= EMRAT BRI KRR AEE R E &

FEEL: AT T — i R v RO 5 LC-30A A= E PYARAT T {X LCMS-8030 k%
FIPRIE N e K R (ng/L) KRIFNEERBTAERIINE. FERAIRIUS, s R0
W LC-30A 08, = VUMY LCMS-8030 T & B HT. 8 F KA EEEPIERAE 4 &
B 13 BIPOHE S A . IBHEE R BB AL 5~200 pg/Ls MTHkER. BRMR. LEE
R UEBER, RWER. PUBRE 1-500 pg/L KGR N RLF, i 2 25034
7£.0.9996 Ll E; XF 5 pg/L. 20 pg/L £ 200 pg/L I A bRUEVERGHATAS 25 R S206, ¥4E 6 YtkRE
5% B RF ) R 0 T RRUME U A R 25 43 B TE 1.87% 01 5.04% LT, R GUKE % AT

KR K KIFNRREIUE R BRI (L = BPTRER R 1

IAE B S R 29, R PUA 3 R WI R & H DA R IR AR 25
s, KHILR— B R, ST RAE— e BRE RIB E K, YAk 2 i s K FR 58 75 G
C&l T @R . FREB UL R R E T B EK L —, BRIk
SEIRERE K 2 AR B B R R B O R R N 2 . KRN RSP E (Macrolide
Antibiotics) & —FHE X MAVEH) HAE SN EKAEIHTA 2, KA 2 DURSE AL,
DR AU HE FE R o I L P 1o AT 0 AR R e AR 3 2R 25 R B 2 A O A b . A SO
K3 R v RO B 1% A LC-30A =5 PUARAF 5T 1% 4 LCMS-8030 HXH, g3 T — Ffr PRl s 21
ik 8 R A BREPUER (REFHR. BKEE. MThER. BAWEER, LEER. 4%
. RXUER. PAFER) 0L, FERABTESLI 2R R WK IR+ ke =
TS UIRGLBEAT R, BEAR AT I RS %

1. SEEGERS;

11488 SIHTLES: LC-30A R4t

ARSI A FH 5 R R AROBOH A LC-30A 4 3% #: Shimadzu Shim-pack XR-ODS III
5 = & PUAR A B LCMS-8030 KX A & 2.0 mm LD.x50 mm L., 1.6 pm
4. HAKFCE N LC-30ADx2 CHiliE), WoBh M A—0.1 % F BRI
DGU-20As (FEZii ML), SIL-30AC (H 3l B— ZJi

HEFERS), CTO-30AC (FEIRAH), CBM-20A % . 0.4 mL/min

(RG4EH1%%), LCMS-8030 (= PUA%F BEFEAAFR: 20 uL

Jii{% ), LabSolutions Ver. 5.41 ({&iff T {F s e 40°C

5. Velbir = BREEBEIL, B AHVIGEIRE N 15%,
1.2 i dktt I A FE P W3 1.

YRR T

126



R 1. BBEEVEBIN [ FE

Time(mir Module Command  Value
2.00 Pumps  Pump B Conc. 40
2.01 Pumps Pump B Conc. 80
2.20 Pumps  Pump B Conc. 80
2.30 Pumps  PumpB Conc. 15
4.00 Controller Stop

JR G S A

RENE T LCMS-8030

[EER S ESI, IEB-FH4H

BFPEEOHBE:  ESI(+), 4.5kV

ZHAR: /A 3.0 L/min

T &< 15 L/min

fill 8« Ezi

L AVERE:  250C

IMFBELL IR« 400°C

EEEiY B Z [ S (MRMD

0 BH ) 8] - 20 ms

FEIR I [H] : 2 ms

MRM Z4{(: W% 2

1.3 HEmil&

A A R 71 <

HEMFR UGS EIRE R R BOKB AR MThkE

R REAWER. LBEER. 45K, SUE
. PUABEER 8 MbrdEm, F I REREC ]
1000 mg/L [FJIR A bREff & s, R
SIARRERORE A 1. 24 5. 10+ 20, 50,
100, 200. 500 pg/L HIFRAE AR

