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F s

sk, FRIE A IR A e, FRIENV AR AR P iy, FRTE T H )™
W, SRR ) AT, AR B AT APAT 2 AR, L 2GR, ad oK
P 2 B R R ) H 2R S . IR PR . PR AT 5 30 B NV A
NPTt SR RIE R, S D AT ™A O B R ok . PR R X e A 3R
R B AR R K P i R A A B LA BRI = X

T R H a8 PR K A Bk, FRIE T 2010 AT T (iR NRILRI
S 25, B2 ATt 1829 Fh, Hrhopry 604 A, E1T 1164 M. HEr &
anEILZE D12y (CAC) FIMELHEFE 7E N IR 22 B X H e 1 & 53l 5 25 5% B PR &
PritE o V5 B 2% B R UE IR 5k B B B b v A B B RS T vk b, BRI e AT T
(GhtE il b S 2 s R PR ) CRER 235 5 A5 ), il e e ik B PR 5 1)
AL 96 B, K i S 2R ARSI T VEARHE 14 T, (SRR R 2
Ioc e Bk B B R 454 ) e DA A BB 24 ke P I A O )V R, M0 e v B P PR
L 118 Mo SEIE B2 f m ik B IR AR R D, A B ek B BRI A L TS
R Prar s, Pudlles. BERASE, 4L 108 F.

KT HR A R EbRE, & EEY P aE B 20 bR BE 51
B, 20 34 b, EPRE A IS (CAC) 15 B, R 37 Bl Prdyd:di2sehd.
BREE 38 B, JElE 17 Ff, EFrf iz bisy (CAC) 21 M, Hr[E 34 M Hrekil
Wy WHE 3R, SEE 19, EBR AR RS (CAC) 27, FE 17 F.

= HE DURRA TSN T Ak R B A B s AN A SR I A Bk
] 55 2 B RSN %) A O 1B SR A v 22 SR T 0 €00l B B — T DU ARAT i A A Sk A
MACEE . BT H 2010 4218 5F UFMS HA LUK, #EH LCMS-8030/8040 F 41—
FPURAT BT, AE ™ SR 7 TR 35 o nT EE LA #8: mISEBER K 500 J@iE/
Foo IESORPE DI TR] 15 msec FEPGE MRM W52, LA s 15000 w/sec FRIEHR
RN« e AR, ATHEE L) UFsweeperR fili4# % 5 Nexera LC-30A
TSERE S, WORIEE T I de%.

KIHLLK, By wl - OGBS 25 B R, RNt R R P it
SRR R TT o AN SCEE DL KARUE N FE S KA, 1 F B &) fopidfe
HE A R €AY LC-30A H3 IE — H PUARAT i { LCMS-8030/8040, iz 12
e, 68 TR it B 255 B R I S A M o T %2, DU R P 2% .

Bk E OhED ATIRA
gl
2012 4F 12 H



ERIT R

TR SR e S 7R 5 2 IR (A AT 1 R I DA, A LT iy ol i
WIBLY K, FREBER N, 2R BRI Ak, 1 FLmR KR B R 75 sk
HSRIERTE, ks oRME ke AR AE K™ A IR, ™ AT AR T
ADI R, Lt WP SR RAR R, O FRE R S R AR A
MEESR s “teta RGP R L mgriir” X3 E I he A = 5 H 0 s
i “ZEMAEL MEN 2T AFR AR LSRR ATd . WL B
FTULE 0 | K il TR e A S e BB 1) R R s A 2 ke B A

T DA S 24T R - A VS N s A R AR Tl s S B A %
A FIEAT K =SB Biia s B AT A RAT I 25 IR A= 25hIRE, dE oK™
W KRR 2R R R KPR AR BRI TR R, Rk e LA
gk, AR WSR2, fa KA R . B SR BRI % R B AH G
USRI R 2R AT ST, RE 7K™ il PRSI 5K A 46
1. EEEM

H 1997412 7 18 H 32 [ BURF S il 7K 7= S HACCPIE I LAK, B E K7 n 1)t 1
5 [E 7@ 1 56 M FDARTHACCPYF & % 4%, HiigA i, U456 il I HACCPY
WAURIET, 43 EFDA CEEEMSAWE IR #ZNARIENEETY,

KK i BAEZKR, IR i i g ebniE. KA B WIURSE, i
INF B HVGRY) bR S bR R SR, SRR A
R RGNS, BT HZA S RERE T B RIS AN, RO E
it AR P2 I TANE I AL RS R B 8h0 8 (DWPE) K44 . SLE & 5 4
PRy A (A AR RE L B s e e A B R 2 LA S R W
CUAMERY . HSSARME . PR M, FUBRHIEBKMESE . R IR CHMIBRAND | IR
VUARANHERA) RIS (D A2K)5E .

2. HAEH

HUARHE K= Sl il ARV SERERY S . Fecioe, a0k R 7Edk 1 K 7= i
INf, 2R SER RE LK™ S 4 BOR RS R AR, R A AR A BT AL 57
NS 5 (22 BOR IR 2 B i S0 S R 5 IBURE £ S ST BT ) 17K 7 i I i A, 4%
WA ARGk 230N H AT, A A A AR G

HH



F120014F, A A= 25060 K 15 v [ 10 S s v £ i fLe LR 11 vh 24515 B2 40
Jit, HRPRRR S PR s B %(0.05mg/kg), AL FEEIE(0.02mg/kg), i
i — RS BE(0.0 lmg/kg) 5 FifIEE-6-FF 20 (0.03mgy/kg), il — AR B s
(0.04mg/kg), Tl k(0.05mg/kg), EVERE (W N70.05mg/kg) M H B it &,

200347 H, HANIE L RG22 s : Ak, 1518°450.025mg/kg,
T BEHE 090.05me/kg. A 68t FR Y KN T H EVE 32 BORHT
3. BREREH

2009F Wi 1 R ATEC470/2009 5 4541, fnaik 1 x5 - I 25 O 3, IFxtsh
B it e I 2 BT TR A U B S S B PR o TR RO A TR A A A
FEESRRR . BARFEER . A RUEYITRbR . TS e A R ) TR
ARAIRE . U263, Hrh AR WRIPUAR. FLAEASE. Z5anse. W e
AR
4. EHEZEM

ey SRR T A (R K SRR O AR ) R K
PAERRHEAE T VEANRE o 5 R K T A B e R T T A R RS S0 A 2 R

o ST ERIR XK W SEAT (R AR B0 JF B G AR K 3 AT 1) 4 S Dl 35
5T AERRUEG DG, W F 1999459 H TFapn Jeaf i . 3 41 Rk SEAT SRS 50 5 d
R SRR G A AR B REER; SO EIRS . M WREE R DA
DUSF= Sl T A S o AT AR Y, AR B R A A AT H ) TR AR
HE RS2 N LFRIE I 2 K™ i R i, MUE AR H .

5. EEM

e LR S Ll s AT R 2R B R I 7 vk [ AR 1464 . AR R AT (2
IRZIRE CRNFR2785 A5 ) ) WP R I AI202780 () B 24 Rl 24 v I
FIRE TR

20104F 58 7 (e NRALANE B2 ), ez B 2 i A Lo 18294, Horh
Hh604%T, BIT1164F . Jy T R0 H ™ kg B itk il 25K, F I 8 2 5% B A
RIAH G B SRR HE 22 SR P T VB0 €003 R 00— R DY BT Bl S A DAy RSl A 245



BEMREEIE = EMRT RIS ENEK=mPaIFLE

AFME R KTLE

FEEL: ASCHEESL T A T B v RO (354 LC-30A A =H PUAZAT B3 { LCMS-8030 Ik
PP 2 K= R LA St REFLAEA LS. 45 RRBRE A WERI k. FEREREUS,
FH 8 iy 0B (538 LC-30A 73 B, = H PUARA BT LCMS-8030 HEAT A bRVEE &40 4T . FF b
2 Sy BN AR B PE; BRI . FLAE A SR RIBR AL A S 0.5~200 pg/L, 45 A7 0.5~500
ng/L, Fa S RAE 0.1~200 pg/L W PEEIH A Lol R A, Arifk 2 AN ¢ R B 7E 0.999 LIk,
XF 1 ug/Ls 50 pg/L F1 200 pg/L VA PRE I T K B8 BE S5, JELE 6 YCHERE R B I (1) R i AR
AR AR AEN 22 20 TIAE 2.925%H01 0.160% 2, RGREE RLfF; kel 0.1 pgkg, LT
E4x (GB/T 19857-2005 7K™ iy HFLAE AT SR RN 45 i S8R B 2 )+ 0.5 pg/kg EEK

S SLARTISE SEA KPR PN (G = DY T

LA ST P S RGBSR TG ik,
MAmgk s R AR . fLAESE, BB AR
W, SUZGEE S TR, Wil R et
WP, SRR . IR, i R
ERTR KB . BEAER . N A,
17 HL A 7 A 052 4 ) i S A o, AE IS i R
HRANFEIBCH N, e A AT FL A 4k . RIFETR
R, LA SRR NI I ARG, HIHR
B s iR RSO . Bk, B AT A
TEH, ST, V2 B IR LA ALK

1. KD
1.1 {58

FEIRIAR 25 . FE T 2002 4FE 5 H AL
AP D)t AR T 2 S S
WY o (R, AR R, i H IR
I7 7K B S I DR HABZ T “ AR AR
(40, T AR & (R BK S A 73 L A2 A S F AT IR t
LT o AR SORAE [ A

(GB/T 19857-2005 7K™ &t fL 4 7 e M1 45
AR TR B RO ), AP R e A £ 0
1 LC-30A A =HPUHZAT 5T { LCMS-8030
I FH PRI 52 7 7K 7= i FLAE AT S R & 5

A SIZ A ] 05 v AR 0 A LC-30A 5 = F PUR AT i LCMS-8030 I 5 45 . HAKRED
BN LC-30ADX2 i 4%, DGU-20As 7EZEii ML, SIL-30AC HahdtFESs, CTO-30AC A4,
CBM-20A A% #5Hi%%, LCMS-8030 — F UM AT i, LabSolutions Ver. 5.41 &% T {E vk,

1.2 53 &
BORH % 2% A

SHTLEE:  LC-30A R4
i b

Shimadzu Shim-pack XR-ODS III 2.0 mm [.D.x50 mm L., 1.6 pm

W oah M, A—5 mmol/L BEFREE N 0.05% H R /KW B— LM



il #: 0.4 mL/min

AR 10l

O 40C

Vel BREELEI, B AHWIGIREE N 50%, I IFET R 1.
R 1 BREEDERIN AR P

Time(min) Module Command Value

0.50 Pumps Pump B Conc. 95
1.80 Pumps Pump B Conc. 95
1.81 Pumps Pump B Conc. 50
3.50 Controller Stop

Jg A

AR UENEET LCMS-8030

P ESI(+)

BTEEOEE: 45kV

A A< 3.0 L/min

TR A< 15 L/min

fEAE EA

O 51 A U 250°C
TR i 400°C

AR Z RN (MRM)
IF: B4 W [a) « 10 ms
FE IR B} 8]« 3 ms
MRM 24 e )
#* 2 MRM 2%
No. KR HART F¥HEF Q1 PreBias(V) CE(V) Q3 Pre Bias(V)
| e 32020 313.15* -20.0 -40.0 -23.0
208.10 -30.0 -35.0 -16.0
2 Bt FL A A 4 331.20 51620 100 20 240
239.15 -16.0 -30 -29.0
; i 3725 356.20* 19.0 40.0 27.0
251.20 11.0 35.0 19.0
359.20 11.0 25.0 28.0
4 latamk 374.25 238.15" 11.0 30.0 18.0
5 D5-fLAEE 1 4% 334.25 318.20 30.0 40.0 23.0
6  D6-FaftiflE A4 337.25 322.25 10.0 20.0 25.0
*RRENE T
1.3 PRSI
PRV R i«



I ZBEECH] 100 ug/L RS FrAER W, H Z5-5 mmol/L LMRE/KEW (1:1, vIv) Tk
WK 0.1,0.5, 1.0, 2.0, 5.0, 10, 20, 50, 100, 200, 500 pg/L [KITR EARE TAE, S THZR S A5E T
VR & A TRALE AT R TR BR (AL AT 48 % 2 ng

FE T AL BTV

[FEFR (GB/T 19857-2005 7K™ ity 1 LA A SR AN 25 i 2 5 B O SE D)

2. ZRITIR

2.1 RUERE R ) MRM (3% &

—

x10,000)
1:329.205313.15(+)(1
2:331.20>316.20(+)(3

0)
0)_

; 5
] 0

2.0]3:372.25>356.20(+)(0.5 ~
14:374.25>359.20(+)(5.0
15:334.25>318.20(+)(0.9

1.56:337.25>322.25(+)(1.5 v

1.0

o 7

o
o

11 1 1
— ]
1

min

o
o
o
o
-_—
o
-_—
o
N
o

B 11 ug/L FRIERE Y MRM €15 5
(1: LA 2: BREFLEASE: 3 SR 4 RO, 5: DS-FLAEALE; 6: D6-Fa i fLE 4%, )

2.2 HEXRAR
B E A 0.1, 0.5, 1.0, 2.0, 5.0, 10, 20, 50, 100, 200, 500 pg/L VRS FRUE TR 1.2 8T 4

PEEATINGE, FLAEA MG iR LUTARIL A S A AR T 5, B (B LA 2R (L 4 T R
PUTARKS (AL A 2 R BT B DA EE EE AR, Wi AR B AR AR, et i 2%
Wik 2~5 s AR IR e O R Ay, VI RE AN SR B 3.

