE R Yo
SaE: AhkaEG, PAEE, MBeEC Ko

DGLC-25 SEC/IEC parallel LC Determination of BSA, ovalbumin,
cytochrome C by SEC/IEC parallel LC

Key words: BSA, ovalbumin, cytochrome C, parallel LC

ik

3
W= TCIRAH R A T E RS FR NGRS, I AE N R A S T AE AR E RGOk, XMERSGILH
B a3 FE R TR A . T UASEEL— AR AR B B AH B
A 3C 4 DGP3600 fitt B 1% 6 £ F: Bk & 55, Timebase 1 4 DEMO-1, {# Fl DGP 3600 /£ %%, 4 1% 4 4 MabPac
SEC-1 PR (i H:, B ZhidbpEes Bkt =, @ (R FRHEFL R 5 o i A AR R IME A = A . s E A
Fi4miata 2= C; Timebase 2 24 DEMO-2, {#F DGP 3600 A%, f&ikfE >k ProPac WAX-10 85 F-as#utailébe, HE)

PRSIt s, it & 4le DEMO-1 #5458, AfkEHILTHE 1,

MK F
{#%: Ultimate DGP 3600 ?ﬂ AR A RS T TTH =k BE S A — A IR A SR IME IS
HEAEE L 1, AR 1,

With the same samples perform multiple separation steps
including SEC and IEC in a parallel configuration

From Rght Pumg ,_,u_ N

DualG .!ﬂ

Delector

From | r"Fer‘ Cohuimn 2 -—

-'.l'l.'hnﬂ ke

1 (&R

« 155 -



ThermoFisher
SCIENTIFIC

=1 ARHE RSN

ﬁlEl :kﬁ:

B Mab Pac SEC-1, 5 um 4.0 X 300 mm

ENHE: 50mmol/L #5E§5H4E i pH=6.8 1 0.3mol/L BY NaCl KR AR

TRIR : 0.20 ml/min

B 30°C

HEE: 10 uL

MR AL 280 nm

=2 BFIREIEEY
BIg &M
B ProPac WAX-10,10 pm 4.0 X250 mm
MPA: Tris Z24;% PH=8.0, MPB: Tris £&/#% PH=8.0 fin
0.5mol/L #J NaCl, #5E %R :
B8] min MPA MPB

0 100 0

— 20 50 50
21 0 100
25 0 100
26 100 0
35 100 0

IR : 1.0 ml/min

MR 30°C

HHE: 10 uL

MR A 254 nm/280nm

MBI IE G A

HIMIEAE A (5158 66KDa, 25 i pl 4 4.7) | JITEE A (415 44KDa, Z5 5 pl oh 4.7) Foguig s C (&
F-#& 12KDa, ZH i pl 4 10.7) , WgT Sigma 27,

BUA-IMAE A& AR E R, FERRE, IEaikizm, s 2mg/ml fIETR,

EUPIE R AR E R, FEERRE, IniBakiafg, S8 2mg/ml FIIATR,

s C MG, REEBIRE, IBaikiEfE, &ilpka: 0.25mg/ml IR

F AR RN A 5 7L B B =R IR A TR .

LERFITL
A i T X 307
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-3.500
-3.000

0.000

0.612
30.000

WashSampleLoop
InjectValveTolnject
ValveRight =
Autozero

Wait

Inject
ColumnOven_Temp.AcqOn
PumpLeft Pressure.AcqOn
UV_VIS 1.AcqOn
ReleaseExclusiveAccess
ColumnOven_Temp.AcqOff
PumpLeft Pressure.AcqOff
UV_VIS_1.AcqOff

End

Volume=150.000

10 1

UV.Ready and

ColumnOven.Ready and Sampler.Ready and PumpLeft.Ready and PumpModule.Ready

B FZRE BT A WA ST

-3.500
-3.000

0.000

0.300
20.000

WashSampleLoop
InjectValveTolnject
ValveRight =
Autozero

Flow =

%B =

%C =

Wait

Inject
ColumnOven_Temp.AcqOn
PumpRight Pressure.AcqOn
UV_VIS_1.AcqOn
UV_VIS 2.AcqOn

Temp_ Lamphouse.AcqOn
3DFIELD.AcqOn

Flow =

%B =

%C =
ReleaseExclusiveAccess
Flow =

%B =

%C =

Volume=150.000

1.000 [ml/min]
0.0 [%]
0.0 [%]
UV.Ready and

ColumnOven.Ready and Sampler.Ready and PumpRight.Ready and PumpModule.Ready

1.000 [ml/min]
0.0 [%]
0.0 [%]

1.000 [ml/min]
50.0 [%]
0.0 [%]

Heh 3min BRTIREEREE, BLARRBTNS—NRENREEMNGIERE EdE, BeEdERoBnNEm, ReTaEE
51 F ReleaseExclusiveAccess 41§ B EhiHHEEN, UES—IMRGER.

« 157 -



ThermoFisher
SCIENTIFIC

B E B

3P
2 BSA
3 c
50024 La
~ Tmau WVL280 nm
400
300
la
200
3
100
il
min
5 T T T T T T ; T T "
00 20 40 60 80 100 120 140 160 180 200
vy F M= WAV [z] i
B2 =R 3 BANTR & 4 B 1 1
B blank
2 3P
40T R0 WVL280 nm
30.0-]
20,0
100
4
b ‘_,Y—”_'x
min
5. T T T T T T T T T T
00 25 50 75 100 125 15.0 175 200 225 250 275 300
PR PAHERE 1 5y B8 P2 A A =R R A
[z] 3 */\ E. TH H 1. lil#
B BSA
250 7 a
mAU WVL:280 nm
200
15.0
1004
50
2
00,
min
5.0 T T T T T T T T T T T
00 25 50 75 100 125 150 175 200 225 250 275 320

Bl 4 HeppfhEs (BSA figuietass C) Ay by i

c0.05
2 04
3 c-02
4 c05
AU
Cytochrome ¢
i
—
min
T T T T T T T T T
00 25 50 75 100 125 150 175 200 225 250 275 300

Bl S AR (3 C ARG o) B 1A 1
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2 bsa-2
3 bsa-2
4 bsa-2
60.( AU WVL:280 nm
3754
250*4 “
B /
1254
123
]
-10.0 T T T T T T T T o
0.0 25 5.0 75 10.0 125 15.0 175 20.0 225 25.0 275 320
6 BSA HE ML
140 Mab-R3
mAU WVL:254 nm
100
75
50
254
10 T T T T T min
0.0 5.0 10.0 15.0 20.0 25.0 30.0
— N e
[l 7 SEC-1 4y Mab Je H "Rk GIEE (ILx)
FELRE
AT V)=,
2
3
SOTRD

WVL:280 nm

T T T T T
0.0 25 50 75 100 125 15.0 175 200 225 250 275 320

Bl 8 =k B B SR AN £ 40 B 1A

2
3
4 Val-0.5
50.0
2 WVL:280 nm
mAU
40.0+
30.0-
20.0-
10.0- ng/\/\M\}\/g
i J,J\A/\AM
min
5 T T T T T T T T T T T
0.0 25 5.0 75 100 125 15.0 175 200 225 250 275 320

el 9 N[ oA HE B 7 2R 1 ) € 1 P
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9.0

mAU WVL:280 nm

mAU WVL:280 nm

807 ANk c
6.0

4.0

204

10 min
-1 T T T T T T T T T T T
0.0 25 5.0 75 10.0 125 15.0 175 20.0 225 25.0 275 30.0

Bl 11 eaitE WCX-10 Z2ihifg pH=5.5 Z5 T 4 g dfi o =5 C &3

ZEig

HPIBAR R =TI A GE IR AR 5 R R FRHERR (238 (SEC) FnEf-x3ifatlk (IEC) MEARL,
Xt = E A AR R AT 2 Bl R ], (ER A RGBT, RS A E 2 RIS

L5 LT IRy - B AR/ N = Fh R (1 /F MabPac SEC-1 (il b: (M TR 89) LAYs By 5 @ik
BTSSR IEAARL, B FX =FE AW/, ¥7E 100kDa LN, FE i /E MabPac SEC-1 {54 H£k 5y
B, SRS, FREALRE P AR R TR R T T Mab 195 B, S5 AR HEBH (s Nak B, R AT
% B AE 5 B DT 4 B AL AT, TR LI o 1= — M (E 150kDa, H R {KRHEA 300kDa, = {kh
450kDa %, 5 FRZERKRK, EAFTARBEHEBL ARS8,

=R AR R TR 3 A ProPac WAX-10 EREGSHEATIRAF 4 8. BB A AV ES T3 il oy B TR A i
RE RIS A, BRI pH ([ S E G RS R S SR, EARRmAHZNITEERAKSL, HEAE
H BRI R B RESR, AnEs T A sk B PR, 46 o i pl ok 10.7, bR & AR 9 & E Y pl 2
Jy 47, BB WAX-10 B HEFE | Z2obik pH 2 8.0 S5 T, AIBEEE c (MRS, RIksting, mRmfh
R, BRSNS T AN, 222K RH WCX-10 tailit:, 2Bhik pH=5.5 &0 T, iRtk Cc A—
ERE, SERIE TR EES Tk E, FIHCR B Gl & QL kb T sit, T i S i S Tk
FEFRBAHA P e 2L,

HH PR SR 2 R AT i, TCTRAE A AR HEBE (8 2 B S i (il 45 A T, R BRI B (B SR B 2 — etk
FKF, HTEAMMHERE S, FARERS TR, RGN EANREZE C 24 0.2ug, JIEEE 1 BSA
73 0.5pug,
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o e A= oo 4k ]

T AR G (2D-LC) R 43 B AL AR [R] i SCAH B S R 3 € TR H DGR R AL R 40 5 R
Gi, AEaRZT S —AERY CEREA R DR, Sl iRGE . AR SRR B M A SE T (A AR
MEseh . e G0 R AR 2 B LB Brde at, BRI AE AR R S 2R A
Py (o) 43 BB —2 5y, X LR AR R, SERLA, SRR, AT, Rk IRITER (3R
5, i B ARG ARE T2 BV ATLME 4k RGP R BE AT R B, o BRED . PR
CEIL SN U5

THERAR R R 2l RS A AR SSBURE S RIRE I . AR EI o R HAREA " erp,
Ui 5y B AT 53 R B ERANAELR PIFT T 2o = TTiRAR A T HA R A 1 T SR, il ot R D Dh REAR A b
T T AEL "B, (EIXABOA B ZRAIHAR R R AT A, T A1 — 25 L PR LR K 4
Hb PRI B A IR
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DGLC-26 {2k " HH: UNit - w200 A% 7 [R]InEl e 22 &) JLos 1k
kb4t & A, Dy, E

XA SRR &k HAERD; gAEFA; HEAFE; &% RylRF

DGLC-26 Simultaneous qualification of vitamins A, D3 and E in fortified
Infant formulae by Liquid Chromatography Coupled with Fully Automated
Online two-dimensional column switching method

Key words: Two-dimensional separation, vitamin D, vitamin A, vitamin E, high performance liquid
chromatography, dual gradient system, Fortified Infant formulae

Jlll

El

BSR4 ILICTT Wty AR A BRIy, 2 —FhEVERL (BifbahdRl) Sh B2 0et, it AR s BB R,
ALY JUA K ANR BT RN M R E SR rh Ry S B A SE Ak SRR bR 4 R
LRI AR E SR A SRR 30 D A A: 35 E R ok s P A 3155, o 4e/E 3R D R SKBrBRFL i & BARAK, 2974 4-40
WU (EBREAL) /L (0.1-1.0ug/L) =Y, Fgut R A 4eA: 35 D, F1 25-OH 4iA: 35 D, TR K44 35 D,
WK ATy BRI R 2, BB L LS Lk e B LTk i3k AL D R E ROMLE J5k, SClkiRiE
8%, Horhan Rl QIR T R W ik, mTHGERE 2, =R, e, SRR pH
(e, H 28 Wl E R el & Sk Bk 7, oy 05 3 B AR AU meBE . A HLIEFIREI, iRGi g
TR LR ™, fEBA ARt M i3k ¥ TR EAR & (3 . SR LRSI EE RS, 40 B T AL I R #T
AR BEAR B, KGEMIAE dh o AT AR

AT KRR LS MU0 - 2 8o e AME NS, FRi et L, ZEWUE, B, RN 52
A3k AL DFODE RIS HTINGE, 18 105 EERIMERRIERIRE 8 Ak,

M S

{3 Ultimate DGP 3600 51, WA /LM TATTHIM ZTCHIE R WA lIRIER R oM
MG, EEEILE L,

— 44 HrkE: Acclaim 120 Cpy, 3um 3.0 x 150mm

TS HTRE: Acclaim 120 PA 1T Cyg, 3pum 4.6 x 150mm

FEif: 30C

i K. 0~5min, 325nm; 5~12min, 296nm; 12~30min, 263nm

PERERL: S0pL

{fid: 0.8 ml/min

TEANARLLI -

ey HiR: A, O B, WEE C hTEE - PO (80: 20)

THEHIR: A, LI B, RAEE

i : 0.8mL/min

BREEDELR T WAk 1
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B T HYES AR

Two-dimensional column <

K5 AR UV

%

R Su e

L~

— Y5 HrkE

One-dimensional column

R —HENBN_HENSHERER

g
Rightpump

Leftpump | DGP3600

!
H S rEes
[

Autosampler

—HESR “HOWER
B8 (min) A% B% C% B8 (min) A% B%
Time (min) Time (min)
0 60 40 0 0 100
15 60 40 0 9 100
15.1 100 25 80 20
25 100 28 80 20
25.1 60 40 0 28.1 100
30 60 40 0 30 100

HmETA IR

FEFRIUE 10 g (R&EY) SOomL) , F 250 mL HFHLH, HNA 30mL Sk (EIE#E (REDATMA), #
IA 15g/L B4k 3% C LREAEIR 100mL, FEAIA 55% RS AL BIKIEIR 25mL, f O fiik 45min, (R S3C,
AR 2 S00mL ik}, DA TMBEREE 3 1, ik 100mL, & FFAERGR , ERGRELK SRR 3~5 v, 2k (pH
RAGA) , WA R, S TokmmRiliok . RERUERKCAMmEE, 2 1~2mL FAZE 10mL kS,
FART, LA 3~SmL HEEEEFIFHAS R 10mL s, WREERBEEZIE, 84, fFH. KNZEHERIRA 4 C

IRFRIRAT .