PR KHE: it BT A BTV -

K AR AT
|

Haazk

250-~500mL

1l }7 I E A 0.1M-EDTART Ml vaines®
PR (pH7) SmL
1) P82 20mL
2)7k10me InertSep
Phrama FF

SE AR

b ps

Bz av-EDTAR Vel vainedE
MPiE(pH7)SmL, 7K smL

At

}7 FEz10mL

45

}7 B, A%k ZIEEE

(200mg/6mL |

bl

Fi
%

LC/MS/MS

B 1L IREER AR R P BRI PTAE 2R i T A B A P

% 2. MRM Z:3

RS EA s AAEF T QI Pre Bias(V) CE(V) Q3 Pre Bias(V)

174.14" 26 -45 -19

1 PR 843.5
540.25 26 35 20
174.10" 28 -50 -20

2 BAEA 869.5
696.55 28 -40 28
158.15" 22 -30 -18

3 Tk E R 688.4
544.35 22 -15 30
» 174.15" -30 -45 -20

4 FIRHE 916.5
722.45 30 30 30
5 JEHER 7723 174.10° 24 35 21
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109.05 -24 -45 -23

158.15° -40 -35 -18
6 AHR 734.3
576.35 -40 -20 -32
N 174.15 26 -35 -20
7 LR 828.4
229.15 -26 -30 -17
158.15" 26 -40 -18
8 PURR 837.5
679.40 -26 -25 -36
*RATEAT
2. BRI
2.1 bR ERE S B T
Inten. Inten.
1001743 10001742
75 75]
501 50] 8695
] 8435
25 25]
] 696.4
1 54F3 r
o T T T T T T T 0 T T T T T T T
200 300 400 500 600 700 800  mlz 200 300 400 500 600 700 800  mlz
Inten. Inten
100 2 100] 1742
) kTR s44 RINER
75
501 685.6 501
9164
25, 254
7725
200 300 400 500 600 700 miz 0 200 300 400 500 600 700 800 900m/z
Inten. Inten.
10(}: 174.2 100] 1582
1 1092 bR ER RS N
7»’{ 75 576.4
5({ 50 7345
] 21p.2 7724
251 25
5224
o Siow . ’S T T T SSF.A\ T ( T o T T T T r‘ ‘ T T
100 200 300 400 500 600 700 800m/z 200 300 400 500 600 700 mlz
Inten. Inten.
100]174.2 100] 1582
] LR BUBR 6705
75 75
507 507 837.5
] 828 4
] 2292
25 25]
60p5 5223
o T T T T T T T o T T T T T T T
200 300 400 500 600 700 800 m/z 200 300 400 500 600 700 800  mlz

2. FRAERE S T S

2.2 FRUERE S MRM i &
Kl 3 4 500 pg/L FrERE I MRM (3, 8 FiRIR N ERRPTAE 2R AE 4 38PN 453 3 1 Psas il .
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60000007:843.50>174.15(+)(5.00)
12:869.50>17## 0(+)(5.00
13:688.40> 158 5(+)

5000000/6:734.30>15g.1 5(+)
14:916.50> 1742 5(+)
15:772.30>178% 0(+)

40000008:837.50>198.1
17

°

s ey e s s et B B L A Sy B S B
0.0 0.5 1.0 15 2.0 25 3.0 min

Bl 3. KIA A BESEGTA FARHERE S ) MRM €3 ]

2.3 FruE £k

BIREE N 1. 24 5. 104 204 50, 100 200. 500 pg/L KR A bR TAERHE 1.2 M4
PEBEATINE, CLIREE R AshR, WETAUAMNALER, Sl anE 4 Pros. iBEHER. 85K
BEIES5~200 pg/L; MAkER. RRWER. LRER, 485, TWER. PUAEHRE 1-500
ng/L R LT N A RIF . ZRPET7RE . AHOR R B b v SEASA L B A e B BR L3R 3.

Area Area
] 100000
125000 BRJER ] BKER
100000 e
750007 500005
50000
] 25000
250004 1

50 100 150 Conc. S 00 150 Cone.

