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R . BRIANE . ARGAR. FLRR. KT MR, SERMR., AR
FBEIR , WABRTCAVESARRILH I, B aim Tt ferh, iR
AT ZMHE, Blan, Frie ol DAE AN shBgiE & &
MR, MHEFANE T LARE £ S A BRI s R . BR T REME &AL TE
DA A RN 25N, BRACFKE ATEA T

o HURFIM THEBREMIIRIE, HEER0E,

o SZihifg M T pH {H

o P JEs I Lk B b PE AR 2 R A

o HURALAIRTHE RGPS 1 & SRR

o HRE £T AR RS B ot 7R

o JHT Iy AIE B AR B ah A b s i 77

o IS RIFR LARE e s B 6 A ok

&

MRIGAE AL BURE O, EFE A G RIS (i B HRE—
KUl , ARG AHAE B A S LA R DHY

BilRH

e IR € T R AP A1 S S 2 B R i (HPLC— UV —
DADSHPLC—-MS) AT LAUKoAl A R D h s
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HRfHE i

B 300 x 7.8 mm BioRad ’T(\)g_ 1 5% 7 AR
HP x 87-H, 9 um 2. iR 8. Him
e 0.0035 M H,S0, , 3. AR 9. HE
B 0.6 mimi 3007 4. $RB 10. B
N 6 mimin 5 @ik 117
i 651 2001 6. BEIAE 12. 28
BT 10ul .
NES UV-DAD 1007 : - BEEE
192 nm OR 210 nm o
0 i T T T T T
0 5 10 15 20 25
Time [min]
2
BEHEPHBILH T
M5 LEER, BT —
maa: 0.007 M H,S0 (wam
%gg o ;83‘_ U BEE 20 Sample spectrum
RNE: UV-DAD LS i oy spectrum
B RER TS . match 994
PR 100ng3HE, 5/% 190 Wavelength [nm] 276
tb=2, BHEFREHR
2 ppm FHREAFR 50
ER o
10 KA REBRE < 0.1% 0 qu\/%
E5 MiAx{RZ(RSD) !
10 REHDETRE <3 0 s 10 1 20
£ 187 RZ(RSD) Time [min]
3
RIS I PR T

||_!~!J| 4. Official Method's of Analysis, Food Compositions; Additives, Natural
Contaminants, 15th ed; AOAC: Arlington, VA, 1990, Vol. 2.; Official Method
AOAC 986.13: quinic, malic, citric acid in cranberry juice cocktail and
apple juice.
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o HETFRRNER(PG)

o BB THREEER(OG)

o & THR _ER(DG)

o 4A—RFLHF < 2.6 — (T H)ZEE(Tono x —100)
e nordihgdroguaiaretic acid (NDGA)
o 3. 3—hi LN —iZ(TOPA)

o BRHEIRR IR AR ER(A CP)

PUARMSI TR AE B il B SR AERY, B8 (R B ah i it A2
e, BANE S . RAREI DU 4 A 7 A (M A
FEFBUA MR (A3 C). 5 RPN A By
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R B (B — 5 AN AT WL AR R SIS N 2% 05 v
2 T ah rh LRI ARSI . T BI04 1 & B L RIRY

Mo LAGR BRI RN FIOE T 151 A o M AR

mAU

HmElE. BFEEZ BB 1. #45%C
B 100 x 4 mm BDS, 3 um 2 BRTEHAE
REHE. A=7K+02ml 15001 3. 245- ZRETKE:
:isga,sz =254 4 B-HTESE
. i 5 THREEER
BB 4510 %8B, 1000 1 6. 4- BEEE 26- P THER
E3HH60%B 7.2,6- —RTHEERH
#E449$h80% B i "
7 1145190 % B 5001 2 L 8. ffﬂ&@&hﬂxﬂﬂ/&h OE BTy
WE: 0.5 ml/min -
/HL\_ o 1 4 *’T\*¥
BEfTR 444 56 8
ﬁiJIED.: 30°C 0 A A L
AR 5ul 2) 4 6 8 10 12
Fon e UV-DAD, Time [min]
slNEN
260/40 nm 4
BLEK OFEPRET I
600/100 nm
B EEER
R 0.1-2ng (#H2),
SIN=2 I I S
BRM%. P
10 534 REBIEE <02% mEg: g oy B = ,
M. HxmERSD) RS = s = - | FIES . =
10534, BERES <1% Kz

1. 18xHE=(RSD)

u!!ﬂ 4. Official Method’s of Analysis, Food Compositions, Addltives, Natural
=~ Contaminants, 15th ed; AOAC: Arlington, VA, 1990, Vol. 2.;
AOAC Official Method 983.15: Antioxidants in oils and fats.
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RAERENRY

e RAR G — SR eI 25 (HPLC—DAD) 48 iz b
TE RIS AR LAT OG-, st A sl G
P IR S TSI . CAPR B I TR) R S 1 oAy 7 P (e B

HmElE. SFeuE, fCarez Absorbance (scaled)
EERRERE. TAE _ Spectral | ibrary
YEEEN 50 Mbrary [ \match 999
B 125 x 4 mm, el
Hypersil BDS, 5 um mAU § 30
REE. A=7K+02ml 60T S
H,S0, pH=23 35 10
B=Zk 507 B 200 320
B, £1510%B - § = Wavelength [nm]
7344760%B 40 1 g I|E| e
EANHB0% B © ol &
E6HH0%B 301 S Tl _
E7H410%B &LL
piok:: 8 2 mi/min 20
RIEfE. LHH ] o) \ : BREE
R 40°C 10 1
HEREERR. 2l _f’. ’\ ” | BB
HBNE. UV-DAD, 0 -
slNEN T T T T
260/40 nm 1 2 3 4
Time [min]
5
BN BILSEEN BEEEE L& PR ST
PR - 10 ppm, SIN = 2
BRM%.
10Kk#H, RERE <0.1%
1Hx{RZ=(RSD)
10 ki#HE, EER  <3%
xR Z=(RSD)

||_!~!J| 4. Official Method’s of Analysis, Food Compositions,; Additives, Natural
Contaminants, 15th ed; AOAC: Arlington, VA, 1990, Vol. 2.; AOAC
Official Method 979.08: Benzoate, caffeine, saccharine in carbonated
beverages.
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FTAEWLRT ABE_FE(OPA)
FERMB(UPA)

Bk 100 x 2.1 mm,
Hypersil ODS, 5 um

bk A=0.01mm
FER %
B=HE

BRI : £IH5%8B
ESRM25%B
#104%h35%B
E1354h55%B
71844480 % B
#2043$h95 % B

TR 0.35 ml/min

=yl 53¢

R 40°C

HEER. 1ul

HELTEUER

1. Draw 5.0 pl from vial 3 (borate buffer)
2. Draw 0.0 plfrom vial 0 (water)

3. Draw 1.0 pl from vial 1 (OPA/MPA)
4. Draw 0.0 pl from vial 0 (water)

5. Draw 1.0 pl from sample

6. Mix 7 ul (6 cycles)

7. Inject
Rl

UV-DAD: IR
338/20 nm

TR BEEK
230 nm
REEK
445 nm

AR

e R AR L T R AR R AR P BRI 0. AT 1%
A BAESATEN, ARG, RIMEMHER. BT

PR B (R Z 51

mAU
601
50
40
307
201

s EOMEHE Rt RR S B E P2

Aspartame s pectra

original

scaled

derivatized

250 300 350 400
Wav elength [nm]

Aspartame
0 4

0 2 4 6 8 10
Time [min]
6
BRI R A
PR -
TR 200 py(itHE)
SIN=2
RS- ZHRERS].  1ng (EHE)
SIN=2
ST
10R¥#, REME <01%
X472 (RSD)
10R9H, ERFRE <5%
Xffr2(RSD)

5. AM. Di Pietra et al., "HPLC analysis of aspartame and saccharin
in pharmaceutical and dietary formulations”;
Chromatographia, 1990, 30, 215-219.
4. Official Methods of Analysis, Food Compositions; Addlitives, Natural
Contaminants, 15th ed; AOAC: Arlington, VA, 1990, Vol. 2.; Official
Method ACAC 979.08: Benzoate, caffeine, saccharin in soda beverages.
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o BEUEARMIERmEE
o XEMMEM LG
o SRR T AR B ARSI,

H TR i b 36 TR PR R S SR LA = A ) o 4
IR RE AT A R SRR 40 0 05 T AR 62 i D 3
o BUAE, B§FF SORHIRORR € B FN S -2 i (2 i i FHAY
M. HAr R IMEI 5 i LGS A Y5 5. B B FRIRY
BRERAN T ISE  B A R e R . R B R
P Kb 400 nm, ZLEARTERWIIE KA 500 nm, LREEE
AN B B R WM 4600700 nm 35 S0t 7T B A o €571
IS AT, AS DN Es A HH DE AT K Vi el o7 278 o B K ve
(ANERIMEN AT WLIE) o (B T A 3 3RO T — iR BAAT AR DM 2 22
AATRETERAY . BIBL, LAUEBERCARUT, BT IR ATHY
SO — AT E AP ARSI &S o X RSN &% AT LR IEAE 4R
AEARIEHIN, #RA R & EHERE RS .

BEHE
SEFIRIRE R, BN, B AR R 4 0. 1%
o (K 50% C R K HEIEATAC R, SRIG T8 T, %
B Gy - ean - moe Bt BT MR B AT 4 69 75 Bl A7 (wool —Fiber) . % €571
e 285t AP RIS B8, TR 3 i 28 AR €6 3 PR AT 29

FIEE [T =

10



HalE.
B
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RS

B
REfTHE
T
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AR
ol

B EEREER
R

(%F UV-DAD)
R

10 R, RERRTE
fiEH R

105384, IR
LiEbSK e

HHEMER

B RAE

125 x 3 mm,
Hypersil BDS, 3 pum
A=0.01M ##EE
ZS4+0.001M
BRNTEZSH,
pH=42

B=Zf

#1515 % B
F1095940% B
1494190 % B
£ 199¢190% B
7 20 4354 15 % ACN
20 534

45 %h

0.8 mi/min

40C

1ul

UV-DAD

{55 A: 254/50 nm (for
optimization of
separation)

22 B: 350/20 nm
{55 C: 465/30 nm
{25 D: 600/40 nm

2ng(EHR),
SIN=2

<0.2%

<3%

Bl

A2 Bl B 0 BRI 1 o A Gkt BBy . 5950
ST [ TS5 AR BRI .

Woodmuff lemonade

Ay Patent bl

12] Chinolin yellow aentblue

10]

g

E 465 /30 nm
i

91 600 m/40nm

0 2 4 6 8 0 12 14
Time [min]

Spectra of different colors

Norm Tartrazine Amaranth Patent blue
10 yellow red

Brilliant
blue

03m 400 500 600 70 800
Wavelength [nm]

B7
FRITPHERERNSN. B, 48, EehRen
HEEENE

4. Official Method's of Analysis, Food Compositions, Addltives, Natural
Contaminants, 15th ed; AOAC: Arlington, VA, 1990, Vol. 2.; Official
Method AOAC 981.13: Cresidine sulfonic acid in FD&C Red No. 40;
Official Method AOAC 982.28: Intermediates and reaction by-products
in FD&Y Yellow No. 5; Official Method AOAC 977.23: 44" (Diazoamino)
dibenzene sulfonic acid (DAADBSA) in FD&C Yellow No. 6;
Official Method AOAC 980.24: Sulfanilic acid in FD&C Yellow No. 6.
6. A.G. Huesgen, R.Schuster, “Sensitive analysis of synthetic colors
using HPLC and diode-array detection at 190-950 nm”,
Agilent Application Note 5964-3559F, 1995.
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HRHE.
Bl

wEE

R

R
[RIEfTHE:
.
HRER.
Rl

k30

100 x 4 mm,
Hypersil BDS, 3 um
A=7k+0.05ml
HRR(K), pH=23
B=Z
#£1H10%B
#E377$h40%B
E474140%B
#6780 %B
ET77H$H90%B
0.8 ml/min

354

30°C

5ul

UV-DAD

SRIINES

280/80 nm
SIRK

360/100 nm

AEMHMLE, BT TH&M4

Bk 100 x 2.1 mm,
Hypersil ODS, 5 um

PRIk A=7K+5mM
NaH,PO,
B = mathanol

BRI 7109470 % B

TR 0.4 ml/min

BRSNS ETER

PR 0.2-5 ng(HEE),
SIN=2

G

10 %3, RERE  <0.2%,

X RZE

10 ki#HE, EERH <1%

xR E

Bl

FIH R BT B & ARGy . SRR T LUR T

HRBOEPES AT o
Norm. n n Vanillin
400 4-hydroxy benzoic acid
4-hydroxybenzaldehyde
300 .
Ethyl- Coumarin
vanillin
200 Vanillin alcohol

100 /-
0 I\ ﬂ{d\ EEZERY

0 1 2 3 4 5 6 7
Time [min]
8
FEERYHRENE
mAU
607 . 50 Vaniliin
Gallic acid Syringa aldehy de 0
501 z Match 991
Vanillin— = 30
40 @ 20
10
301 0

217 Wavelength [nm] 400
Salicyl-

20 aldehyde

i / _
10 - ——
0 | FE

0 2 4 6 8 10

Time [min]

B9
EETE (Cognac) P EERF
FIREIMLEREITHRIA

H!g] 7. Herrmann, A, et al.;,” Rapid control of vanilla-containing products
— using HPLC"; J. Chromatogr., 1982, 246, 313 16.

13
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LRI
EREMA4,57
ERERRE
HRHE. BT HERIHE
Jik4ik4E Carrez
FE1M2
B, 125 x 4 mm,
Hypersil BDS, 5 um
porLiR A=3K+0.15mil
BAR(R), pH=24
B=Zk
BEERL R1HE20%B
#E374140%B
E59490%B
#£64120%B
R 2 mi/min
BB 154
R 40°C
HEER. 1ul
e UV-DAD
MR
260/80 nm
Sk K
380/80 nm
BRRAEES A ETER
T PR 1ng (HER)
DAD, SIN=2
S
10 REHANREEE <02%
EDSN RS
10REHNEER  <1%
AR ZE

HFEITPHERIC SRR S

FE SN2 TS AR e Carrez 1 F12 AUFEFdEf T, SXFh5 08
ferrocyanide ERFNAEER 54 (F 2 B ITIE

BN

Xt LR PR REAT ] ORIRAR G BEA T B . RTLATSRSIE
P BEAT LA R E P BT RAE o

mAU

Naringenin
/| |\ Hesperidin B

05 1 15 2 25
Time [min]

10
EitpHERt SN H

8. Official Methods of Analysis; Horwitz, W., Ed.; 14th ed.;
——  AOAC: Arlington, VA, 1984; secs 12.018-12.021.
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tFiafreHY
EHFERSGY
24 oA

B 7 LRI 258 2 1 , Tl I R e 245 4 ik e s g
CEEHAISY, ethopabat, fASH, & Mgy, K
TR, SARkME, Fik: RS RN T R B PRmEEH,

BRI K & st geit firh, 2005 1L TRE. A8, R
A B W SR S B R o A T B LA X 2, R
T — RG24, HRIER K BNWR T 42
Wzla, EahitEtahrh, by, EIFAEH, L% H
UL 5k B TR X LB HRTT 29 & S BB TP .
M TR T A AR, BlanaEsR, Ftr2E
FKHUBUER], WAREE, (EE, AASEEKE ™ EHEX
LEZ IR R IR

Sy T ARSI i R A BT 2 b sy A th 2 ik B &
WA B f] SR G 3. A ANIFR T AR e
i Bk 11 Fhghiy® 0, Hd Rt A49/& benzothia—
zuron FILRZEANES,

&

Fan 2 B s 2 Jn , T DH AR, 285 R — ARG
e ftaty, WnERIENZ, Hekss.