LERATTIE
Fr/ kit BB A
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Grrrrrnnnarnnnnnnnns ISP B ceeeeeennennnnnnnand > P T THEATE AP BT e >
1500 One - dimensional separation two - dimensional separation
10.0 g ¢
12501 {0 3 3
: a o
o E E
to40 S £
1000 i oo ;A
> oo
< :
€ 750 i 1800 20.00 . © o 2500
o : t/min ©
Vitamin-A 2.607 5 : e @
5 : IS ]
B
: c <
: E E
i s g
i > =
: 1 i :
0.0 5.0 10.0 12.0 15.0 20.0 25.0 28.0
t/min

B2 R AR A 3 AL D, D, HIE B2y B (1 BRish, 2 )

FEgEE, SRR, BEEER

S BIRE TR AL E D, iR 3 A A E RORRE TARATOES:, % 10mL k@ SR, AR A5 A bri i
W, TS IR B I S R A E 2 10me/L %/ 35 D2 RONBRTARE 0.5mL, REHEREZINE, HEAE SOuL, Lhik
RERREAERR, HErE 2 DD, WAL H AR, b, SR 2 D, 26 20~2000ug/L (TGN, H% %
$r 409995, HurkZE AR 1.71~855mg/L (UVEEIN, r240.9979; 4E2E25 E 1F 4.12~1030mg/L yEE N, 24 0.9998,
o2 D, BeliE BBk 20ugke, HYF 800U/,

R ELAIER A bRl SRR, SELHERE 6 0k, SXHLAEAE D,, iR D, IR E R RSD 4% 1.94% 12.82%,
Y3 B WETRG RSD 2 0.44%, Herk35 A MBI RSD 2 0.43%, HWIJ5RHIRS% REREAT

EE &SI

oy B b R B2 4 JLBC T Wby #t 3 By, il 10g, REEFRIE, RS HINAMRE A 10mg/L fI4E/E3R D, ()
WARIERE 0.5mL, FBUMAZEAZR A, D;, ERIbRMESE R, 208 2.4 BUR A IFNES A2 A, Dy, ERY
S, TR RIR  255R 4k E 3K A Dy E (P39 55 512 114% . 100.68% F1193.98% , HAH A RSD 43 5174 0.16%,
2.9% F1 0.58%,

Him S EWELZR
oy HIECE R B2 A JURILEERC T Wby 10 g, REPRIE, 4% M8 2.4 J5UT HOAE AL AT T8 05 72 il e A el dA i,
SEYEEF AL Dy ME RS, ZPRILE 2,

x2 HRmABNEER

HE R A(mg/kg) Y & E(mg/kg) Y 2 Dy(ng/kg)
HRmBR FRRE MS=E PRRE MSE PRRE MSE
Ui -1 5.70 6.16 40 40.9 79 84
T -2 5.91 6.49 87 83 84 76
Ui -3 4.50 5.04 150 132 80 70
AD £533 0.06 0.065 — — 17 14.5

g
BB E RN TR T HE

e A, EERT U SRR, M RERG, WEBRE GOl ETh Iy, fERD A
HAE, BRI R TR, BARMET iR A ARG & GRS, RS ERERD R AT ERG,
FRESAH 3% BT 00T, ASCRH 463ty spyrh.oEs, e imP o Bn, A%
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A2 D R UIE R O T B, RGUEREELE 1L, BTN RIZFRN, gE4ER D E-gOiksy
B PR B IR A RN S, RO I (R K 2 2 53 B B AR I, IR R 58, S DB 4
oy BAERIA IR BRI K, X oy B AR I AN, A SRU il AR AE, B TR RS, WE T
AW ], iy est, 438 A, EfE 12min WIS RS BRI E 4k (3 oy B rh 2k A
= D BYLR BN 2924 21~22min, [R5 iR A Bl I SEBL T GOAE SR A0 S o el 25 46 . 2 Ml Ry 46
IBFRE(E 12min, 7E 12min Z 5], —#@EEH:SEMEERE; £ 12min Z)5, “4eOlHESRMEERE, i
LI GEEZR AL DAL E AYRIRAS I

EEAEFE R

FE oy BRI SE b, SCER P — R AR G T s RO i i AT 0B . SO € TR TR RO e 3 mT DA 4
A3 Dy, 4R D, DUR A28 D AR FIARE TR A R o I, BRI Al LA 4k A 38 D, (AR, DURMEFERT
ReER i Fe b A= 35 D; WA, Sl S5 R AMERRIEF T 58, SO % BRI AR, ALRBAE 4t
PEFN A Ry B R IR AR GRS . fE ORI L, T4 SRR B LR SRR 2 A EE S
PRI 3 BERE, REQE (il [ rh BRI R /NI oy B R, /D il T, PRIBESROR R Cos 1B — 25>
BriE, RHIPA I C;y (Embedded-polar-group Cys) 1EA "4k brtt, Rz L, Wiz, s, L2, &
PEELL R RAE B RS, AR ahi& e & A KRR T, RIEARSCRR A T IR AR SE, DA
WM REANEFIRE . fE—Heuilioyasrh, AR E . R T, fE4EFE A, EoEaid)E, m
AT TR - R SRR DL AR R . ASRIRXTEL T — 4R oy Bk e (WL 3) Fn 4tk ik
WioyegilklE (2. , UG HE# o 8RBT,

o
=]

20.0 l
» _r-——‘

=)

o
s

)5

Absorbance [mAU]

o o
o o
, 2
9.9)
o
==

&
IS)

5.0 10.0 15.0 20.0 25.0 30.0

o
oA

Bl 3 WLy Bopk e (1 44235 D, Dy biflini&is 2 40 VD, #ah)

HiTIEA

ARSCHESE. T AR "GRG - /MG DL E B 4h JLEC T Wky AnFLah rh k£ 38 AL Dy A0 E RS MIE T 1%,
AT ERALN TR

(1) Z#sy & J5ikml Lk b (ki S G, (e 38 Dy ME, R —4efn — 4k (Al o s B2
RS 4 (PR A e I Bl oy ek 4 A 25 D5 ME T

(2) SEFRTT L, AT5 35 T IEAR GRS L B, — R ERE R E B e A2 3R A EFNDs RY &
KK TSI B8R,

(3) FERRINTG ik b, SROMEINER A L A2 AR D 25 I TR 2 PR RGN &5 o RGN &% 1652 A4 IRORE i
WO R o A B RS, AR B4 LA I b B ok % . A SR TR S, e
SIMEMES , AR RO, RSPl R A, EFD;, il — A Sl bR, sSsaeleas i, B
AEBRARMASRT, WLASKHLA A sh e,

VEA ZHesr 80585, MR THMOH, WA R, RMNESRINREKS . A e A KRR AkEd R dh 2
Priehe, 805k Ak, JFIF R A SRR RAVIEUE TAE, DASE B 5 TERIZR & PFOT o
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DGLC-27 4k At &5 ¥ ipygig] 2 AICA riboside fil AICA
ribotide

%4213 . AICA riboside; AICA ribotide; A¥J/Z R4, — 4R

DGLC-27 Determination of AICA riboside and AICA ribotide in tumor by
2D-HPLC

Key words: AICA riboside, AICA ribotide, tumor, 2D-HPLC

ik

3
AICA riboside Fil AICA ribotide fEZHZH & BAAK, HX WML AEWEMER L, A&/ H LC-MS ¥, H
Cis Foor b, HTFX LA IREIR S, RE RIS RERIA M FE G 22 R 58,
A5 1% A online spe FII B AH GIEFHSE A, RA T B FaRAE B AT, XA R 254 AICA
riboside F1f{ 1474 AICA ribotide ixX J§ ™S5 HHEL IIL A4 dE AT T o0 #r, BESF THEBUATHE, iR AFHh R T
ZA AR

MK &
{#%: Ultimate DGP 3600RS %1, 4545 A fE L i T TCHY R = Jrf BE S s A P04 I A il 4
DAD #5:%5 . (L& EE WA 1,
itk Acclaim Mix-Mode WAX-1 Guard, 5um 4.3 x 10mm
TonPac CG16, 5 x 50mm
Acclaim Mix-Mode WAX-1, Spum 4.6 X 150mm
Acclaim HILIC-10, 3pm 4.6 x 150mm
FEim: 40 C
K . 270nm
ISR 1, A W% 2

VWi

—
Lelt Pumg Right Pump

R NER e AL
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=1 BIEEY

H,0(100mM KH,PO,, H,PO, if§
B8  CH,CN PH &) 2.5) H,0 IR
(min) (%) (%) (%) (mL/min)
0 5 13 82 0.8
. 13 5 13 82 0.8
B 14 5 55 40 1.0
30 5 55 40 1.0
35 20 13 67 1.0
38 5 13 82 1.0
50 5 13 82 1.0
H,0(100mM KH,PO,, H;PO, 3
T ﬁa‘!‘Eﬂ CH,CN PH B4 2.5) H,0 5;.’%2_
B (min) (%) (%) (%) (mL/min)
0 2 1 97 1.0
50 2 1 97 1.0

3= 2 YR E]

At E] iR 4
(min)
0 1-2 1-2
6 1-2 1-10
13 1-10 1-10
14.4 1-2 1-10
16 1-10 1-10
30.5 1-2 1-2

MR B G A
brram TP TE

FEHIFREL lmg [ AICA riboside, fIA 25mL fU#B4lik, &AM G SR 40mg/mL (FIfi%&TR, £ 0.45um )€
Bt e e i, I AHBAl K BB AR 10pg/mL %R A, £ 0.45um [UERE IR 5 M

FEWRFREL 1.5mg ) AICA ribotide, A 25mL {4k, 251G H S0mg/mL fIfiE &k, £ 0.45um {1y
TERS VB S 2, T AR RS E] 10ng/mL BIfESIK B, £ 0.45um AYJENREE I 5 340

5y B ImL %5k A Ffig 257 B, {RA¥%4), 193] 5pg/mL Y AICA riboside 1 AICA ribotide [FIfHi & iA ,
SN, R,

FEam BT
INEEE 2554 BIAE Smin, 10min, 15min, 30min, 1h, 2h, 3h &z 4h I}, BUMSREZHZR, oA —fZ 4R FRH9 PBS )3,
EPEIR AR A A 10% TCA JUIEE A, EiEE.O, H4 AR CEERP K, BUKFEETO .

LERITIe
TriEF X LIE

S W4k % BR AICA riboside /£ IonPac CG16 LR BER4F, H-5HEFUARIR L3, MffH Acclaim C, #
T % AICA ribotide 3 f74#5 M, AICA ribotide {2 %%, 2 )54 Bk T Acclaim PA. Acclaim PA 1T %4+,
AICA ribotide #BBEA PR s KA AICA ribotide & FA B FPE5T, BrlAtsr %I7E NH,OAc & KH,PO, %k & & Hit

* 168 -



ISRERE S

Acclaim Mix-Mode WAX-1 Jz TonPac AS11 #£+F, AICA ribotide FEAZLR BIRLF, (HE 5 M2 fniyes B AYEE o A,
2 Wikt Acclaim Mix-Mode HILIC-1 }% Acclaim HILIC-10 £, % . AICA ribotide fF Acclaim HILIC-10 [/
REFEIOR B, AH (AR 5 25 Fn g B 2 B 0 AN I

518 H on-line SPE Xt #¢ gt it 410 #r, &k AS[A] SPE /MERYES R ELEL G, EHL Acclaim Mix-Mode WAX-1
Guard A1:1E ) SPE /IMEAE R 3 AN iheg LAY AICA ribotide, @it A [RIRY 3 HrAER S R ELIR TG KB, A HTRE
i xt AICA ribotide FNH x4 s ik B4y B, (HJE M Acclaim HILIC-10 4%} SPE /NMEAZRIVIL A48 5 50 B 4521

(ZnE 2 fizr) 5 Acclaim Mix-Mode WAX-1 4%t SPE /MERSRAIL &2 5 o 458 (AnlEl 3 fior) mILAEH,
AICA ribotide 7E /™A Hf H G TR AR{CIAO AL & AN 2 Rl — L &4, FrLAk$E Acclaim HILIC-10 FE1EA—4kH:,
Mik$E Acclaim Mix-Mode WAX-1 #:1E A 4k,

B A SO B B 2 45 B 2 Acclaim Mix-Mode WAX-1 Guard 4% £ 24 SPE /v ki #E B ifiL 3% 0 i 83 HEf AICA
ribotide, Tfij AICA riboside 5 i —#2 A # Acclaim Mix-Mode WAX-1 Guard A& & ik i i3] CG16 B 317454
BEAAGMZ, 24 AICA riboside 4SS AGMEN 2 J5, ik PR 45 AICA ribotide /£ PN YR B /£ Acclaim Mix-
Mode WAX-1 Guard FERIRE S R348 —4 Acclaim HILIC-10 4= #7547, 2R)5¥% AICA ribotide Hilg R (8] A7
i ot R P4 B3 55 4k Acclaim Mix-Mode WAX-1 kE_Eiff1747 85, i5 %] AICA ribotide 55 ) 5¢ 2 A 2857 55,
nE 4, S FR.