Area Ratio(x100)

Area Ratio(x100)

1.25] ]
] 1257
1'00'; 1.00-5
0-75-5 o.75-:
0-50-3 0.50]
0.25-5 0.25-5

0.0 0.0

50 100 150 Conc. Ratio 50 100 " Conc. Ratio

2 LA SRR UE T AE &k B 3 BafoFLAE T SRR UE T AE ihk



Area Ratio(x1,000) Area Ratio(x100)

1.004
1.00-:
0.75-:
0.50-:
0.25
0.00- 4 0. 004 e e e e e e e e e e
250 Conc. Ratio 50 100 " Conc. Ratio
4 4SS bR T 2k B S [ 5 1 b e A i 2
%3 Rk S5
No. B TR HE h 2% eMEVaRE (ng/L) HERE R
1 FLE A2k Y = (0.659584)X 0.5~200 0.9997
2 b sl gk Y =(0.71228)X 0.5~200 0.9996
3 gk R Y =(2.16652)X 0.5~500 0.9999
4 (SRR S Y = (0.484806)X 0.1~200 0.9999
23 K E LR

1. 500 200 pg/L A FRE TAEBGESENGE 6 IR, HLAU I MRS B, 5 B I TR) A0 T FX ()
EEMERINE 4 iR, S5REIR: 3 ANUREEbRUE S O WAS TR LR B B TR] A AH X b v A 22 3 531
1E 0.680%~2.925%F1 0.039%~0.160%_ [fi], X 28K %5 B B 1,

4 ORBIN AR AR EE S PR SE R (n=6)

o RSD% (1 pg/L) RSD% (50 pg/L) RSD% (200 pg/L)
AR

Area R.T. Area R.T. Area R.T.
L2k 1.709 0.177 0.747 0.083 2.373 0.160
b fLAE gk 2.925 0.088 1.293 0.095 1.504 0.097
gl R 1.385 0.055 0.680 0.039 0.825 0.084
Bofo, 48 iR 2.113 0.153 1.832 0.096 1.351 0.071

2.4 REELLE

KT S TVE R, ERRIE RS A S AN 0.1 ng/kg MR A AR, 42 K E 6
7 FR, PRSP RN 0.1 pgkg, PLTEAR (GB/T 19857-2005 7K 7= i Hh FL A4 f1 4 A1
SEARETR B IIE Y 0.5 pg/kg ESK



(x1,000)

{7:329.205313.15(+)
6.042:331.20>316.20(+)
13:372.25>356.20(+)
5.0.]4:374.25>359.20(+)
4.0
3.0
2.0 ~ -
:,,, VS . I S Y| W WPV N O S—
1.0 A
0.0
e e v e e e
6 WFFET I MRM (33
(1: FLAEAS; 2 Bt LSk, 3: 4%k 4 ROSRE
(x10,000)
J1:329.20>313.15(+) ®
12:331.20>316.20(+)(5.00)
1 0033:372.25>356.20(+)
V0714:374 25>359.20(+)(10.00)
0.75
0.50
0.25
0.00
] ] ' ] ] ]
0.0 05 1.0 15 2.0 min
& 7 0.1 pg/kg MARIFFE i ) MRM i 4]
(1: fLEfss 2 BREALEASE 3 G5 4 BRiagBE)
3. it

FHE T T A B v OB € A LC-30A 1= PUBZ AT 5 1% 1 LCMS-8030 H FH I 2 7K 7 il
LA GRS SR I T e ZTNES TR L, RSB BRI RE AT R BOYTE 0.999 LA
by PR ERA 0.1 pgkg, T EFR (GB/T 19857-2005 /K7™ fyHh FLAE A0 LRI 45 i S8 5% B 1)
MWEd 0.5 pgkg MEK,



BERAeE = ENRFRIEEKRENEKR=mPRER
K% B

FEEL: ASCHEESL T A T B v RO (354 LC-30A A =H PUAZAT B3 { LCMS-8030 Ik
FHINSE 7K 7= 5 r il o8 G 87 22 25k B 0 1k o A5 R T B0AT € 3% LC-30A 7 2.5 min A 52
PRod 7385, = H DU BTSAL LCMS-8030 HEATE 404, PRIy DAPRs . AERR M i AR
. RTIERAAE R X 3 A RAF, AOCREIYRT 0.999: AN [m ik B Rk % B
S5 R W] FLAR B IS T R0 T ARG R O 22 73 30l 71 0.13 ~ 0.54% K1 1.68 ~ 4.31%2 18], 1%
FORR R R FRREE R ST A R AN R IR B 40004 0.104 0.04 F10.04 pg/L, &

B 23504 0.41. 0.17 F10.15 pg/L; FEAINAREIE R 81.5 ~ 105.5%.

KRB B K MERIE BB I = B PURBAT B

AR, PERMR TSGR GRREH)
7] J T4 % 22 (CAPs) 254, N A 28 R LR
Je B R AR ) IS hR 25, AR
IS PE S SRR, BAT) A Re ) of
e N T s FR g AR S B R I
T B SIS b T BB DU £
BB bR, BAT BSOS AR A ARG R 2T
ML AR I P B 0 S5 R R A T O A AR A P T
s, Bbg T E A S E .

HAT, K2 HE R g™ ks BRI,
IS it b S R R 2 I e e Bk R
(MRL)fi 7R . BRI R E S R A,
IR 25 050 pg/kgs XA &M S HIR B %4
1000 pg/kg; 3L IEGB/T 20756-200641 7& 5 57 %
K PRO. 1 pg/kg, HAREE 22 AN 90 JE 25 A Hi R
M1 pg/kg.

1. LR
1.1 {328

YA P Hb SCHR R IE S8 R WA
W 7530 3 BRI A s, SO - i
I FH 25 (GC/MS) T AR €5 3% - o7 1% 16 F V2
(LC/MS)AE, IXUeT7 ik BRI —Ph S %
IR ER 1) 3 AT D53 T =l 240 ) s A £
TIVERIER D o« H AT E AR il g i =
TN E 75 22 2%GB/T 20756-2006
CTRORH €8 13 - B B B2 FAR L9585 4
-14-2007 AR - BT, H2 ZHE R
Rl R 2R L ST IR R =R i)
FCRORS 8 (1) 77 1530 & o HEVBUAR €105 - R I T
Wio DRIUL, AR SCASHT R v RO (4
LC—30AFN = F PUBRAT JFT A LCMS—-8030KK H] ,
HENE T K i R R R AR K T I
TV TR R R R s A OGRS
IPNE= 2

A S FH 5 R RO (615 A LC-30A 5 = EPUMAT i LCMS-8030 B R#48. K
PRRCE b LC-30ADX2 $iifi 5%, DGU-20As fELEI AL, SIL-30AC HEhdkFE4s, CTO-30A A
%6, CBM-20A #4514, LCMS-8030 — FEPUMAT ik 1%, LabSolutions Ver. 5.42 A% T /.

10



1.2 3 oA
WA (il 4

DML AE: LC-30A 240

i ;. Shimadzu Shim-pack XR-ODS I1I 2.0 mmI.D.x50 mmL., 1.6 um

WahtH: A—7K; B—2E

Viig: 0.4 mL/min
HEFEARL: 10 uL
Foi: 40 °C

Vel s BREEVEE, B MIATARRIZ N 30%, IFIRFER WA 1.

R 1B EEULRE N TR R

Time(min) Module Command Value
0.50 Pumps Pump B Conc. 30
1.50 Pumps Pump B Conc. 60
2.00 Pumps Pump B Conc. 60
2.01 Pumps Pump B Conc. 30
4.00 Controller Stop
R A
JrHT s : LCMS-8030
BT ESL 4B
BRI 3.5 kY
ZA A A7 3.0 L/min
T HA 15 Limin
A
s VL 250°C
INPAEYGRILE . 400°C
iR 2 RN (MRMD
JER I TH]: 40 ms
JEIRIF A 3 ms
MRM Z:%{: MRM M 41IR4E, Wk 2
% 2 MRM 2%
Y 1 Pre 3 Pre
wE = E}Ejﬁ g? ]gias(V) CEWY) ]?ias(V)
185.0° 27 22 19
: i 340 289.9 27 12 20
336.0° 13 10 23
’ AR 3260 185.0 13 20 19
3 Rz 131.0 152.1° 25 18 15
257.0 25 12 18

RN RE T



1.3 BRI
PrAEY: L3 B, nlh RINE R, SFRERNAE R,

PRAEVRICH]: A EERCH] 10 me/L VRS ARUEP RV, T H - KAWLV, 50:50)F7FE Bk
0.2pug/L. 0.5pg/Ly 1 pg/Ly 5pug/Ly 10 pg/L. 50 pg/L Al 100 pg/L AN [ FE I A bR vE AR -
FESHTACEE 775 FRENS.0 gikFECR A1 420.01 g) 250 mLE L, IIA25 mL AR LG, 76505
218114000 r/min”] Jii30 s, LA4000 r/min 3005 min, 12 2R L EERBUGRMAE T-50 mL P k%
b, BREIA20 mLZTR ARG, EE FIREAE, SIHEUR: 45 CRURRE R4 2T, R
Y1 mLH BE-ZKEB(V/Y, 50:50) %%, FRINA3.0 mLIE ChiiRS, JFHBE 210 mLIL@EE .,
WENIEA30s; LA4000 r/min02 min, 72 BJZIE Ok, BITE, £0.22 umflfLIENRL 38
J&, MU .

2. &R
2.1 FRUERES— R A Y R o

Inten. (x1,000,000) Inten. (x10,000)

u 354.1 ] 185.1
207 5.0
1.5{ 356.0 40

] 3.0
1.0*7 ]

1 20
05 E 2092.2401 2899

] 0 1.0 2211 3538

i A ] 1|4f.1 2121

] 11347 1702 f 276%.
00— o.o‘ﬁwpw‘ F&f‘
250.0 275.0 300.0 3250 350.0 miz 100 200 300 miz

1 HEE R —O5al . 2D )4 sk 1 (CE {8 20V, A ED

Inten. (x1,000,000) Inten. (x100,000)
i 356.0 ] 186.1
30 125
25 ] 336.0
] 3430 100 6.
20 ]
] 0.75+
1.54 1
i 050
104 ]
1 0.25
0.5+ .0 9 219.2
] 3%0 1‘& 1 11191 1521 r 35‘5-1
00 000 f———-—+——F+——+——— —
250.0 275.0 300.0 325.0 350.0 miz 100 200 300 miz

B2 T IEE R JOrak 2D R r A ik e (CEE 16V, A ED

12



Inten. (x1,000,000)

4.0
30
20

1.0

321.0

3 ‘.10 METO

0.0}

250.0

— T
275.0 300.0 325.0

50.0

T
mz

Inten. (x100,000)
1.75-

150]
125
100
0757
050-]

0.25

15]

2.2

17?1]94.2 25('1 3212

0,003

100

—
200 300

K3 WmRN Uil R MY ik e (CEE 18V, 4D

2.2 FRYERE S ) MRM f4,3 &

TRAARUERE S MRM (&35 Q1 4 Jios .

1000

1:354.00>185.00(-)
12:356.00>335.95(-)

900 43:321.00>152.05(-)

800

700

23 &MRAR

BRIEN 0.2,0.5,1,5,10, 50 F1 100 pg/L KA ZR . 0 N 28 R GU8E 3R IOTR S Al T4
W % 1.2 T AATFREATINGE , AR BB ARER, WA AR, AMrid i R HE ih 2k,
WK 5~7 s WINER. B NERMNEAEREMHE R L. GrEuHERAE R EUL

* 3.

#%
@
B

13

20 25 min

Kl 4 1 pg/L IRAARUERE I MRM 3% ]



Area

4000004
3000004
200000

100000

00 20 500

750 Conc
I 5 PR 2 I T A 2

Area

200000-

1000004

0 250 500 750 Conc.
7 S kR T I

0 2%

0 50

6 A R AR IE TAE &k

0 750 Conc.