I_I_—I WA Tk
mRR: By e ;%E
BEA brigEd- g R R H
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HRE. HRIESCHR 9 1T
HRHE

ik, 250 x 4.6 mm,
Spherisorb ODS-2, 5 um

TENAE A=0.02MERE,
pH=48B=Zf5/
7K (60:40)

HE. start with 8 % B
atbmin8%B
at7min20 % B
at14min23%B
at16 min 33% B
at19min40% B
at21min 50 % B
at 26 min 60 % B
at 30 min 80 % B
at33min90 % B
at43min 90 % B
at55min8% B

. 1.5 mi/min

R, 20 pl

oRlES UV-DAD
52N
275/80 nm, 315/80 nm,
360/80 nm,
SRR
500/100 nm

BTN

PR 0.001 - 0.05 mglkg
10 R##, REMEE <0.12%

g, 1Hx{RZ(RSD)

10 K3, EERES <15%

M, xR Z(RSD)

BilRHF

I B ARRAR €1 — S50 al W AR A& T IS I 25 B AAS T
B, AR R A PRI SR RIS ETE B R R (A
B PERE B

R REIEE
tr=122 min tr= 9 min
match 998

80 match 997

Scaled
s
o

o

250 300 350 400 250 300 350 400
Wavelength [ nm] Wavelength [ nm]

0 10 Time [min] 20 %0
1. KER 5. REIME 9. 3-ethopabat
. ZE-HREMIEER 6. SR 10. benzothiazuron

3. BRI 1. [B% 11. R%

4. FIRR 8. BRMIE ZBERIAY
11
EXREPHBEES. FREMLIER
HITERDT

9. H. Malisch, et al., “Determination of residues of chemotherapeutic
and antiparasitic drugs in food stuffs of anomaly origin with HPLC and
UV-Vis diode-array detection”, J. Lig. Chromatogr., 1988, 11 (13),
2801-2827.14.
10. EC Guideline 86/428 EWG 1985.
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AR
HRHE. 1985100 mg
BEBES
> A 1mI30% £
4R 0.1 ml #9 oxalic
[54
> MA4AmBEE &
BEKERES 5 o
> MAKEBHER
10 ml
> Bl
> CEREE
B, 100 x 4 mm,
Hypersil BDS, 3 um
TENE. A=K, pH=21
(RHEIAT)
B=2f&
BE: 1 15%B
7104760 %B
TR 0.5 ml/min
R 25¢C
opls UV-DAD
R
355/20 nm
Sk
600/100 nm
BN EER RN
PR
¥F UV-DAD 100 ppb
EEH.
10 K384, REBRIE <02%
A RE
10K, EERH <2%
LEDSN S

VAR HTEA D IRATE R Sl BT sh 4 bkt b . £ 80
EUL /L N USEI 3 B OF 7 A S =

HmilE

Fean 2 ¥ RS AL B 2 J5, ARG IUA R 5 | A s
Bk, FEMAIR /WAER, KRR/ SZEAR, &,
R IRGE ",

BilRH

X P 2 B R B DY R AN — R TR AR €238 / 5540 — T I
ARSI G AT T . B T ORI R 251, 24
S [ AT EAYE A VRS B T Bt

TE%18ng 3
6
2
51 l
4] 1 Library match 980
3 ' Wavelength [nm]
21 370 ppb
BR
1
0 | =8
2 4 6 8
Time [min]
12

AR RRBPOUFRZEVHN I MEHLERN
EEEE S EEER LR

9. H. Malisch et al., “Determination of residues of chemotherapeutic and
antiparasitic drugs in food stuffs of anomaly origin with HPLC and UV-Vis
diode-array detection” J. Liq. Chromatogr., 1988, 11 (13), 2801-2827.14.

11. M.H. Thomas, J. Assoc. Off. Anal.; 1989 , 72 (4) 564.
12. Farrington et. al., “Food Additives and Contaminants, 1991, Vol. 8, No. 1, 55-64".
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B ER ST

T B R AVRHIE S At Bk R0 R0 19 TkEBE, Bbel. 2.
3 —BRMRI FegKy. [RAYBL, B2, B3 K 13 R, K
e R A I BB AN B AN

FIH IR REAE S SR A, HEATRHERE o dr kB, B2Fn
B3 Wi & 4 PRl 25061 F IR €T — Bpele F B 5 35
HATE RN, FEEANITEY IV = o drd, Bakm
L NIRRERE S SR B AR AT DA L E A e A B . R T TRl
PRAFFHIE R BB T s B oy 13 1, ek Ed.
fh7EE 150—680 amu 7GR 100 V [k %,

&
2% 3CHR

Bl

ZHES 11009 AH — BURE (U& —Frel SEmAERI o F B . B
(5 P R ARSI K S AT 36 250 pg, 1 5L 454 0 2[RI
ANFEBERTE . 2R 1100 — Bk FH (FE 1% e £ 2
TR, RTURAR R b R, BIfEER A4
i (150 amu % 800 amu), HRHEELLZICAA T =
10 fi%,

19



0
N
3 2 FB1 =
200000 5 3 o
~ © o
< [ 3 N
100000 3 l S ‘ = &
o
0 GOm0 0o o ol \ L‘\ \\ml‘ b owmo m oo b Darcoloos o 0 mol 6D dnoc
T T T T T T
el - kR 200 300 400 500 600 700 miz
Bk, Zorbax Eclipse: ©
XDB-C18, 200000 0 S
2.1 mm x 150 mm, = N FB3 =2 /
5um 100000 S — Elo N0
ana. A=5mmEEspH =3 LE 8 8e SNBE
B=7p 0 A T T AL Y S T A R A I U IR 1Y I BT
T T T T T T
B £33 %B, 200 300 400 500 600 700  mez
8434160 % B -
944133 % B FB2 <
R 0.25 mifmin 250000 . |,
R 5l 150000 S, . s [Brwe
5 o o_- 2 g @ oo
iR 40°C 50000 l§ g uﬁo_g _ 88
R ...I. bttt ame vt b e e an l‘l-.-
N - N T T T T T T
BYUER. BEE EBFUE 200 300 400 500 600 700 miz
KREEUEEER, 18
FAER 13
EUBEN. 30 psig WpliEE EM 230V ) 100V B, ‘HihEZ B1, B2 §1 B3 /Rt E
FHRREE. 350°C
FRSRE: 6 l/min
ERERE. 4000 1% -
WEHE. 100 & 100000 S| FB; MS EIC m/z 723
HEsEE. 120-820 amu 60000 Ge
20000
150000 ©
50000
FBs &) FB,
300000 S
200000 MS EIC m/z 707 @ ~
100000 N
N
MS EIC miz 337
100000 miz FB, B,
60000 = 0 &
N © [cs)
20000 S = i
1 2 3 4 5 6 7 8 Time [min]
14

EXPABEROBTE, FRRBHENREERHHA

M 13. Lebensmittel- und Bedarfsgegensténdegesetz, Paragraph 35, Germany.
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W& G,, G, B, B, M,AIM; #MlhESR A FARE
A4 R VR 26 2R AT A SR A I L 54

HRBRNTEERE, Bl TERMAEN, M8 MR
ZMUEA THEHREAKE, XeHEmabs, MinsEan
54, XEEFHEN S FREAES, mMESA —SINE
fRIEH. T ERBLAII R B MR R A 1005, K2
ot — 25 LRI WA, K2 BB RS
F R B AR AT o B . (HR E A T DA B
(45 B RE D AN E A o A st IRI P O A, (RS G i J bk
SRtk Z 2 Uz Y AR AE BRIk s T P R AR
RS AR, AMIPR AT 5 ppb 7KF,

&

Fan B E ARG B 05 AR5 D 2T W T AR
BT HY T, IR AN R B b il B AR i 45 1. T
T ZHEHUREE T B AR E M E RO &M

Bl

AR T RABRARCTE /S50 — 7 W R R 7 1A 2%
e les e, Ak, shitalkt, AUhfles, A
Yy, Ty, JCAERFISERAE G ah b B MR R AR

21



BRXE 33 BaHE BiE&H

RHER F&. = EBRFHK Hypersil ODS, 100 x 2.1 mm, 3-um
G, G, B,B,  BEHRA Sk KB ZF5(63:26:11)™
M, M, Lyt . 0.3 miimin (25°C)
10, —#}/%& 1 5)(DAD): 365/20 nm
AH & TN (FLD):
M &K 365 nm
REEA 445 nm
REEA B 'R, = HREETE Lichrospher 100 RP18,125 x 4 mm,
PziZ S S L3RS 5-um
= RHBRL 2% BERKBR | ZBE(11)
= FARRER & 1 mi/min, 40°C
= Si0, AL, FHAE . MEHK 347 nm
RREXIZE K&K 480 nm
(9:1)3ERt
ERFERHT “% = HBRERFER Hypersil ODS, 100 x 2.1 mm, 3 um

= C18/Mb2L KRR ZHB(5:411), SHERR
= BX/ERO55  RE. 0.45mlmin (45C)
2 ZHRERSIRNEE. 236/20 nm
= AOAC985.18:4 et MKIKK 236 nm
°-EXFEH RETEK 464 nm

BREAFBHE
R ¥RRA 2 FExtrelut it Superspher RP18, 125 x 4 mm,
EaL = EREEL 4-um; K. ZK5(5:95)
= AREIZR SR 0.6 mi/min (40°C)

ZEE(3)HR ZARERESIR M. 270/20 nm

Lichrospher diol 125 x 4 mm, 5 um
EZ kR RRE(95:5), SHERR
JhiE . 0.6 mi/min (30°C)
ZIREBSIENRE. 270/20 nm

* Lebensmittel- und
Bedarfsgegenstandegesetz, Germany

** 100 % B is recommended for cleaning
the column
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BRI EFN

PR

EEH.

10 R FMIRE

fit &) FO AR et 2=

10 R FEREE
ALk EDSR e

2 M3EE. UV-DAD
FLD:

X Gl

HxR+ 3
- o

1-5 ug/kg
<0.12%
<15%

1-500 ng
30pg-2ng

= R -

F Ik

N

“fRE
P56
P

mAU

207
157 o
FLD: e 365 nm = 2
10, 2ex 455 M 2
5 DAD: 365 nm L
0 —La— . ; . .
2 4 Time [min] e . e
15
FIREMIRAENR I TEHRER
mAU U
5 Pistachio nut
4-
3 -
2 e 571
14 —REM
) Sl
2 4 6 8
Time [min]
16

REMALENEFFALRPHEBER

13. Lebensmittel- und Bedarfsgegenstandegesetz, Paragraph 35, Germany.
4. Official Method's of Analysis, Food Compositions, Additives, Natural
Contaminants, 15th ed; AOAC: Arlington, VA, 1990, Vol. 2.; AOAC Official
Method 980.20: aflatoxins in cotton seed products; AOAC Official Method
986.16: Aflatoxins M1, M2 in fluid milk; AOAC Official Method 985.18:

a-zearalenol.
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WE A @A B ST

WUy A IR R AR T =i W R TR R AR R GR R
B, APLIRIRIREE, AERERIRGR), B3R TRk B anh fERY
WER AR B R, EREL R w S A SRR &
an, W A TR S BT ARG, (B &
KA

FEASMIK R, RBUOWEY A IR R SEE TS A LA 28
AR, AR ER AR AR, SERARTAR, P
HVREEIEERE T, BRI AR s R A 1 mg/kg

it

BRHE

FH50/50 097k / AR (IF Bebe ) 2E Bl i i, BE T 8177 6
N io

BilRH

AT RIS 11003040 / T (SCGIEAT W By A 3RS Rk
Pt oy BRI Sl YA R A U S B P R AT LR Ay
FUFHIERE A8 T-RIGE B

24



LCIMS &4
B

ikt

R

T
HRHER.
R
SRl

BFR:

EUHREN
FRIURE.
EAEDRE:

Ri4EH £ (Fragmentor):
HHsEEm2):
HARRE .

Zorbax Eclipse
XDB-C8,

2.1 mm x 50 mm,
5um

A=5mM BB KA,

pH=3

B=Zf
04h25% B
544450 % B

300 wl/min

luL

40°C

UV-DAD

6K 1€ 210/6 nm
S 360/60 nm
R K 254/6 nm
SeEb 3 360/60 nm

BRE, FEFHER
50 psig

350°C

3500V

oV

250-400

2 s/scan

2 UV-Vis 230 nm

12.429
13.773

S ¥
(0 el
~ § ©

-10 4
-12 4

5000004

MS EIC m/z 358
3000004

1000004 A

10
Time [min]

17
FEEEMYP 0.2 ppm N A ZRERBM A, HEGRL

UV-Vis 230 nm

10.815
143%100 15.343
15.949

16.861

17.302
17.922

,_\
o

N
16.5

10.870

500000 MS EIC m/z 358
300000

100000+

0 25 5 75 10 125 15

Time [min]
18
BTEERYT 20 ppm RER A ZHEABE ST, HHERL1W

25



TIRFTA ARG R G =, Ik — BREFH,
Methabenzthiazuron, ¥, HEA;, Fimercaptobenzo—
thiazol, Z A& FERELFIFHBEH L 5 it 41041, (H2MEH
AR E . EFZER, &5 aR 2555 3R ok
2B E, WG T 23 E & 5 b & R 5y
PRE, MFAERIRATRENIRZM A, SiktEtE 6k
AT Al HAS I 5 735

&

Fan g e e 2 IR AR S B IR,
FEARRERGS:, T TR, B2 IR IR/ IRAERTE
RBLEY, S5 TR SR 2R

mEF: Ay N P
B = gps — GER — HAE

K 8

M 14. Specht, W.  rganochlor- und Organophosphor-Verbindungen sowie
— stickstoffhaltige sowie andere Pflanzenschutzmittel i DFG-Methoden-
sammlung, 1982, 19.
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HabE. BRYRZE, BR/&
W, ERRLFRIT R
BEHTHML. BRE
Bl CRZBERRL. Rk

RAALES IR 14,
Bk, 100 mm x 3 mm,
Hypersil BDS, 3 um
TEAE K1 ZFE(95:5)
R FEL035H25% 25
#2635 42 % 21
734934060 % ZF5
T . #1034, 100 %
ZRERERL
RIEfTE e 6 74
TE: 0.5 ml/min
iR 42°C
HEATR. 310l
Ll UV-DAD
MK 4 214/15 nm,
230/20 nm #1245/20 nm
S L% 4 400/80 nm
BRRAEEEN
PR 0.01 g/l

10 kit REREE <0.2%
£ft, #HxE=(RSD)
1038, BERER <1%
1%, 1A%HEZ(RSD)

RAERILRN
SO AR T A T L AR dh T AR BRI AT

mAU =
%ﬁ?g;li]ﬂ(] Vinclozolin

1201

10 15 20 25 30 3 4o
Time [min]
19
EHAREHEPHREREI

FREBUAERERER, RE40%

mAU ) )
1001 Vinclozolin

Procymidon

80 |

Nitro

60 1 compounds / Chlorpyripho-ethyl

ST (FHET)

40

20 ]

THM(EER)

10 20 30 40 50
Time [min]

20
AHIRRPHREZE D

27



SEFRD

HRbE. x
B 250x 4 mm C18 4%, #
JEE74 A (pickering), 5 um
(FEg, 88:12)
BERR E2H512% FE
7E 42435066 % HEE
7£ 46 4> 66 % FE
7 46.1 240100 % HE
7E49 7340100 % FREZ
TR 0.8 ml/min
R 37C
AR, 10 ul FRof
WA
Mg 230 nm = 330 nm
KKK 425 nm

MARRIES: 12

WRZRYIE] 4%
PENRAR.