350

mAU 40T AU

300 7

250
250 1

125
200 ] | N

0 N
150 7 RIS 1500 18.00
100 4
50 (h
01 L M
min
-50 - + T T
0.0 10.0 20.0 30.0 40.0 50.0

B 2 Acclaim HILIC-10 #:%f SPE /IMEASERIVIL A W4 45 4 B k5
(FB > AICA ribotide Afldhy, WE € IRIRES, 2160 PR Inbrke )

1400

mAU
1200

1000 +

800 A

600 -

400 4

200 -

0 4

A

0.0 50 10.0 15.0 20.0 25.0 30.0

& 3 Acclaim Mix-Mode WAX-1 #:3%} SPE /METH AU & 4 454 B 45 53
(B2 AICA ribotide Frifi i, W5 €4 4 FRRiAT S )

-200
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A/ICA riboside F] AICA ribotide 94" ZZ /&

18.0
uﬂvi ALy
CHICH: 2.0 %
20 7.0 %
10,0 J[Ficw: 1,000 mimin

12104

LUE
PR |51 L N N I WU —
40
2109

o0

=210

-407
<50

o 11} 2000 30,0 400 =0

& 4 Sug/mL ) AICA riboside Fl1 AICA ribotide FrifE 5
(1 24 AICA riboside, 2 %4 AICA ribotide)

NELE 25 M T

B0
{| 150
] ALl
T -
: 0
60 4 I;
1 1] | I'u
500 | A
‘ .;;.}._*-_-*‘ll h
400 l
m ||'°3m P a0
i .l..
i |{/
100
*
B A =\ L /‘_5!{
A —
00 —
o0 i 200 00 A0 BOC

Bl 5 #5245 0h, Th 71 2h J5 i/l SRR i o Lh 1
(1 24 AICA riboside, 2 24 AICA ribotide; 8% Sug/mL ) AICA riboside F1 AICA ribotide Fif il &4, W ha2s
Oh /NEUMBEAES,, 2L 0225 1h NRUMSERES,, A5G k225 2h /DRUMSERES)

2200

mAl
2000

I i

! wll! A wAll [
1780 150
1500 310 | .I:-"':I

- 00 -/T"‘L
1209 kol T I 1
= 250 4

1000 J - ',

hob—— — I —

i m
50 4| fo
L (] 1000 1100 Hm
500
=0
aff ™y .-"-
Di e ~ pre
oo 10 200 300 200 500
Time [min]

E 6 #5245 Oh, 1hF02h J5 i/ NEUiyss Fbs o 5 ek bl B i
(124 AICA riboside, 2 >4 AICAribotide; 2> Sug/mL [ AICA riboside 1 AICA ribotide FrifE iR A%y, W5 h2A75
Oh /NERIMAEAES, ZLECHZRZS Th /NRIMAEAES:, EEEChA 25 2h /NERIMAEAE )
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FEia ke WER

%% 3 475 5min. 10min. 15min. 30min. lh. 2h. 3h %% 4h FEY/NEMEHE
AICA riboside 1 AICA ribotide IE T 125 5

AICA riboside AICA ribotide

(mAU*min) (mAU*min)
Smin 8.2594 7.5741
10min 3.7185 8.4146
15min 1.136 4.1822
30min 1.0812 4.6812
1h 0.5102 3.6921
2h 0.159 2.3577
3h 0.1907 3.7135
4h 0.0685 0.0934

= 4 SRS ERT475 S5miny 10min, 15min. 30min. 1h. 2h. 3h X% 4h FAY/NRBNEFAY
AICA riboside F1 AICA ribotide I£HEFAZE R

AICA riboside AICA ribotide

(mAU*min) (mAU*min)
Smin 13.4058 18.569
10min 7.0712 17.7688
15min 4.968 18.1556
30min 1.8691 7.4287
1h 1.5929 8.0566

2h 0.5819 7.39

3h 0.7091 9.4042
4h 0.3542 8.0372

e

A% on-line SPE 1 2 45 My 45 & B — RS 0f MR AR ML 3 ip B9 52 e e oy dE A7 o0 e, IRGFEISEEL T RTE 254
AICA riboside F1fCi 4 AICA ribotide HY 45y &, WL 1 A HARL A 4 5 RaAn il 3 oh AL I 26 2650
e rh 5y R4 2575 T /N R /NS LR AT T o br, #4311 UE 254 AICA riboside FNfI™ 4 AICA
ribotide (LI, Sh 2 JaRIZG ) H A IMFFERE i 1 kA

o 171



ThermoFisher
SCIENTIFIC

DGLC-28 i Al ik ali b oy br syl e b i
KA1, R AR, i, 50, —4k

DGLC-28 Development of an Automated Method for
Monoclonal Antibody Purification and Analysis by 2D-HPLC

Key words: Monoclonal Antibody, Purification, Analysis, 2D-HPLC

5l

il

TR R0 A PR, PR Avai b A it BB OC 2, PR R RS il AR b, TR A
W, REGFIEFNER, gkl (MAb) 7= & i A A A U i mn I B BRI BT R SR R, X 2L R
FE e e SR AR, AR SR ERIEIER, b tEPLARIE . EA R TR, Al
fescEishnd ferh A (Ani &, pH HIRN)

B 1 (A) UltiMate ™ 3000 fk Z %%
(B) WPS-3000T(B)FC A: M3 2 B B A 25 Al SE i e

FEbiRRaiftid B, F—PHEARMAIERIT 8, {E Protein A 8 G G ilkH: EREFTSRAMEE—P 45 8
JRALEEREFNE 95% LA b, AT WEAfbAv R . MBS EERDUARY R, IR TGl (IEC) s
PRARHEPL G TS (SEC) #EATMIE . SEC BA IR MEPUARI SR IKFIR At o 8522 i 6 TR Y [ 2 AR REAS X 2R
2L 23BN R L R BEA 70 B, Sl I P (bl S P vl LU X 22 BAT SR (UL R 5y T

AR T RM—% HPLC R4 (4nl& 1A) SKHlsaebiiR i A shaliftfngy 85 (IEC & SEC) . “4ERAHE
RS E R AR A B B, HPLC RETHY A shdbAees BAZERE . WORAE e AN 2EARRY DhRE . BVt vl
i PEER R G R Sk A A Fhist T
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o

2 HZhEL 2D Rl (W ZhRery WPS-3000T(B)FC A Zht+£es )

TYA =

HPLC =04 & Dionex Ultimate 3000 5k & 55 .

SRD-3600 E Zs il AL

DGP-3600BM x 2 Wk BE % 2250

TCC-3000SD A4, APy A I b6 iR

WPS-3000T (B) FC /4%, X A shidtkees

VWD-3400RS &5l 2845 2.5uL ith 7

AT RE S B I DD RE AN AS €4 J B 2 Sk 1% B Dionex WPS-3000T (B) FC [ hbkE s () — Loz L ThRE,
BAOEIBCERE SO Y TR B REREAR PRI [ Rl (e A s b AT UG B . 7EAR S B B A 5208 v mT DA AT S 8 S 0 LB

B4 2D-LC BN TidiE:
® JEAfE 50-250puL AL fb i B DA / 2 8 U4
o AEfnai (1D) . 7E 2.0ml/min 554 T
TG BE / 1 0.75min
FEAHPERL 1min
g AR I 5 FH B B AR 2 A B A At
Protein A €& Tk A fi i £ T IR EAE
S5 Mt ] 3min
o “HioHr (2D) (Fli—iLE—) -
SRPHE T2 o dl, NaClERBSEEBERE (20mM MES %k, pHS.6)
SEC 4y & (200mM Rz ik, 250mM NaCl, pH6.8)
FEanHE AN Gk sy B 2R, AEBCERIRRS R AN R ohi (Tris, 0.1M) SREEEH pH, B Zhdb ke es i ifis
HIMA R,
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@ MEE - ST

8 ait & pH 28:00

- 0333 a0
Figrar: 2000 Li/wir

Mo

{3 1D SR 5B MAD (S (S @A 55 )

Lesm

Protein A =& iE

— 4 Jfl AB Poros Protein A & 4E (20um, 4.6mm i.d. x 50mm, 0.8mL) , 454} 214/280nm #5ik K, FEAE
50-250uL Z[Al, {fHKE &I, FoRM A E G,

A ATE S

WahAH A 10mM BEZ%4, 150Mm NaCl, pH7.0

A B: 50mM &8 -HCI, 150Mm NaCl , pH2.8

1D 4B . 100% Jacah 4l A {EBEFIPE- 0.75min

K : 2.0ml/min

mpE: 25C

BT XGEE

Thermo Scientific MAbPac SCX -10  (4mm i.d. x250mm ) a8k PHE o, MES £& ik /NaCl £ 5 45
B, 214/280nm HAMEMH K

{#Z48 A: 20mM MES ££ifi#h, 60Mm NaCl , pH5.6

{ZAH B: 20mM MES 2, 300Mm NaCl , pHS.S

2D 45 . 30min PN 15-45%B; 6min 100%B {5 10min 15%B Ffi

. 1.0ml/min

IR 30C

FIRHEIFR &I

Thermo Scientific MAbPac SEC -1 (4mmi.d. X 300mm ) itk 5 & H R A&
ahHH: 200mM R L% oh L, 250mM NaCl, pH6.8

LERFITHL
TYEFZES 552
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Bcidic Varianis

Basic Varianta

'.|'|.‘;lr.'_ - ‘-'I-'-u'---
0 i
125 - B
ALl
miLl
] a -
7 T T 1 T T T T
O i 4 B a L 17 4 i 1 3 3 i L] 8 B
Mirutes ks
4 (A) 2D IEC 43 B 4liftJ5 MADb i & 'S (A) 15min sy #7ifa], 2D IEC 5y g54liftf5 MAb
(MADbPacSCX-10,250 x 4.6 mmid.); (B)2DSEC 438  {4j%E (MAbPacSCX-10, 150 x 4.6 mmi.d.); (B)2D
4lift.Jg MAb & SEC sy g 4lift fi MADb i & (MAbPac SEC-10, 150 x
4 mmid.)

DA SR T N R, AR DA A P — BN RS, IR SD A B R BLACHL M Protein A ¢4 384T |
DR Tk, RTS8 MEIIN &% HE I o iielde, T B ShREAE SRR b I B 1E 96 SR (181 3) o Jladk OR B I IR i (3
W55 S HOR IR 20 (Tl R R i 2875 B 5S AYMCRAERIN (] o 28 (AR o] A MR il 4
BRSO, SRJE o UM AR 15% R PRER sh iR A an Y pH (AL

2 B AR 25 B SGRAR anE AT R R, BRI B ST ARRE T 2D WU pT . lan —HEhSRPHE et (A
an TR 2 5) 5 B SEC HUBHLIRRIR T S IR/ 8. B ac i (a3 B RO T B C v R A ] I 2
FY = A BORRY Gl [RIINAT CATS I A 21— AR SR PR TR 1 I Y ) € iU

M 1D 5y BESE R, BRI B SRR 2D RUMNGE 741 o et B e O o mI 4 e A LA B AR, SRR & SEC Al
FRANEE Sy BRI, [RIREHL pT AOL AR BEIRT R R F i TEC A 45 BB,

WES B
R BEHEE, AU —2e 5t 76l R o Frish o] 2% [B 4 (il bE . 8 1EC 4y Bk H pH #6  in
Hesr Bk, IEC Fi SEC P4y B4k F4anl& 5A Fn 5B,

g

FEBSER ey Hrid vy, IR WPS-3000T (B) FC H ghih ¥ &% nl FEACHR IR T REATAE A SR AR bR, XA
i A2 R AC B A R 23 B GRAIE S J5 2 IEC 8¢ SEC; RP FIAN[E pH 7k *Ff RP 53 85; SPE I RPLC) ; thw]
LLIEC i Wtk ileisli® (R MS i B SRR A AR . PRI IR m] AR A2 s 20 RUR A 0 A — A~ 2 )
REBIE S HrHA TG .

I, A G mT LAl 2 BT A X e R, R RERTE 5 (RS iR ik B, BLARAERAVRERE . fiTE, 4lift
FHPLC 5347, I {E (LES REM M E FEahalift . HPLC brofl sy #rn QC 12 il %5 £ 75 1hi B
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DGLC-29 % F N EZeIIAHARIN - 4t 55 00 AH 5 I 106 1 32
B Ih it 5 2L

k435 At SRRMEHE; R ed; AKBARER; HFiub

DGLC-29 Two-Dimensional HPLC Combined with On-Line Solid- Phase-
Extraction and Mass Spectrometry for Determination of
Sudan Dyes in Chili Oil

Key words: Sudan dyes, High performance liquid chromatography, Two-dimensional liquid chromatography,
On-line SPE; Chili oil

it

El

3L (Sudan dyes) & —Fl A T & SAIBRZE. MiAtERIfL T4k, 0 {2 THER, . sy
U, M i¥t. — B AN, WMBIEMENFARlEN T mT ARG, B S EHUR
TEA LR rhBE IR R PR Sh . AR RAIIBR T B AT, ik 2 72 0 A SR AR e JUL PR i 1 41 0 Bk PR 28 A I B
BT A R HIGRE A AL L 1, 1L, 1V, #g Btk Y,

W TR R IRE M I, SRIEHI 2 A CHE . CBE, Wl IEC ke, IRChe. AmBEEa LR ", Rk,
TR AERURE , (ERRGL R0 IE T LR S Y sk M SRE, RO G T S UL A AE A P,
BB A G, R AR T Ry WOE AR O % M R . BRI € L Gl R 6 -
JRIEH ., JEik, Hfbst, BRIy bt o> FENBSE, HEH R0 i R0 AR (15 7% (High performance liquid
chromatography, HPLC), . [ " Fk i ¥ #ai 7 HPLC M £ & b (9 75 FHEL R bife 5 % . B HPLC
73 15N B 2 BB rh A S5 PRI, A il BT AC B SR B m o l4n, [ElBR GB/T19681 — 2005 fif I IE e A,
BRI Y, BUE AL R R, ST BB, wH TR AT (R B LR,
SESCERATE (LR BE SR CAMERE ], 36 BT i B REA AT

FEAMEIE A, RN =T w8 Rk R ge, R 4 il 25 & /8 2[5 AR A B K (on-line solid phase
extraction, on-line SPE) 5¢ B BURIHIFE bt b PU RN IS FHELAUMIE o € BEASHUIRE il B S /e — G ikt: Ly, @it iy
{5y B UM e A oy FE LR (R IR SIS SPE H: Bai 4k, PRl RIDMus s S 46 SPE M ERYTSIHL ST 2 (il
i EIER BT, s SR AE SPE M LRI LM ob e SEAR SR HE A " IR IS, IRACEID e R As kA Bt
Iof 2 AT bR o M BRARER AT, T — AR TRAR NI T, AR T kIR AR TR ST B R AR A HL
(off-line SPE) J57%, AJ5IASHL TR A s Lt wHRMNE, BETE TIRHE. SES TIRE A B E
AP, KKFEE T oHrdes,

M & 14
W F RN

#28; K UltiMate 3000 2200 A (a5 (L, It B 253l 18 77 2% 1 S HL (SRD 3600 solvent rack with degasser), W =J¢
HBPLHE R B (DGP-3600 RS pump), #]F# %R (LPG-3400 pump), Hz#hidEFES: (WPS-3000T RS autosampler), 7 2
A2 47 -10 LY IRAIAEIR 55 (TCC-3000 thermostatted column compartment equipped with two 2p-10p valves), —#k
EREFAM & (DAD-3000 RS UV-vis detector), MSQ Plus . JUAR AT A M &% , 248 ¢4y 4184 PR £ Chromeleon 6.8
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SRI11, IKA Jigimtirizmas (15 IKA 5£H)

TREB R CBFLE> 182 MQ/em), LR, B (@A3%g, Fisher 24w, IR, PUZMKME (GAikg, EZ
LR FIERA ), &P e (obral, EGERCFRFIERATF ), HFHLL L I, TLFIV 4 FiprifEdy
B T Sigma-Aldrich 23 5],

P G RNT B IE L ST BT RTERS i e T 57 FE R TE S 1

4> B) 4 S0 (i A5 A 1R 2R AR AR B BURHAS AR AR an &l 1 o, e, 221 (Valve L) Fitg5 ] (Valve
R) il U ] A Ui ] 2angk 1 Boi.