K33 PRI HE RS

MW P i E5 41 (e | TR £k HRARH R
1 FHN 2 0.5~100 pg/L Y = (813.877)X + (2393.00) 0.9998
2 R 2 0.2~100 pg/L Y = (4198.77)X + (-157.491) 0.9996
3 AHR 0.2~100 ug/L Y =(2653.64)X + (1739.35) 0.9998
2.3t H PR E E R

BCH] 7 UM VR A RRAEE, SRR AT, X il s 5 B A0 b B BEAEL ks 2% B 7 Ol s 5 R
HhrefmZE S, MLH A H IR MDL=3.14 XS, &l LOQ=4XMDL. 545 RuE 4 fix:
X4 3 FhYITIORS H SRR 7

No. B WE(ug/L)  HRERZES)  RHFRue/L) & 2 PR (ug/L)
1 N 2 0.50 0.033 0.102 0.41
2 I R 0.20 0.014 0.043 0.17
3 KREHR 0.20 0.011 0.038 0.15
2.4 WEEELR

14



B2 5 WS TR O FRI, FATHRE 6 YR 3 Fl B ARAb 44 1145 B4 B R) 0068 1 AR R AR ot
FrUEIm 2= 43 BIAE 0.13 ~ 0.54%F1 1.68 ~ 4.31%2 [11], AX#eksE 25 5F [ Uf

K5 ORE I AT A AR R (n=6)

RSD% (0.5pg/L) RSD% (10 pg/L)  RSD% (100 pg/L)

No. 2
R.T Area R.T Area R.T Area
1 s = 0.54 431 0.15 3.34 0.25 1.51
2 TN R 0.40 2.66 0.09 2.39 0.16 1.87
3 AR 0.38 2.26 0.16 1.68 0.13 1.98
2.5 B FUINAR LR

FEAZIE 1.3 FPRERL RIS i, FER RS IR S AREE, AR S R 6, &-PAT 4 K. MikL;
RR7R: WRAIRE S AR PR AE 81.5 ~ 105.5% 2 1] BARGE RANE 6. WRAGHARSS 3 (43 5
8 Pr7r, R IARFE il (3 [ sl 9 B

700 71:354,00>785.00(-)

12'356.00>335.95(-)

13:321.00>152.05(-)

600

500

400

300

200

100

B B e e B T S T B R
00 05 10 15 20 25 min

Bl 8 MR AR AR 1 i 1

600 17:352.60>785.00(-)
12°356.00>335.95(-)
13:321.005152.05(-)
S(X)7
400-] @ -
1 =4 E®
] = B e
] g &
300 | i
i I
4 |
[
4 ‘\
200 [
1 [
1 A
100 [ ] \\
oH‘TT‘H“‘H‘J‘\HH_H“HH
00 05 10 15 20 25 min

K19 0.1 pg/kg B TUINFRFE itk K]

15



6 IMFRFERIRICR SRR (n=4)

EIKZE (%)
No. #rﬁx@%
0.1 pg/kg 1 pg/kg 20 pg/kg
1 g = 84.8 90.3 105.5
2 BN AER 89.8 83.7 81.5
3 AR 96.9 99.8 93.3

3. &g

A8 FH B = OB B 53 LC-30A A= 5 PUARAT 5T {3 LCMS-8030 I FH I 5 7K 7™ it v
AR TS R MA R R AW . 3 R RAF, AOCREIIRT 0.999. HINE
. O HIE Z A FE RS54 0.100 0.04 F1 0.04 pg/L, EmRA%H0 041, 0.17
FL0.15 pg/Ls FETNARIFIECRAE 81.5 ~ 105.5% 2 [0 Whiidxt 0.1 pg/kg H B R R AW HATIE
Mnds, w9 FrosAT IR, HIWCR RAF, 58402 GB/T 20756-2006 LA W T FHER
TR RTIE RS RN R R A K, JF B P AR TN 7 e R T
PRUERUAE o U7 VERIE R PR PSRRI R 5y, WA DA 7™ it v U 3R 28 20 11 1L Rl g v o

16



B AR i = IR BRI B P 3 T A VK o R P R
5474

B ARSCEESL 7 Ml T S A R O €05 (. UFLCXR M= PR AT 5T i 4% LCMS-8040
R FHN 52 7K 7 ity T e 288 2 0 ke B S PR D vk o A BB RO €433 UFLCXR 7E 5 min Y SR
WY RS, DU TS LCMS-8040 HEATE FH40 4T, PRI AT DAPRH . HERR IIE 12 Fhfiie
KWk i . 1X 12 MRS AWM R AT, AHOCREIY KT 0.999:  AN[RIVR B 14 &5 i Siz
Y0 2 B TLLR B I R R T AR A O AR v A 22 43 IAE 0.05 ~ 0.40%F11 1.00 ~ 5.57%I[0], {X#3HE
PR R A HHBR R 0.10 ~ 0.24 pg/L, 5E RN 0.41 ~ 0.97 pg/L: A5 INbR [HIECRAE 85.7
~116.5%I0], J7ikE &R 0.20 pg/kg.

SR WIS K A (L = T DB T £

ARk, IR K IR R RS, IR 22951-2008). K (SN 0208-93) LA M A b
WAL UL B i, FRIEM T H 2™ I8, #28 (NY 1077-1-2008)%% o IXSEhryE #8216 FH v AH
PP A K SR R I B ST R E 1R, A E S (R
Haw ke B W Pt suszsy), 1077 5 A-1-2008 7K~ 17 Rl &
KR PR A A SEGT BN RE NS 15 B R 255k B R I TR € -
PEHTAVERERIAE R, A B AT A RO R AR IBCTTIE V), A P R R A £ 1 A
R X P ZRAR K UFLCXR A= T U R AT 5% A LCMS-8040 1
P AR PR e e BB H @ T K R R 2k R
9@ T3k, WO L 7R PR R R A
Har, REE B PERAYMER & U A %,
BRI E AR EA IR 2, W 1B AR (GB/T

1. SERES
1.1 138
A S0 A By iR PRdUB A 54 UFLCXR 5 = FE PURAT % (% LCMS-8040 HEH R4t . H

RECE R LC-20ADxp>2 $i¥iAE, DGU-20A; 7E& N/ THL, SIL-20ACxg HENHEFESE, CTO-20A
FEIRLAR, CBM-20A R4, LCMS-8040 —FPUMZAT 51X, LabSolutions Ver. 5.53 A3 T.
Ve o
1.2 i &4
WOAE 3 A

S HTAAS: UFLCXR R4:

4% k:: Shimadzu Shim-pack XR-ODS III 2.0 mmI.D.x50 mmL., 1.6 pm

17



WA A—SmM CEREE+0.1% T IR /KH

V% 0.4 mL/min

B— 4

BEFEAARN: 10 pL
FEid: 40 C
Vel 7= BREEUEMG, B AHWIZGIRIE R 15%, AR WL 1.
B 1 BB REVEIIN 1) 72
Time(min) Module Command Value
2.50 Pumps Pump B Conc. 30
3.50 Pumps Pump B Conc. 30
3.60 Pumps Pump B Conc. 55
4.00 Pumps Pump B Conc. 55
4.01 Pumps Pump B Conc. 15
5.50 Controller Stop
JHE A
SIHTAES: LCMS-8040
BTUR: ESI IE B T8
BTUR O HIE: 45kV
ZHA: A 3.0 L/min
T A 15 L/min
& ST R
JB R ERLEE : 250 °C
INFARTHSELEE : 400 C
PR 2 VI (MRMD
SERFINE]: 10 ms
FEIRISTA]: 3 ms
MRM Z4(: MRM 4341 R4E, WK 2
#2 MRM B¥
Bl 1 Pre 3 Pre
s Sl %g gﬁ gmw CEV) ;MW
‘ 156.1° -14 -9 -16
1 il e e 215.1 022 14 3 18
N 156.0" -17 -14 -16
? TR 21 108.1 -17 23 20
3 — 5561 156.0° -17 -14 -16
108.2 -17 24 21
N 156.0" -17 -15 -16
4 et e 250.2 01 s Py 1o
S ik FF L g 265.1 156.0° 18 17 16
92.1 -18 -29 -18

18



186.1° -19 -16 20

6 B FF R 279.2
W e 92.1 -19 -30 -18
X 156.1° -18 17 -16

7 ik FF AUk 280.9
92.1 -18 30 -18
156.1° -19 -14 -16

8 itk e S ik 284.9
S 92.1 -19 31 17
156.1° -17 -14 -16

9 i e P M s 2542
it 92.1 17 27 -10
: 156.0° -18 -12 -16

10 e — L RER 268.0
92.2 -18 26 -19
156.1° 21 21 -16

1 R FpAmEsE 3110
UEIF] = e 92.1 21 231 -18
156.0° 20 -15 -16

12 il g b 301.0
92.1 20 31 -19

*RONTERET

1.3 HEmfl%&

PRUEDII: 35 12 B, Sy O RIS TG . R . e RRIIERE | AT TR |
TVEIE R R AEURA R L M SUMKIGE | T PR L T R R SR T f [ R A
FRIVRHE P TEE AR o

PRAEFVRICH]:  F BRG] 1 mg/L RIRAbRitE b A, AR K R(VIV, 15:85) Rk Ak 1
ng/L. 5pg/L. 10 ug/L. 50 pg/L. 100 pg/L A1 200 pg/L A [ FE (9 A bnvtE TAR -

FEAATAE TV RASH CAROER 1077 5 A H-1-2008 7K™ i 17 RIS K 15 b v il
KLY ER = I R 0% - S R TR

2. GRITR
2.1 FRUERE S — RN B A o

175 nten. (x1.000,000) Inten. (x100,000)
1 2151 ] 156.0
1.50 1.00]
125 ]
1 0.75*7
1,00 ]
0.754 050
] 2531 ]
050 ]
] 23237 1 0.25 92.2
025 ,ye4 ] 108.1
] %ﬁj 248602 ] 2150
0.00 —brrdbo-4+—— w0 tbrrme— -t
2000 2250 2500 2750 3000 3250 miz 50 100 150 200 miz

B 1 B EE R — ZOrng I e AP Ak e (CE fH-12V, A ED

19



Inten. (x1,000,000)
4.0

251.1
30
20
1.0
282 289.1
] 2%1 27f'1 f
00— NI S ‘ ‘
200 250 300 miz

Inten. (x100,000)

2 WG E 1 — R I CZEBED R g 1 (CE {5-18V, A7 &D

Inten. (x1,000,000)
1.50;
1.25;
1.00;
0.75;
0.50;

025

0.00

aﬁmﬂpo 29‘40

200

250 300

m'z

P 3 RICMEM A — 2T L CRE D R a4 s i (CE fE-17V, A ED

Ipten. (x1,000,000)
25

2.0
1.5
1.0

05-]

0.0

25

0.2

200

51.2
‘ 2721 zsf“
i

250 300

mz

P 4 REJIECIENE () — 205 B (2D A= s~ s i (CE fE-21V, A ED

Inten. (x1,000,000)
2.5

] 266.1
2.0
1.5
1.0
05
1 266.2
] 27_1 28(.1 30?'1
0.0-+— — ‘
200 250 300 'z

1 156.0
20
15
1 92.408.1
1.0
05-] 96.1
] 911 1ETO 25‘1.1
] 185.1
00 - ‘_HBF‘_“ —
50 100 150 200 250 miz
Inten. (x100,000)
1_00; 156.0
0.75]
0.50]
1 92.1
] 108.2
025
] ot. 256.0
o.oo_‘”“””_ “sf
50 100 150 200 250 miz
Inten. (x100,000)
] 921 156.0
2.0
108.1
1.5
] 9.1 184.1
1.0
05
] 9512 15(,1 ZST).O
00 AL — et
50 100 150 200 250 miz
Inten. (x100,000)
1.25
E 01 156.0
1.00] 110.1
] 108.1
075 17p
050
0.25-
1 199.1
] 912 9T 26f.1
0.00 — —_———
50 100 150 200 250 miz

Pl 5 g R 11— G50 I (228D B es s puk e (CE fH-20V, 47D

20



Inten. (x1,000,000) Ipten. (x100,000)