BT KB R RS

0.3 ml/min (NaOH)

iR RuER A giliopoe: g

0.3 mi/min (OPA)

BRI R R EEN
1R -

BERK.

10 R H I RERTE]
iskEbs RS

10 R HAIEERE
=

100 ppf, SIN =2
<01 %

<0.5~5%

SEFRENZ

— R B 53 BT 75 7 A P e B0 1l — R SR AT AR AL A 2%
BEATRCSAL ARG R T SR IETL oy it fErb
PHET, FAZRFEROR AN i & A PR Eh A 2555 .

%F

19
5.5 Sample A
15
51 17
20
457 8o 14
4 - M
351
10 15 20 2% ) % 4 45
Time [min]
%F
2 Sample B
5 ] 10 11 18
8
45 21 23
12 16
4 i3 )L 2 A‘
35
10 15 20 25 30 3% 40 45
Time [min]
Sampke A Sampke B

1 butocar boxim sulfoxide

2 aldicar bsulfoxide 14 butoca rbo xim

9 ethiofencarbsulfone 5 oxamyl

8 thiofanox sulfoxide

16 3-ket ocarbof uran
18 car bof uran

3 butoncar boxim sulfone 15 aldicar b 10 thiofanox sul fone 21 1-naph thol
4 aldicarb s ulfone 17 propoxur 11 3-hydroxycarbof uran 22 thiofanox
6 methomyl 19 carbary| 12 methiocar b sulfoxide ~ 23 methiocarb

7 ethiofenc arbsulfoxide 20 ethiofencarb

B 21

T ]

13 methiocarb sul fone

Pickering

ubs Baf post-column bd)
B4 = @R " derivatiza- foallkd
tion system
K TR
1y 15 “A new approach to lower limits of detection and easy spectral

analysis” Agilent Primer 5968-9346F, 2000
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EHE  EHENF
HEAE A SOAR T PR R €/ REIRATAE (L EA

Sy ATk HR Y R
B % Norm.
B 150 x 4 mm fAEF 757 Glyphosate
R, Bk)KE a
pickering, 8 um
REE: A=5SmMEBB -S4, 65 AMPA
pH=2.0 :
B=5mM &L 6 -
T 0.4 ml/min
BE. #1555h0%B 55 -
717 441100 % B
HE. 55°C 5 4
HEER. 50 ul 7
RN ‘ 25 5 75 10 125 15 175 20
FEEK. 230 nm 5 330 nm TRl
RETEK. 425 nm
B EER. 12 B 22
ARz RFiE] . 4 EHBRHN T
FTELRTIER .
BT KRR
& = 0.3 ml/min (OH)
BTN RN
3% =0.3 ml/min (OPA)
B REES s
MR 500 ppt I 1 —
Ll mEEt A% postoolomn 36k
10 %+, REMEE <0.8% B T #HE Tdervaiza- T KW
2. HxmERSD) * KOH tion system

10 ki, BEREE <22%
1, HxEZ(RSD)

U!!ﬂ 16. R. Schuster, “ A comparison of pre- and post-column sample
= treatment for the analysis of glyphosate”, Agilent Application Note
5091-3621F , 1992.
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FIE

BRPRAEEY
B 4T




TARAEF 34

AT, AHERAR B AR AR B - WO TR Tolk b B
gl BAnIE RF A VAN 12 Er b BT 77 244,
R FHRETR I (AL & i A S T M EHLE . T
X LERER AL S AR FVERRAR %S, DRI e (o P R S A
@k /RIMEDIRT T RAR DT & 1. 550, eSS
JihD, AT R G m AR S

S

AR AIECR AR, AT B 2 T o, Hekm
R kel ATLAE I SOR AR, SRR gERIAT

I_.l F IR
Variable r

TR+ B3 R wave-

BB T R T A = length

[I———N\
KIACN detector I—— N
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BilRHF
e AR L HE RT U TR K A B TEHLEA 25 -

**l‘?ﬂ%”%: J\Q—I/Ig mAU
3 HP-IC(&#Eifi% 100 HCO;
R ) E
T K1 Z kE(86:14), 80
B S 60 o =topem R
S 27
R 1.5 mi/min 40 J NOj = 0.9 ppm S0; =40 ppy\_
R 40°C .
ERER. 25l 20 o
BB UV-DAD 01— -
KR 733
266 nm -20
2 4 6 8 10
Time [min]
23
ok G = e B IMEAE TR KRB BA T
A& PR
(UV-DAD) 0.1-1 ppb (SIN=2),
25l
#HELORHREN  <08%
B AR AR R
HEHL0ORMERER  <1%
XA R E

33



HmbE. BREBTKF
BiEE. 200 x 4 mm,
Sperisorb ODS2, 5 um
kiR 52gK,HPO,/L+3g
BR_SHTEZLY
KB Z55(85:15)
TR . 1 ml/min
R ER24°C
AR, 0.1 ul
= BAFHN=F(ECD)
Bk BB AR
THEd . 1V
BIEER. RE
BXREEEHETEN
W . (WEBAFRENE)  40pgl
ERNH.
10 RHRHRERE  <0.1%
RN R E
10 R R EETR <3%
HEXRE
S HSEEl. 50 pg % 150 ng

RTRtFRAnE LRy
A4 T FIFEAR / A D o5 € A rh R Al 85 1

L

140 BRh

1207

100

2 4 6 8 10 12 14
Time [min]

24
RARBSH

TR

MR+ Az Electro-

= — s FEIBFE  wesss chemical ==\
B

S

|L._l_|| 17. A.G. Huesgen, R. Schuster,” Analysis of selected anions with HPLC and
— electrochemical detection”, Agilent Application Note 5091-1815E, 1991.
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SEEESF (Lipids) L TS o TR R T R, B
R AR A T R, R AL =
WA B 3 T L TR FR IR AR W . T 0
ARSI Hith =FRRRATRE R R AT, KB E MR
LRSI AL A, WA ARSI i
v AL

BTSRRI OATEIEL R B aR il / 2 oh — T W AR R A T 58 50 B H
LERGIHRESHEM =g, dAEEay, BMEmgES, TRIEEIME
MRS ERH M sk 2 B 7E L B S AL X 5y AR AN
SRERTATM A s, RO R AT = RS SR

YeB0o A, HoE NI A it & A i = RRERROIR &

fh, (BB A S fise 2 AR, Sl H Il = BRI 5 57

AT L WM FH R 75 A 4 2 I SFe M D R PR Mt -3k

—PRHER,
Hablg
M B2, REHAmmEAE, TEIGFE HmeTiET
U ESLSRY TR
I | {chﬁlf’ﬁﬁﬁ
nE B=S
* 705
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FmilE.
Bl

ik

BREESERL

REfTRE)
RE-

iR
AR
A

HRARTHERES
200 x 2.1 mm
Hypersil MOS, 5 um
A=K
B=Z/RE
WTEEO:1)
#0487 %B
725430100 % B
45%h

0.8 ml/min

60°C

1 ul R

200 nm #1215 nm FIE =R EE AT

240 nm BT ELE A AW

280 nm T4 R AR B HR=RE
FARMENHNRBHIBERR)

BRI EEN
sl
BAH B =R
A=A
— P R@HARIR
BB AR
= WBHARIR
ERfE
10 RERHFRAR
ERf
10 RERHFMERR
ERf

>10pg
>150 ug
>25u9
>10ug

18]
<0.7%

<6 %

-
1407 ) = =
* Hydroperoxides 1S3
. 1207 o
o
g 1001 -
n
o 807
8 i *
g 60 * 8 °
g 40' * * d = 8 215
* nm
< 20
0 240 nm
0 , 20 25
Time [min]
B 25
RS R B =EER 5 . 7 240 nmIRUCR R,
RAFTERELEYER.
Olive oil
LURETEE LVTRETENE
207 207
Good quality Poor quality
151 8 151 3
o
10- 10 @
51 3 215nm 57 2150m
L 280nm O] 280 nm
130 Time [min] 23.0 130 Time [min] 23.0
& 26

WBUAST, %280 nmEERTARY, RAFANVREE,
AT HREE.
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BRCHP M= EEE T e R AR = RS B HA R R 0 A . B
CHINE A Tt & R H i SRR A, (R s A
A,
HEHE
H il = RS AT LA Tk N 23 R AR S R AR B SR . AR
FIED MY AT DAY AT IO S0
Bt Ry

AT B AE 8 25 1 A T 40 B AN TR H T = R BR
LnLnLn, LLL %1000,

BEHE. HEARTOEHKES e
B 200 x 2.1 mm
Hypersil MOS, 5 um 180
pEILEE A/ 2 f&(30:70) 160-
TRE: 0.5 ml/min
HE: 30°C 140
HEER. 2uL 120
&g REMAEN R
1007
801
= 60
B EIE S HETEN 0 . . . :
PR : 50 ug/l, SIN=2 2 4 _ G 8
B, Time [min]
10 RFHMREBEE <03% 27
Ha R 2 g
HAEXTRE
1 TR
mEE+ 5 Beiractive
B T owpe — HEE = =
/i ——\
75

u!!ﬂ 18. “Determination of triglycerides in vegetable oils”,
—  EC Regulation No. 248, 28f.
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RERAER 47

KICALBT C, 5 C,) AR ANE IR o4 . NS
R PRSI b R0 ALy, TE A= 5 LU T
RAFAE. A0, HTRTA S F AT LR H i = S s
RRHTE 4 & SeRIE M1, b T B N ok € PRk S s 5
A, Hrb B S R T AR R, 2R f
RRE, SRIE RN / SEIMBIIE S HT

S
i =mR R AT RS ALK, RIafTAEE.

Bkt

AR T AR ke & IR R R DR A . %
AT EAE AR/ PRk, HERARERERY
(bromophenacyl bromide)i#t4F7ELATH AL,

MR+ EE) Variable

BSH = e == AiHEE ==wavelength J—\
detector
S s
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HafE
0.215 g figRA A 500 #F B / S $87E 80°C
KB40, AHZE, 1.5 mlZ i/ mEK
(L:1), BEWIRH 5 D8, BEKM 045 um
Minisart RNML(A Satorius [t 32)id 528,

B 200x 2.1 mm, MOS, 5um

T A=7K(70%),
B = (ZF5+1% MS k)
(30%)

HREER. #E55430%B
1544170 % B
ELTH$H70%B
72595198 % B

piok: 8 0.3 mi/min

IR 50°C

opllR K KA 258 nm

P 60 mg/ml bromophenacyl
bromide 7 F Z B+

EETEANBRANBNER

1. Draw 2.0 ul from vial 2 (ACN)

2. Draw 1.0 pl from air

3. Draw 1.0 pl from vial 3 (derivatization agent)

4. Draw 0.0 pl from vial 4 (wash bottle)
(ACNITHF, 50:50)

5. Draw 1.0 pl from sample

6. Draw 0.0 ul from vial 4 (wash bottle)

7. Draw 1.0 pl from vial 3 (derivatization agent)

8. Draw 0.0 ul from vial 4 (wash bottle)

9. Draw 1.0 pl from vial 5 (acetonitrile +
5% TEA)

10. Draw 0.0 pl from vial 4 (wash bottle)

11. Mix 9 pl in air, 30 pl/min speed, 10 times

12. Wait 2.0 min

13. Inject
BREEE AT
PR - 200 pg

SIN=2

K.
10 kiHE, REERSE]  <0.1%,
X RE
10 R##, EARLG 5%
HXRE

mAU
14004

-
e}
—
O

10001

Standard

6007
Dietary fat

200 A .

15

N
O Standard

20 25 30
Time [min]
28
RARMHAHEIMT, —MERFE M
fELEYEmnE
Norm
401

20 22 24 26 28 30 32
Time [min]

29
FIR = RERTHSNBFE TR KA
SRR Hih=ERER

39



L ESIASE YL

AICAER T Al 53 M LA T RANIHERIC A4 - A4 b , 30k,
M0, R, HEERE, IR, FUKE, Z2F0E, 4F4 pEm
HERE . &S S A AR O IE R 2R A .
DRl Ay W5 A Tl R e AR R e Je R A R, R BTG A
FI =AW R b1, BT, S RZESAR
T2 250 M pom A, 0 HLA2A A8 T 2% AT AG I PR Ak 2
ppb 7K,

&

= T Z SO RO -0 UM I35 = o W (1) = O =347
W SEBERE AL, ISR BN E 3 FRUTied /. mixt 159
PERYZe B, LA C18 FEARZE UV S 224

&

fF IR

I mE+ B3 Refractive
E}[‘Ex;ﬂ — e — FEBAE e index T

L=
-
* detector /1 —
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Norm R

1y BT
6007

BilRHF
T RAR TR RTUA BT B, BN = 5EhE, FOBERT.

PR HREEEE

B, 300 x 7.8 mm Bio-Rad
HPXP, 9 um

pRILEE K

R 80°C

TR 0.7 ml/min

3 REMHAEN R

EHRBREMTAEEN

R - <10ng, (SIN=2)

E -1

10 R FERRERRTE] < 0.05%

HAEXRE

10 KHHMIEERN <2%

A RE

400

2007

5 Time [min]1 0 15

&30
FEOKPRER ST

#a
Norm -
180 1
160

140 1

1201 e

100 1 Yo EXERY
— i
80 FUH_fE N\ T — 353
5 10 15 20
Time [min]
B 31
EXERMPHERILENSH

M 4. Official Methods of Analysis, Food Compositions, Additives, Natuaral

Contaminants, 15th ed; AOAC: Arlington, VA, 1990, Vol. 2; AOAC Official

Method 980.13: Fructose, glucose, lactose, maltose, sucrose in milk chocolate;

AOAC Official Method 982.14: Glucose, fructose, sucrose, and maltose in

presweetened cereals; AOAC Official Method 977.20: Separation of sugars in

honey; AOAC Official Method 979.23: Saccharides (major) in corn syrup;
AOAC Official Method 983.22: Saccharides (minor) in corn syrup;
AOAC Official Method 984.14: Sugars in licorice extracts.
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BRE. buRi3

@ik, 100 x 4 mm,
Hypersil BDS, 3 um

T A=, pH=21

(B H,S0,, 99%)
B=Zk (A/B=99:1)

TR 7355411 %B,
ELLH$H25%8B,
F1995990% B
FiEfT: 6 44
T 0.5 ml/min
iR 30°C
HHER 2-5uL
sRlES UV-DAD
ERINE
220/30 nm
SILEK
400/100 nm
AR
TR - <500 pg GHRER),
SIN=2
10 RHFHMREBEEMN <0.2%
HXHRE
10 RFHMERRE <2%
HXHRE

EMETm B LR
TR T 2R PR T A5 D24k A 3 OB A 25 b i A 35

- u
- O
e 5
B1 2 L
Norm =) S 2
8 |2z
1500 O 2 §-§
E 2 x =
1000 £ 5 ~BE
> 5 oS
500 4 Standard
Saccharin Vitamin
01 A tablet
0 2 4 6 8 10 12
Time [min]
& 32
HERRPRKBEEER DT
Norm Norm |,
400
400
200
04 9
nm b T T T T
AL) SR 250 350 450 550 nm
Norm
1000 .
Vitamin By Bg By,
600
200 =
250 350 450 550 nm
& 33

KERERGRII LR

u!!] 19. L.M. Nollet, “Food Analysis by HPLC", New York, 1992.
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REftFENmeERY
TS BRI IR € 75 o W sh P el I SRR 2R

I Vitamin C
24071
MR HEZHERR |

KH#E(1:100) 220
B 125 x 4 mm, Lichrospher 2007

RP 18,5 um
REE. K+002MBB-EH 1807

+0.03 MRS T &5 160

+0.03 MBEREEE + 2 %

2 1407 Vitamin B ¢
1L R 18): 15434 | ﬂté] Standard
pibel 0.8 ml/min 1200 = : - ; : =
R 30C ) )
BT, 1Hg, Time {min]

05U KR
RN BiLEF 34

TR W BIR SHERNHIEHRRPIELER B AT
THEER. BT
R 3::A 12V
pietsp 0.5 pA
SLER. AgCI/KCI
T R A 8] 1%
BB IR EEN
PR 30 pg (R E)
SIN=2
BRM.