— Y@ TR BT~ 1V, Fbl 5 RO e 1Rk b @ SE7E SPE kE E, HIREE M =085 B4R
(DGP-3600 RS pump) FI /3% (L) JF46, BEiRZE (Valve L), A5 (Valve R) YIRS AE 1-10 7, FFHL T~ IV 1955 5
Lk—E—HEE / MEMeg (1:1, v/iv) hiishtH, E4#i4E 1 (Analytical Column 1) Acclaim PAII (3 pm, 3.0 x
150 mm ) Eif7, @EFEMAER 20 uL, il 30°C, Jite 0.6 mL/min, BEEEBEML, 7RI 500 nm KLY 5 BRI,
BEREH . 3.5 ~ -0.5 min, 30% 7k, 50% [, 20% FES / PUS(Mem; 5.5 min, 50% &, 50% HIJE / U &5
11 ~ 14 min, 20% .}, 80% HIEE / PUSHM; 14.1 ~ 23 min, 30% 7k, 50% CfiE, 20% HIJE / POS0H:0E, FRE
TEZRAEREFIE SN - AT WAS M ES (DAD UV-vis detector) b WiMIBIRY 4 FpsFHLRY gt A], #fe fE45 Ml _E 1-10
fr 5 1-2 fir 2 R AR GE 24 Y0, B 4 o5 PH ARk 51 AF] SPE #: (Acclaim 120 Cyg, 5 pm, 4.6 x 10 mm ) |,
TERAELGLIE L., SHER, A% R) AT 4GRS o 2 B, B, wE 2 fos, AR
10 (7 54 1Az 200 T —/~FiF % (dilution pump), LA 1.0 mL/min S8 AR EE A 0.1% B H ER KRR
FUGRER B T4 (3% o i iy L B YUESIR S A, AR 9520 1 ~ IV 7 SPE 4 E&E 4 (ARFFE A
DY TCACHESR , AR Sl v R EE ) =R ),

Analytical Autosampler DGP-3600RSPump,

Column 1 = L

R.-—

T-Connector

1. 4 H 2) "2 mrSiliopH Gl S5 A fELREAHZE IR . 540 - Wl WA BURE RS IR Re R B ( 5 01 R Il T i
O “AREREELI - AT WA G 5 ARDIRE S bhid o iR @ B MS ARIEs )

%+ 1 @eTER

YRR
Valve switching time 35 05 472 55 594 613 678 696 753 770 80 23
(min)
£ 1R
fIE  Valve left 1-10 1-2
Position HiE
Valve right 1-10 1-2 1-10 -2 1-10 12 1-10 1.2 1-10 12

FE—4E (Acclaim 120 C,q, 5 um, Guard Cartridge, 4.6 x 10 mm, use V-2 holder) & 1%4: F2 &b s £)5, £.
AU E 1-2 67, BRI, SPE M A AR (R) FFAARY 4 (URRIRHS , 1T— 4 (TR W BEA T 0 A 1 P4l
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Y EIELOK—ORE—RER / O (0.1:100, v/v) AiishAH, wHELE SPE kR ERYIFHEL T ~ IV BEUEIE 75 5 B 2
(Analytical Column 2) Acclaim RSLC 120 C,4 (2.2 um, 2.1 x 100 mm, F##{74 5, #miE 0.3 mL/min, #EPEN,
PO M A SR AT MR e, BB -3.5 ~ 7.0 min, 40% 7k, 50% M, 10% Iz / i 16 ~22.4 min, 90%
CHE, 10% HlR / CREs 12.5 ~ 23 min, 40% 7k, 50% MG, 10% HER / CRG. TSt RA ESIH+ & 14,
JEEEE 450°C, HLE 4000 V, FRFHL 1~ IV |1 SIM #iX45 %24 249, 277, 353 F1 381 m/z, )5} A (Dwell Time)
7302 Fp, HeziHi g (Cone Voltage) 43 5124 35 V (73 FHL 1, 1D F1 50 V( FifHL 1T, 1V), ZE{L ST S bar,

HmAETAE A
X7 GE17 5 R ) B
A AREN AR 1 (100 mg/L): For BIRSRFRIAY 10 mg FRfHEL L 1L, HLAI IV it E TR —H 100 mL %
i, MOMERRLE, BORTEIEMR.
A PRMERE R 2 (0.5 mg/L): AERIR 0.5 mL broflfif sk A T 100 mL R, MCHEAZZIE, #E5,
RAARE TAREN: o BB IGE R AR S AR AR 2 B TR, HRRBE R Bk 5124 0.5, 2.0,
5.0, 10, 30 F1 60 pg/L ki TARA R T2 filbniE TIEM L,

BT am 1B

FEEFRE 1 g (R 0.1 mg) Bk E T 100 mL )i, A 20 mL — & EeiE5R, heiidkis 5 min J5
AB7E 30 min, HCHEEREZIE, FRERE 15 min f5, F2H 10 mL{E AR ZE B0, LA 10000 r/min B0 10
min, H_EECHEEIE 0.45 pm JEREEUE, R,

LERFVTIE
VeT TR et Wy I

B A BT ALy AR AL 25 . i T PHLEA N, ity ik 2 AR EA LI FITE R, (ERK
SR 5 058k 03/99 v P, 3FHmAR G A S FHEL 1 T CRSHRER, Wi AFHL L TV R 5 P e
FEARETE T, 22 T RMA ORI A ML, 28R EoR, SR HL L RIS, won HL L IV AR R,
B, $REUAFIIRA ORI & P be oy DAL, [RIRR e e 5 A re 05 s st iR,

FE SR TR R 20 5 B A B A TR R S A AT AL B S i, b 5 i3 ™ A o8 P0G JEE U2 Py v P SR AL SR
BRI AT B L AR AR IR, AE T PSR AR TG EERECASE ], HL R SV RAT G EERY R R an L, M
FOAH A L FEA A BATEAT AL BRIG I, WLia R G BEME , A OCE N T SE9e N SIRY T AR, i BCi%
FEREE R SRS BRI L B, 1S BRI R WIS . AT PR R L 2 Ll A5 A fELR EAH A BUA (LR
EOEAR A E I BT B, o BUIAHAR, (RUCKE IR IR LL AR B B R AR L, iR s B A RN A
BUPEE, RIE THRRED T RA S Gl 3868 7L ECRIVIEIN, WSl 1t R se 2 A 3hit,
RKAETH T I BRI E I

LEIEAIAR

1 RoR T EAE 24 10 PRI, 2 oy br @ilfds, 1 AR SPE H:. 2 S MIEE (DAD MR REFIS50 - v
FUFEAS IS ), DA 2 3R (R =TT PR AR AT R ) B4 A 23) —ZEm8uifiil (il 45 A R A A S
SRR IR . ARSI TG A T, 1 A AR AT FOERRRI LRI 9 57 b (anlE L O R ), Bl
DAD “ARAEFEF S - AT WAS I 25 36 5 i D046 mT ik o W I — 4 Fn — 2 ik o G 0L, FEGTATE R, ARSI A
HEGERBIFEGNE L (CnE L OFTR), R Bk @ 7 iR REE , LR o b7 PEAnE &
ifi DAD “AREREFNELS - AT WASIN 2075 7T FCA NS D4 2 57 16— 2k (T IR 1) 20 BRI

FEZTrik, FER IR 2 h— 4 AR AL A IRDMR 5E B, SPE /IMERIME M L& W 5. M T I
e META T, — 4 R S A HLIE 77 EL (RS s I A REHF 75 PHEL 2 43 I — 2 Rl PRI DR . L BEIRT n 2R 42
$¢ SPE AEFE AR, , PRI THIARERIR B . BlIL, EARAE 10 G254 R 1Az B T —/M ks, Dl—
SEMIFOEIESHE A S YRR AR VAL . R 0.1% AU IROKIATE, ok B T4 il ik ik sh k47
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ke, EHAEOSOREI(E SPE AE |, MisE i E . AWFIOETHG TRBERIE A L3t SPE /s 56 4 FhosHL
BORBIRZ A, RIS R R, ER#EAMKT 1.0 mL/min i, 4 FponPHIE IR 100% E48., Kk, R LR
JHE# 1.0 mL/min,

BEiEFE RN

Z 5% T R IRIAY RO AR YRI5 HLAY 2 BF 0L, B 4 P HALAE Acclaim PAIL AN 120 Cy RIgHA
RAFI 7y BRCR . (E—HE@ilirh, SRR ER LR G (Acclaim PAIL, 3 pm, 3.0 x 150 mm) fefd @b i
) EAEE s e ik, TR AR IR B, DARC S SIS, R TR TR ST/
[y UHPLC it (Acclaim 120 Cig, 2.2 pm, 2.1 x 100 mm), 55h, FEIRSAH AL SRR (THF), LUFIT5E
KHBTIAE P R IR BRI PR BN R], JRER EIE R, MIHER R R0k T,

TR E

HOBHGHIAE A DA TG BRI PHLPRER A TR, (R ZMARZTAL T, I, T IV k3574 | mg/Kg, f£
Pt ER KBRS T, IR T ik, BRI EDIME, A5 R 2. WIS B PR B IR (A] FRE TR Y
R FRERZES /N T 2%, RUIART i ARGV L,

R2 FAEENME (T REENE )

xR ERE xR ERE
AFHT P ExAl
{REZRtE] IR {REZRFIE) IEmEFR
I 0.090 1.211 I 0.052 1.350
I 0.060 0.871 v 0.064 1.933

eI E T E R

WSPHL L, T, T, IV iR A kR TR, 4k i el Bl BRI AT o047 . DA TR AR TRk B (ng/
L) HEATERMERIA, 4 BB FHIAE 0.5 ~ 60 pg/L HIIR EEVE N R0 RAFRISME R 2, SR 280 () 3 > 0.9958,
S I, L IV ARIIER (DUEMLEL (S/N) 24 3 1), 4 LRk MIBRS< 0.20 pg/L, FF4A E4x (10 pg/L)™
FIRCE B 75 (13 pg/L)® kR (it 75 3008 5P HET A PR

AEia WE R [ E

FERE i il 5 RN e B SRR BN M, DUE T IR BRI A L . SRIREE R R 3, BRI
R T 5 PHL L AN TIL, £E IR AR & rom AT S 5 LA MEIR B TR, WA IARAE a4 i 2 1Y
KRB E S ME T ik R R, MEER I 3. 4 P HLIRSCERTERE 67 ~ 97%, FMIT5 5T S2brk
AR 4 FPORPHLGORHIIE . P 2 F0 3 43 BICABORGHIAE & 45 SMR RS B 28 it (Total ionic current, TIC) (4
A,

200 Tmy

-

-

1

100

a0

:ﬂ- J

0w, | LN ‘lu
o Lol ML AL

20 1 234 I l_ 4
S BT | 0

1|:| r ; : r'l'l
00 #5 50 74 100 124 150 175 200 230

B 2 BB R AP T ]

a) IR A AR TR (4 4~4H57 3574 2 mg/mL), b) ABRBHUHAR: & (R HELH 53924 6 mg/mL), — 4k (3 i R AR [A], 10ming (4116,
1-5HL L, 2- BJHL I, 3- G5 HL I, 4- SR 3L 1V
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20,00
e 3 243 75-381 2hmz
00
200000
15000
i 1 a
100,000 5 | -
] . | | 4
50y000+ fl L
I I J Lila |l'
(T LA I W | NE— W 2 N LS .
) ::U-? _}"_ JIL } ! JIL_ .
12 - — —
100,000 §
ETTY 0" St s
60 to 20 30 40 &0 &G 7O &0 @0

3 BRI B B O (R T

a) 2219 (CHE )5 b) IRAPRMEIEIR (HIHL I TIRES S pg/L, FRFHLT IVIREEA 15 ug/L); o) Bt
d) DbRBRAE & (FRPHAL L, TLEREES 10 ng/L, FRHL L IV IREED 30 pg/L);
@Rk, - 5PHL L, 2- 3PHL I, 3- JRFHL I, 4- G IV

3 BHUBHER DAL I, 10, IV BN ESR

FIHLL EHRPRNME iR mErENSEE [E]
(ng/L) (ng/L) (ng/L) (%)
I 2.0 30 31 97
i 29 10 37 80
11 0.6 10 7.3 67
v Not detected 30 24 80

e

“HEaik 2 WTEA. SR RSEIESENE AR, AVl B A LR R A I B S B
MEIERS B, T FIH "4 QEEsR o EReH, KTt BrEe Aahit, BIhMTE T B 4
FRISPHELHIINE , AR 1 hofl s i 6 PR 1 B SR AL PR B LR [ R A IS A AE R . RE ) e B ILMEZE R (R, £
B R LRI E S SE R H A T B IRINT, oA & Ak I rh B BRIE A R s At Bop i A 2B

RGN
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DGLC-30 42k g A 0% 15 o i Ko D AIB P A0 ™ 48 de K
Ay TITRRIBI TN

XAEIE . YA AR EFE

DGLC-30 Maximizing the Peak Production Rate in Off-line Comprehensive
Two-dimensional Liquid Chromatography with Mass Spectrometry Detection

Key words: Two-dimensional Liquid Chromatography, LC-MS, Peak Production Rate

il

El

ASCWFIE T —FE A B4 AR (il b ANl fE BRI o BTN IR A (B A I 27 SR B B RO IR T 1k
GRES A GERER/D, BIEEHR) FRAR GRS (RAERAEIT TR, BR REI AR LR 6 AT PR i) ) Y
FOMACEAS SCAH BT T A A, SR X 2 2 AR R [ BUH AR S o T, R IDE BT 5 4 e £ RIRAH I T Y
BRI DARUARAE, BEOh, Bl o3t — SRR AR e F e £ RN Gk g Rtk T T L,

fERE Fe 4R, ERIRAR GEL (HPLC) DAIH M G peae h ', Ashibmobrid it (RARIES R
BEArrtes) M, DR SR (MS) MHmE%E (ES) BiR RAFIIRATES N, CRERIRBR Y BEREN
JRZH AR R B A

Ml i 2 JOKORE BE 43 B ACR AP IR bl 2 — DAl i, e S BV AE o AP BE R I T AT B A €Tl rh DRI L Ok
FHA B RTLLEE] 1 5% G5 ", £ 4uidi @ (1ID) b, AR FEhOlEESH (AR
JERUECRRUR A /IN) - FIBR BE R I TR DR o 1 C DA 1 i R VK FE o (A VI A OB A5 8 M R AR Tl (L 25
(g KT R i gl 7, e Py sl 40 88 5 R AE/ NIURL R (<2pm) BURHELFE A RE B SSBAY, ABAE I i Bh
BT, (EABORHDRPRLR MK (3 b — 4RI (1 th B TR AT (53 B o) Y,

RYE — AR Gl T LSS B E R 5 10950 B, AH 24k B T BRI AT LASS B TR oy 5y 8 1, (EPTA
W —HERAR Gk B R, 2D-LC(or LC x LC) £y BB BN (3 18 S5 (MR 505 T B A IR KR Rid k. X T
BILR AR ARG VT RCE , GEE LA S RS R PR I R LU 7R 2R A Gl RiR 2 Y, i H, BT
AR (T AE 7 55— TR (T A 20 B0 5 O TR 0 W SR AR R S T CAREA TR i ko . T 2 IRAE S — s —
U 2 ) AT CAIEAT TR e R ER AL B, A 4t phy A 5 TR 1 SN Jie 9 T ARSI e/ ME 1, BRI 2B A R
2oy s, BB — R RN A (Imm), DR SR A s 58 250 (8 B bR ) (1AL (75um)
Mtif e U R, JFRe S R E 4 It ic,