Area Area
] P = ] i
1 Gk E=R 1 ZEWER
5000000 3000000
] 2500000
4000000—_ ]
] 2000000
3000000—_ b
] 1500000
2000000 ]
] 10000004
1 000000—: 500000_:

100 200 300 400  Conc. 100 200 300 400  Conc
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Area

2000000-: JbEEE

1500000-]
1000000

500000

”160I T

200 300

Area

400 Conc.

5000000
4000000—5
3000000—5
2000000—f

1000000

LIV EER

200 300

400 Conc.

Area

la%=
15000000

10000000

5000000-]

Area

300 400 Conc.

1mm@§ﬁﬁ%
10000000
75000004

5000000

2500000

Kl 4. 8 FORIE N BT A R IR HE AR 26

3.8 PRI RBUE R MR AE #2455

100

200

300 400 Conc.

No. B g MHRRFr WE (ugl) £ H PR (ng/L) EEMR (ng/L)
1 LY S Y = 665.9713X 0.9997 5-200 1.24 3.76

2 BAKEE Y =482.1126X 0.9997 5-200 1.07 3.24

3 THkER  Y=11126.75X 0.9996 1-500 0.16 0.48

4 ZIREZ Y =6573.865X 0.9999 1-500 0.11 0.35

5 JEREER  Y=4055260X 0.9999 1-500 0.19 0.57

6 AR Y =35452.73X 0.9999 1-500 0.13 0.39

7 TWEZR Y =9725.036X 0.9998 1-500 0.18 0.54

8 PUAHFE Y =26698.20X 0.9996 1-500 0.13 0.40
2AKEEELER

XF5 pg/Ly 20 pg/L A1 200 pe/L VREIRERBOES: 6 N, HEAUIRIFEE L, RN
() AT TR A B R MRS AR 4 Fian. 3 AN FERRvE b PR £ B ISk 1) 000 068 TR AR PR A X b v Ol 22 43
BIZE 0.02% ~1.87%F1 0.97% ~5.04 %22 6], a8k 25 RF L iF.
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R4 LR AN AR E RS R (n=6)

RSD% (5 pg/L) RSD% (20 pg/L) RSD% (200 pg/L)
P24

R.T Area R.T Area R.T Area
Ly 1.87 3.82 0.17 1.67 0.20 1.22
BAER 1.50 4.06 0.36 3.53 0.42 2.04
ItkEE 0.11 1.83 0.13 2.55 0.08 1.51
ZINWE 0.06 3.40 0.05 223 0.05 0.97
LRER 0.07 4.52 0.09 3.81 0.03 1.68
AR5 0.10 5.04 0.08 4.41 0.08 1.24
TIHER 0.10 2.97 0.04 3.74 0.03 1.81
BUBR 0.08 5.00 0.05 4.16 0.02 1.06

2.5 ZEFR bR LR

NTHEITFERRBUE, EABE A AR fh RS IR S hrre, b i s 2 A
KB RIMFRIREDY 5 ug/Ls HABRERINFRIREEDY 1 ng/L, FEIEERWIE 5 Fron. AEHFTLL
B, BEFUINRRFE b AR E TR XA R (i S o

f1:843.50>174.15(+)(5.00)
1:869.50>174.10(+j.00)

40000

30000

20000

10000+

o
0

T IR T
0.0 0.5 1.0 15 20 25 3.0 min

B 5. MR A B TR R it ) £ 3 ]

3. &5

FERENE T A S v v AR € A LC-30 A AN = 5 PUBRAT 5 1 LCMS-8030 Jk Il 52 A 5%
K 8 BRI AR BT AE R TV IR TR R, RS, WE%E R, BiEER.
BAKFEREAS ~200 pg/L: MTHEER. BAEER. LEER, 458K, TUER. PUSERE
1-500 png/L W FEVE T 21 R 4T, BT A St iobmitE it 2R A OC REGYITE 0.9996 DL b fEALIE S
(R0 TR KRR i T IR IR G AR, B UINARRE 72 58 B R B3 A IR I ey
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