2792 25 186.0
3.0 ]
] 20
] ] 124.1
20.] 15
] ] 156.0
4 1'07— 9'12‘
1.0 ] 081
] 280.2 05 sian 2790
] a2 a1 37 ] f T
00— — U e L ey B
200 250 300 miz 50 100 150 200 250 miz
K 6 i — R msnE i — gt e (AEED FirEyE R saE i (CE fE-20v, A ED
Inten. (x1,000,000) Inten. (x100,000)
1 1.75-
] 281.1 ] 156.0
3.0 1.50*;
125
20 1.00-]
0_755 92.108.126.1
104 050
- 25%.2 31r.1 025 pro 2811
] : 283.1 ] 188.1 215.
00 r“ o.oo}"H_‘H_Hsﬁ_ﬁ“_”“
200 250 300 miz 50 100 150 200 250 miz
B 7 Tl i AR R Y — g miE I CAERD RPEd e A g (CE E-20V, AFED
Inten. (x100,000) Inten. (x10,000)
1 285.1 60 156.0
75 50]
] 407
500 2214 ]
] 304
] 2871 ]
2.5 204
] 231 ] 92.
] ] 286.1 3%10 1.0—E Tmfﬂ 2er.1
W7 T T 1 e L W VA e e
200 250 300 miz 50 100 150 200 250 mz
P 8 Tl AR I — R ik B (2D FIr=4Es rHH ik i (CE fH-16V, AED
Inten. (x1,000,000) Inten. (x100,000)
20 20
] 2502 ] 156.0
15 154
1.0 1.0 %81
05 05 obaa
] 2&%}.2 27f_1 29f1 1 ’ 14(1711 18?1 254.1
] 246.1 2992 ] '
00 \9? 0-0\‘“‘\““\““\“‘w““‘
200 250 300 miz 50 100 150 200 250 miz

Pl O e FRBEIE K G il B (2D A4 4 ik 18l (CE fE-18V, A1
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Inten. (x100,000)

] 268.1
75

50

25

] 2692

1 Qﬁﬁm 30f.1
ot 1

200 250

Ipten. (x100,000)

1.00 156.0
075
] 113.1
050
0_25{ 92.108/1
] 26T.1
0.00 — ———
50 100 150 200 250 mz

10 fififi — IR SRIEME — Tk I (2D AP 54 itk & (CE fE-16V, 471D

Inten. (x1,000,000)

25] 3112
20
1.5—?
1.0—f
05; 3122 34r-1
] 3331
o.o}””_”w?’%z‘?ﬁ‘_ ‘
200 250 300 350 mz

Inten. (x100,000)

] 156.1

4.0

30

2.0
] %2.

104 108.1
] 2451 31
] 21F.0 T ‘

wtr—_—r—— —
50 100 150 200 250 miz

11 Rt ) — PR AR E FR)— 2 il B CZE D Ry i il i (CEf5-22v, AED

Inten. (x100,000)

6.0 301.2
507
4.0
3.0
207
1.0% 2020 302.2 3391
] 251, 27f'° 2998.2 32?.13f
owotrr—v—r—at -
200 250 300 350 miz

Inten. (x10,000)

156.0
7.5
5.0
2_5; 92.108.1
] A 301.0
14T.¢ 20(9
oo-——tt—--rr--r
50 100 150 200 250 mz

Pl 12 R IR ) — R P (2D A R i I (CE {H-19V, A D

2.2 FRUAEFE S I MRM €83 &
TRAFRAERE ) MRM (i & 13 s

o =t
12500 | = = &
] ExE o =
] O {:‘ 3 & =] i
1 ) BE B 1
10000 | = BEZ il =
1 = =5 % {3
] W =g = =
] 1 ‘ Sx = i & &
7500 | AW l'l F‘ ] Eh BN A
] \ | I = o
oS Lt v [ :
5000 AN I ; = S
A o & T B
R A — 1 u ) ‘ I
2500 AN ‘} -
1 T I
] f‘
0 — — — — — — ‘
00 05 10 15 20 25 30 35 40 45 min
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13 1 pg/L VRS ARMERE AL K MRM (435 K]
2.3 MK AR
BRE N 1,5, 10, 50, 100 F1 200 pg/L FRSARAE TAEM, % 1.2 i aHr 44470,
DA FE A REAR bR, TR R AARKR, ARkl ERcHE 4, &l 14~25 PioR. 75 1~200 pg/L ik
FESE R etk R Ur . ZRPE R SRMEIEEIARIAN ¢ R B 3.

Area Area
750000+ 1

] 2000000-
500000

] 1000000-
250000- ]

'50 100 150  Conc. 50 100 150  Conc.

Pl 14 Tl R s 1% (1) A 1A T4 £k B 15 Rl ficms e i pR e TAE 4k
Area Area
1 2000000
1500000 .
. 1500000
1000000 ]
] 1000000
500000 5000002

50 100 150  Conc. 50 100 150  Conc

Pl 16 fiff i e e Ry p o A 2k K 17 Tt e o p ol A 2k

Area Area

1500000 2000000

1000000 ]
] 1000000
500000 ]

50 100 150  Conc. 50

" '850 100~ 150  ‘conc.

18 fisifid T REREOE RO AR e T4 i 2k 19 fififide — PR IE (b5 e T A1 i 25

23



Area

Area

2000000

1000000

500000}

250000}

150

T e

Bl 20 il PP 40K 192 0 b fE A1 pth 2%

Conc

Faa

100

21 Tl S mA IR ARk T4 h2k

150

‘Conc

Area Area
750000—: 500000+
500000

250000

250000}

150
22 itk e HR NS AR P A E A 2%

Y

"Corc.

Fams

100

P 23 fisfi — R R M b Al A 26

150

Conic

Area Area

] 500000
30000004 7
20000004 1

1 250000

1000000

S 150

T e

Pl 24 b2 i) VP R0 R o A pih 2

Conc.

o

100

Pl 25 Bl IR F1) b o T4 i 2

150

Conc

K312 S5
5 AR A rh 2k HRAH R
1 Tt T 1t Y = (3826.48)X + (4169.68) 0.9995
2 ik e i e Y =(11871.8)X + (-11818.8) 0.9998
3 i frig g e Y =(9060.06)X + (-15028.4) 0.9991
4 Tt it e Y = (10690.2)X + (-17268.2) 0.9996
5 il e F S s gt Y =(9172.93)X + (-10178.5) 0.9998
6 i flie — FR g Y = (12027.5)X + (-27177.9) 0.9993
7 it fi P A Mk Y = (11505.3)X + (-2363.67) 0.9999
8 it fle S ik e Y =(3292.91)X + (-1440.52) 0.9999
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9 it flc R e Y = (4594.02)X + (-1854.49) 0.9998

10 FfE HIEREERE Y =(3040.69)X + (-1135.20) 0.9998

11 T Ia] I ABERE Y = (17525.0)X + (-25256.2) 0.9994

12 it e s Kbk Y = (2587.97)X + (-2408.19) 0.9999
2.3 fr BRI E E R

Bl 1 /L PRAARFE 7 43, JEFEAMHT, X kil e 45 R 0B B fa 4 25 B W 7 Ul
RS bR ZE S, IR H B MDL=3.14 XS, & &M LOQ=4XMDL. 545 BNk 4
Fi7R:

R4 12 FhB R HY BRI E BB (n=T7)

No. B2 S BHEMZES)  RHRpe/L) % E R (ug/L)
1 Fi P T 0.07 0.21 0.84
2 it g s g 0.03 0.10 0.41
3 Tt i I A 0.07 0.21 0.85
4 i JFz bk e 0.07 0.23 0.94
5 ik e P RE g 0.06 0.18 0.70
6 ik e — P g 0.04 0.13 0.51
7 it JFig H 2 ik 0.04 0.13 0.52
8 ik e SRk R 0.07 0.20 0.82
9 i frag FE g e 0.06 0.20 0.81
10 Tt fle — R e g s 0.08 0.24 0.95
11 i e [Fa) —— PP AU 0.04 0.13 0.50
12 it Pz P bk 0.08 0.24 0.97

2.4 G B

SPATHCE AR S IRERIVR SRS 6 4, MKIGIFE. 12 B H AR A9 5 R B8 B 1) R 06 T
TR A AR A 2220 BIAE 0.05 ~ 0.40%F1 1.00 ~ 5.57% 2 10], A a8k 2 FE AT
R 5 AR B I J) g i B AT 1 4 S (n=6)

RSD% (1pg/L)  RSD% (10 pg/L)  RSD% (100 pg/L)

No. b
R.T Area R.T Area R.T Area
1 it s T 0.38 4.71 0.40 4.43 0.17 2.34
2 it Jliz s e 0.32 3.26 0.27 3.91 0.22 221
3 Tidh e s 0.22 5.22 0.21 3.13 0.22 1.82
4 Tt et e 0.38 5.57 0.32 2.85 0.26 1.16
5 i fldg R S g 0.13 5.28 0.28 3.86 0.19 1.00
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6 i flie — R g 0.06 4.32 0.18 2.40 0.16 2.64
7 Tt fri PR A ik g 0.19 5.49 0.21 4.02 0.18 1.69
8 i flg Sk g 0.24 5.39 0.11 3.47 0.13 2.49
9 Fi g P e 0.15 5.18 0.08 4.46 0.13 3.33
10 @i HOIRREEME 0.19 5.25 0.07 4.41 0.12 1.91
11 fg e ) — FRAEUMERE 0.12 4.85 0.10 2.06 0.05 1.83
12 it Pz s bk 0.29 4.93 0.09 4.00 0.05 2.53
2.5 B RNARSE R

TEVRIE 13 RER B 77, BER PR IR AR, IER O BEII 6, 45 AT 4 K. RS
R GRS IFR R A 85.7 ~ 116.5% 21, ARG RN 6. fdE Pk 10 (o s e o
26 T, AR A I (6 1 1 27 BT

100000
75000 4
BO0QO |~
25000 -
O T T U T T T T
0.0 05 1.0 15 20 25 3.0 35 40 45 min
g

100000
75000 —

50000 —

25000

0.0 05 1.0 15 20 25 3.0 35 4.0 45 min

K27 2 uglkg FERbEEBOIARFE (35 &

% 6 IARRERIFAICR 4 (n=4)
FIKZE (%)

No. EREA e
0.2 pg/kg 2 pg/kg 20 pg/kg
1 itk e Tk 1t 110.4 88.6 91.2
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2 i JFz g g 97.9 96.4 89.6
3 i g A 91.2 91.1 90.0
4 i JFz Lk e 107.7 106.3 101.6
5 i Jldg Y s 85.7 94.0 88.8
6 e~ FH 116.3 97.2 87.4
7 Tt fri P Ak e 106.5 91.9 90.5
8 it Jiz S Wik 98.7 95.3 91.3
9 it flac FE s e 89.7 103.1 104.8
10 it fldg — FH e g e 98.3 102.2 106.8
11 Tt Jliz [|] - P AR s e 93.6 94.1 93.5
12 i Jie s W bk 113.9 93.9 95.0

3. &

A5 P 5 R DR B 2154 UFLCXR A= H PUARAF T3 { LCMS-8040 16 FH I 7K 7= i o
R R R it 12 PRI 5 WD 2tk R4, AHOCREII KT 0.999: AL H R 0.10
~0.24 ng/L, EEMRA 0.41 ~0.97 pg/Ls FIEEN 0.2 pg/kg. 2 pgkg LA 20 pg/kg —FhiksE
(1) 12 Pl S 25 e AT 3 F0nAs,  JLRIKCRAE 85.7 ~ 116.5% 2 [0]; BEikifE &R M 0.2 ng/ke,
T CARMEES 1077 5 A H-1-2008 7K™ il 17 MR K 15 R i W2 25 05k B BRI E i
FHETE- R RS RE FOAS HHBR 1 pg/kg B PR 2 ng/kg MUER . ICT7vEDH ., Wi, B8
PSR AN R BBORE iy, RV Rl A= i R IS 24 40 ke B R R v
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18 S 3RAE B K = E AR B EX & N E 7K 7= an P AH SRR
TR T 5% B

FEEL: ASCHEESL T A T B v RO (354 LC-30A A =H PUAZAT B3 { LCMS-8030 Ik
FEARST I 7K 7= i v g S img S AR 4 1) 5k B AR 7 vk o RSN AR B SE, T e A £ it
LC-30A 7t 4.0 min 58845 85, = HE DU TS LCMS-8030 BEAT 3 #4047 o ) PURfAE
ARSI B AL RE . KR (LODD. R (LOQ) HEAT TR, 3-23E-2-%
R CAOZ) . S-FEh bk FF JE-3- 50 52 - M L i (AMOZ) « 1-245E5- £ I IR (AHD) A28 £E IR (SEM)
1E 1~200 ng/L P ZeMt R 4P, MRREIINT 0.999; /Al HWKE R 1 ug/L. 10 pg/L F1 50 pg/L
(R A PREBOIEAT T RSB S 0G,  SEI 25 SR W SE 6 YCHERT: (R B I [ 106 TR AR X A A fh