LI R 42 AR Gk e 2 i, 58— 4R OR B 4y BHLER R AN IR T 58 4RO OR B oy BOHLER, BR{EH T
RARIL B, Wy BAH AR R (Flan, 2158 "R KoR) o EXHERELT, 4R Gk
AE (COn,) WUl AT LA AT AR
n.='nXn,

*n, W ARG R, o, b ARG R

A SCRIFFE —FAE 4 B 2 HEIRAH €1 b an ] 7R SR o T IS IR N (4 M 738 R B e d P 8OR RIRAL 5 5
M S
ZLEIAFSHFY

CJiE (ACN, HPLC BSFEZR) . = LMR (TFA, ULC-MS £%) g [ BiosoLve (JEHHIIREE, #2%) 5 —
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kiR AN, &AL (orbral) BNy Sigma-ALdrich (HriHigs, EE) s R (85%) W H BioLab (JBE&dft
%, LA&asl])

FHA IR 2 AT 75 e A e TR €2 35 C ARG SRR TR A i, & B A A MiE R & A,
B - PFLBEFEE, CRENLAES, ARG G o NFHE AMRE A BEEIKE. (Dionex) , T 4EiktH A 1E
SRR JUME AR AR E O BB AR, G4 Emigsn S sMER, BF - A, N EAfMaT
Febifk (MAD) ; KIHATFEE (E.coLi) Ffigik (BioRad, {RITHI, Jel)

Gk AE: T 2 IR AR I AH (1% 5) B8 : Acclaim Pepmap nanoLC {4 3%k (Cyg, 100 A, 75pum x 150/500mm,
3um, FEEK) s HTH 42 A 2k 4 fnliiEh: Acclaim Pepmap ffi3k4: (C,g , 100 A, 300um x Smm,
Sum) ; FFE Ty, LKA NSNS kit (300 A, Imm x 150mm, 3/5pm) |

WK IEFEEEG

JiiA ) HPLC sCIG37E UltiMate 3000 2 (414 24k (A1 245 (Proteomics MDLC)  (FRERK) Lidkfr, BlE
AN, PAIOCH R, FERF . AshbEss & S oMEMI#S . Bl ami% (EST) B1-J5 A& B BT (L
(HCTuLtra, Bruker 2%, fEENHE) nlSRELEL SO R G0EE: ., PUEOUREERF (PI) &0 F LIE,
7B m/z=300-1600, TS % 4L/min, F{LS)E 138kpa, THE{EEE 300°C, Hixft&WFRfrkk m/z=800, i@
it MASCOT #kff: (Matrix Science, &%, ) MELIKF B, H7EARWLER,

FE— AR i, AR NACE T nano AR GGAE, HERESRFIEAMEM] (BL& —/> 3nL ) Z R )
ZIAlH 20um NP ISR, BERER . 1ul; (. 300-1000nL/min; {%#0AH A: 0.05% =S CR/KIAR: TRa
HB: CHig: 0.04% =GB =80:20;5 BREERRIT . (ahAH B=4-55%; EIMEMIPE K : 214nm,

KRR

L. ABRAET B, Fi i 58— SRR € i e 7t i TR L 5 T e A A RN ) o T e E ) AR R
e RSB T AR Z .

2, AR I RD0 55 AR B LN TR A DL HL MR K o 2430 € B A AN, P i i il
M A TR € T e

3. HBOR BAVIEZRAE 400 AL LI, BYEAY5RAH B 7 A (B /RO S AR AR € ik (SCX/RPLC) jih 3 #r
I} 1R T 75 bb— oA (B A SRR

P 1 4 DBk SRR (A R e (kAL B
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x| BIEHSH. ReERE (BMNMEYIRR) |« BERTE LUR B —4iRiE S R RIMAE 3

BIEHEK ERPRE Fh EERTE] 73 SEAERT (8] PES s WEEIRA S H
(mm) (um) (min) (s) (s) (u)
150 5 20 40 20 17 60
150 5 60 60 30 25 120
250 3 20 26 13 11 92
250 3 33 35 17.5 15 113
250 3 60 50 25 21 144
(4]

N abgorbarce

LV absodhance

LV absorbance

T
M
HW ik Wﬂ JL,QI

Flsteriicn Eme i}

B 2 NP R A B Y o PH B T2 4 s s

(a: tifkE: 150mm, Sum , FEEERHFE: 20min

b: . 250mm, 3P-m, BARERTA] . 20min
c: (AR b, BBl 33min)
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-..;,‘lL'.'L‘L'.iﬂi L‘L'M%‘Ii‘lll : | MMUL,.

T T
o 120

LIV ehooebaros

Retension lme: {min)

3 NP R A TR RN v 50 AR €l 5y B 1]
(4 7EH: . nano LC Acclaim Pepmap A (Cjg, 500mm, 3pm, FERGEERT) #AEERFR: 120min)

75
3 . 3
£ A
E -
E 50 A a
s a
= I
S A
: $ ¢
g $ ¢ E . a
2 25 - - -
-y
g
5
i
&
00 T J T T
20 40 60 8 120

Seconc-dmension gradient time (min)

B 4 9 ik, O RIS R TR FNRRER I ] TS 5 € R A e 7= 2R ) R 1]
(Z MR 2% 150mm nano RP & iff:, J5FE %03 500mm nano RP 4,
ORI RARFRELT RS 2min, SLOERAFGET RS Smin)

B 1ok AR RS TARRERE . 1% A sh b 2 —4ERARN TR TG

® (L5 — A T sy B, SRAFLGR B 2hib b &8 SEELEERE RN B4 0 1 B BhICEE

® TEAARAE LS Bl Z kAE S bR PE LA R AR DI, ARG e KA BT A W EE I 5y . A1,
ER BRI AR N 2% FH o e 7 & AR EE

T A AR L AR . A 2-10pL (10pmol) IR A EEEEAEIIIK B MR AW e, &SRR R
B, {E SmM PUBERR 2 (it b, NaCl £ & 5 M 0 _EFH3] 600mM, (i & 24 50uL/min, {KzhtH A (k. &
fif =95:5, 5mM [UREER —ZUNE b pH=3) ; (ishAH B HTERZIAH A FhmA IM ) NaCl, £ M 0% F] 60%
M ENAE B, Al 4 25°C, UV A M1 & il ith AR 45nL, #5003 K20 214nm, 76 =FA[E R 505,
45B& Imin, 2min, Smin B8 50uL [94) BS4H4Y .

o5 45y B P ALAE Smin UFELAE TR 2E, RINHEM AR E ) 40ul/min IERSEAE kT 2 Ik biEhid 2
BfiJE, FEKh 15cm [ nano LC i AH (18 AE L b 4T & FREK BRI A > B8, dERERA 20pL, {4 750nL/min, i
FE A h 0.05% =8 R (TFA) Ik, ah#H B R FIEL S 80:20 YR : 7k (0.04%TFA) WIRATAN s
BB A N 2% F] 55% Wi shAH B, #6 LRI 24 20min, 55 FH 90% B B ahAH b e Gk H: 2.5min, A Efit R
3 12.5min, F{E%EH 60T,

ZERMTTE

F—4% SCX GEABEFX#H) DBEEHMHK:

B anE (IEX) ez B T 5 o i ik iy a5 ik, thankt =R, sRREmtE, CAR AT
KA RS S, FSFPER FER A B I R PH 2 72 e (T 45 B 7E 2 K45t SCX (19 Spum ks 150mm 438 A
b T, BRERFE Y 20min (B2 (a) ) .

* 185 -



ThermoFisher
SCIENTIFIC

K% B 2R 1 R AR AL 2 K B HE AN B = IE AT R Gk, 5] 2b FNPE 2 BroRiR fE AR
BHBUBLRAR S 3um, KA 250mm [ ek b, EATHY SCX 43 85, B IR ] 53 51124 20min 71 33min, FATRTEAL IR,
SRR [ B0 BERT RN, S¥4n i € AT O B D (RS TE OB (N, ey s AR B R 41,
£ t0 F133min Z[A], FE—LLEHOERERTE], RSP RIHIR,

Tanaka % N "V RIFFEFE 0, 55 4k (03 5 B RAER ], %R A 58—t (1 e (f5lAn: A4~ —Hkildet)d] 1-2
W) WIFRMERZER 2 32 4 6% . 3X M, TUAMESE 45y BT TR A)_BARSE —4E 5 BRI IR & b, SEBLmAr i,
F LRIV T OMEHA R, ATURMBR R ST DA A B (IR TR RS BEIRT R], Bt SRUGEE RIS, 2
F AR 150mm, BUBHBURRAR S Spm A kA, BB R R E 0 20min b, SR LA EIER 2105 854
o (60 4) |, iMXeesy By WARTREAESE Okt irodr, (FELRIE R ET, ) BIERM
RIS A RE R A (10min) |, W {E AL M AR 10 A4S /NbE, 1T ELXIEBEA 7% AR FE DR i B (R AR,
PR, B ER IR TR] S5 550 B B 5 BT I TRI TR

IR — Yy BERAEL IR, Blan, FE %o Bl T o B Ao R R mm ik T —is, BLE—
Uiz i ('ng) kAN AT RER TR S B AL I BR:, 55—Enoid s s n LA SUan T T

n= —- [2]

R 't A —HEMIBE RN IR] s S, A RAERF ], 0 T B IE SRR B, RIS — 2 5 v P 7 S 1 5 .10 0 7
SRR AR RERFERT ], HERE BERTIR] . RhR, SE SR QIS S, BOREA A IERAE I R R AT 2.

5RO S BB ARAL

5 Ay BT ROAR G TR ADAR, TR SRS B IR (ESD) ROl S R Ar oAt o THE
PRAETRIATIEZ e KA, FRAMES — 4 PH B 12 (SCX) o BRI, A 5% BICHG. XAE, Bk
TR ERFZ] 1 400,

BEACBRREDEE Y (58 ki) Wi (n.) ATLLELE SCh 7

2
t tovL
=S = 4 [3]
¢ w 4tR‘/H

Kt b A B GISHIBEERT R, WORPEIETE G Fhrikfne © MIMNRE) 5 LRGMEKE,
te AR REINTIR], Hog PRIEIE M e, 78 3 U] BRREDERL G il rp AV B HGR T IR 28 (HK. BLIRES
P B H, Ja8 B8 T R U Y R S DA R R RS AT I0) 5 RAH GRS i, Bl Ands FE IR i),
PABsomi H 25, Al AAE R .

TR, B I TR A R g 55 — 2 (i 22 R SE I, AT T K &S 150mm LU S00mm Y nano {fg
MG Co i, BT RGBS, BTG IRHRARIS ) Sum IURERE, FRTABL, HfE@ttinie, KEM
FRIRN B (b g it T, B3] TR ke, ARisRer T sl A R, FRAERER A 80CRE, 33T
BRI, [RIN, BEEARRER TS, BATEWEE] 7R BEAPIEIK, miX— s B, 31T A i
RBE B UL PR A TR S AH RO AN i A RS ALK, IRZ SR IMCAMRIH . 281, M T mnd & S8t
e bt R SRR AR, X — R RES SBORAKEZ RN R, B0, EREIAER T, Gilft: (fbrg e
AR Rk ) Rk rTReS i, S TLAEZBIE, FATERE 60 CAAERMITIRERILS: . —Z WHE 3 FrosAt
PRI TR A B A S 55

— Rk, AHIRIAE T RS B BE I AN 25t i, (E& M VERB R HIGEE T, R TR BT A BE I
], RNl i, IR IR YO 5 IR it 2 P R Y B AT IV, e 28 2 P IRATIE Lo S5 ik T aR1R AT E &,
X A HEAE H T TR GE AN AR . (B HIAR IR, e BRI IR SR g, M IATTHER BEI R E A
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120min, el & T V05 BHEE il 2R Fon iy s CE TR IR, AR 15em (Y GEH: |, RATRE T ERRiER &Y
390 4, BAb, (ERERA S0cm (G TEA: EHEATRYSELS, (RSP BRI A T, TR B P S AR S B b
TAE 15em ke ESIG PR BRI 22, SR, BAMTEZEZES], BRI, B ke it [ b
B Z 3 m,

Bl 4 Wor TR 150mm F1 500mm Y €At b, 55 20 BN R 4ERAH ki SR A R, Gl S AL
, FAHEH AR S Tk Gk s E 2 405, BRI 3, BATEA &I THER. B, BATE
ST EEAT TR, BAOLEE THE—EEiE (B PR MEn) rssErE (10min) , &Fhs 245 itk
Fal, N b2 e i ny o it al, 2% R R RIS UL K R R BT AR ] (451024 2min 1 Smin)
WA &SR CREEENEER R (2.5min) |, FfEF00_ A 150mm F1 500mm A kR P it iE] - (5 51
4 12.5min {1 41.7min)

X B A 150mm [y il Ae, (RS R R I R OA 20min i (40 4 FioR) , FATIRAS T B fig 7= 32,
Xt TR SRR SR 20 B IR T e B 7= 22, E2EER T-45 00 B 4 B RK L 45 B EL s OBk i) . 2458 4k my
BRI A SE AR, I BRSSP, e B 2 DR AN TE B N RIS, &RAEE KA ER RN, £
JIk£H 43 € T e 1) - ¥ e B 25 A BT 3 i, 7ESE AV BR EER (A] T, 500mm A% b 1) e FE I 7 22 ZE W R #h AR /E 150mm
A LR R Rl R, AR A A R R EEAY, BT 500mm f G TR S, B AL KA
fgitial, ARSHEK,

Aribih hemd [

Bl 5 ZERAR il o B LR R 19 R A A I AR I BBRG AR,  ELASRARINT R0 43 B S o
RAEIT ] 53 5174 Smin (a) , 2min (b) F1 Imin (c) .