10 RARHRERE  <05%

HiEx R W TR
10 REHMEERN  <5% I :

a3 Electro-

LiERSR S };E;tz;‘iﬁJr R T FORM  me chemical
S 30pg-1ng detector

S

M 20. A.G. Huesgen, R. Schuster, “Analysis of selected vitamins with HPLC and
— electrochemical detection”,
Agilent Application Note 5097-3194E , 1992.
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REREE RN

BT 100 x 2.1 mm,
Hypersil MOS, 5 um
/ﬁﬁ]*ﬁ : A=K .
B = Z k(70 %)
BRI 71544190 % B,
71654195 % B
=yl 354
TR 0.5 ml/min
IR 40°C
AR, 25l
oRlkS UV-DAD
MR
230/30 nm, 400/100 nm
SRR
280/40 nm, 550/100 nm
BB RIELEEN
R - 1 ppb (SIN = 2)
EEM.
10 RFHMREBRE <08%
HHERHRE
10 RHEHMERR  <22%
HHERHRE
X Rz
Ban — 50s - smA - ok

bl

wETHE o)
_ﬂm

&
AR E a2 TR A R A ARG R . X 2 R A
friE A, T RE L HRTA A BURN G & S I A L

BibRHF—REMEN
TS 2R A v R € 1 5 7 T2 A SRR 4

mAU|  Standards
7007 Vitamin D 3

O #H#ERE

PAy-HERE

2 4 6 8 10 12 14
Time [min]

35
R E SRR G ER
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M RS NS R T EERO I
ISR T AT o W e R SR

B 125 x 4 mm,
Lichrospher RP 18, 5 um
A FEE+5g/
BRRE+
1 o/l Ba&
ZIERE 20 534
. 1 ml/min
R 30°C
HHER. 1l A
Rl BN
Tk WIBREB IR
THER. RET
Tieefu. 09V 4
SEE. 0.5pA Time [min]
SiLBik. AgCI/KCI
e 7 8 - 8% 36
& Bt FRNES A S TR
BRI EES
R 80 pg (#H &)
SIN=2 WF Tk

R = [
10 RERMRERE <05% MR+ B3 lectro- -

BSH = s FEBfH e chemical Ias—u
MIEXRE detector
10 KRR EE R <5% K
ipiERSEES
LMSEE. 30 pg - 1 ng

REAGME G L, Tk B FTE I R, (R I 5
BAERE RS T T 8 Ak 2 BT AV B ST, it
feat A EET IR, R E RS T, BT

P U ML A, TR SR RS YA IR 05 2
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HmbE.
Bl
i

FILRE):

IR

L5

HEHER.

e
UV-DAD

FHAE R

TR EEHEFN

R

20 gHRAT

15mEER

100 x 2.1 mm,

Hypersil SI 100, 5 um

FEE+2%
RAE
8¢

0.3 ml/min
25°C

0.5l

295/80 nm
BRI
295 nm
REEK
330 nm

%4 10-20 ng (SIN = 2)
%3t: 0.5-2 ng (SIN =2)

Op b allli SR
10 R i E9 (R
BN EHNENEE
10 Rt AIEER

HIRRN R E

MR+
[t

Hexane

B
bized 4

<2%

<2%

= HEE =

fF Ik =
Vol

FHeESTETRALEY
ISR T AR R TS B A I AT

mAU Y-#HERE
207

157
SEARE

/\ RS

101

A ZIRERETIE IS

1 2 3 4 5 6 7
Time [min]

37
EARSE/ EPERAITEHETH

%F
9071

B-4EAERE

707

507

77.3%

307
101
1 2 3 4 5 6
Time [min]
38
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MRS T

A TR AT AT, ZOk, %, TE TR, 1,4- 2
FIETHE, 1,5- 8K kbe, O, Cilg, O, g%,
M, =Tk, =Rk, Bk, 3— & Tk, Bk, KOk,
Pk, VB BERT Uk

FEAFEan R, UOB=ah b, AR, WOEK, AATE AN,
WA R

FECR e E iR T A RENE . Rl — LB [ 500X LE i A2 B
HRILTE T 5 i PR o Pl T vl AR € T LA A ot il 2 8, 0
Sy ATt R DL AL, 1A B dh A e 1 3 T 1

&

FTLME I/ T B A AR R AU [ B 2 i
H&, SRIGRTALR

I_I_l FE TR
ME\HI, i{tﬁ%% /. /‘w%g N L —N
K 75 L——D
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EIMET R Em B R
AR TIRAR /R INE S a I T R AR

BEEHE. mAU 1 34
25 ml 272558 A polyvinylpyrrolidoine i, i3 14 Standard
B2, AMEEMIEE, pH=105)8 257 80e’
10 % {9 EE & (Dansylchlonde) £ 4 k. R = N 547 8 16
#1F C18/)\i(500 mo) fyEAZ B E AL, 606 18
2mIZ BB, REE 100 AT, HHt, e o 15
BiEt. 250 x 4.6 mm, 20
Spherisorb ODS2, 5 um 40e* | 6 1
REE. A= 7K +5% 7 & 2 9 " 17
B=ZJ&, (A/B = 75/25) 1 19
BEERL. E g gj\;rz fiﬁfs 20e* L | L) |
’ ] in] 4 60
7550 44460 % B 20 Time [min] 40
#55474h80 % B : -
1 ethanolamine 8 pyrrolidine 15 amylamine
. N 7 60 3780 % B 2 ammonia 9 i-butylamine 16 1,4-diaminobutane
LA 60 4 3 methylamine 10 1-butylamine 17 1,5-diaminopentane
EiEfThfiE 4524 4 ethylamine 11 tryptamine 18 hexylamine
TE 1 ml/min 5 morpholine 12 diethylamine 19 histamine
e, 60°C 6 i-propylamine 13 phenethylamine 20 heptylamine
ﬁfﬂu%z o BT 7 propylamine 14 3-methylbutylamine (internal standard)
250 nm
39

PR, REIMEMSIT MR

BRI EFN

PR >85%
50-150 g/l

m 21. 0. Busto, etal., “Solid phase extraction applied to the determination of
biogenic amines in wines by HPLC", Chromatographia, 1994, 38(9/10),
571-578.
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AR TTEER— RS, kAT UARI R 5 A — i — 2
MR

R R AR IR A B T AR W SRR, AT S 1) L it
BB, BT, BATCLHIBISELE A BRI . 4
R TEAE, et iery & LRt vl DAR 2 ) B FNE &

RARETERL & A S ESATA S — MR A BRI AT 515
W75 75 LA 43 B Tl SRS ot Al T 2R A D

&
PR (FLC 1) SRR 7 74 6 5 11 R ST 2

BilRG
AR /AL SR AT AESSIEAR I o ol 2R > >,

ok
e
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HREE. filtration
Bkt 200x 2.1 mm
Hypersil ODS, 5 um
EEhAE . A =0.03 M sodium ac
pH=7.2+0.5% THF
B =0.1 M sodium acetate/
ACN (1:4)
R :
7 043440 % B at 0.45 ml/min flow rate
EIN#M30%B
7 11 434950 % B at 0.8 ml/min flow rate
%13 /¢150 % B

7t 14 4340 100 % B at 0.45 ml/min flow rate
7 14.1 4344 at 0.45 ml/min flow rate

1t 14.2 43%h at 0.8 ml/min flow rate

7 17.9 434h at 0.8 ml/min flow rate

7 18 .0 4344 at 0.45ml/min flow rate

7 18 min 100 % B

#£19min0%B
&1k fa). 4 min
TR 0.45 ml/min
R 40°C
Injection volume 1 plstandard
Detector
UV -DAD 338 nm and 266 nm
Fluorescence

Excitation wavelength: 230 nm
Emission wavelength: 450 nm

at 11.5 min

Excitation wavelength: 266 nm
Emission wavelength: 310 nm
Photomultiplier gain: 12

Response time: 4s
B REBER AR
SR . DAD < 5 pmol
FLD < 100 fmol

=

© o N~ wN

mAU
70 A
60
50

n1o

40 1
30

20

10 4 §|

NSV

A19

SH

ISEN)
N19

Vv

oV

YAL
WA
vav-b

y

=
m
L:‘A‘

— 31l

3Hd
Odd

n3al

WL
switch

0 2

A 40

Draw 1.0 pl from sample

Mix 7.0 pl (6 cycles)

Mix 8.0 pl (3 cycles)

10. Inject

U!.-!'] 22. "Sensitive and reliable amino acid analysis in protein hydrolysates

Injector program for online derivatization
Draw 3.0 pl from vial 2 (borate buffer)
Draw 1.0 pl from vial 0 (OPA reagent)
Draw 0.0 pl from vial 100 (water)

Draw 0.0 pl from vial 100 (water)

Draw 1.0 from vial 1 FMOC reagent
Draw 0.0 pl from vial 100 (water)

%.LIO
e

' 8
Time [min]

10

TSA'I
5

using the Agilent 1100 Series”, Agilent Technical Note 5968-5658E, 1999
23. R. Schuster, “Determination of amino acids in biological,

pharmaceutical, plant and food samples by automated precolumn

derivatization and HPLC", J. Chromatogr., 1988, 431, 271 % 84.
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SRR DT

HREAEREEEITRESMTPENERNE.

HYEFEZHREAR, ERREREY S 5EE R0
B2, Blan, FELRBNH T ERFEAN, KK
GRIZE, AKX MR A R AT, makKitis
HAEATEAEM. MY AREL TS ERIC, EFG
il LU RIRE s B IR D FERXFPIEOLT, BLIZR B
G, PR RGO Sl G N DT . (E N
A1100—300f K AIRAR G A , RIS AR A 0.5—4.0
ul/min, BERPSEPEHARE R E A RAH — B AT

T BRI TS T BB B AR AT, AR, [H
B ZEAERR B T AR T T B AN (il . (EBANE AR, A
— Aoy ifias , 35— LAV BANE R shith FH T8 B4
ARG SRTRER RN, AR DL ERVELR, R TIE
IRAEBULAY 1100 Z5THR . sriias, BB s G H:mT
LI LC Packings M52,

B, REARMERE(100 ul 850 ul/min), bRk Al
ERSIERIA 2K E 0.5 F14 ul/min, XFE 300 um B4
EOTEFE I B R E .
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B BYERNREAER
=417 pmol/ul
EREGER. 300 um x 25 cm, C18
RENAR. A =0.025% TFA K&K
B =0.02% TFA Z &
B 0.35 % B/min
R 100 plimin 4% &
4 ulimin
R 25°C
HEAR: 254
g UV-VWD,
206 nm (35-nl,8-mm
REnit)
B RABEREFS
HR - 1 pmol

Bl

BHEWRA / LIS AR A e E 0547
B 41, 42143 2 L HMNEFLS B T B P Mg ik 1, ZedE

f& 1100 Uil R GETCIR A 4%

£%75-120 pm,

&
TR AL R AR 2 A, SR SRR,

mAU
120

1001
80 1
60 T
40 1
20 1

B 41

¥, ITAERAE SR TRERL, A

40

60 80 100
Time [min]

EYERRE QMERETWRR—RA(17.5 pmol) —%5NE

T

ZH§

TR+
S

FE Tk
Mass T
Flow e spectrome- S
epit 1‘#_#%5 = HmR ™ er or VWD
device detector
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BE:

A

HiE:
ER#¥(sampling)
EZS

TS
BRKA:

L 5989B B Y

Veyl-5500, Veud-3500,
Vcap-4000, CapExt 150
400-1800 m/z

150

1

0.15amu

AR, 150°C

®S.< 20 psi

S e Tt — P o b . LB AR 1 il A P R B
E&pprichik, Gilan, B 42 Fon, WATIEE,

T15

1600001

140000{ 12 e

1200001

1000001
80000
60000
400001
20000

Abundance

4 5 60 70 8 90 100 110
Time [min]
& 42

EYERREOHAR-YHBAERE — RIEFH (17.5 pmol)
— BETRE

415.4 796.6
10000 T12(MW=8285) 6000 T58 (MW = 2387.2)
8000 g 5000
5 § 4000
©
B 6000 =
2 2 3000
4000
8297 2000
1194.7
2000 } e
0 Lol ot ec I|.~..||I L - J-I L

450 5'50 650 750 8'50 m/z 500 700 9b0 1100 1300 m/z

Time [min] Time [min]
43
g 42 F0 43 IR L E

[@!] 24. "Capillary Liquid Chromatography with the Agilent 1100 Series Modules
—  and Systems for HPLC", Agilent Technical Note 5965-1351E , 1996.
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EAE
RS




REEETURAEHEANSBEX, AHTRAEH
RAERRICCSWBIN ERE.

SERE

RiEEE

B Xk

1] S AR AT LIRSS B0 15 B 5 - HIPLE R 45 2% -
o 5y A

o URFfHAH

o B -zl

o (RB—HEPAAR

EIRT, &% FATHAD RS RO, o Bl i £ A R A
fekJoe i b oy B AR BT R 2 53 85 H IR . fEIRAR il v, [
TEAREA AR L (B L i A AR ML S5 I 50) , B oy BRI AE &
Y—EWHHER: E, HEA SRR SER A R el
Vel ™%k

BAR G EEARHRAGAERTIZ  RAFIARAC I i i L
XL R ARG, (KPR IR, AR E LR
JEEFM AT AT UL A iE I (R AR HE R o SR €3 T 6

AT .