ZESTIAE 0.28 ~ 0.07%1 4.76 ~ 1.68%]0], X &K

RIS

B (HFERRIEICHY) 2GR K e ROB (R = FEDURAT X

TEREMRIE S 258 (Nitrofurans) & 2R E
WHIPTE 2, EAMEN T E e R g8, 40
Tl e A, TP DrRE 2R AR, A
M . HArfEEy BN B4 R
WA LA o TG 22 R ARG e A TR 6 Lt
RN HT, JE W AT R Gy N . H A
FEBT BN A E AT PRI UAR . IR 2Z ]
PRI AL ] o T D AR LA Sy B T i P =
WAL R GEvR YT N I

THFERRIRE 2 2 PR ARG E , IR 5 A AR
) o BRI S 25 ) ) ) A PN SR ) At
AR, A IAEAR A 15 40 i i 1 45 B
SdiEE. mTREY R e A BUEER,
1. SEK#IY
1.1 1% %8

JIT LA B it 22 4 PR AR 00 v 4 000 i i ke g £ 253
Yo i WL RS SE R A I (AT A 0 R DY
F, AUFE: 3-Z5E-2-ME (AOZD. 5-Nhik
FH L -3-2 BE-2- M B il (AMOZ) « 1-24 -
Z W IR (AHD)FI & K (SEM) o

AR SCAEFH A RO (354 LC-30A
A= PUB AT % LCMS-8030 HXHI, &%
GB/T 21311-2007, 7T P 7K 7= i ain 2
WRHE AN, A 3-2JE-2- %Ml (AOZ).
S-Mh bk FF L -3 -G k-2 - b S i (AMOZ) « 1-
K- £ W IR (AHD) R 2 L IR (SEM) 5% B
RRTI J7 i, A OCRI N 5 5%

A SZI6AT R vl S RO (A LC-30A 5 = H PUBAT i1 LCMS-8030 B « FLAARLD
H: LC-30ADx2 i, DGU-20As 7EZ i SHL, SIL-30AC HahdtEes, CTO-30A FHiEAH,
CBM-20A RGHEHI9%, LCMS-8030 — # PUHAT ii%{%, LabSolutions Ver. 5.53 i T {Euf,

1.2 it
BRI A



T AT -

LC-30A £%¢

6 3% A: Shimadzu Shim-pack XR-ODS Il 2.0 mmI.D.x150 mmL, 1.6 pm
W) A A— (0.02%FR) /KW B— LN
Vi #: 0.4 mL/min
HEFEARRL: 20 uL
ol 40C
Vel oy BREEUEMG, B AHWIAGIKIE R 40%, IFAIFEF L 1.
1R BE I B IR
Time(min) Module Command Value
0.01 Pumps Pump B Conc. 40
1.50 Pumps Pump B Conc. 95
1.51 Pumps Pump B Conc. 40
4.00 Controller Stop
J 2 A
HTES: LCMS-8030
B 7. BSI IEE 7
BRI 45kV
Wi £ E: 3.0 mm
A A7 3.0 L/min
T %1 20 L/min
MERE < A
I AL : 300°C
IR . 500°C
PR 2 VRN (MRMD
TEREESTA]: 20 ms
FEIRISTE]: 3 ms
MRM Z:%: W3 2
% 2 MRM &%
| 3 -2 ] 236 134.10" -18.0 -12.0 -29.0
(AOZ) 104.05 -18.0 -24.0 22.0
o S-TEHMR -3 -2 135 291.00" -13.0 -11.0 -22.0
ML LR (AMOZ) 262.00 -18.0 -17.0 -19.0
3 -5 %E- 4 N BEIIR 240 134.00° -13.0 -13.0 -15.0
(AHD) 103.95 -13.0 -22.0 -11.0
166.10" -11.0 -11.0 -18.0
) AIBSEM) 209 192.00 -11.0 -12.0 -14.0
RREEE T
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1.3 BRI

PRAEEIRIC ] AEFERIAT AR AEY) T 3-3FE-2-0 Ml (AOZ) . 5-Mh Ik F -3 k-2
ML (AMOZ) 1-243k- 2 N LR (AHD) 128 ZE R (SEM) 43 KL 10 mg PR 5 (¥ A 1fE

i, FHOTEHBIFE RS 100 mL, 32K EN 100 mg/L FRAERE 25 W

FH0.02% F R /K S WREC ] 1.0 mg/L HITR S ARVER, 1 0.02% P2 7K VA ViR 32 25 R T8 J I &2

1. 50 104 20, 50, 100 F1 200 pg/L IbxRvE TAF R -

B AT AR P T i
2% (GB/T 21311-2007 S Er it R S 25 AR ik B A 6 7 v 0

i A BT -

2. &Riie

2.1 HRAERE S — G B A Y R A B R

Inten.(x1,000,000)

1 6
1.00-]
258
0.754
0.50
1 282
0.25
0.004————— A b
100 150 200 250 300 350 miz
1

Inten.(x1,000,000)

7.0]
6.0]
5.0
407
3.0
2.0

1.0

0.0

‘2?1

357

—— T
100 150

—
200

———
250

———
300

T
350

™
m/z

Inten.(x100,000)

1 134
1.00
1 104
0.75
157
0.50-
] 149 236
1 88
0.25]
oo0otlbb i, A
50 100 150 200 250 miz

Ipten. (x100,000)

3G A2 (AOZ) ) — stk IE CLElED APy i . CAED

5.07: 201

4.0—?

3.0—? e 262

2.0—% 335

1.0—?

0.0 :‘ T T T T T T
100 150 200 250 300 350 m/z

B2 5- Mk R 3- -2- M L B (AMOZ) ) — 2 ik 18] (2D Ry i ik 1 CA D

Inten(x100,000)
7.0

60]
5.0
40]
3.0]

2.04

1.0

271

0.0 ——————
100 150

K 3

——
200

——
250

———
300

——
350

™
m/z

Inten.(x100,000)

1.00 134

0.75é 104

050 | 114

0.25; 149 249

0.00; ‘ ‘ \ T
100 150 200 250 miz
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Inten.(x1,000,000)

209
2.0
1.5 231
1.0
0.5
] 2To
)
100 150 200 250 300 350 miz

(x10,000)

Inten(x100,000)
1.75

1504
1.257 209
1.00]

] 149
0.757
0.50

0.257

oo0t—m—o"orn I
100 150 200 250 miz

B4 FIEARSEM)IN— R E (ZEED RF-PE FEf s e RED
2.2 BRYERE SR B9 MRM €43 &

1.0 pg/L VR A FRHERES I MRM (A3 4l 5 fir.

1.25-
1.00-
0.75-

0.50

1 75.11236.00>734.10(
-7912:249.00>134.00(
13:209.00>166.10(
1.50-14:335.10>291.00(

)

X
X
)

2.00
6.00
8.00

DD
AMOZ

)
)

AOZ

0.25-

0.00

0.00

——
0.50 0.75 1.00 1.25 1.50

1.75 2.00 225 2.50 275 3.00 3.25 min

K5 1.0 ng/L IR EHRHERE S MRM {433 K]

23 MR R
BREE A 1. 50 104 20, 50, 100 A1 200 pug/L FIRAFRAE TR, 4% 1.2 TP A HT 4433k

TTIE, LKL REAASR, WA AR, AMRIETIVERHERZ:, I 6~9 s, DURME A
MR A AE 1~200 pg/L i FET0 I N bk RO 2ot rfe . MR AR B 3.

Area

750000
5000004

250000

50 100 150 Conc.

Bl 6 AOZ HbrifE LAE ik

Area

3000000;
2500000;
2000000;
1 500000;
1 000000;

500000

50 1000 T 150 Conc.

K7  AMOZ b T4E ihek
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Area Area

4000004 ]
] 300000
350000 ]
300000 250000}
250000 200000
200000‘; 150000
150000 ]
] 100000
100000 .
] 500004
500004 ]
50 100 150 Conc. 50 100 77 150" T 7 Cone.
K8  AHD HIAsiE TAE &k Kl9  SEM kst T4 <k

R34 PRI A QU (A HE it 2 2 5k

ok i ek 2% HXFH R
1 AOZ Y =4530.67X 0.9996
2 AMOZ Y =16043.7X 0.9998
3 AHD Y =1967.93X 0.9994
4 SEM Y =1566.74X 0.9996
2.3 Kt A2 R

BCHIA L 5.0 pg/L Ak, BEEAE AT, X F I 25 550 b 2 B K 2 A R 7 e
SE G R SRS R DO Rl Ak S bR v 25 So SRR B MDL=3.14 XS, & &R LOQ=4X
MDL. W& &5 Rk 4 .
K4 A PR HEIR R £CIA) B R H PRFH 5 2 P

No. b4 WHEREES) MHRegL) EERee/L)  RAERMEQ@e/L)
1 AOZ 0.06 0.19 0.76 1.0
2 AMOZ 0.07 0.22 0.88 1.0
3 AHD 0.04 0.12 0.48 1.0
4 SEM 0.05 0.16 0.64 1.0
2.4 KEELEY

SPATHIE RN 1 pg/Ly 10 ug/L A1 50 png/L ARFES 6 43, MRUGERE. 521584 Rk 5
JIs s DR H AR A5 K Ok B I 1) R e B PR ATRE B v O 2270 930 76 0.28 ~ 0.07%A11 4.76 ~ 1.68%
], AR AT

5 ORBGIN R AN AR E A MRS R (n=6)

RSD% (1pg/L)  RSD% (10 pg/L)  RSD% (50 pg/L)
R.T Area R.T Area R.T Area

1 AOZ 0.13 3.84 0.15 2.36 0.09 2.16
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2 AMOZ 0.11 4.24 0.09 2.13 0.07 1.69

3 AHD 0.14 3.56 0.27 3.49 0.12 2.24
4 SEM 0.27 476 0.28 4.66 0.12 1.68
2.5 FF bR LI

TG RER RIBSE, FEAEIE 1.3 FPRE S 8 7 IR B IR 23 11 0 AL SRS P A3
WAETSEE, IR SEAN 0.5 pgkg, 7K™ BB QI KW 10 B, BEBUINFREE b g 15
Wk 11 froe. AR IR R, 0.5 pg/kg FEBTIMBRFE AT R EFIRIAY .

(x10,000)
11:236.00>134.10

] (+)
12:249.00>134.00(+)(4.00)
1.50-13:209.00>166.10(+)(4.00)
14:335.10>291.00(+)

1.25-
1.00

0.75-

0.50

0.25-

0.00

0 o5 10 15 20 25 30  mn
K10 8 PIFE Al S R AR g

(x10,000)

11:236.00>134.10(
12:249.00>134.00(
1.50-13:209.00>166.10(
14:335.10>291.00(

AMOZ

1.25-
1.00
0.75-

0.50

0.25+

0.00

0.0‘ o ‘0.5‘ o ‘1.0‘ o ‘1ﬂ5‘ o ‘2ﬂ0‘ o ‘2.5‘ o ‘3.0‘ o ‘min
B R IETUINAR 0.5 ng/kg ik

3. g

A S5 = SO B 5 LC-30A = HE PUBAF i 4% LCMS-8030 Bk FH Wl & 7K 7 i
VU ol i 5 P A i P ke B o 3-BA -2 IR (AOZ ) 5- M bk P -3 - -2 - T I g 5K ]
(AMOZ). 1-245E- & W LR (AHD) A2 38 iR (SEM)PU R I AE 1~200 pg/L iR BEJE R 2tk R 4f
FHR R EI KT 0.999 . 7L LA it i AL FHS (1 £ PYSEAR T A INBR VB0, 5 SUMARFE BAT BT i Y
2 (GB/T 21311-2007 S £ il A EEMRIR 2 25 ) A5k B BAG 50 705w RO 6 1%
HRIDETR LY ARSI K
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FEEL: ASCHEESL T A T B v RO (354 LC-30A A =H PUAZAT B3 { LCMS-8030 Ik
JHI0 52 7K 7= il PR S K I £ 2 5 B (R 779250 AR AR, T R BOBAH (3% LC-30A 7 6 min
PSCBLPRE S 85, = DU AF RS A LCMS-8030 BEAT/E TR0 HT. Xt 5 FhiljHLmk i 4 25 5% B 1)
ZeME. R KR (LOD). &R (LOQ) BEAT THGIE. WAimkmE, 2-FAL-5 A REmR e,
A, A-f KIS ALY 2~100 pg/L WERTE RIF, AHOCREUIRT 0.999; 737l Ik
FEh 5 pg/Ly 20 pg/L A1 100 pg/L FIVRA PRAERS BT TR % BESE, SEI0 45 AR IHIES: 6 Ik
HERE AR B I PR A0 0 [T ASURH R AR HE M 25 3 I AE. 0.07~1.37%F1 0.66~2.52%I1], (AR % B R UT
LOD 34 0.17~0.40 pg/L 5 LOQ 4y 0.59~1.21 pg/L.