Bl S Bt AME GERAR (1 SCX//RP AT, SRAER A4 AL 13 29 1000 Fh 2 kA JLFN R R & W i AR 2>
BRED (—RVEERITGTR) IR, BB —AERTRE FEI 3554 10min, 43 B4 5y YU BRI 7] 53 510k Smin, 2min,
Imin, 43 B2H 5 S AEAEBEAE LREFT TR LA R I B, BEJR& /8 —MRK A 150mm [ R AH nano JR AR (i Lok
Fro0 M, 55 HERREER TR Oh 20min, SIS SR FH S OMFIHE - FOAS IS . 1B S TG AR ], R Akt IRl e,
SRAEI (A A PR A, (IR VAE] T S ) (ko B 4551 (R sy S 400,, 1000 12000 £245)

BIR Sy B S HIREERT A Smin 2 1min 2 R BUE BB 8BS A 25% IR, (BRATE &R 3 R
FTLALAR T 29% RO FPH1 78 S 28 B D B 08 o iX— s nT DAM SR A DRk 9 20 FRL IR AR - DRkl 20 R 30
Tor@E bk (MS) R HAERE ™ AR e R A 2R (MS-MS) , 40E5A M 2s IkF, /£ MS-MS
B o A AP RS -, R AT LA E RN DRl TR Z Bk, midim 14 & A RS ERE D o
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—HERN — HER A B IE R LA S A -

B 6 JRIR T —4ERAR (IR 2 B 150mm F1 500mm, HEURHBURR 22 2k 3um (1 (3 AE 1 1% 23 R
Ry BRI, DAR B HEAH IR “RAEIEI” MUK, R R EA0 58 e Bp 0 &R A WA 4 B 2L
Frbix PR sy BRBLIEAT T R, A TTLARII R R BL, (E 4R @ik, RAERI G, ke
Wiz, K5, EEbrizld, APt E s E KRR MR, £ EBERIRET, LR
400 (t;=80min) BeE /N, —HERAH IR T SR G, E—dERH AR, A A T DLl
DL FERTRIR AR o 2RI, —HEIRAR il iy, B i A UGE 7 fa K SR AR T AR (i PR R,

B 6. R HIHICRHSRR o0 Sum, HKs 34 15em (B = MIEAR) F S0em (B ZSTEAOR) RORARE RN (5
) B, —dERAHENE (Rh AR GImSEOR) 5 4RGN (B L EISboR) BIELES B Y DR R 72
% Tum, KKy 1Som B HERT, — BRI AR BB T hEE: (kI Sbors) .

({6 7] T UHPLC iR (%R 150mm K0 G EkE, BUBRIE ) 1um POHUHEURL) X — ettt €
R SRR €1 5 B S LS, TR 25 B P Neve S5 A 1 FEAGA 7526 H B, TRl M T 12 HOR TR
Pk 3pm (Y HEAE b, fa AL 20 DR RO, PR B A B 25 L S HORHBURLRL R A 1am 0 €5 B
(E—HEAR €18 L5y BT, TR TH ST A — QIR RE R L TSI SR 23 (i, S5h, — ARt
5 AR € BRI A BT 5 W AR S BT AL (40min) , J FLAASH A €l PR A0 €5 MR
i, SRR AT,

Hie

ATOESL T —Fh SCX/X/RP Wiy BIRI TG 12, KU rh R B Shdbp & RO RUR o W AR DhRE, IXTRINRE P LAFESE
—He Loy B )E AR, I E KR, B AT U oy By AT P AR AL B, IR oy B o AR
A (G rp AT R B, KB, IRAMRME THAH IR RIE R MR GRS S, M6 ™ R ke,

4 ORAEE T W, SCRE OIS CRREER AR E ) B IR OE SR (BERERT
] / k) FRECAS L3 IRAEI TR R AU RCR W ..

BATELLT SR 2] T 4 ioiH G pb BT B s m e 72 38 58 2k RORA 2 B YRR BE IR (R] 2 20min; A KA
150mm, SRR BRI A 3pum (A EH:, AT 18 KBS 2k e CERY BR RE IR AR 5 52 A A TR A2 . 24 38
AR, P A AR R, BEMIFRAR T AR (L Al e R

Py BT AR BRI 25 R L 400 AN BEL I, B LAY SCX/X/RP W4k 5y B 5T AE 5 Wit iE] b 3Ept T— 4 (a3,
{ER T HERARAAFTLINIAE A, RIARAER—ZERAE Gl & N
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DGLC-31 112k 4 A AR A0 i A W0 53D ] T BUp 1k 5>
At BRI, WAt BRAZH, RAEA

DGLC-31 Determination of constituents in Radix Acanthopanacis Semticosi
extracts by online 2D-HPLC method using LC-MS

Key words: extracts, Radix Acanthopanacis Semticosi, online 2D-HPLC, LC-MS

5l

il

e AR (LT A TR A h 25 5 2 b R RIS AT DI B R S, A8 v 24 IRt 115 i o5 9 S S oz
AT, BRI G E AR FEORHE R AT R, A& R o Hrik k2 kB, SRR L& 05
AR SRR R, R AR RN S R S A By, X R BRE T AR R — A oy B AT o B, A AR
TR — 6k B ARG ERED . EXFEILT, S5a 2Ro B2 ailk o Jes, TSGR 5
Moy Bsheh, ¥ Rkorgasinl, Mmaikezs e, WO ailkieEs, LRI GO BEAR CECHRAH AL R
— A EET A,

T AR LN B — Rk A, TSR AT o & IR AR B, 29ht A FRILINZ:, 25T
BRI R, FE RARP A ER, DORBRIEREA, 8%, *HE MBS, LRGNt
FOHERA, LESAEERE, FEHE | ORRSE, B, PR =iREAHIR. METR%. Rk
A “ AR G 5y B ER S, & B e LK SR B AT R ST R IR A3 AT

Mt 51
{3 Ultimate DGP 3600 51, f&H54 7E LM THITHI = eHpIE AL, FRli (RLi— ANl mfn— A+

W) s DAD ASMIE . (&M BOEREEIWER 1, —4Efn 4k s B bp BT ULIE 1,
F1 UEREHREEE
— At Hypersil GOLD PFP, 5um 4.6X150mm (P/N: 25405-154630)
TS RAE Acclaim Polar Advantage 11 C,5, 120° 3um 4.6 X 50mm (S/N 001160 P/N: 063189)
# B 40°C
AN A —HESER: FEE;
ZHNhR: B
RENtE B 0.1% EAfg
mOIR 0.5mL/min for —#£53#73R; 2.4 mL/min for Z# 3R
®om UvV@218, 230, 275nm
HitE 5uL
LOOP IFF2 200puL
—fEEEENRIE | 1:4
RIS 2.0 min
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Sampler

waste Detector
—”:l}—- |—Waste
2D column orMs, CAD
AGEEE .
Cycle i
Sampler
1D colum
L s il
-
waste
D Gretare Famm
P ;
° S
E‘ 4/s =
=l
= 56
waste Detector
—":D—- |=—dVaste
2D column or MS, CAD
Cycle i+1

B I\
YR B
95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0 95.0
B85\ 85\ 85N 85N 85Ny 870
70.04 70.04 70.04 70.04 70.04 70.04 70.04 70.04 70.04 70.04 70.04 70.04 70.04 70.04 70}

60.(460.(460.(4 60.(4 60.(4 60.(4 60.(§ 60.(4 60\

95 %B+5%A 40.0J 40.940.9J 40.q 0.4}

—YEor BB 30.430. 30.¢ 304

70.0%B+30%A

20.0§20.0§20.0§ 20.(J 20.(J 20.( 20.( 20.(§ 20.(§ 20.0
10.0

A%+B%=100% 5%B+95%A

t/min

B 14— 4e sy Bbh R T

HmAIAIE 5 %

FITINRE . BORITUME B 100g, Byiepchily, DK BIE 2 Mgk, Bk 3 /NIHE, AIFHREGR, WRaqRiH
Bifs, BUREER, hn20% HEE - kigfi, &bk,

Xt IR ARl BURT & SRR . SR ECVE . I TUINT DA E S &, IR, HIBR A BEahA TR
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MS 2R

ASLYEAERSL T O SRIE, £  HE O R R G 2 8 5 SRR T TSQ, vy 2 i oy BEA T 544 B

IWTAE, W2, 3,

=2 RAMRZERIHILSERNLN 7 MRSy F=

52 Molecular
Compound Structure . UV spectrum
=
=2 weight
60.0 To;
OD 500 1 " 324.9
( H
o “m,,, z 37.5
L-sesmen :
1 , g o 354 w0
(L_ %%% ) 5 o, ° 12,5
0.0 1
o , m
210 250 300 350 390
60.0 ’%
OH oH 500 1 3257
hl . . d I 37.5 4
chlorogenic aci
2 " HoOC OH P OH 354 250
2R IR o 125 ]
0.0 {
OH nm
210 2é0 360 35‘0 SéO
920 %
onOH H3CO N - CHeOH E
. . 7 269.6
3 Syringin 37 ]
jI2=% ]
FTHE o
OCHj ]
40—
210 250 300 350 390
140 T
H3CO 1
g OH 3 1
Isofraxidin-7-O- P - OH X 100
Dglucoside
4 - o 384 . 29238
S BE -7-O- 5 1
A OCH3 ]
-20 1 T T T T m
210 250 300 350 390
60.0
%
225.2 300.1
40.0 -
5 Geniposide 186
= s 20.0 |
YRS
-10.0 . . : nm
210 250 300 350 390
OH
140 %
H3CO
\ 100 |
Isofraxidin
6 o 222 50 3428
F‘rﬂ%&ulf HO' (¢} o
OCHj3 20 ; ""‘
210 250 300 350 390
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ELEUTHEROSIDE E
T E

742

Peak #102 100% at 69.17 min
600

[
400
200
nm
T T T

-100
210 250 300 350 390

*3 HRAMELEY

Name RT (min) Ms spectrum FEEFIE m/z UV spectrum
MMAEJ aﬁgv:ﬂo‘./ AV: 1 SB: 118 11391222, 13.41-1420 NL: 57265 ° X%
. 7 2007
. 60 | 2604
250 ]
Compound 8 16.91 w0
268
b : 1
20
iy % s o o W iy 1 nm
210 250 300 350 390
.
369.06
Compound 9 19.06 L9
io 387.05
.
VY e e PR o gy e 39| 05 6010 s e
o5 i iy o 5 o P
Negative ESI.
w00 1
52920
HE 52098 53021 375 12184
Compound 10 3.0 s IEER YN S 384.77 ]
T Positive ESI: 125 ]
604 — [150.000-1300.000] -
M\L\ o w T e s 413.11 00 -
bopbelpbob ool T povs o a0
" 429.10
. T -
o a8306 %
.
.
g™ POSitiVe ESI 100
Compound 11 23.21 i
§d e 383.06 w01 2511
* 3.
T RRE A N e P 20 ‘ ‘ o
200 | 250 300 350 a0 m‘;éo o %0 ‘5o 6k 210 250 300 350 390
-
e e
;ij: - Negative ESI.
Compound 12 2935 ilz LS ST ap s s s s 0% 5555 agnd 282.06 I UV %ﬂl&
oo 39303 o ..
o] e Positive ESI A4~ HH iE.
wh‘\l"\z‘u o Vf“ b L‘f‘” 90 g0 oo e
. 60.0 %
— Negative ESI:
s w00
wirs 0% et 529'19
Compound 13 31.25 ‘ ! 643.19 w00
::: . I 8T8 1150 600 00 384 78
] - -
bbbt Positive ESTIEHHEL |, ‘ ‘ o
210 250 300 350 390
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T e o s s 0
. Positive ESI; 2101
507
Compound 14 33.21 557.17
257
e = 442.18
, RN N BV l L o ‘\L o ‘ ‘ __m
frbe e fbe o) T - o e
52920 NL:6.15E4 . 60.0
e Negative ESI; M oo
I T
{od s ‘ ' 529.20 4001
e P W P
Compound 15 33.26 - - 384.83 a0
:: 218 1150.000-1300.000) 643 '20
BE W “5“ 63925 so6.00 02700 7575 112766 122898 ) v ]
e — (5EA 133 |0 ‘ ‘ .
e 210 250 300 350 390
UEREENAET = 0Ty
; Positive ESI . 507 21
Compound 15 33.35 i
i 365.05 251
: e ] 3542
R e e R R o PN
TR e ¢ e v
. Positive ESI;
i IR, 266.10
Compound 16 35.4 i TCE MR
i 207.04
; [” ‘ 397.07
L T R L
P v e %
- Positive ESI; o
i 507 X
Compound 17 37.24 i 557.17
i 257
: 573.14
Sl e mall Jee e e cum e gen ] -
i R B e, ag———r p )
g SV 00
B 397.08 261.7
; Positive ESI ., 4007
Compound 18 37.26 397.08 ol
497.16 7
TR m’ I AL P ] om
o | 3o a0 o 0  4d0 | 420 o w0 | 40 | 480 | 500 | 50 510 S0 -10,\)2“) 25\0 360 35\0 290
R e
. Positive ESI:
Compound 19 43.37 i 407.05 ToHH B 5 AN
i . 223.01
b (W | " l,
IR 1 %1 e a1
. Positive ESI;
539.12
Compound 20 43.29 i TR B AR e
el o 555.13
T 223.02
T e | A TP
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326.1

i Positive ESI;
C d21 49.50 {o ’ 0]
ompoun 539.16

20- 39108

o] e e |2
LT L | e s s s s e om
pradnas e

T T T
210 250 300 350 390

e
ZHEEERF

A SO A TLANZG b4 b B & (A RS ANERAL PRI, G70E 1 HB 5y 40 BOMLER 22 SR (il i, B4R &
M AEFHEA, MRS Cos AEA Cig 5, ARG IR ESMEMLE], R THRIKRERZRETG R, & ey LA
GEREEAT TORE, P S FTLUEH, —# o BB EREOR, HILHE T 2R AE + R A Cis HERVAL G .