HRAFGIEALL, B — B ORI A L, AL
SRERE, RN AR PN A, X AR & s o B eh
AR, EEH T IS, PHES AN BRI
7o
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7R - HME i

LR35

y? i
EReLErXa
%F 250 x 2.1 mm id column
1404
120f
100
80
60 l LL
40 )
250 x 4.6 mm id column
U
0 1 Y -
5 10 15 20
Time [min]
4

PR — HEBHL € 3% 2 TR ah LA (X D0, A S B
2 LA TR R i il )

MR A Al T2 S T IR AL, fldn, HErh, SRR T LA
FHIET iEEE, W mUrEAn e O =S mmi) . ez
{12 WLEE L

TR R A L T 7 28 5 U5 S BT A B A TERE R N AR R, A
ORI N 4S5 mm, AR N KZ)2 mm,
25 E N EE TR R, A5 kE T AR R R A 4 B R
B, AR EARAEF, A8 A 8 T LAFE AR
AR T ok, BRIL 2O, 2R S H AR R
BEREARART, RO & 46 £5 UL(E 44 FoR),

AEREAERIE A TCREXTRAE R Seh S s O 2ok . B ileAHRY
FLEA R B mi s A R R D, ok, B
b 2 RLER I EMEREREHER S/, =, AT
G O EL B, IULRRR AR e, — ATk
HERIRAE R G (AL AR AR PERE SR ) vl LASRAS S e AR R
BE, TiH, WESELHES . R, AREEAEAERFERISR T
BAE &N =,
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HEMSERRORE AL oS8R T SEMERRSEA R 250, B EERES
Ko FERXFPREULT, M AUFE VAR IR Y T 2200
F o AR HIBRARE I e /RN (Pel tier )i £5 FAEAR T LAPRTE
Gk B ER M, 1624 /MR RIBTE A&, Eil
F LM AR AL 2 i (TR Y oy B AR, T 45 o, S5 R EOR
FE- SR i A B UL T U AT

Retention time
Agilent 1100 Series thermostatted
column compartment
71.20 o o o "o, . o
7y Conventional
column oven
70.80
70.60
7040 . T T T T T T T T T 1
1 2 3 4 5 6 7 8 9 10
Run number
E45
M/RISRESHEIARERENILR., 10 REEMHEN
B E BRI RAIL R (R B BRI

[}

FERCRR T RLAT TR, ORI A A B i FROTRAR T i,
PR AT UAZR A 3 e ) R BUE RN 2988770, fldn, X
SEHE 1B D T 5 i R A R A 4T .
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INEAMERHEE RSB BRCEVMTRESITRY
S5TEREEXREN, ERTHED, REFRERNSH
HAERM BEESSHERIENERNHEREIH

SHABEN.
B D 2 i SRR B, BRI T LS

L UORE — R AERGE A7

2 it / wAROBEAL
B, RO, ULGE, KRR, W/ IARER, EAHACER, e
PBRARAERL, BB A A, edd.

3. (et / widk
PRIEE, ELRIEFEACIR, BERILUE Gk,

4 feFfiAe
HERTHTA s LB/ L
(T2 W 9 BRI RRT AL R IHE)

Baift  TahEFEW, SRR R o i R soRER Y . # A RTRE,

REMXAERASNC. BaT, Han el DSeIt A shis itk
FRTAAE.
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BERER

Rl S A ORI [ 2l [ AR AS O AT DA AL SRR G i (S L,

ERi, TCASRHIEEIFRE B sh B ERIA

o [ — UG iR Al - ORAPHEANE £ [ AHAS HUCR B A sh b6,
B FERAH 3, LA (B L8 A IR AAETR A T o 5]
an, AR LRSS, DR AT A A DR E] 5 —
AR L, HEATIEDIRG . SR, XGRS R bt
frorr.

o il AT — X FFHORARR BT, (ELAYHIR S A HUELE
Wk, BREHLASERIG AR O Shib T B Lsky B 5 vh i
R K o7,

o HERTHTA AL X Pl A L i #1552 i HAL EL Rt , 4
TUE P AR AR AT (S W 50 1) RN AT fEAE 5
@I 28 1),

o F 3 EFHAER X — PR BOHTRIEOA, TR 4
B

W] A B it AN v Y B 2R BT SR R IR AL, SRR R
IR, RN A BB PR A B AR AT R A L 0

P e AU — ] AR U Vs sl 1 SR A @ T ), i

B R IO S & H Y 4 B 2R BURARAR I, 7T
FHIET7 iR DU LSRN JE 751 o
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BRAMENAEND, NOBARATELE ARaRSEHNOER KHTETER.
RATREI A

AE ARSI R A (R AR R SR AR R L & P 1 4n, Bk

FME = FRRF AR 25 AT LRI BB MK B IR R

TNERHRRER NS FRMEEK, MARNRESREEE

HAiA L, #lmAERE o ERRD, B, IR
Rl S A TR BT UL SRR (il s, IR T A AR, X
PO EELART B T30 2, BT TR e L.,

Bl W

N
x

BRAUENBRBRHTRAEE. XTRE
DR, BENREFAEZHEBE, MAR

R

ERENENED, RIS HASAER
REAA . ERHERTNLAH, T XE5
ft.




pLgS

- BER

El#HE%R

R — AR, BARBHLRIEL R, Figtikid g Gkl T
TR PR A it 1 53 BT s M L] P A it A U 43 #

TR — IR AT i (S PR AE RO . B2 oRIE A HITEFRIAN
Sriteit, ATLLES By L E .

HE FELERSHZAFEH, ZHRRE  FERERAENESHNAN, 254U
TR . REKI B LESE,

WA THALERIR A, Flanssd EIBRPoRr,  [EAAREHRE
AR B, B SRS AT L 4R PR O AR/ A s
PRURBRFIRE H i S P IR B TERE b, AR J5 H DA HLIE 7
DUl ok o TLAERE & FHIR I 1IR A T ARl e A 43R B, w]
LA A~ S8 2 1Y [ A/ VR OR B AR dn PO B — L

W AHAE HUE S e PRI — PR i il s i (LB oA . B, B
Al GRS A ZhLiRIE. B RGBT
RARSTE . FIFE MR —ERRAIRE R, 8 — LA
AUBHITE, AN E S BER b a4y, A RIE
VERE I IC &4, ARG IE AR S AR G i A7 A
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b Jiemid=hy

SERSIHT . TR AT DR 25 A 2ok B 2 b)de,  ifaPl 1k
AR R, HAT, X E S TRk AR 2R %
ITFIEHIIHT . FIM—FA Rl FE LR [ AR A B R ST T
WL rh AR RR A S BT,

BHAANHREED —RTUERS MR,  HERMUENTRSTWOTHERR,
Ee XA SEERTEORE, SBERHEX. FH
SREREEURERR.

WRRA IR — HEPFL GBS, BEROT IR G T2 A M 57 -
A 5 r (R T st 20 28 Ay - R fE A AR T3 T o 50 B
AR R AR oy TR/, e oy TRV L & 5EmT
oy R AR . BEROT IR G St T2 L)
BB R AEA SR A D FIE 5 H BRI 2 8, DARCRBE S
REAHEI(S WE 7, 2270), 7

ENNE, AHLEES RIBFR, S BRE TR R
Sl
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®iFE  RYHSERAE AT QARG , TR ko by (2 Bk
A5G PRAPEERE AT AL AE £ 5 AT A bt ml LUOFI IR 2E 4
I, P, R B BRI G DI E] o Hr (AR
1o 0t. Ja—REOR, ARG, WA E s 5.
FOL, AT CAKEFE A AE AL B 2R P2 ), e
ML A N TRE B DD o5 HrAE: L

ERNE. AFLERS AERR. ZREERATMANES

INGS V4 B BRI I B 7 NI 52, AT R B
ik, BT, AR A SRR Tk, DRARH T
BRI, I, FETFR T TR
il 5k, A5 RO B 5 ST (GLP) B
R,
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&5 ML

ERGHETRETEZE. BREEEPH, SHdER
Figd#t{T. ETERICEVNRE, FE-ETRNHR
#R. ERERENBIERERTUREIME~NR
]

—MFHE R
ENRRIER

E 46

X T REAE SRR T SRR L RAERERG E , RIS (5
—REFEIT L BERERITR B L), RERSHIRORS BE QYR i B
BERECRAR AT IR BLAE AR R EEE W] LA T AnFE SR AR BT ATAE
DA AR R AR T 2 — P I RS HIRE D o £E 53
Breb, FELES i S T TR 4n0. IN £RRR B 60% R Y
WA, PRI — 2524 w] TR HHUR Tk H R 58 AR A B Bt
RN,

PEREG —foe B— Nl IR R, LA R R ) (o B
TERGHAE . IR RR, AanE 46 Fon, A, b kAR, BUE
ATLA I 2 (RAE B shab e AR S0 s B AIEAT (F£ T3 iR _E K
el ARG, SRS IR BIEREO B 9 PR
B . PROA RGTHI TR HIER o Ao B it R v — B AE B o
Peidferh, BBLRT—FRROAE AR IR B L P2 bR, A sk
i AF T — itk
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FECTEM: Loy BERUAF RS 52 B A R S KA SN, PR
B REREIGE S A B A T T A A (ke . RV DR
M Z IR AR R S b R i W R T T A L . R
A AR Z AL R BRIIBCER I . aX LI T “HLIR BT B
A5 SER 2 B LA RE G VA SRR R

Fahs (VS S5 0, bR 2 LI A (4 R 2
DR ATHAR W M58, B AR TIRIMERE S, BRIE 2 LRI
FE R Tl IR, RIS TAEEDE) “HERE™ f T,
F SR AT DA A S ER O RE B A (P, (R
. RIS IR LRI PR T
UHERERIRE R

a5, RAR TR, FEALIE AR LA

B

I



&

B Ehid g

A ZhiE A a5 Fahdb A ds — RSB I, &2 bl
B R, T LR S sk Bh i, 7E A shidbAeds |, 3
RS E A LAIEFT0. 1-1500 T IIdERe , g R AR
EEIR, AR RIS 2 S ml BdkAE, WA Rk
FRRRERRIL, WTUAEAT 15 (ot RidiAe . H s dE AR i ARE
s AL B A AT UL TR L . AR AR T
BEHRES EERBUE . R A, FEEAGIIE, M
FERBIRES A AT LA M . (EIXFRiERER , FEahElruiEgEny
WHALREE ME K, DR @ E R R 2L,

HHERMNS. TEEHL. ik
RENRRIPER R RA R
PSR B HRESBNRE.,

o LU TR m AL E
BB EhiH 28

A s bR as A T AE AR RTATAE . FiRe /NS A RIS N
bro I ARG SR AT DA ERE SR BEA TR, AR IE AR
SENTREah . oh, WATLondh, #EATfbas i, —ikws
anfLHY B ZhAEFEAREA DL BRI IIRE.
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ETER EafEEmE S/ \EEIEANEE, #EIRCAWEA & R
VA BASIEE R A REFE, B/ XMER T, WEE AT
A, fER RS, Ak el AT At IRF i3] B AR
Bk, AT DAER RSk FEEAT, e m RS
WP FERTATAE LR s, B BANTE RSN,
1 HLR RLRF AT LA S A iz EL IR i I FELeiRsm. B
FERTATAE AT AR BRAFIORS B . i HL, B ZhilbFess v LAb
TR S, X — rO R DRSS AR S, B
AR TR R A& 47 FioR,

Sample Reagent
Reagent T Met_ering
device
Sampling
unit >
From pum)
6-port valve pamp
e
—>
To column
To waste l
47

H Bl A s HIBHUA (% 5 T AR RS S A atdfUAT LA BRI
S
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&5 ML

BERE &R — BORE A ANRT A (IR A B b . EREET TS
FERT SR B R AR A AN B BRI, (A i, Ash
BERE G AT LA b — B TR (A RT A A S R TE R . 7 S B
JURRRS], B shdbhe s i 2 gmis, bkt BT A ERY
B BL AT BORERE A SBANE . FEIX R ZRAUAE A AL B,
AT UAENRL G2 MR R PG TR, Al A 25
THRHDLDEE .

INGE A s & 5 T dbAr S A BRI B IR, Hrb i
HRAE R AR R BRI ACRE R
FEH R BURHY B SRt e 8818 nT A AT AR SAF an A BT
At XTFRaOHT, AEhetEa R R R,
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RRREEE
ROER

RETEE

BRI

RMREEENMREFRREXERN AMRERKE
ESREER, MRmENRERX, BAXIMERSH
Ui Y (R BB EFIE AR MR E R M B R XA E
HAEEERNERY. EXEP, BNBHEROE
e, BEENNRLEUREXHREMENZME,

— ORI RLZ R A LT LA Tobkah, s,
RO SEAALIAE BN B, BT SIS i e D LA
B/OPFHEFRRE G, A TR R HIRS EERVEH

FESCRE T AP RE BE S, — BRI R AE0.2—10 ml/min Z Al
(REREEETR ), B— R &AL 0.05—5 ml/min & Hebf &
BA).

FE5y BB A By, (8 AR T R AL (LB ) B i 2

H, TG B SORIIHEREE, I ARESD B — M, il
NS RS = RA IR LG, HEINDE I R R kAR
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ERETHANEE

RESERS

PR B, XFTEA IR, B, o BB,
TR RPN A 55, AR g YR ld 52712
AT T HRVEIR IR, B2 nTCAFELR E BRI, 20 A7
ZHINE R FERERITTE RS BEOTA 9 ] DA I 238 v b A7k
FEARMCELEST

AR AN Z SR AT, S A i He b BETR & (B TR0
IEFIHMA SRR LA, — R mIE—FPiEs, RIRRA TS
HHT).

TNKBRRABEAMREZREF(100%A  HER, BAPREMRABREH 200 uiE
5] 100% B)THBL (N T HEAMTEM) %%%,

FEAREIRR A, IR A (ERER AU RTIR LT, SR InEZ
ﬁﬁo

MEEMER, TURERMMULMRE. T AFUMB S
RaR, BERESESN




R@ERRIRT

RERSBER
Va
i :gl):;nt
l bottles

sampling
unitand
column

N\ Inlet
Proportioning yave
valve

& 48

R AR, FEAIPERERRICHEAY, Bilan, R &AM
s o P 2 5 e o P SR TS mT AR 5 W OSSR v o Rl BT
—ABGEEREE I TOER A, mlaEBA A BEZESR
BEMTEERS, 2EELRSHUE, Hahdd izt
PR IRIE N B — A S (AL IR 48) . =Bl i it 75 5 e,
i EL AT LA S R IR ek (2 275 G . WSS —/MHEZE IR 2
58 AR SR Sea AR AL AR BRI B BT 85 (i e D 1% 88 2%)
BEANFE ZAAEZE WSS IR NI, BURE A TCAN (AT, 2R
AR ZE A Bk BB, 1 HLIE E 1807 HIARALZE.