B IR R K R RGBT (A = B DURAT B A

i L K W4 2 (5-nitroimidazoles) 2 4 j& —
KEF S-THIEDK IR LS 1 258, WHGAH

SRR A Y A B R B 2l BEAT AT A A
ReBE, TR AT A RO W ST, B

WAME, 2-FHBE-5 AR HERR M R 4-F HEK
W S AT PR A o IR P S 2440 0 7 B D)
v I B s JUB e R 2, O AT AR K
YERT, AH 2254 b LA x5 5))
YWERABoE. B, SO g E .
ook v S R 0K e 5 24 0 V) AN 4 B FH i s T
T PES WA 2Bk B ) R A T BN R I
b4,

SR BRI AE 7= 8 = i R B TR
D75 6 PN A3 A R YO (i v A S A £
TV BE ALK 2002/657/EC Rl EK,

1. SEES
1.1 X588

REE, N SN SE K IS 245 ) B RS0 ) e 3
Jiike BEAL, BIFER o A3k e 25 4 5% 71 1)
KA 1 AHSVERL, 49140 {GB/T 21318-2007
BN PDUEEEr it b A LK I B B R R T D

AR SCAGEFH J e v RO (354 LC-30A FHI
= PUMAT A LCMS-8030 BXH, &%
GB/T 21318-2007, 7 1 W5 /K7 b FP g 3
DKIES S ASmAIE, 2-FI -5 fig ke, FH il
WA 4-FiF§ IR MR 5 PR A A ) 5 2 B B 1 5
AT A D1 5%

A SZI6 AT R 5l s RO (A LC-30A 5 = F PURRAT i i1 LCMS-8030 IEH &5t . H
ARCE K LC-30ADX2 Hiri %, DGU-20As 7EZi L, SIL-30AC HAHEFESS, CTO-30AC A
WA, CBM-20A Z4x#1%%, LCMS-8030 = PUFLAT Fiil%{%, LabSolutions Ver. 5.42 {43 T4

Vo
1.2 A



WOHE A S5 A
IIHTALHS: LC-30A R4E
34 Shimadzu Shim-pack XR-ODS 11 2.0 mml.D.x75 mmL., 2.2 pm

WA A—0.1%FM/KER; B—HEE
Vidg: 0.25 mL/min

BEFEAARL: 10 uL
Fiifi: 40 C
DM BRIV, B AHRIGRIRIZ N 15%, IFTIFEF A& 1.
1 BB REVE N R
Time(min) Module Command Value
4.50 Pumps Pump B Conc. 100
5.00 Pumps Pump B Conc. 100
5.01 Pumps Pump B Conc. 15
9.50 Controller Stop
Fk A
SrHT AR : LCMS-8030
B ESL IE & A
B EOHE: 45kV
ZW R HT3.0 L/min
THA: A 1S Limin
Bl G
i AR B . 250 C
NG : 400 °C
R 2 RN (MRMD
BEREINA]: 35 ms
JEIRIFIA]: 3 ms
MRM Z:#. W3k 2
%% 2 MRM Z:4{
: T IS 201.0 139.7* -22.0 -10 -29.0
201.0 54.6 -11.0 -25 -24.0
2 25 EE R I 128.0 41.9* -20.0 -30 -19.0
128.0 81.9 -10.0 -20 -16.0
I <
4 AR 114.0 67.9* -14.0 -20 -27.0
114.0 41.1 -21.0 -15 -16.0
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170.1 124.1+* -14.0 -20 -27.0
170.1 109.1 -14.0 -25 -22.0

> AR

* RN T
1.3 FERHI&
BRUE L -
PRUEADTT: VAR Me, 2-FRE-5 AR REmRMe, PR Me, AR REmRMe, ST
Sy AIFREL 10 mg 5 T 5t R bRAE i, AR O 2E 25 2 1000 pg/Lo
FIFEERCH] 10 me/L VG ARAERR R, K (15+85) B MR Uk E 2l 100, 50
20~ 10+ 5 F12 pg/L HIkRUE TAEW
R TR PSS IRpR
Z7% (GB/T 21318-2007 )45 Er bt A HE K L B S A 56775

2. R
2.1 FRAERE R — R B A R R R

Inten. (x100,000) Inten. (x1,000)
7.5 201.0 ] 130.7
] 3.0 118.8
i 25
507 20
2330 ] 6 927 24.8
15 .
1 174.9 239.0 ] 39.1 13815
254 1.0
] ] 713 106 168.8
0.5+
0.0 00— —

B e e B e e L e —
150.0 175.0 200.0 225.0 mz 50 100 150 mz

1 VR e i) — G B I (2D A e ke CHIED

Inten. (x100,000) Inten. (x1,000)

] 128.0 50 420
7.5+ 1
4.0
50| 304
31.0 ] 819
] 174.9 20
25-0 1001 ]
1 104 ‘ 776
wi————F"—"—""" wt-——1r——t———
100.0 1250 150.0 175.0 miz 250 50.0 750 1000 miz

2 2-FBE-S-fE SRR M 1 — g i I CAEBD R s s ik CHED
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Inten. (x1,000,000) Inten. (x10,000)

a0 172.0 40- 818
30] 30
20 20 1277
10-] 10
] ] 57'4 733 ‘
] 173.1 1 :
0-0\““F\““\‘“‘\““\ 0»0““‘\“?“\“ T
150.0 175.0 2000 2250 miz 50 100 miz
3 T — 2 s i CZERD R s ER oS CRED
Inten. (x1,000,000) Inten. (x1,000,000)
1 114.0 1.25 68.0
75 1-00*f
1 411
1 0.75
50 ]
0.50
25 1520 ] 281
1 1 0.25-]
0 1
0-07\““‘\“‘75\‘“‘\““\ 0.00t——— b T
100.0 125.0 150.0 175.0 miz 250 50,0 750 miz
K 4 A-TE LRI — s i (2D R s A ins . CAED
Inten. (x1,000,000) Inten. (x100,000)
] 1701 1 1241
] 15
50 ]
1.0 109.0
25-] ]
1 05
] 1"1.1 ]
L e e A 00— 1 T
100.0 125.0 150.0 175.0 miz 50 100 miz
B 5 R — g ik (EED s ik e A ED
2.2 FRUERE S MRM €83 &
50 pg/L A FRAERE S I MRM B35 6 fis.
1:201.00> 139.70(+) &
12:128.00>41.90(+) iz
750000 —{3:172.00>81.80(+) = s =
~4:114.00>67.90(+) = 2 B
5:170.05>124.10(+) = 2 ‘
Z o |
0
- |
! |
!
I
T
I
AN
S R B
00 05 10 15 20 25 30 35 40 45 50 55  min

Kl 6 50 pg/L JRAFRAERE S I MRM €853
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2.3 kX R

FRREES 2, 5, 10, 20, 50 F1 100 png/L WR-AFRME TAFR, 3% 1.2 Th R 48R T I
DA FE A REAR R, TR ALK, ARkl ERe et e, W& 7~11 Fros. 5 T REmK ) 5o
E 2~100 pg/L WU TRl N Ze it R 4. ZRPE i fE . AR R B 3,

Area Area
1500000 750000
1000000 500000+
5000005 250000;
6O 7 T8 " Cone 00 250 500 750 Conc.
P 7 85 Ik AR P v Tl 2 B 8 2-F -5 fi Rk e Fr b v T 1 il 2%
Area Area
2000000 750000
- 500000
1000000 ]
] 250000
6O 7 T8 T Cone 00 250 500 750 Conc.
Bl O FE IR FA A v A 2% P 10 4-fif K e PR b vhe T A il 28
Area

5000000

25000004

50 Conc.
P UL SR PR A e 7 P

H3 5 PR R R 2 2 5L

o] R S HARB R
1 T Ik 14 Y = (18033.6)X + (-7926.56) 0.9999
2 2-FAFE-S-AHEEBR I Y = (8405.32)X + (-3629.04) 0.9999
3 FFfirg s Y = (23695.8)X + (-13207.9) 0.9996
4 A B K 14 Y = (8511.96)X + (1085.90) 0.9999
5 S AT e Y = (48457.1)X + (16721.6) 0.9998
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2.3 KRR E & R
BCAIREE N 2 ng/L bkt 7 43, ERGIERED T, S FIR e 45 B S BHE G B & J 1) 7 Ik
W5E S5 R oA E w2 S, BEI RS HUBE LOD=3.3S, & & LOQ=10S. Ml 45 Bl 4 Fion:

R4 5 TR HE IR e R H BR AN E PR

No. LR PERZEES)  KHBegL)  EERL)
1 A A A 0.06 0.19 0.59
2 2-FE-S-hE ALK 0.09 0.29 0.87
3 SRRTEL 0.08 0.25 0.77
4 A-Tifg K P4 0.12 0.40 1.21
5 S A 0.05 0.17 0.52
2.4 K5 B

SEATHIA R EE A 5 png/L 20 ng/L Al 100 pg/L ArkES 6 43, WIKBEFE. 5 Bl H bRtk &4
B T 1) R 08 TR PRYAE A s vE I 2293 S 0.07-1.37%F11 0.66 ~ 2.52%2 [f), X 2K 25 % B 1

RS ORI AN A AR R (n=6)

RSD% (5pug/L)  RSD% (20 pg/L)  RSD% (100 pg/L)

No. VER TP e

R.T Area RT Area R.T Area
1 TR A e 1.23 1.53 0.82 1.25 1.16 0.64
2 2- FH -5 Sk mk e 1.03 2.52 0.69 1.34 0.93 1.22
3 FH Y 1.14 1.72 0.76 1.37 1.08 0.76
4 A- T HE DK A 0.75 2.16 0.51 1.10 0.97 0.86
5 ST A 0.15 1.85 0.07 0.91 0.10 0.66

2.5 FFUINFR L

T HETRER R IBSE, FEAE I 1.3 FPRE S 8 7 IR B I 23 1 0 AL SRS A P A3 A
REPRE, A& BN 2 pg/L (0.1 pglkg), K7 bR IR H R E WA 12 P, Lo H
A O 13 frs. AWEIFRATLUE 2, 2 pg/L B FUIMARFE b A7 AR S R A o

100000 4207 00> 139.70(+)
12128.00>41.90(+)
31172.00>81.80(+)
14:114.00>67.90(+)

75000 7 17005>124.10(+)

50000 —

25000 —

[ T T e e T e It R e

\ U
0.0 05 1.0 15 20 25 30 35 40 45 5.0 55  min

12 fi ARE S AR 1 1
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80000 71207 505 139.70(+)
] (

+
12:128.00>41.90(+)(2.00)
13:172.00>81.80(+)
70000 14:114.00>67.90(+)(2.00)
45:170.05>124.10(+) =
60000 = . .
b B ® T
50000 = i i
] b X il
] & Ei
40000 2 j\\ ‘n
] -y & I
30000 - = i
20000 |
10000
O L I o T I o e N RN R
0.0 05 1.0 15 20 25 30 35 40 45 5.0 55  min

B 13 BT BB €4 3
3. &

2% GB/T 21318-2007, i H] &% 8 v ROBUH (1% A LC-30A FH = T DU B AT Joit 1% A%
LCMS-8030 1 FH I & 7K™ it 1 5 b L mk v o4 24 5k B o VR mk e L 2- PV RE-S T REMK I L PR
WL A-TEREBK I, SR TR IRIX 5 PR BRI e 8 24 7 2~100 pg/L IR EEVE I Nk RUF, HHRHR
KT 0.999. KBRSy 0.17-0.40 pg/Ls ERMAN 0.59~1.21 pg/L. 7R S ETAL S S 1 £4 A
FEARTPISINFRL, 0.1 pg/kg FEBUMPRFEA ARG MmN, Beds 2 (GB/T 21318-2007 sh4Ui ik £
vty R IR A7 P RS 6 7 V) B b BRI E AR PR A 0.5 pg/kg IIEESK, I HLHARHEZE K I A
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1S 3RE R K = E AR FUSEX &N E 7K 7= an AR A] AR
KIEHZRHE

FEEL: ASCHEESL T A T B v RO (354 LC-30A A =H PUAZAT B3 { LCMS-8030 Ik
FERHE I 52 7K 7= S R AT R UAE BRI i . KPS S AN BRSSO 0 LC-30A 43
B, =PI LOMS-8030 AT /00T, BRMRAMKATAEZRAE 1-100 pg/L; 2R VM B A
1-100 pg/L W& Bl N 2otk R Ur, A e A OC R HOYTE 0.9996 LL L5 X 1 pg/L. 5 pg/L Al
10 pg/L MR AT 8238 L e AR EE 3R VR S b BV TROBEA TG 5 P SIC B0, R4 6 IRBERT LR B IR i) T T ASUAH
X ARAE 2 20 I AE 0.31%F1 3.95%LL N, RERE & R if.