Hyporsil GOLD PFR
[Ealal

Al

i by kg IEX(2.7)

ENIT & BA BT

a b

B S GRAERI L EE SR (a b PFP A b2 PA2 Cg i)

E L MRS EE TS

Efegi—4esy BiELEE, £ 100min N5y BRI F /D 60 N5y, 456 MS Bl e rnSClikxt 7 /4~ sy dhAT e vk
SREER, BIMEAY 8~21 ££ UV /e MS il iy, fRdt—2 R ROk BT S0l SKIRg R B
71 4 T B FR DB 5 B AT R R A e A o RN E S LSRR, AR AR AR R Aoy B o
TRt T — Al FERY T 7%
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SN BB A O = C ke iy 4
5 CAD =t MS B 55)

W=JCH TRAWA SRR, — AT oHr, BI— T AT LAse — ek B DhRErY
P, X EEDREAR 2 1% O R A 8 B AR S =0l SR B R T LASEEL, ankefEfiTE, &
A1 e PR T A 2 B 5 4 58 A — S SR AT T AR IR ST AL Y B Y, X e A A
BAMNBTSREASA FECEATEMNNCHEEERET, SPRITEEPEER, MR =T
TRARR SRR FERY B RS FF RIS AL 7. I8 72 HPLC 70 MSGERIRT, AR 13858 i 1E R,
T B IMIREEFEARIRECNS , X A =TTifeAH ik o DA b SSHLX AR I RE . T IMEA FEE
H CAD = ELSD A& M&s SEATHE AT TN, f TR shAaa 2 22 1L, (Raitl LR A fL, 52N
TR R L) — B, AT RN A £ R A RE S W e U v e o0 LS . T SCHEA AR 7=
TCHE RS REAMEIhRE, JEXHERRT A D REREAT 12863,
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B W o BEEE AP R i 59 ] S

LA ANR IR 5 2 W oy srHrh s REBUF UL T Eikskiaxt lah, BLCikstirefotr. HIMEMER
INEEAT AL T, B L A WA SR IR B S S AN, 5 2 e AT R R IR 22, R S5 (L "2 Al
#+ (Charged Aerosol Detector, CAD) SRS, "I T oML (3i55) SLHMRKHIA () Ry, I
HoAT A8 R A —Ffoef B8 dt B D0 T AT DO b2 50 AT ey Bir o e AR S5 A A e o 18O A5 5 ARSI &%
(41 CAD, ELSD) , {RahAHeE 5 28t (A IR ARG B A KR, RIS ARE -y VBRI T, AR &
WL oy BAFHIRI RO R 5 (HAEREREDERE (ROARIAR) b, AHLARMRE LK B EL IR R RS d b1 T2 1, £
Ao T, HRUEBURINEA A [F # 55 fe A A [ RN B 5 R = Teifehe aloef et e 247
DA, fEobrd: CHFE) JEMbins s (ZE30) WIRBEERF, (EfFdEA CAD RIZ ARSI o LL il (R EF
TR = — B R 5 =, 40l 1 FoR

[T S mrvane Drsgiaen 1 = A

AL RIEMEEE  B. (R E
el 1 A JEE R 5 RO 157 £ -5 2

HEERCE T =IO BER A (AT, TR R 40 Mo B b 40 W N st T UAREA T OB B AR P AT AR SR B R M, A
T {55 7540 W7 225 SR W — 3

LBl E

® MW =JrHiER (DGP-3600)

® [ zhiltfds (WPS-3000)

® i:iE% (TCC-3000) ;

® CAD A5l 5

o FARFEIHIME I A TERE (EMRIRER)

NEEERREE (RFERETRE) -

Bl 2 W =TehE e B R R
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srHitE (Active column, £1¢8) fzMEHLEH 54, B ZhEbESARMIZER: (A& F 4 DAD 5 CAD #
R RRfL&4) , FERBEERRAE T .

ABUMEEE (Delay column, 45 ) 2 /EAEIRF P, B RSHR B 5 90 HrkE—FF (4324 Acclaim 120° Cg b,
4.6 x 150mm, 5um)

FIUH =R BB o TR R M AR BB R A DAL —u, ASTMIZR MIEREAE Y O AL —vm . B A B 4 it & H.
BARIFEHE,

MRS R BB G BIHEE & 9br b - T IR,

MR

A ER 5y A 4BAEAE (o (Chromeleon® V6.8 SR11) vh b 5 B FEFR T (ARG (UBURFE B E, Hib
R L B F T .

{15638 W = Tei AR A TR e e BE A N R 7, H A AR AR R L 1

x® 1 HEEHEMMEERERF

R (HiBIZR) A (HR)
fif ] A(%) B(%) A(%) B(%)
0 10 90 90 10
30 90 10 10 90
33 90 10 10 90
34 10 90 90 10
38 10 90 90 10

W MERR, EEARHMARESET St (File) 7 f2hddi “Brdtf/F (New Program) 7 , &I
MIEHE (B 1), EFARAE R (AfhiEs: DEMO X2%)

RN ER T WGy A

mdi T (Next) 7, MBUXIEHE, HHE “HHEF (Regular Program) 7 , LK 2
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" Program Wizard: Wieand Dptions =

Whech bard of Psngram d o ward | oot 7

[ Pauter P}
1™ Prngras fan Ot SPEALL Piokd Pass fatsction - Ligusd Cromsingrachy |-

L T o

P2 (LB B

miadi T (Next) 7 Bt ALLFBEE (HIHAMBIRECE) , WK 3, % “ZPHE (Multi-step
gradient) 7 . WIGEFEMEMAETE SR A AR RLIA T A4 PR

ek [t [ |
|

B3 ARk ERERE
midr T (Next) 7 HEALRMERTIXE, WIE 4, #EE 1 HTHERFIRE

Bl 4 ZooR B R IE
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SERJERd “T—F (Next) 7, BEAATECE, HikFZLRIRE, WIE S A6

Peogrien Wit P lilOptions |
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| I =] BFosEEox
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ik [z | e s
B 5 ARiEERERE
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@ 0000 000
3| 30000 000
4 33000 0000
f 000 0000
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ool | ]
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i BIRPER, ERAE S AR R A . LRI 4 FNIE] 6, WLAMER R AR HATEAIE AR L i £ 5
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DGLC-32 R Fr b 2 Al 3% 5 i 25 50K I ES 20 By A 2
FaEiE). HEAME, RAAEE, REXEANE, FAK

DGLC-32 Determination of Theanine in Tea-Extraction by HPLC with
Compensation after Column and Charged Aerosol Detection

Key words: Compensation after column, HPLC, Charged aerosol detector, Theanine

5l

il

Z %M (theanine, N- £ -y -L- R MElE ) &AM P EARIRE QA AR, BARFEMEPUR F1EH, #
TEAThREME B BONE] G a okl U, 1950 4R A AR5 POk TRBE OGRS oy B 2R IR LK, TR R
W tE, ERT5%, CHILTGCRRIRETTIED: . MR PP B 2 B g . B Gk, UM G RRE AL AT AT
PR AR RAR 1 . B A RTINS . B G R Y, SRR R T RO X R IR
WIS R G, RAMRE A S SMEMI TSR, B, o TR E o STl RSO sk eert, —ik
R R RRAEATATAAL, SRAn%E R OPA HEAT T HERTATA FE S MG RS , ELE 5 T R e 7 AR T AR B ok
i, BRIEE 2R, T BRI, oh TR BEHIIATAERRE, FETESE + Hul 7R AZROEEGHENES (ELSD)
KEBEOHAREAR, RI%5 300 REUERAT, Stiumies, Tz, ZmsE " R0 s 3l @ikks
Prafd e XA, T oA, (R IR RE AT S BN, AR R . I, ASCR
PP B ol F BUAS DN ES - F S A g, XSO R m RS I & W R B REAR X e, BEAT ELERERE MY, T
ERITHL, DARAHER TR RIS TR A LIRS, EILERA, R, RAEEMEET ARG, 26 T
FRE, BT, PEIR TR . SRS, X7 EAREMERAE T T LG H BRAA T IS 2
DS, A ERIMEEE L.

MK S

% Ultimate DGP 3600RS 51|, (5 7ELB S MIENIN =T IER . #—AmIIRERE : g
R A&MIES (%5 Corona Ultra)

B ikkE . Acclaim 120

WA (F5) + Ar 0.1% =IRCE (BB L5, B. 0.1% =M (B0 Kk, PEBEERE: 0-11min
N, A4 100%, 1lmin-15min, A f 100%-60%, {£$F Smin, ZRJ5 A SLEIEIF] 100%, {%# A 0.5ml/min; /5%,
AAMEIR AR, T 100% CfF, A 0.5ml/min, GEAEARER: 20ul

HlmAg: 25¢C

MEA MBS T . R SHz, TIERS, None, B(LELE 35C, HTIEH 35.0psis R HEL
4L/min

HmETAE A
BRI

PRI RIRE =, RKEBREIEMR, ARERBEECHI A FIR B bR TR, 4 CHEDGIRTF . B2 LIERIRIR
BE 1.0, 2.0 5.0, 10, 20, 50pg/ml,
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Ve /g e 4
FERL AR IR, =4, o ChSE . B AL, A A R AE, MERRPRIGZAR S 2.0g, Ak
fPEZ 2 10ml, i 0.45um JERE)R, Fritkesrtr.

LERAVTIE
BIEFHERFE

BIEHE SRR IEE

M TR R R AR &Y, 5 Cy RO BRI R BRI RIESS, FESERFRIAL i, HEE Cs Mol 4T
AREHEZE 100% KA, 255 BB KIRIGE . Rk, ASCEHTEB K Acclaim PA2 C P B REMIScA:, "TLGRZ
100% kA8, [EIEE, Mit52 B0 pH . EAT5%km, M3k ™ i), AR ERNT 0.1% =HOmk, %
IR, (AR S AL AR R TR B

RIGILEFHES BT

H T FL 5 ORI 5% ] o D0 (3 55 o i B A & — A, U TS5 (R B AAS I 5, JFCwi) I 0 0 T D I i 5
e, A YUAHELE], ATUERm SR, AfmHginm BiqE, PRI bR, Bk, 4753+ 4E DGP3600
AR AR LT R B AW, ARICAAMESE, 2R UL R o (i o B 450, A B MIRE & 5
FiFA 100% HICHE, 1EARERAMATREIAH.

EEZABMWFSHUN

HI TS PRGN &5 AU I B R RE AL T, TEFr 2 RS HGHTINL, A SRES OO S5 fbi BRI R AR AT T
feft. HZ i34 25°C, 30C, 35C, HALE&WRIEAHIN, (RSN hiE 2 m (k1) ,
A TS tin E SR B LA HIE, BJridfE 30CAZIRE; REMZ B 2Hz, SHz, 10Hz it
ik, [RSRSMEM G —4E, RSN, AL EEE, [, BdbRdioR m, &EHE%SIE THeiE
JAFBERT, kP SHz AR AR e REEM =R

F 1 ARIEEE X R B0

FAbim AR e {E
() (pA) (pA)
25 7.903 0.211
30 8.808 0.232
35 8.946 0.287

Vg A il

HFTBC I R FIbRIE TARAR, #% “1.47 TEMELENE, PrifEdmigE (RES 10ug/ml) WLE 1, K&
TR BB iE] A 8.247min, DIAKREFRIETARY (pA*min) 5HXFRAVIRE x (ug/ml) #ATLeMERIEHr, 458K .
SRR Y=0.1412X-0.0614, AH Z %L r=0.9998, £&PEVEH 4 1.0 ~ 50pg/ml, J5i:EErs BB 4 0.10pg/ml (L),
SIN=3 it) , &R 0.35ug/ml (L4 S/N=10i}) ,
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1-Theanine - 8.250

B 1 ZEEFbRidE S CAD T

BTN ELE

FIERLE , HR]—ArifE il (10pg/ml) 23 BIME S 7k, THRAFOR BN a1 22/ T 0.2min,, s i B Frof (i 22 (RSD
[6) 40.62% (n=5) , WIMEELF, B3 HEArest, oMlEms, 10, 15pg/ml bRk TIEER A Iml, %855
BrilliE sct, dEATIE, S5RNE L, HRAREENA 97.6% ~ 112.1%, FHIEA 103.1%,

P 2 ZE VRS R I SR

HIBE SCME b lEl e =R
i E
(ng) (g (%)
5.0 4.88 97.6
ZRABR 10.0 9.95 99.5
15.0 16.81 112.1
EHE - - 103.1

{E: - AARHE

IR BraE
HeBAA B A0, M S HORER 2 BIHET T UCEAT I , R iy BIHER2E 25.2% . 15 J0 56 22.0%,
LT3 16.1%, A6 A 21.1%, KRES RSD EH/NT 2.5%, Heisrbris L 2,

smp
89
pA
50
25
1 - Theanine - 8.187
min
14 T T T T U T T T ]
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 101

2 SR ARER CAD i
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e

ARTCR i foc o T e T AG I &% - "R AR & (CAD) X ZMfg b B R IR AT T 0 #7, IR &5 AR =
TCIRAR TR R TRE BE DRI SAE SR M, U TIRAFRI o AT e R, B2 AU IIZ AL, RKRFEIR T B AR
LAWIIR IR, B 1B ILNE S5 ISR AR, RNl 6 1o 2 IR AT AT AR SF A R,

=F

SE 3K

(1]

(2]
(3]
[4]

[5]
[6]
[7]
(8]

(]

HRE, R/, BRI, 5 . files mOiope G vl o B i 45 S Boet B [0, Hh 2l |, 2004, 35(2):

148 ~ 150.

AN, EUGHT . OPA H:RTAT A R 30BRAH M E 45 B ERIIBE T [J]. 0 Hrddill ,2005,26(2):17 ~ 19.
XNy, 2 AR S R R & R BE R [J]. & FRS:, 2009, 30(14): 281 ~ 284

AL, XAl S, F L R A BT - 7% R OGS AR T 2 T 2R v R &R (D). A4S R
4 ,2005,25(2):225 ~ 228.

BT . A I E A5 2SR RIS [T]. (A3 ,1996,14(6):463 ~ 465.

KANE, BRI, BREESE . miiohE il e 28 i S 2R [J]. % ,2003,21(4):400 ~ 402.

REETR , AR . SRR Y s 8GR AH G T 4T [J]. 63,1994, 12(1): 20 ~ 23.

Unno T, SuzukiY, Kaduka T, etal. Metabolism of Theanine, vy -Glutamylethylamide in Rats[J].Journal of
Agriculture and food chemistry, 1999, 47(4). 1593 ~ 1596.

JEFRIN, BHEZE, BEMCLE B A IIE S A R [J]. A5 R ,2008,28(2):89 ~ 92.

[10] JEDER, #0eW], FeARME, S aiiRARaTs. e b fbss ROemba i E 2 i R 2R [J]. G,

2002, 20(6) : 550 ~ 553.

[11] 5KA, HERE, HdE, &, JREERPARER A 1. ZH, 1995, 21(2). 20 ~ 21.
[12] /AL, st Wagibo. 5. RRIRAVAEREM R A D). e 5480 TR, 2004, 1. 7 ~9.
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DGLC-33 H: Ja ity A o 2 ke v it 25 th s 5 %

XAk ABAMTAER, TR, FwESEFE

DGLC-33 Determination of aflatoxin in sesame with iodine derivation
after column

Key words: iodine derivation after column, sesame, aflatoxin

5l

il

iR (AFT) & ¥ B2 A th A =, BAWSRRmE g, w5k, &
. WS, U BLEEROR, REHUEATOR, L, L, BRITRERM DRSS R
h 20pg/kg, 1995 48, 5 T A A SR B n h 98 o 25 3 e ol JR VR IR 15nglkg. S R AAT A 1 A e
PERY S it R S B DA S PR R IO I B, RERRSCMEM, md BV IR B dh R R, mik
ERTUEE T, AR LAAEML, BRh ERE S RE AT R A LA IR

ATFIER AR =JCRARCIE R SE, A DGP 3600 £ 5547, {371 DGP 3600 /&5 T4, MIaskIL 14
W ih AR ATAENE .