0.08%
mAU 0.09% e
0.10%
%07 T o
0.10% .07% % | 0.08% .09%.
0.08% 0.08% | 0.08% 0.09%
40 - Qi 0.08% 0.09%
0.11%, A
30 1 . L
S
-
20 A M-
10 J— -
] U |
0
5 10 15 20 25
Time [min]

49
HRASIFZRAH, 10 RN REHEN
xRk RZ(RSD%)
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Performance of low-pressure pump design

Flow precision

Flow range
Delay volume
Pressure pulse

Composition
precision

< 0.3 % (typically < 0.15 %)
based on retention times
of 0.5 and 2.5 ml/min

0.2 £.999 ml/min

ca. 800-1100 pl

< 2 % amplitude (typically
<1 %), 1 mi/min propanol,
at all pressures

+0.2% SD

at 0.2 and 1 ml/min

A, Y—AERREIR AR, B ETEMIREE. £
— AR AR R AT DURAR , AR AR & T & 12H
BRATREEE . BCA TR ELE 1, AahibeE, IRILAFRIKEL
JB, RGHINKMEIRL SRR, ALk s EE
A O B I T e v AR (L 12 49) . RIS Ve Bl (B K3 10 mil/
min)F 800—1100 wl FIFLAFRRTUME %R, FrifkNRFnE
il A RRAE  [RI o [RI EAT O FhIA R B BT 4

mAU mAU

801 &t

601 &

404 407

201 )

0 04 : ' ' '
0 5 10 15 20 0 5 10 15 20

Time [min] Time [min]
& 50

BERER(DNEERER(BNENE, BBBEARO-7)EMER

FERXFRAIBCH R, MRS, i @k Fu iR aT DR
A L VURNAER, TR EARRIBE R . 1’ 5HE2ER2E iz,
FEHEWGE R, BEATIERRR A o AR RRIREEA , 172
Mg BlEthBE Z Al Ligsh, W, reEdEh. SEaE
TE MR ZIEFIE, RHECRI AT AR PR IR & T B
WURE I, EBAERAERR, thEA TR AR (W 50),
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Performance of high-pressure pump

design

Flow precision
Flow range
Delay volume

Pressure pulse

Composition
precision

<0.3%

0.05-5 mi/min

180-480 pl (600-900 pl
with mixer

< 2 % amplitude (typically,
1 %), 1 ml/min
isopropanol, at all pressure
> 1MPa

<0.2%at0.1and
1.0 ml/min

LR 1100 53 He b B SR AR A A BUREFE Sk, TSk o
BAHIE ., KRB (LS ZE ], DA B AL
AR AR AR IR R AR RS IR . DATH & FEE TR
At Rk S R Bk (LA 51,

EARRESAE T, EARESRIUEE RS E, KILAER,
180—480 pl FINEFICAERIGERASR), BRIIAEFIA S E
PEFNER B FERG E, BA —MLL 50 ul/min B3 E h #4417

=
Ho,

[RIRERRIE , KB AT BSOS B T — e 28 i bk o 8 s (UL 1] 50
152), it HEATERERAR BERY RIS, RTUAMIE FLAAR . shiARER
RS AT, SRR AEREYE, 1R It 253
ICRER FIEHN, JCHAEACRER, ™,

To
sampling <—
unit and
column
Outlet Outlet
valve T T valve
— =
- = Inlet
Inlet
valve l l valve
—> S <—
& 51

RER 100 ZARHBERENREE
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FE B ARSI PR 25 PR AR BT, i M YRR & 45 LA TR &
N, LRI KA 210220 nm DA KRS AR & A Y
ZURM(THE N, EEERRA S . f£1 mm NIRRT
b, REERKERT, A THARATESR, BRARE B AT — 5
R BRI AR KAV, FEE S SO ul/min i
HUBEBESR IR T, IEFIE— 1l B B R Rs BB E T ul/
min, —/-PRRVAERFITC T PRI R B BRAS BL ok T U8 R TR
A S ARILARR. anlE S3 PR, LBk 2R 15 B = <
UCHERERY R 1], JHCE ) O B8 i ) R AR U B (R 2242 0. 07—
0.5%. 2],

mAU
binary pump
300 without mixer 380 pl
with mixer 850 pl N

200
1001 at5min

start of

gradient quaternary pump

0 950 pl
T
3 4 5 6 7 8 9 10
Time [min]

52
BENRESERGILGR
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mAU

0.38%
300

207 0.07%
200

150

100
50 4 0.53%
0 -

T T
20 40 60 80 100 120
Time [min]

0.15%

53
NHEEEOEEETEN RN RIEENENE, FEnEeE
HARZEE 0.07-0.5% Zig

W=

i S RFRIEFIEI A2 AT, BRBRIAE Rk, BT
PABG IEFER G R S, FF H 2B T3k R A ik
FRRUAES B A 52, 4R o e R G ERE . T Ra Sy
SN A A GO EE EROCR R R], S8 i LR sh
BRI ER I B, REBIEFISIERER, &R
PAER IS . WA TR P ARG R D 5, SR OMSI &8 AL L8,
18 B TR I &% 1 R HL A I 25 8 SR R SR VI, TR
AL JE RSB m R (AR, X PR E AR
/N,
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Fluorescence I
Signal hei ghts

for selected PNAs 5

0 1 12 13 14
Time [mi n]
1 Agilent on-line degassing

B Helium degassing
No degassing

54
SRSTEE=HSL0RE
BFREFRERLESRE

WS

SRS IG5 W ZIRSER R R IR, 25 R 4nlA]
50 FvR. EGBIAHH ROTE RS D, #b, dokmb, Rig
JE R .

—RBoRPE, RS =, ERERILAE SR, B
FEMR, SAESE AR, P& R T RALU TR
RIBOA AR BT 15 ORIEER, ERR AR
G, ERARMER, AT DAER AR e (i, ARSI
PR 2 I R PR i AR

FERR, RAESHEIRFIREGE ., X R R Al fEE TR
FN A [ B R s R BR TR

AEENETH. TUENRTLMELIR RAS. BRIEEHNRASSBAMMERE
=, TESMYTLER, T, ERMRTEFNAZRS.

N
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EZMS AR, E Rl Rk R A i RS A
B, XTI RS T AREFRARBER S, mfR R,

BERNMIENZ, SUATELH . 0
MRAIERTR(<T B S0 T SRLA I g o
B,

NG ARG AR (S B s B ) R N AR (A AR Bl FIAE TN
BVREBARSE . RS SRR IR W Rei R T2, LR
JFE SR o FH B RAE o vin ELBS BE 4 M7 2 55 W] LASE 50 Ar it 1],
EABERIAET M, RefilEIEAR R, RetEmo
SrPeE, AR ERNERRE, HTRSADE. ©
HEE 1100 FIZEARE A M 0.05 Bz 10 ml/min FIE &
JoE, FEHAERERER 1 mm % 8 mm BNE, RS
%8 TN TG B AR R FARE N R IIAE R Gei s, (R
K EERE N AN TR, ERENRERIRER/D,
[T BRI, B e BRAIR T ST AR
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N

BRIHPLCERMX SHEMB L TUARRATFREFH.
SHENBRFRRS. G50 ZREPETHSN R 05
ENBTURMERREE  (BIRIEXMFE NN AT
BESM, FERGXAMENENTER.

T SRS rT LA LE B A eI AT A4
FITCA SR SR ORI &5 1A 85 e FHROAS N A . SR, 245047
P it T S 1 BB i RPN, SR IR TRAFRIERE R
B LA A A I S th B A T v R BB R B EROAR I, (H A
FAEMES R DR R . 7o, RS IE o BH &
TP B RO IR A TR e R BRI ,  FAREAG I &S
TSI T 10pptik B A fiFi e BA TR i B R B0 anf bk
RN &5 39 AN 1 P S AS A b il AR iy, AT DO BR8240
s
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NS FIT B0 o i T B B T
o RAFRLOD)AIE RF(LOQ).
o LT,
o WFRIE,

o EMEAE L

RARTEER oW RSV IIPRANE S PRI R TAR I S AR 2R RS
R 5 P RSN BR AT LA Gl BB R B . 38 2 A
PR A e/ MEIIFR , A I 9 5E LA . B, LOD
AU GRE TG, BRI SRahH S AR, RS, 1
YR, URARSREZZRA R aRICR LR 2 2,
LOD #i S 2~ 3 f A 2" 5 . LQD #aE LAy 10~ 20 H 2%
EE . RIMENIRS P DAMRAR T 500 pg ik BERTME A AR
R AR SR RE L RO FTREZ L & IRITH A R KL, TR
L &Pl and s, LOD rLMIETF 100 pg, setFit
SRS IS AT LIAS I ARAY pe VB o 0 OB FH A MBI &
FCT T AE A2 2B, ARl i S5 42 11, FCAGT PR vl
PAIRE] pg . snZEf: e il 5 16 e 1 500 ng FESL AR,

EEY ARSI EME S R R BR, FIHREL &Y
AP SO L REA T e ARSI RE ) o AnSRAG I &5 %F T 200 53
E R BEA L, WA ES BAT Pt
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N

Gt

EMES

T HASIA L A, i BB E A AR R B A= R T
HOCRE , SRAMEINES th rT DUSAEBEVERIN &% . [Ho2 59
R & AL AAS DS HALL , SROMEIN SR YL B ME & LR
o X F—LehRpEftady, ENRIMREA RN, (K
Tttt otesh, AT DU R R 2, Tl
PRSI &G (T 20, 7R 22 A &% Al FH ZAG TN 2%

o & BRI B T DA R A s R VE B AN Ve . shATE R
FRAE T IC A R P (R , LIRS )TE RN, il B S
BRI LRI ELAE . AESEPR T AR, SeMEvE B 2 A9
LMV R H R LTS, FEBLTERE 2N, ARDIESHY
Wit 2 ZR PR o FEAN R AR BEAE ah H R L 55 A RS I AR BE 1R
B, fE—ERETE 2SR — R EZ, B ZMEE R
A BEHE T 2 —. SRIMEIES R EMEVE R AT LAk
B 10°, T AR S AL S ES A 107, BURE o etk
TuH A 10°, JRZERHIN & L EVE o 10%,

G LU M E P T BOR R Pl . AR il TR U
(AR @, BrLLVERIE S BIBRG], AR it a4y
HRIME A RO, AR SRS AR AT LUE M 9%
JEAS N &S AL AL 22 AR D 25 U RE P £R B I TR £
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55 S AL |58 PR 55 R (G T A KA TR RO ICBA TR, ISTCRT 5 IR %0
FORMT T (B A IRGE, 66 B P P — 1
AEMEHSICTN tH kS M EH 1R R AT o A, 5
SYMEERAL I RE SR, S SRR i i
LS AL 8 A P R 6 VR SR

Cut-off filter

Deuterium lamp Holmium oxi de filter

Sample di o

Flow cell

& 55

REBOT R W AAG I 38 1 53 e 2% o3 HER S B S R
TR SR TR T AMAEIRRYE D . oA TRk

Pk,

89



LM & AT LAFERE MG R p R e R AR I K. 55
R s A2 He— I 2 ARSI — e B I o AR AE S b T AR
o 2 ] A AS R IR M, Blan 4 A S A REM €
W B TR, (HMAME A SRR &K aRHEE
ME— ARG TR A, TR, oA
I TR AR it 7 HE TG

ZYE BEUESMENRARMEK  BMRKRUARRREBHES.RE
KRBEARYRE. - EURERERAR HE, FEHTEN.
e,

ZHRERS
Hinzg

52 0 TARETESIRS NS (DAD)/RE K. {HEZEER ARG
MITATFNEGAT K H ) £ Ot R IR b .

Tungsten
lamp

950 nm

1024-element
diode array
Standard

flow cell Programmable ({
slit

& 56
ZHRERETIA IS
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N
|

0.6 /\
N 0.7 mAU
0.4 “‘\“ \ /\
. /\‘/ v \J““ \\
0.2 \
\
0 W
T T T
240 260 280 nm
57
Conventional DAD
Signal 1 8
acquisition
Spectra stop flow on-line
acquisition

I A AR £ e RA 4 B E By B Gt SRR
SR ARSI . AR KAV EE AR, B 52 iR
ARSI &% i T DR T i b, VBRI AL 190 nmF[950 nm,

Bl 52 oS NS , BEFIT R 10244 ZARE A, A~ AR
SARFENPACTER . B R AR AIEE N, AP
RAWSR B, W AR I A SR I . — A AR BT
R BT 90 BE B D T N OBRAE B RE . FEFRATHIBI b, A
FIRREE T RETLAM 1 nm~16 nm FEFESE, R FEEER
R, PeaeTE R T LAE 2 16 nm, LAE R ORI EE Bl
AR RS IME W o P, PeagrLARE A 1 nm, fEXFh
TEOLT, ATLMSIER RS S (WL 57), B ISt oMLEs
FAEE, ARG PSRN G A A G rh i d it S e o B IE
GPEE, FTCAFRATAR AR PSRRI G A BIE Y R GE. (B5T
SIMEM 5 AP S W B 22 e 2o R b A

TR ARSI G B AE A BB AL R LS, ATLAXAEI(E
AWHEATARIIRB A DL o T DAE I 34 (21 B A [ O B I [r] 55
WM P (L S8), AR 5 (b B A R E A i RIS
B SO UL T oMb SRR fLas R . T B RIEFTFI 1
FIRIRES), MR ATLAGE L -1, DA AE TS 0T ki fe b
AT LA WENE,
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& 58

Z A5 SR AT DR e E BN UL R . 2R 1 S8 Y
FERRA TR, B AN REAE B R B RSB A AP R

mAU 10 meticlo rpind olme tro nidazol
nicarbazine
9
\ 10
1004 8 s
80 1 1 Metronidazol
o 2 Meticl orpinol
0 0 ;o B oo
60- Wavelength [nm] ultapyri dine
4 Furazolidon
L 275nm 5 Pyrazon
40 4 i 6 lpronidazol
" 7 Chloramphenicol
315nm 8 N-Acetyl sufapyridine
20 A 9  Ethopabat
J_%O 10 Benzothiazuron
nm N ;
11 Nicarbazin
59 0 A A -
10 20 Time [min] 30 40
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& 60

FES NHUL - HDTR.D B

Sigred : DADA 1, Sig=T70.40 Plel <450, 00 (hUCY
Pashs 13 Dute f7-Wae38 153506

ak Signals =t

fl He

T

B
"
ey 1T —— Print
200 e A N wn a
 Tha pusgy Facior is within The theashold lmad.
& Parity © Speeira O Differences | U Peak @ Signals  © Fation |
Furty laciog M T A0 o L 1peca e it e Foesh | SN .-_:1.'.'.-'br-c-dw-.l]:?L'.L.u"N JCROT
WMronrels - SR [ b are] U7 T T W0 AT T i T P TR
T eb. Pl arel ered Apec b [rarp e R
i P

T 2 BB A O S 2 U Al FEAS I AT CARRAR E BB R
e 2l B oy BT e IA TR T R AR i Fe b, R BRI L
AETEE AT, H—ftatE& BoR, EEAEEET
CAi s P IR EAT LA, T DUl THRAL T SR AT LR
60 SEor T PUES il a5 R . anRAETT 50T it ferh
O THEEE, FTUARI U AT E M. Bk HTai R, Fhdh
Je I AT Al 28 B A B s 5 i A o 1A AT LR
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Bl 61 Bom 1 HEah I E B B e PEEE R o AL R NES
BT DAD BIJLA B 5L 6,

Peak Purity Check and Identification
Part 1: General information

* % %% % REPORT ** %%

Operator Name: BERWANGER (s1B Vial/Inj.No.:
0/ 1 (so0B

Date & Time: 10 Sep 86  9:17 am

Data File Name: LH:LETAROOA

Integration File Name: DATA:DEFAULT.I
Calibration File Name: DATA:ANTI.Q

Quantitation method: ESTD calibrated by Area response

Sample Info: DOTIERUNGSVERSUCHE
10 20 30 Misc. Info:

Match > 950 Method File Name: ANTIBI.M Wavelength from: 230 to: 400 nm
Library File Name: DATA:ANTIBI.L Library Threshhold: 950
Reference Spectrum: Apex Peak Purity Threshold: 950

1 ?-*Metronidazole 7 Ch|oramphenico| ;i‘fﬁﬁéﬁd?:ciii":"l.o :Q:\ptatz.:m;::go.o i::;‘?;a::?\:sz;l.peaksz nOn;

2 ?-*Meticlorpindol 8 N-A i

‘ -Acetylsulfapyridine
3 Sulfapyridine 9 Ethopa)éate 2 Part 2: Quantitation, peak purity check and peak identification
i i Name AEmount  Peak-Ret. Cal.-Ret. Lib.-Ret Purity Library Res.