A WAL TR SORE R RS AT 0 = T DIRT

MR] % 28 i 2B % (Lincomycin) 3 MY 7% 2% BRI . 5 TEARIR U . R TR R AR o
3R & HBE AT 1R B S B AR ) — 2R e (GB/T2020762-2006.20 & &5 A *H AR ] 8 A7
o B PR LSRR A AR B R AL R EOK R R R T R b R R
ARAPUEAEN, PRI RAHTREE. W6 EHERE USRI HEREHEINE B
M ERTE MR REER TR L 6 SBKTR QORI R (0l - R IR BRI, ARAT 8 R I BBk
IR WM AR AR A S BUR, (AR BBRE (MRL D) 8 1.0 pg/kg: e iREE 3R 15
RO AS S 2 DA WAUAT B B KFE ORI (MRL) 4 1.0 pg/kge ASTAEH]
s BOIR AT B BRICHR A S WAL ERIR AN R B (S A LC-30A R = PU#K
AR TEANAYT I R R N AT PO LCMS-8030 KT, AL T b E
BRI PR B T g RS IR S R, B4R K™ AR RT 23 R R SRR R IR UV, AR G
SR K B PERPIRIE R, A BRI RS
IEGE QRS I IR GEPE I 2 46, B F] T IR i

1. KRS

1.1 {38
AR ST By i e SO LA LC-30A 5 = HPYMAT IS LCMS-8030 B R4t. H

ATCE & LC-30AD>2 (i ), DGU-20As (fEZ it UHL), SIL-30AC ( H 8 F£4%), CTO-30AC
(FEHRAR), CBM-20A (R H14%), LCMS-8030 ( —F PUMAT i), LabSolutions Ver. 5.41
CE R T AR

1.2 i 44

WAH B

HTAES: LC-30A R4t

{4, % F£: Shimadzu Shim-pack XR-ODS II (2.0 mm I.D.x75 mm L., 2.2 um)

i

41



W B A A—0.1 % T ER/KER; B— HHEE
i #: 0.2 mL/min
HEFEARRL: 10 pL

o 40C

Velior e AEEEVEN, B AH:80%.
iy St

S HTAES: LCMS-8030

[ERRE ESI, 1F & 744
BB O H R BSI(+), 4.5kV
ZA /A 3.0 L/min
TR /A 15 L/min
IZE S KR

o 7 L 250°C
TP ek i 400°C

EEEI LS Z NI (MRM)
I B I 1)« 100 ms
SEIR I [H] : 3 ms
MRM Z:4: W1

% 1. MRM &%

ETRS B MAEEF  WEF  QlPreBias(V) CE(V) Q3 Pre Bias(V)

126.1° 20 -40 17

1 VNEIRiE 407.3
359.3 20 -20 27
126.1° 21 -50 -10

2 AR EER 4253
377.3 21 -20 28

*RONE B ET

1.3 FEimH&
PRUEE IR EFPRIUS AR 82, AR bR BT, F P RERC ] 1000 me/L FRR
AR HAESE SR, TR IR A 1. 5+ 104 204 50 100 pg/L [HbsE TAEH .
FEMHTALBET v 7K i, e, RIS (GB/T2020762-2006.20 & &5 A Ak n]
TRV RAEFEKRFERRIRHE R WG RIR e S 515 EH R TV H R RENNE W
FH €01 - B3 R BT V22 )
2. ZiRiTR
2.1 FRAERE S ) — BTG B A ) B 4 O
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Inten(x10,000,000) Inten (x1,000,000)

1.257 407.3 1 1261
ol WABEHEET 20 W BRI T
0.752 2(} 407.3
o.5(yf
] 1.0
0.259 ]
] 42f.3 ] 3533
000 ————T 00— 7 T T ] "
100 200 300 400 miz 100 200 300 400 miz
Inten(x10,000,000) Inten (x10,000,000)
2.0 h|
] 4253 15&; 126.1 4253
] 1.257 ’
1.5 E
] WHRBRHET 1.004 WHREBERYET
1.0 0.7&;
] 0.507
05 ]
411. 44(-3 0'2&5 37('3
0-0““\““\““\““‘ 000 ——————T7T T T
100 200 300 400 miz 100 200 300 400 m/z

B 1. BRAERE il — TS B AT ) B 1 44 1

2.2 FRUAEFE S I MRM €83 &
Bl 2 0 50 pg/L ARHERE S ) MRM (i, ARTEE 2R SRR ZRAE 6 208 15 21 T PdiAs il .

11:407.20>126.10(+}%
3500042:425.20>126.10(+}&

300004
250004
200004
150004

100004

50008

o L

U O L L O S O S N I B
0.0 0.5 1.0 15 2.0 2.5 3.0 35 4.0 4.5 5.0 55  min

B 2. MRAT RSP 2 50 ng/L ARUERE A ) MRM €43% K]
2.3 &R R
WEWE N 1. 50 104 20+ 50, 100pug/L FIVRE bRt TAERHE 1.2 H T 44T
DA M REAR R, WETRIBU P AADR, e ihZetn 18] 3 fros. ARATEEZR7E 1~ 100 pg/L K JE
TOHE Ak R 4P SOAREEZRAE 1-100 pg/L Wk EEJE I 2k RAF . SetEdrfe. MG REBUILEK 2.

Area Area
— 1250008) -
TR ] SUMREER
2500000
1000000)
2000000
750000]
15000004 i
500008]
1000000 1
500000 2500004

00 20 50 70  Conc. 00 250 50.0 750 conc.

Bl 3. PRRT g 3R PR 2R R A il 2k
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AR 2. MR AN MR 2 A HE I 2 23
No. 247K A I 2% MRFH il

R
1 NIEE S Y =28070.0X 0.9996 1-100
2 TR Y =12478.9X 0.9997 1-100

2.4 1 i fR A E B R
FCHIHEE S 1 ng/L bRFE 7 43, BT, X iR 45 SR 5B S B R K35 H I 7 IR
g g5 B HARMER 2 S, BERHR B LOD=3.3S, & &R LOQ=10S. M5 45 HanZk 3 .
3 MR EE AN AR 2 A BRI PR

No. %R PEMZES) R ue/L) E &R (ug/L)

1 NS S 0.07 0.22 0.68

2 MR R 0.04 0.13 0.39
2.5 REH LR

XF 1 pg/Ly 5 pg/L 110 pg/L ARAT8 25 oM E: IR G bRAERSMOEE 2L 6 IRIERE, 8%
RS2 T, (R B IR AT AN A MR SE SR 2% 4 FToe 3 /N UREE A v i A £ B B i) R e T A
(RIAH TR 2243 HEE 0.02% ~1.87%F11 0.97% ~5.04 %2 [A], AN 28K %2 5 [LAT

R4 QR AT AR AR R (n=6)

RSD% (1pg/L) RSD% (5 pg/L) RSD% (10pg/L)
e R S
R.T Area R.T Area R.T Area
NS 0.31 3.01 0.11 2.37 0.17 2.82
R 0.26 3.95 0.19 3.26 0.16 3.21
2.6 TNt sL R

N T HBETIEN R BUL, LM 1.3 APRE R a8 ik B B A (0 22 08 A 5 O i R s
RPN 1 g/l KM EE 3R SR R G ARRE, A" SR s F EaE - 4 Fros, 7K™ ah
JINFRAE it (i B AP 5 P IR AT LR 21, BEBUINARAE i 75 58 f IR S8 AR R A o

{:407.205126.10(+)
70002:425.20>126.10(+)

600(}5
500(}5
400(}5
300(}5
200(}?

10004

a4 -

T L By B L By St By B T
0.0 1.0 20 3.0 4.0 5.0 min

B 4. 5 s A I (i 1
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1:407.20>126.10(%)
O

7000-2:425.20>126 1CHr)
b =

60007
50007
4000]
3000]

2000]

1000

4t~ S S

— T L e e A s s By et B B B B
0.0 1.0 20 3.0 4.0 50 min

Bl 5. 7K™ s 1 OIS B i 1A €3 P

i

3. g

LT B = OB A LC-30A A = H PUARAT I A LCMS-8030 I FH Ml 5 7K 7
A AR R R . ORIk INERBUE R, R R TR SOMEZRAE 1-100
/L AR FET [ ) ek R, Al e A DG REOYTE 0.9996 DL I o FEZERE AT AL BE 5 17K
AR IRGFRRE, FETUNARAE S AT ARG B S, AR AR DI EESK
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FEEL: ASCHESL T — A Bl v RGO (35 A LC-30A A =H PUAZAT B3 (X LCMS-8040 Ik
ARSI 52 7K 7= o = FAR SR E (R ¥ o K= AR BR S S  ER  ABUA 3% LC-30A 43
B, STEPUHAT B LOMS-8040 HEAT 40T = HAAFE2UMEELE 0.1-100 pg/L 1 e i A 2 1
RAf, bk phZE A6 250 0.9993; XF 1 pg/L. 5 pg/L Al 10 pg/L = P4 2 g bR viE AR
BT B RE S, FE4E 6 YOIHERE LR B I [A) R T ARAH AR e 22 73 IFE 0.31%F1 3.95%LA T,
RYNGH LR

SR UM AR G = TR R

SHECREREE (TMP), 2 FPRfEH  HAECNERNE IR A 50 pe/kg o HA
Wofe W5 ZRGUERGH, WAl EBEE SR R S IR R AR ik
HI, BEsmI7 80 I DU IS 2 s 2097 20 pg/kgo
R OB 5 R 2 AR AR, (R BT B AR ] 59 (SN/T 2538-2010 i 1 3h s 1t £
IS Tt B 25T e 11 7S SINIITE 7S AN S N S S S 117 el e e el s )
LR RREE R KM RES R LA sRET B RE s nE 5k B A (A 0 077 V2 A € 1% ot

FAER . Tl FRERY FE, = B AR R IR A
I T ] St T fe 24 R L8 2551 ) A R A FR A 5.0 ng/kg.
Eb e B IR E - AL NY 5034 - 2005 R R AR SCAE ] S SO B4 LC-30A

EBERNE SPGB EANSED 100 M= PURAT RS LCMS-8040 BE, a7
ng/kg; NY5070 - 2002 FRUERIIZRAEAK™ 1 M K il = FR AR S EE 1) Tk

PR EAR T 100 pe/ke, MIRGIRL = HEIARSH.
1. KD
L1 (R EE

AR SO A FH By = OB AL LC-30A 55— PUAAT i LCMS-8040 HH £ 48. A
PATCE Ky : LC-30ADX2 CHrfiZE ), DGU-20As (FEZR ML), SIL-30AC (A BIHEFERS), CTO-30A
(FEEA), CBM-20A (RGEHI%E), LCMS-8040 ( — T PUARAT %% ), LabSolutions Ver. 5.53
(e T AR
1.2 5 &

VRN TS
SIHTLAE: LC-30A R4
{4 3% #f: Shimadzu Shim-pack XR-ODS III (2.0 mm L.D.x50 mm L., 1.6 um)
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B A A—0.1 % RKE R B— HIE
W J#: 0.3 mL/min
BEFEAAR: 10 pL
o dE: 40C
Vel gy =K. b B BRI
BEREGAT: W1
1. B

Time(min) Module Command Value

0.01 Pumps Pump B Conc. 20
0.50 Pumps Pump B Conc. 50
0.60 Pumps Pump B Conc. 50
0.61 Pumps Pump B Conc. 20
1.50 Controller Stop

Fk A

DI EnE LCMS-8040

BT ESI, IE& 714

BB OHIE:  ESI(+), 4.5kV

FHA: A< 3.0 L/min

THA 1 15 L/min

T TR

5 55 A U 250°C
TR i 400°C

AR Z [NV (MRMD
BE 5 B (1) 100 ms

SEIR I [A] « 3 ms

MRM 24 W 2

% 2. MRM &%k

W5 B HAET ~¥ET  Ql1PreBias(V) CE(V) Q3 Pre Bias(V)

| —HAARE 291 230.15" -20.0 -22.0 -25.0
B 1 123.15 -20.0 23.0 -13.0

RRERET
1.3 FEMHI&
PRAEARIC . MERRRRIBOE & = AR A MEEArHED) 5T,  FH CJFEICH] 1000 mg/L VR G5
WERE S VWA, TR SIANFR B IR E 4 0.14 14 24 5. 10, 20, 50, 100 pg/L (BkRAE TAF#
FEMATAEFR TV K= dl e 1. $EES I (SN/T 2538-2010 2k H )4 v £ i
P AR B M I, — P AR e e R P A R R kB PR AR WU 7 A £ 1 S
VD
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2. ZRiITH®
2.1 FRUERE R I — G B B R = B T A O

Inten (x1,000,000) Inten. (x1,000,000)
291 2.004

ki = ki

—_ - o — e i - 230

1 = AR e 75 = AN

[aa ﬁﬁﬁi%% 1_50,5 133 F%%% 261
1 100 ]

1 1254

5.0 E
| 100 291

1 o.75—§

25 o.so—i

0.25]

o.oHH_H“HH_H‘ oo0t—r-A—
250 500 750 miz 100 150 200 250 miz

B 1. BRAERE il — T B A ) BT i i [

2.2 FRAERE Y MRM 3% &
Kl 2 8 1.0 pg/L FRAEFESL Y MRM 438, — AR ZUMERELE 1.5 min 153 T PUadiisi .

12500-291.15>230.15(+)

~
©
«
o
=
o

10000
7500
5000

2500+

000 025 o5 o7 100 125
B2, = FARSENE 1.0 pg/L bRvERE & ) MRM 43 K

2.3 MR FR

BIREES 0.1 1. 2. 5. 104 204 50, 100 pg/L (AR A FRUE TAEMHE 1.2 HF o 4k
ATE, CAREE AR, WA PR, Lt g i 3 frm. = AR 0.1
~ 100 pg/L WL N etk RUaF. Lotk e, MHCRELE 3.