M S 1

{2 . Ultimate DGP 3600RS 51|, fifHiA fE LMl TR ITHIR =T A — A Sl AR A
FLD-3400RS %%,

4. Thermo Syncronis Cg, Sum 4.6 x 150 mm

fiTH % . Reaction Coil 750 puL (PN: 4263 1) + Reaction Coil 375 pL (PN: 43700)

FegE (TER) + 0.05% Mz

AR (W)« 22% L +22% HRE +56% 7k

A% 0.2ml/min; 4347%E: 0.8 ml/min

FLD #5555 0 ORI 365nm &5l 435nm

TR : 70 C

PERER . 100 uL

HmRIA IR

HEBPRIR 2 1 BE AN HE A 10.0g, T 250mL R HIEHETZHM T, A 2.0g EALWIR FEE / 7k (70/30) =
S0mL, REZAREL (£)5min) , ERIEAGTIE, HEFIFZHL 10.0mL 38R, ANA 40mL /KFiRE, 3 RELT4EuE4T
i 2 1k, PRIEIEIRTES .

MERAZHL 25mL bR b iR IR LR ek fnkE (SEE VICAM) b, JR¥EHIFE 1 /s. EREERUR,
{EA 20mL /k{F0E, Rz <l e it RBroksr.

B4 mL FEZDEI G AR, GASE A 1 /s, W R IRIR T2, RURE <0.5mL, H 50%
HE /K EZE ImL, £,
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LRMHL

B EEZ g WEIEE

H A BR FE -

A #F 3 M1: 2.5ppb
#hE#HE Gl G2,

B1, B2: 0.75ppb

counts 5
g8 8 =
150000 "y 5% =
2 - a
e s ” :
100000 g o ]
- |
in
u
i
I | FE——— ._.-..-....-.-..-n-.-.] [ LW [ W L W
SO0 ———— s —_— Erm:
oua =0 0 i5.0 AL
B 1 th R SR e i
FEan RWETTZE (B &2 Wi /E)
AP0 - -
— g
£50000 r:
g
R & E :
= AL
a::‘:
o000 - - "
il |
e il | |
|
f J| LI
¥ S E— | 6 |, O L 5 e ]
PP | — . : — L.
B 2 R R H AR 1
T 1526
=1 BiEm&kit
A8 Cal.Type Points HXERH Co Cl ZMSEE LOD
min (Offset) (Slope) (ug /L) (S/N=3)
(ng/kg)
HHESEMI 7.589 LinOff 5 0.9994 6.4397 5005.3058 0.5-15 0.1
HESE G2 8.709 LinOff 5 0.9997 1345.6901 18171.8937 0.15-4.5 0.03
HMESE G 10.213 LinOff 5 0.9997 1290.9989 13835.0040 0.15-4.5 0.04
EHhESE B2 11.418 LinOff 5 0.9999 68.7725 46151.0730 0.15-4.5 0.018
HEWES % BI 13.626 LinOff 5 0.9999 95.7629 36853.7696 0.15-4.5 0.03
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E i 1 T RN [T 2R

R2 HRESERNIREILER
#ME  ERE pg/L IARERE ng/L TAFREUL %

BHMESHE MI NA 5.0 4.56 91.2
EMESEG2 NA 1.5 1.25 83.0
EMESEGI NA 1.5 1.47 98.0
BEHMESHE B2 NA 1.5 1.45 96.4
HHESE BI NA 1.5 1.46 97.4

g

7R H GB/T 18979-2003 HL5E i A € % - AR JEBATAE 202 BE R I3 i B 36 M1, GL, G2, BI
B2 HEAT TRl BN = ekl (0 A S S B S AT, BE 5 M RIS, Ao T, AR ATt ik
TOCHIR B E, %R0 5 ik i AR R, KBRS H%H M1 0.1pgke, G1 0.04 pgrkg. G2 0.03
ng/kg. B10.03 pg/kg 1 B2 0.018 pghke, 524iE EASIER (Gl G2. BIAIB2 MR 1ngke) .
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DGLC Ji IS4 b o

— N=TRBEIEELERZFERNA

1.
2.

A e R AN 4

10.
11.
12.
13.
14.

15.
16.
17.
18.
19.
20.
21.
22.
23.
24.
25.
26.
27.
28.
29.

30
31

32
33

{E2% = % -HPLC M E PREE KA Y 4 Bl 48K —WERER (APPSH-LC-091022)

U, HiEE, WHWASL . 4 B Ah{ELR EIAHAEEL — b G Ak R R R e R (T]. it

SERFZEMER, 2011, 39 (8): 1256- 1260.

Prft, B4k, ok . TELRAEIRAE - IOAH (T B 72 7K s R S mORDOR | A (D], BRBE (A%, 2012,

31(5) : 748- 751.

TR, B, WSS | AR AR - HE v R T R I A A v R FR 2R ORI e (0], i,

2011, 29(11), 1141-1144.

TELR B AHAE B —Kk 35 - M (APPBJ-LC-100220)

P 2% [ AHAE B K 74 K Bl 2,4-D (LC-AppGZ-110331)

125 [ AR A B 2 K 7R oW iy A (LC-AppGZ-110317)

TELEEFHAC L _ RURH B i 380 AH €4 B TR FH 7Kk B PR B 7kt i e 08 (LC-AppGZ-110603)

FELE [ FHARHL _ PURR B w5 80 £ 3 ok Pk o B P 28RN B T (LC-AppGZ-110630)

TEGAE SRS + FEFRAER 575 BTk FE BRI %okl (LC-AppSH-110111)

W R FILEER™ SRk Hh iy 25/ 3 (HPLC-UV)  (AN191)

POk e LR, WL, ESGER ) & TF () EERIMIE (HPLC-UV&FD) (APPBJ-FY11-030)

B hr e R 2 [a] HEROMNE (HPLC-FD) (AppBJ-FY11-031)

X, WA, XIHETEE . fE4k SPE-HPLC R GEIEAME NE S H R T Bk 25 10 3h DA oe v [, 25

W45 Wi 2 & Chin J Pharm Anal 2012, 32( 2): 206-209.

TELREAE - S 8AH (T Pl 2 4k A= 32 AD 7 h AR VD3 (LC-AppSH-M27)

Hr 275 b 2 ALY online-SPE 7575 5 B Bk b SE s (2011-LC-AppSH-M13)

Hr 24 I A 75 R £ iR/ VEERR online-SPE J5#: 7% (LC-AppSH-110425)

FELLFEIFHAR B - R AR K B 2 2R AR 5P b /2 (AppBJ-FY11-069)

N2 A28 25 B2 4347 (HPLC-UV) (Dionex Report No. 11-2008-249)

1L [ FHAE RGN 2 ok & VBI12 ( APPSH-LC-091113)

TELR B AHAERL - 80 AH G2 AR I & i 15 R 2389508 . (LC-AppBJ-100513)

TELRGAY, - A Tk PR A I S8 ) Ly /i s VD3 (2012-APP-RLC-001)

922 i b £ RS2 (0 A 40 HF (HPLC-FLD) (Dionex Report No. 02-2009-277)

Heyyeh A4 JEPE AR G B4y H7 (Dionex Report No. 04-2009-292)

WAL rp SRR 43 M (Greg Malek July 21, 2011)

On-line SPE & 2528 & i £+ e S FEREER L (LAS) (APPBJ-LC-100617)

R e U 2 o0 A Ao i R B 2% (2012-APP-RLC-038)

A3 g i T501 Mz kbR (2011-LC-AppSH-M28)

& Online SPE {1 JiU i H72: 0 A Ao i i O PO ol B BT i 2k 254 (2012-APP-RLC-024)

. f£ LPG3400M fij ific B |- Sk B Wik s s (LC-AppSH-110124)

R E AL FEAHAE Ry Bk i Me-LR, Bamg P, 28, #52. —&@AaEl (DGLC-MSMS)
(2012-APP-RLC-042)

. FR 2GR 1 AR M ke € online-SPE 5% % (2011-LC-AppSH-M18)

AL - E SR A e 2R Lk Hh 4k 4E 32 ADE By & & (2012-APP-RLC-020)
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34

40.

41.

42.

43.

44,
45.

46.

47.

48.

49.

50.

51.

- LR D B R e 2 0B v 2 il B 3R MISE (2012-APP-LC-104)
35.
36.
37.
38.
39.

W =TeillE FB i =L H s (2012-APP-RLC-034)

AR FERE Y E (GAL6B,IAAABA) fyilllE (HPLC-UV) (BJ-FY10-139 )

DGLC F1 CAD A& &5 0 & P b 42 SRR ~ 2o iR & & (LC-SH-110708)

Sensitive Determination of Microcystins in Drinking and Environmental Waters (AN 261)

Automated Method Scouting to Speed Up the Development of Online SPE-LC-MS Analysis of Antibiotics

(HPLC-MS) (Frank Steiner, Frank Arnold, et al. March 3, 2008)

Lei Liu, Kang-Ning Liu, Ya-Bin Wen, et al. Development of a fully automated on-line solid phase extraction and

high-performance liquid chromatography with diode array detection method for the pharmacokinetic evaluation

of bavachinin: A study on absolute bioavailability and dose proportionality [J]. J Chromatogr B, 2012, 893-894:

21-28.

Dewei Shang, Xipei Wang, Xiutai Zhao, et al. Simultaneous determination of nitrendipine and

hydrochlorothiazide in spontaneously hypertensive rat plasma using HPLC with on-line solid-phase extraction

[J]. J Chromatogr B, 2011, 879: 3459-3464.

Direct Plasma Injection On-Line SPE-LC-MS/MS for the Quantitative Analysis of Drugs in Human Plasma

Samples (HPLC-MS/MS) (http://www.dionex.com/en-us/webdocs/67575- LPN-2065-01-Direct-Plasma-note.

pdf)

Analysis of Antimycotic Drugs in Biofluids by On-Line SPE-LC (HPLC-UV) (http://www.dionex.com/en-us/

webdocs/40381-LPN%201859-01 Antimycotic%20drugs.pdf)

Determination of Aniline and Nitroanilines in Environmental and Drinking Waters by On-Line SPE (AN292)

Fast and Effective Determination of Aflatoxins in Grains or Food Using Accelerated Solvent Extraction followed

by HPLC (http://www.dionex.com/en-us/webdocs/67572-LPN -2069-01-Aflatoxins-note.pdf)

Determination of Vitamin B12 in Beverages Using On-Line SPE Followed by HPLC with UV Detection
(AN256)

Feng Guo, Qian Liu, Guang-bo Qu, et al. Simultaneous determination of five estrogens and four androgens in

water samples by online solid-phase extraction coupled with high- performance liquid chromatography—tandem

mass spectrometry [J]. J] Chromatogr A, 2013, 1281: 9-18.

Gaurava, Ashok Kumar Malika, P.K. Raib. Developments of a new SPME-HPLC-UV method for the analysis

of nitro explosives on reverse phase amide column and application to analysis of aqueous samples [J]. Journal of

Hazardous Materials, 2009, 172: 1652-1658.

Goran Mitulovic, Christoph Stingl, Ines Steinmacher, et al. Prevention of carryover effects of peptides and

proteins in Nano LC-MS separations [J]. Anal. Chem. 2009, 81: 5955-5960.

XiaoNa Li, Ning Yu, JianMei Zhang, et al. Quantitative determination of cyclophosphamide in rat plasma by

online SPE coupled with HPLC-DAD [J]. Journal of Chinese Pharmaceutical Sciences, 2012, 21: 156-161.

Anne-Marie Hesse, Paulo Marcelo, Jean Rossier, ef al. Simple and universal tool to remove on-line impurities in

mono- or two-dimensional liquid chromatography—mass spectrometry analysis [J]. J Chromatogr A, 2008, 1189:

175-182.

— R=miRBeIEREREN

52.

Strategies for Coupling of Nonvolatile Salt-Based HPLC to MS Detection for the Separation and
Characterization of Related Substances in Biopharmaceuticals. (67574-PO-LC-MS- Biopharmaceuticals-
28Jun2011-LPN2858-01)

= W=nRBEIEHKNA

53.

h =t WCERIEIFR AT (2012-APP-LC-137)
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54.
55.
56.
57.

FRIBE T [R]I o Hr B R s B AR E FER R S+ I (LC-AppSH-M10)

HOTEE AR R AT 8. FHE I R FEHR. AR HE C 28/ (LC-AppSH-M26)

FEI T A AR B 21 85 2 ANERER PR R o A7 . (HPLC-UV) (GZ-FY11-13)

JAHE, VPR, BRERSE . i 00 22 18 2 A R [R5 Aok s PE R AR TR ME 4 A= 32 (D). 3R5Efk 4%, 2012,
31(9): 1442-1447.

M. W=JtkBEE %N

58.

59.

60.

61.

62.

63.

64.

65.

66.

67.

68.

THEASIIZRME R AR S R ULEE (2012-APP-LC-097)

T HERARIE NSRBI 8 B A2 A (2012-APP-LC-102)

R FH 2 60T TR 0 e Wi B PR 45 2R (2012-APP-RLC-054)

2D-UHPLC gk ZEh 12 A3 2k 2# 4 (2012-APP-RLC-018)

On-line Characterization of Monoclonal Antibody Variants by Liquid Chromatography-Mass Spectrometry
Operating in a Two-Dimensional Format. (On-Line-Chracterization-of-MAb -Aug-11)

Optimization strategies for off-line two-dimensional liquid chromatography. (1-s2.0-S0 021967309001162-
main [1])

DNASwift Monolith Column for DNA and RNA Oligonucleotide Purification. (73201-DS- DNASwift-
29Jan2010-LPN2271-01)

Automated MAb Workflow: from Harvest Cell Culture to Intact Mass Analysis of Variants. (111618-PN-
HPLC-MS-Automated-MAb-Workflow-25May2012-LPN3078-1)

Concanavalin A Column for Analysis of Glycoproteins and Their Tryptic Glycopeptides. (13707-AN1014-LC-
ConA-Column-Glocoproteins-16Aug2012-AN70125_E)

Sebastiaan Eeltink, Sebastiaan Dolman, Frederik Detobel, et al. 1 mmID poly(styrene-co- divinylbenzene)
monolithic columns for high-peak capacity one- and two-dimensional liquid chromatographic separations of
intact proteins [J]. J. Sep. Sci. 2009, 32: 2504 —2509. LC GC Europe, 2005, 18(23): 345.

Xiaoliang Cheng, Liping Guo, Zaiquan Li, et al. A HPLC method for simultaneous determination of
S-aminoimidazole-4-carboxamide riboside and its active metabolite 5-aminoimidazole-4-carboxamide ribotide
in tumor-bearing nude mice plasma and its application to pharmacokinetics study [J]. J Chromatogr B, 2013,
915-916: 64-70.
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