4 Furazolidone 10 Benzothiazuron

5 Pyrazonl 11 *Nicarbazin (ng/1]  [min] [min] [min]  Matchfactor

6 ?-*Ipronidazole
Sulfapyridine 10.31 12.183 12.143 12.159 999 1000 0.9

Furazolidone 4.54 16.096 16.024  16.028 992 984 1.3

Pyrazon 13.72 19.024 18.987  19.000 1000 1000 1.7

N-Acetylsulfapyidine 14.66 23.282 23.282 976 1000 1.1
Ethopabat *up  13.40 23.874 23.840  23.848 911 9% 2.3

Benzthiazuron 12.80 24.047  24.024 24.029 998 1000 0.7

E I T T
~
8
8

Nicarbazin *up  3.00

32,733 32.722  32.709 336 984 1.2

v X

REBHITRAEAERNEEL TUN DAD ERTBARENTARSREE
BEEK REAERENEATEER  H(IOTRNENE RN EEE
% H)
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RIS

X
fl

R

enon Emission
lash lamp monochromator
Lens

o

»

rrrrr Lens %j
‘m Photomultiplier

) Photodiode

Excitation (g/

Sample w

& 62

PENAE R ICHT— R R T . EREARE 7 FRELART RS R i
R RN RE R R R B AR . SEAR I &S LS LEAG I 25
BlansLsME S RECEE & BANRITA 5 THRER UL RE
EIPREHRER . TSRS, YOS ek
TGN & R, R BB SRR S ASHEK—
T A R (— B LAY 1) TR s e X HERD R B AR 1 2%
R AGOEE AT ST PRSI R RENE, PRIE TR 21 R Bk
M7R-F-HI K S/No

] 62 & ZAE S 1100 R o AR M S otk ik TR B A —
A TNER TR IR BE SR IO B N R RO 58 . G T R
JURRP LASR BEERE o 500 DN Bk 56 A S0t AR it 72 A2 5K, £
P b A A BB R B TR TEAR IS TARRY
KRSy T TRl& SR, B BE A fr e LS B L A/ N i
ST AT AL e ol LA B E R R 2. 22 EOEHMEA B
R R At . AP KR R Rd ™k
iR . T T AN ES SOk — MR 2O, ek bl
PERCE 5 A SR E AR LT, B2 BICHER
RO, XA G S HEE ] WOLTE R N A B ERDLE

H,
SRR R DI R AR R B R SO e (R E . T INRAT

ARG BIRINERISREERZE 5, — M TR T IREIZ % &
GEME IR ICRIFRIE , AR A I 4 15 54 M2 R 5.
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U

LBt

ESEERR

HELIEENE
HSESRE

B TR 2B R RS K m T 280 nm, —AN#EUkEES R (B
H R ) PEL LA T3 A K 2 BOEE A B & SR L L8R
% o [ 5 LRSS AN EE T B0 RE (20 nm)iBE S 1 - AOAR AE
AELAE—/~ A AT PR HTE I A ARG R (S48 T R A SRS T
1k,

BRI S B AR RERB L5 S AR AR D, £E15 54
X, IR B —ARrE g, XA P72
K, RR—AESRIRIMENE . TP B SRR
—ANEEANEGHEAAC R R, XIS T R AR IR .

B AR GHEE 2 A TSR AR A . R A 1E
R TCE AR SR rh A ik IR A TS, A2
o & T DA Se a3 T AR, ARIEICAR X S8t . —
HAE OIS TE T BB H R, e
FESy Hrid R rh rT AR IX 28I K 2 TR REAT IR R O RR PP Ufe o

HHEAH T RBIZE S8R NIRITH RSB
KBRS OSSR R . T Sk e KA
HY, 5 PCHL s AL (8 T ok — A% . 24 Jeiliel%e ) — 4
IEWOL B, GATHAUR, RH—AE. INJERRZt iR/
T 2R, MM/ T 14 250, hT 3R aRmE
gk, TR TR 8R4 5 L AL SERI BB R SR SN &% /1y
(=P
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28

XFPNA 2 #r, aTLAGE 2455 [RGB i K 0

e, BERIAEIRY 4B, FTARY 1S B PN A AR L2

(P 63).

1 Naphthalene
2 Acenaphthene
3 Fluorene

1 excitation WL at 260 nm
4 emission WL at 350, 420,

8 Benz(a)anthracene
9 Chrysene
10 Benzo(b)fluoranthene

440.and 500 nm 4 Phenanthrene 11 Benzo(k)fluoranthene
5 Anthracene 12 Benz(a)pyrene
6 Fluoranthene 13 Dibenzo(a,h)anthracene
LU 7 Pyrene 14 Benzo(g,h,i)perylene
5 15 Indeno(1,2,3-cd)pyrene
180 1 | Ex=275, Em=350, TT
Reference
160 chromatogram
with switching events "
140
120 12
e15
100 131 4I {\
80 | “
60 Ex=260, Em=500
40 Ex=260, Em=440 I \ ,J \
20 4 Ex=260, Em=42 A \ /J \
0
I I I I I
0 ® 10 15 20 25
Time [min]
63

@ EX/Em = 260/420 nm
O Ex/Em = 270/440 nm
O Ex/Em = 260/420 nm
OEx/Em = 290/430 nm
@O Ex/Em = 250/550 nm
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m RETT TR RETAEEER R EEXEBERERTER.
Jﬂggéiia‘—’eizﬁﬁ'ﬁffﬁﬂﬁLX?E%#&}WJ%&SI

K172
AL FAE NS
Reference
electrode
Counter Working
:‘ ; electrode /; electrode
¥
Cell

0,

& 64

HUIE AR IR A TR R S Y i 7 R8 . SRt i oy
THEHB T, B REFS FRER T AR A TR
W LT, TCI A AR BHR T, SO i B (i
T TARRAR SR ETE R RIEIRA RS, RIERENTR )
B AR S SIELRERI G & , PTDABE [ BPLE S
B SR IE LT AR bR A ROS I, RONEH S 5t
THT RS e 50 AT TE B P AR BE R R

R AR, R =AW TARRAR, it kA
FEIZHR b PR, AN TR RARAGBRARRS, B Hh
WA TR AR R I2 s ZEbripl, XTPElie S
ABRHEATAME(WLIE 64) , ZLCHURRBUR S0 i Al , LAEAE
e e R it o RS o T LR IR (e R R [ Y LA 2
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rrent

_/

Optimum potential

E,

0.4 06 08 10
Potential [V]

& 65

BT

&b

RN 5 AR R R IR BOR NS 2R 5 St . B
A SERERT L TR AT AN B e 2 2 AR S I L 24
PR . RYET ISR 25 R REAR IR L B A L 2r
TETERIIR, (BAE BT B A B an A anibl, X FRRPREESE B
BA—RIER, Boh et TARMRERE. 4 T #E
TARRARHS, X T A AR5 275 SRS 25 i B (e
JEAE A S ()R R, TR AnE 65 Fsay st — %
thek, ERAMTELR, FOAFHEMRTRER AR, AR
ARER A, BHMBIEL/ 20, R RS R Al
fift o BB A [ T B — A DU 15 T B2 A LB o X — FL 3RS Y
LR AR BRAELIAS , R — 2P o S B I S i s Ml it
s

TARRAR ATUAE FJLRIRR R, S AR B EE aAl . IXLEH4
FHE AR S ME P ANEZ2E), FA(E R R, Wik,
AL SIS, WOERR), WOERER), ROEHE
2T I B FUBRARER) AR 75 (R I T IE & RAHLAD).

Xk EAA TR BB R, KEEATLAASY
AEFpFERM Y —, HRIRL, BESHRIR AL LG
i, LRI S S HMAE R ENZER, XM
SR A P AR R T R R TR ER A 100% , e st
HLGRASIN, A 1~ 10% 033 FLfmcAe: I o SR i, B
(W RTR = ook 2=t R ol 8
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HELERF
oxidative
cleaning (+1.3 V)
= wor king
w potential (1.2 V)
.E
o
o reductive cleaning (-0. 1V)
67
3-Nitrophenol

p-Chloro m-cresol

8
Time [ms]

HLIL AN G T EARE T | i it FRH0E T2 ey
HPLC,

Thin layer Wall jet Porous fl ow-through

Referenc e Auxilliary Referenc e Auxilliary Referenc e  Auxilliary
electrode electrode electrode  electrode electrode electrode

BB, AR AR R, i BT
A SRR . BRI, Bl 1) — ek R (A5 FL AL S
WM& TUAHFF B8, Blanila RFZEd L2 0 o B A
SIS AR P E AR, EME RIS, LR R
(5l sk FH 4 WA 23 BB 285 ), fok RS Tk op LR B bt A
AR s R e (L E 67),

SR Ll L PEOTR A P rh R L A IR 2 LR &
MBS, Shr Lix SEOUE PRI LB I (] A 2% Rt
R HEBNER. HPLC T — RIS L RS, B
(AR, kAR R &S K E), M5 E 68
PR, (et ferh, ERERE W ITIME T —Ro T ia
I, BE S kAR (WL 69)
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Current steady -
detector triggers
next injection

Current

Threshold set by
drift trigger parameter

Time [min] Baseline

& 69

AR A A T AR B T e, IR AAAE T, B
I RIS B AR TR SO, BURALATRR I &S m]
IR T TR # . XA NA RS 1oL
PRGN &S B LA BT SE 51

Rk

Molecular weight

Particle
beam

Polarity/solubility in water

& 70

AR T T3 b S e PR AR AEAR R R A, 3 ki H AL
Ayrl Lt DAD b4, Bl FEIME R Z M0, B
CAHEX R 5 VAR T AR . A I AR AT LA kL
DAD FHERIREM, (BT R EARCAII T, S A
WAHELS HERAE AR, (E R R M e, AT LAEHRE JLRAS
[Fl 4 Hr 2R AL S 28 R DIRY S 2 . B4R GC/MS FE &5y
Prep AR EE EEEA , (R LC/ MSTEMAI X
RN —AF DR TR, 2 FGCRI A 0E TR A
B R MR E L A (WL B 70) SR T VF 2 LA A
HRW, mHARMER, SFaEtEAdr, X A%
LC #f74r8y, 1 Hokdky LC/MS # A HELEE LC/MS &
i
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o\

HPLC

High pressure
liquid phase
separation

Produces large
quantities of
volatilized solvent
(100 %3 000 ml/min
gas)*

No mass range
limitation

Can use
inorganic buffers

MS
High vacuum
required

Typical MS
vacuum systems
designed for low
ml/min gas load

Depends on
masss/charge
and mass range
of analyzer

Prefers volatile
buffers

* About 1000-fold increase going from liquid to gas

phase with typical LC solvent

APl DO

SRR EAR NS 5 GC HBERELLAN LC IERA BB L . LN
A T LC 5 MSD # R & fRI AR . 3016 B R
TESTAE I 2 MHERE LCHNMS, {HIX 2675 75 oy B A3 AR AN
AEEVEZE, fE 8O AR, BAMTZANE 1AL Nk T LC/MS
R HVE B AT bk . SR RBULAR, FUEIEE %, XS
AR B SR A T A1 5 ) (3 45 A 7 BRR A1) 13k 64 11 A 5 28
R, B, PIFREE O R - BB AR R L
HE - B2 P 2B T ISR B TR BOR i e 1
AT CAS 7 53 -2V E B R AR VS B IR BRI E &4, T L R 80U
e, PTERIEVESR, JRHIER T (e feny A, 7ESehs TIR
H, EEEAERY LC/MS 4 0 2 TR S IR, 4+
LA R B E RS =

FER SR O, DEli EEad S A Bk E i Yy, JF
HAEBTE B (I T1), SRJET L B 19T, JF HLREE

HPLC nlet
Octopole

Skimmers

Capillary / kl )

Nebuli zer

Fragmentation | apgeg
zone (CID)

Quadrupol e

E71
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Abundance

f 8 1 Aldicarb sulfoxi de

2 Aldicarb sulfone

3 Methomyl

4 3-hydroxy-
carbofuran

5 Aldicarb

6 Carbofuran

7 Carbaryl

8 Methiocarb

e

10 Time [min] 2

B2

HURTAIINCES , o i B BoRe ok . B Falid — R AIH
2 BNE T REJRHEA R Hres .

HELI 55 25 118 AT LU R 57 1AL A A i 4n ik = BRI ™ A2 %
o TR M e R IKE AT & 1o &, Fiblsy
FEEE R A LT HAR AR B AS: D 25 ik T LA o> s it
150, 0003& /RETHITE AW o FUIGE 5 1 2 S0 TR 4 B s o -
EE A, SR AEAR AT U T 47 50 8/ iR Pk
ftad. B 72 BoRAEms e &k FIRER AT 4T

HPLC inlet
\

Corona
needle

Fragmentation leess
zone (CID) Quadrupole

B73

APCIA T SR PERIE A 4. RIEmi% —H#:, APCIE
FHRERTE TR AR E (L 73),
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Abundance

100000

80000
60000

40000

20000

< [M+NH]*

603 63o %7

Mz 400 600 800 100

E 74

Mass spectrum of the fatty acid

triolein (C18:1, [cis]-9)
molecular weight = 884.781

molecular formula = C_H, O,

APCI REML AW RAIERE, TE&S T AATEMEL S
Yoo B 74 SR =B OE A @it M+ NH4]+ 857
O B2 R HOM + 18) T AR A~ VLA E e MU BE R M ) JE
PR CID A B T-HiE Gk R RR 5y . 223t sUmT LA
HHMEENLT ng R Ay, AR TR E R, /]
R 77 R(SIM), SIM J5 ARSI T pg 2.

ARMTARYE. FRM, HFESA150, QABZEEHTDNELSERED TS
0008k EY. BREE. RENHTE EE. AESTUETHIE.
T. BREHT AR CID 24,

RE(HT )

128

TRZEPT AN &5 25 TR A ith, Hh 25 TR RN 2 Ll ith, A 4l AT Ot
B ZER . BABEDR A AR s e RE L RO £
TEE, DRImmax PG as AN d 86 BE eI . E 22 A U APy
IRZEPTICALIES . Snell {55, Fresnel A, FIHAI K
Christiansen Z bz &Y, 55— Fh2e RUAS I &5 {55 FHRUR: Mt 52 11,
& HATEcHE B R ZR8ME . 5ot Agilent 1100 7R 22480 2%
AR AT UM T ng V6 HE . B Ton 22504 R EEAR, i H
SR AL AR A S, LA B TR AR S & R
HI53HT

BRI RYEMR, RERTHEEBR
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In brief. T HIFAE I T AT THERASIIE A — AT R R T AE
B SR 518t 2 I —Fep-f7

Bz REE HEEH e vl
ENTTEK + - AR B, 204
FERER. EAAET
ZHRERS + + BAE. 2 AR,
B, B8

Bf, REERS,
EREE. RRA,

Seftodi,
LELTENR
%t + + BREE ATHGA, SREEZ,
Yithiy, SEFRE,
TH#H
BLF + + BREE 4this, THRBT
AT - + HEHEE FEFRE, Rk
% SIM 757 ++ ++ [=Pizz ok FRA, BER
TERNR EH Bx,
FRER
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F .{:‘*_,.r""“ |

-t
= N
=
e
*
LN

SRR RE, RRRREFETEMNNETIUR
BARNRBENLEY, ENSRERME, XML
BUTLURTHANEETE, E5E, RINBERHEN
RTREMIEFTEURENRERNRIER,

AMESN-TRRBE  HHATAIRABRIC A PSR SRR B — B R R THY
ATHEHAC . AT A TR A0 S S R 7= B AT e K R P
W, XFEAESR R B, T HARmE R X FRES A IR
TRATRPLAF ., AR GTE BT, TR
WAL E RN, XA, Bl T LA Wi R —
e+, AAEARIAIR AN AR .

BiRita FTERFH A

B -OH REMER CHN.CO 250 nm

TELHTH 80°, 22" - ZHR (G- B - HE) 320 nm

wEy

ikt -COOH 3 — RERBRERLY 258 nm
2 - ERHR LY 250 nm

[ETES -CO-COOH, 24 — TEEEER 365 nm

=C=0, -CHO

{(E)3 -NH? 48— F ZEE(OPA) 340 nm

{BRRFRER NHR 9 -HEFESFRE 256 nm
(FMOC)
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RAAFCHT I

HAEZHEITE?

Pickering
system
Water  Methanol

Quaternary
pump + Auto- Column  § Fluorescence
vacuum = sampler " compart- ““detector

degasser ment

PN
Control and B
data evaluation

B 75

PR REBE, EEFRERIEA  FEESRHH,
SLef MRS A E AR, 75 XX 2 AT 2 AT
AEARERRIN, TR PSR SR EAR L. AR
e PR ' Rl 2 B RS2 51

Bint &Y FRiciH A

B -OH SEMKE Aex 230 nm, Aem 315 nm

Ak -NH2 H-F_B Aex 230 nm Aem 455 nm
(OPA)

el NHR 9 -ZHE Aex 230 nm Aem 315 nm
B FRE
(FMOC)

MR AT A B AT DA B 2R VRt vl AE AR A, (HEERE BT AR,
MERRT A —E AR R, AR R R, RO
REI A il An 2 ak  Bh (SLZ% T (AL T 75) Al B 1 2 [l I (4
A MNP E . AR SMIMASIEHRI, 1&g
VIR, BORMEME AR DARAE, KT 1 ml/min 5504 T,
XA R T L5, ABAEERTAEAE %S NSO (1l
M.
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BaftE  EHBLABRA L, AERTATAE RS RT AR AR AT A 3h5E
Bo E B BERE 2R BB WU D) RE PT CALE ) Bt Z Rl A T2t , 2K
JEWAFAESERE R IR T X 28 PR P AL AR R R
ARF, RIEHEATIRG . HERfTAE S LA % DR Gk
M, anRAE 2 DR R, (ERR LT AR & S5, M HLiA
| o G THRE R AR RE TR KRR, Aok A SRR 2 B 255
3 Draw 10y fomvialg P X A S ER
4  Draw 0l from vial 0
5 Draw 1.0 pl from sample
6 Draw 0l from vial 0
7 Mix 8 cycles
8 Draw 1.0l from vial 12
9 Inject
TTETMRSRENRNTRNMN. 57£Y  BEEMKLHTIIMIKRA,
BT SENMDTRAA— M ELNE
K AFZUFERFRT BFHEDTHER.
BELTET A,
NG AVERTLAR E o T i, St trdbd A, L

TR T A B SRR dh 20 B Z AT Sis) B 2 JRids i, fEAE
RIRTAE AR, B A Al AL PR RE 0 Y B Db A &% (IL5E 6
), A AT A IR SR G Z A, SEFRASMZRAE R
FEAFISIA GRS, REWEMT RGSEHR, FLUAE
HIEE 4 Frhil Je A DA
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TREGHIBREPEW 2RAARR, BUBIREHBE—ERLE,
EHEHNITHRETURERBECENES . JBELBREHERER
RTREGRNFERFFEHNEE.

RIGAANFGR, BORE ZATH A B TACBE St
1 LA B R SR R IC e, U@L, SRJER T
TERGEIA NHLIN, B fm A m R A BAR b B R SE, Tl d R
W2 ANDS, KT iR AT RER, hEEEPA SR
DIN B AR iR 0 T HRAHRIE R, (A O AR
i

s ERC RN

g8 L 45 BTAC e (U5 (a1 — BRI RO e .
EAE—E R/ NI TR B BRERTC 7 (LA BN 1 A AT 25 i
HARMER . FERFEIR AN, EOMERCRE B i
A, PP AL B 1 A (T i AT HORR P 85 R R L
Filr, GilanikE— BRI O, fEsIR AT G AT
By

:d: FLERRENE, FERELEEER 1R
PZEREREEN, BRETXMHEL,
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R

R ET IR M &, B (U LS, BrEABRS (X
BA BRI e HE A ORI 2 . RS (URT DASR BT %1 BERY
RN L R ks, AR E b, H—ft, SMRikAn
WARE L BCABR IR (U A R 2 &5 . b7t
FEARAUIREE, CREIE], TR G Tigs it R A T
TR, R ZEUARIIE B, & dhfed T LAEfG
KRR E TS B 2% il 3k 20 S8 o R 2 i o A E i 2, R
S S E Z IR FEE okt , "TLUF ST £ Mt o4 . K
LB BT DA IR %A, AT BRI B s
57 o —SERR (LEA THRMLIREE DI RE, (l4n, WTLLEFIBASIC
IREETE S PITE MRS TR, 25 5 @E RS 0]
CATH R 43 7 05 T oM PR A 8 2 IS 5 7oK

BE. ¥FENENRLRBENEANREEE  FREEOUSEN. RERPURE.
RiikE, MAETNANRLEA.
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AR

ULARR, R AT g % rh A NTHRALE S A MR R THY
BAR AL T A AL e B A XA E R
SPHIAEICRE D . T H, —SEIhReflanscab i, BKihaFig sy
BrUA R Bt eI B 1 rT CATRI IR AE e AT (LB 76) Jlad T3
PLIIZS , S S WS AT EABR I, X e SR O Bt i A T 0 A
R AT DL SATEINL, @it dEH O VAR R 5 Bo s 2 /1~ ik
HETT, FLATLEMAEALERT ], 26T P /iR S5 48 A
RAY RMZTES . Bt TR, (B AN SRRk wT LA
Xt HPLC Rgeibfriiil. HPLC RGWEsR ., sz, Az
RERERR BT A DR B Tl B R B B A B R AL
it Ha& W AFTEN RS . —£8 HPLC #4275 2 W i
PR, BENEP RO AV HE, B XD RE
AR RS TREAT IR SRR R A TS [, BARIX LERPTERY
D SR A AR A&,

= ol Bl e et =l
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{HIX LEDhREM il AR I LU B (L B R A 2. K
I, ¥ % GLP/GMP I ¥F 2 SER BN BB A
FHhE HPLC (25— B &L E 77), filan, fE—Le@iikit
W, AR A AT B S8t 1 H—> il fR
PR AL DR (RGE D , IR, IR AA FIZH A UA
B &R M IERIE R, Bl i, BOERE Risfrid
R LA REAARICHI & MR H S Ao, A 7RI
By, featEt A R T Gk e, AT EAMRYE L A ik &
FRAEE TR, XMEMEE RE5E 4 A shidT, ATEAT 29554t
I (A T EL AR 2 P T
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B HHRHLEE G A A Gk ol CARIIRHACBE R B £ A8
arlIfES . BRIAEBEA . ARG IR BEAE ah AT RN
PEREPEOLIEIN , X FIDRESHAT . (lAnfE s By Z A% 05020,
SOMEIN 25 A AR I 2% SRR, THRLIRIN B om G
A, AT BT IR B AR Al EERR 1 T LAY B)

FAMTRE H I A 10 25 A 2

RIGHVRAERR T ] AR AR S5 R sl . fildn, —28
TSR A AT UAAE Jie 2 B i 15 R0 ook 1 A 245 B 2 MR
&, TR E oM, BRI DA R GadE R, (T
AR B 5 T CAFT BN m DA B e s SO,
HRALRTEA R 5l o B E R I T e, Rt 47 =
Ty o AHAR R 2000 T A PR B AR ) R b TR B IE %, LA
2 GLP/GMP ik,

I TR AT AR 512, XA R A 2B [RIRI A
BATHB T, EFFIER IR, HRALAT LR 5 B 2k
HahCHIZE, AR ARSI AT, RO HLiRR, K
TSR THERAT, B ILIR AR, WG A LRI FFAT
IRl A B TR (2 HBLYA S e SO R R INE, 2 3
MR . MR ARSI G AT A7 i SR R el
M. R
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AGEE P PEIIR T LA B PR 5 M R SR PERELA B 5% 5
2R,

TNEHZENHR. SMIRGTURTHS XRAFRRATHETONILANE
Hefs. RERFHKEFLNAEY, MR,

B

Shared printing
peripheral s

E78

Bah W B B TR EMAR KR LR oIl E . &
SRR T ST 28 B AR S SR SREHL AR SE ] DME SR = %A A
(AR P EM R BRI RIS, (BT AR Hr AR, FA
—Ahkdr, BrA VB 4T R A — Biland i L%, R
WE S S R 5 T A LA e (LR 78) . S 4TENT2 15k
WA RS A AL B, dad iR 55 4% B rh AT RS S 1, WTLA
PRUEBAE R 22 2 TR BB B by . BRAERT IR ER (AN
TEAREALEEAR B AR ) R (&% B R R B . FTLAS T
R R TR S R ANDIAE (. cdD R ZI RE

EXEBHSHUBRNEAR LK, 8  HBELETESTAMTRERLE,
IREFEFMTENKE. EFR e-mial —
M INEE,
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MERIELERS

LA TR h R il R Bt A A S B ) A 25
AEIE P /RS S M E B ARG, B TR K —
A% P W2 LRI BEHL AT CATE S 5 5 15 4 4 s il
FIERIE SRR SR LR o A BT i RRAE S M A [RII 52 EAG
AR T AT R BUR . AR EVEREAF (EIURE, TLARE
P AR Sl AT At xR B B T . SRS Kot B s At
AR 2RO RS &% R 5L

INGE

KR E A 2RV BR B R G R A R. RATHIRHET L
O ES

o SKUEER/D

o FEHREM TR R,

o Tk, ~dteilidiFzm=,

o FEMEATESR,

o HAhHIBFITTE

IR EH REILENGEIFEERERR, 8RR
BHAERE &3 2 & HPLC #k47 B 3l AE, (B 5O T
B SUR S, % P / IR 55 & W25 Kot 2R 58 vl LAHE BOEAS
[l KA L& A AR BRI AT & 5, IR ATEL
INERA TR
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FUE

% HPLC
HRENE R




e

RS 473 HPLC (UBBRIREER, WA R XM UBMRIEMRE, BE
MERMEAE. ERARHFERETURE-SHPLCRTERT
S, ATEXEST RPN RREMERBBNLER, FF
FHARERNBERNESTERATZARRE.

AT B A 4R E R BR(LOD) A AR (LQD) 51385
RIS E, TRATEETHE HPLC RS HEA MR | RS
AERAE L. —LE] BEHAR S5 43 hild TR E (L&)
BRUEMERE, XUER SRR e84~ HPLC &
GERIPEREM T A2 B MR EE R
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12 MPR(LOD)F0
EEMR(LQD)

HPLC G BR A AR I 25 b 12 8y BRI MR B2, i Jz PR 1~
SEE TAR AR RE . SR, ARSI 8 I 43R,
LOD FILQD {75 e v H e AL o AN FAS I 168, A~ TR N 2 AR
P, WIEriEm K. PrLL, ASIE AT b A &
ARSI TR RS DFE R AR, ARS8, 4 i 12 18

LR, KERNBMEERIFES . QbHFN
e, XAERTLARORBREERIPEARSEAR B, R, ERR AR BUR &
/N, ATDASR A Ao B, s, b, GibH:fk
AT N DR R AT o A N R 8= 21 L 7Bl BN E SO R P
AR IEEERE, TR, BER (KD Gk A: FOR b
JE . ATAHE s H Al LAl TR DR A ER EL(S /N )R i
Fe b, AG IR AR RIS ZR T X R i AT AN DA B
PREAEMERERE . AR RSTRISEAR R AT LAl T i85
Mg AR, E il T, E-EHEEsiisnas
g, P R AN E S AN &% B IR IR o IR i R AR
R, MR R, XAFRYE Beer sEML, AILAER
g R 17

BREI W R A A —E R AR HTER, AR A AR
&5 B AR P ST A Al BT Y, . O HE SR AR PR EE
SLLCR I SIS SR AN T, T TR SRR, R
JpH B
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W\
VAT

P oA it 2 5 R o sl el , TR ARE IR B AR P Y S S IE

DEML AR AR KSR B I Al o e BoR R N (K ER S A
PR A s S RS R I TR, e (A, B R £ B
Il , HAEMR LR, AR G, AR ARFN
ARIGEER R H ke ATt fER L. GO & E R
ey Jie, BlAnURL N BB AT DAY % .

[o*

B EEEE T R MR S RIS 2 U A OB, 7B ik,
PR R . U O FELA A 28 (O3 4D 2 S
WA SROMETIE . FER FFE T HPLC J7 (i Moy 47 s
PR, BTk S RSB i 2 IR A B R T
T, ST R RS R R B IR o G0 L
ANATHERIA100% . SRR I AT it A B HOARAERE 37
BT iR 2 TE , J SR £ R L5k SR Sk 15
ERRSIHI, B FRSMEREE SR T R BT T LA >
B RTINS . — 5 AR R R AT —HE5 %
SR 2 TR BORE . W E P i U R S (L Y
eI S T B AR (R B, R A =
AT T, AR, TR
5 B B — 3 (L3 RO ) A2 7
SYBTEIRI R

?
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EMHER

Hh [FRG 2 B — IR B8 5, & — A5 i AE R —
AR AR AR FSE BRI AL (R — D5 1
AR SEEE BT RIS R BIRTRTE R . AR T & ah ATy
{2 PN e T3 VAR A PN P

— AT IERTRG B HPLC (U Z R R EERE R R R R . Ttk
R REZH BUA R REAE PR R B Pk S oM 25 B, (R 22 i
RS HIRaE, GRS G RERAR LR ENE. 8
PEAZAZE R R AR B 5 A T G A LA R v S, stk
RECA B AT RIS A4 R

HPLC By Hry el DAL T OR B IRHR] L SR A0 B BB i Bt A7
SEME. SR A SR R IE R IEARAE A R B I (] 4
ARE AT E PR A i TR S b S A R s T 5 DAL H
EHAFHERAISIE R, THER, FERSIRX R &
AR (EXFMEDL T, MR 2Rl M E AT E . —
WAEREFVREIN & ATLAREATAE SR, TR R Bk nT DAE
frESHE, Blan% 75 PNAS)IHr, F5RARS Y.
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