48



Area

1 — his = st
1500000] T AN

1250000—5
1000000—5
750000—5
500000—5

250000-]

oo 250  so 780 = Conc.

Pl 3. = FSER G E (1R T AR i 25
42 3. SRR T ARG 2 25

No. B4R R HE 2% HXRRE r L va
1 — A R Y = 15820.5X 0.9993 0.1-100
2.4 £ i FRFNE & FR

BCHIREE R 0.1 pg/L bhf, BARGEFE 3 H, X ke 45 R 50 bk S B /5 4% B ) 7 ol
SELE R AR 22 S, BERHS R MDL=3.14xS, & LOQ=4xMDL. 5455k 4
ProR:

K4 =FECREMEE A H B AN E R

No. B PrAER ZE(S) R H PR (ug/L) & B R (ug/L)
1 = AR U N 0.009 0.028 0.1
25 BEEELR

X1 pg/Ly 2 pg/L Al 10 pg/L = AR R MENE AR O SE 6 IRIEFE, B8 IRG % 1,
A7 B S ) RO T R B B S5 SR ISR 5 e 3 ANV A v (o (1045 B B i) R0 T R () A e A v
PZE 43 SIAE 0.29% ~0.90%F1 1.23% ~2.14% 7 8], XAk 55 BF (L Uf,

RS ORI AN AR AR R (n=6)

RSD% (1 pg/L) RSD% (2 pg/L) RSD% (10 pg/L)
FE i B FR
R.T Area R.T Area R.T Area
EC R 1 0.90 2.14 0.34 1.23 0.29 1.72
2.6 HL T INARSELG

N T HEETTIAN RBUL, A% A A AL TR b TR A IR BE D 1.0 pg/kg 1) = AR 24 T A
B, AR S A A TUNAs RS 1.3 DIRATAL B A RS, B R, T
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A EEEANE 4 s, RS TINASEE Sl B W S B . SEFOINARAE b AE 1.0 pg/kg L3
HARMF MY o FEJTAE S IIARRICRWIER 6 Fron,  — HACS U e I 0 AR Il 82.2% .

12500 1291.15>230.15(+)
10000%
7500%
5000%

2500

0~

0.00 0.25 0.50 0.75 1.00 1.25
4. A AL 1A

12500 —291.15>230.15(+)

T™MP

10000 |
7500
5000

2500 |

0.00 ‘ ‘ ‘ ‘0.2‘5 ‘ ‘ ‘ ‘0.5‘0 ‘ ‘ ‘ ‘07‘5 ‘ ‘ ‘ ‘1.(‘)0 ‘ ‘ ‘ ‘ 1.2‘5 ‘
I N AR = By 1y S DR AR L
6 L PIFE TR S INAR 1.0 pg/kg (A1 %
FEim 2R EEENSE (ugL) EEIbR (pg/kg) BIKE (%)
=N R — 0.822 82.2
3. &

ST T P S B OB (A LC-30A A1 = FPURZAT B3 A LCMS-8040 I I 5 /K 7
i = R RN K VR . ZNE R, RSB RGP, AU N EREE 0.1-100 pg/L
IRBEVE I PRI AT, bevtE i 2R AR SC R BN 0.9993. 7ELAT il iy AL (KK 77 i 2% (1 38 i
VNI 1.0 pg/kg FRFE, BETTUIARAE St A AR GF IR 8 o AR D7 VE2e Ve Fl 58, i B AR T hr R e
[¥1 5.0 ugrkg, AT LUK 7 il b = A% G s e ke B St PRGN
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SRR E B = E MR FUE B R E N E K = fn P I 1A B
Kt FZHITR B

FAEL: ASCHENT T Pl P S e O € B ASORN = T DU AR 5 i S I FH 0 5 7K 7= v 10
WEVE ISR P A R Tk . FERERACERS, B S ROB AR (35 LC-30A7E6 min Py SEHLHRIE 43
B, S PURRAT BT ALCMS-80401E 1T /& 50 M. AT I AMbRE L2 ) 1 O 1 W 2 Bt A 28 e v
IR Z ik R AUF, AHOC R AUTE0.9989~0.99992 []5 X AN [R5 (1 bR e v 0k A T RS 2% 2 525, T4
6 HERTOR PR I 8] FHUEE [T AR AR b O 2253 00 7E0.50 %MN5.30% LT, O %5 B RLAT
ANTR] A B JE TR [0 4 7 i 4 68.0%~95.5%

REEW: AT EIRPUER BRI DU R

WL S BT 245( Quinolones, QNs) A2 WEMERR L U 7L S W4 23 b 1) i s ke B B
NLERK—RPE ), REpE %, 5t & KEFDAT2005 FEAMEEEHTHTHK
WA TETR . HEFIE T AR SHAl SR SR R B IR 0T 24 S v v A T
PUR 25 TG AC ST 20k S5 R )2 I T BRG] AT B FI oo VD AL
IR Z G ER TRBTAEST . IRPRVD A VMR |« 550 FF M 1) J Kk B i ik
BER 2 - S T Rp Ra T 2R, e AT THUE .

AR AT — 8 e AR KA T 5 T A A H 7K il 8 £ 15 B v s i
Al ] il s s i 2 R R A ORAR R, SR O A I e R AR,
B B RS B e, N R 2y B RORAR (% 5 HR I % IV R A e
PERIGUZ 1, eI e e e A P A e PR RBORE R ORI ARSI 22 s 1 M S 24
PEAE ] BB AE «“ =307 ( B0, 8ok, B4R YRR 0 A FEME VR I S 25 W0 B U 23 A e
TEH o BRIE, SRR WISk i i SR G e N2 A SCHEST 1 oAl v OBAR
AT o BEA R ZHZR R DARAZ HEAXLC-30AFN = PU BT 53 X LCMS-8040
TN IR L KB 22 Dl e RS e T R (UHPLC-MS/ MS)MIRE 7K 7 it 1 104
B R, R A, EHE. WRPAE. WP RNIE,

1. BRI

IREYE:

ARSI By v v 2 A LC-30A 5 = HPUMAT FT% (X LCMS-8040 BEH R4t. H
PATCE A LC-20ADxr*2 Hii¥i 7%, DGU-20As fEZE ML, SIL-20AC H3iEFEAE, CTO-20AC
FEIELAS, CBM-20A RG9S, LCMS-8040 = H PUMAT 1%, LabSolutions Ver. 5.53 {f,
AR
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1.2 T 4At
BOAH A

i FE: Shim-pack XR-ODS I12.0 mm I.D.x 75 mm L., 2.2 um

Waht: A—5mM 4 (5 0.1%H); B— 4

Wi#: 0.4 mL/min
Feild: 40°C
AR 20 uL

DEm T BRREVEMG, B AHATEGWRIEE N 10%, BREEVEBRE WK 1
R 1. BBV

Time(min) Module Command Value
1.0 Pumps Pump B Conc. 10%
4.0 Pumps Pump B Conc. 60%
4.5 Pumps Pump B Conc. 60%
4.6 Pumps Pump B Conc. 10%
6.0 Controller Stop
T A
B ESI(+)
BTk 45kV
ZA A A 3.0 L/min
T & 15 L/min
MR W
DL iif%: 250C
MR 400°C
AR 2 RN HTI(MRM)
IEEAIMA]: 10 ms
JEIBIE]: 3 ms
MRM Z:#. W3k 2
# 2. MRM L6244
&ty WRET YR Qi PreBias(V)  CE(V) Qs Pre Bias(V)
o 3040 286.1" -30.0 -19.0 -20.0
217.1 -30.0 -21.0 -23.0
S 1o 303.2° -15.0 -18.0 -22.0
204.1 -15.0 -41.0 -21.0
SR 620 318.2" -30.0 -18.0 -22.0
261.1 -30.0 -26.0 -27.0
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316.1° -22.0 -21.0 -16.0

B & 334.2

290.2 -22.0 -16.0 -30.0

‘ 314.17 -15.0 -20.0 -22.0
WA 332.2

231.1 -15.0 -39.0 -25.0

o 265.1° -12.0 -23.0 -29.0
IR A 352.2

308.2 -12.0 -16.0 -24.0

o 340.2° -17.0 -19.0 -17.0
LA 358.2

82.2 -17.0 -44.0 -30.0

" 342.2° -17.0 -21.0 -25.0
Rk A 360.3

316.2 -17.0 -18.0 -22.0

o 368.3" -26.0 -20.0 -25.0
DR A 386.2

2702 -26.0 -44.0 -26.0

" 245.17 -12.0 -14.0 -12.0
[l 263.1

189.0 -12.0 -27.0 -19.0

VE: RN ERET

1.3 BERHI%
1.3.1 FRuEE Rl

PRAERII: 3510 Bl AR RIEV R AR E . BRI E. MRV E . BRI A.
IS A BORE . Wb R R ATV A

PrdE TAESRACH: 1 CERCH) 10 mg/L R AARUE T MR, T SR 0.1% FF R /K
(1/9, VIV IR AN A1 BE TR A st TARM . S AR 1) FL AR 8 L2 3.

3. IRAE AR D S FREV IR (pg/L)
e WRE 1 e 2 W 3 WP 4 WRES W6

N IR 2 4 10 40 200 500
Wit B 2 4 10 40 200 500
EZR TR 2 4 10 40 200 500
B b AL 1 2 5 20 100 250
Wb 0.5 1 2.5 10 50 125
R A 2 4 10 40 200 500
po TR 1 2 5 20 100 250
B A 0.5 1 2.5 10 50 125
VUEDRU T 0.4 0.8 2 8 40 100
[lLigF Y 2 4 10 40 200 500

1.3.2 FERATAEE v
FKP7 L T T AL B AR 7S IR E bR (GB/T 20366-2006 sh4035 77 i Ao s i
TSE B T - H I TR

=
ok
S
i
e
FE
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2. Rt
2.1 FRAERE S — S5 v B R = 8 e

Inten(x1,000,000) Inten. (x1,000,000)
] 25
aod 3042 1 286.15
] 2.0
3.0 ]
b 1.5+
2.0—: 104
1.0 05 217.15
1 ] ‘ 30410
00—+ 0.0—= =T DN —
100 200 300 m/z 100 200 300 m'z

1. MR I — 2 itk i (A2l A= sy A ik (CE {E-20V) (HED

Inten(x1,000,000) Inten. (x10,000)

] 321.2 7.5 232.05
1.00] 1
075 5.0 303.10
0501
2.5+
0.25- ]
] 203.0525 05
] 1 176. ’
000t o_o_‘uq‘qﬁwﬁ‘u‘??m“
100 200 300 400  miz 100 200 300 m/z

2. Wik R — Rl CEBD M08 7 8 ek & (CE E-20V) CHIED

Inten(x1,000,000)

362.2

1 318.15

6.0 ]
1 4.0

5.04 ]

407 30 26110

3(}5 1 10
g 2.0

2.0 . .10
] 1.0

1.04 ]

1) RN S 0.0 —— —
100 200 300 400 m/z 100 200 300 mz

Inten (x1,000,000)

334.2

Inten. (x1,000,000)
5.0

Inten. (x1,000,000)

3. VPRI RG] CEED R es s sk ¥ (CE E-22V) CHED

] 6.0 316.15
1.50 ]
] 5.0
1.254 ]
] 4.0
1.00 ]
075 30
050 20
1 E 290.15
025 104 23315 | 334.10
000 F—————F 17— 0.0 —— ————
100 200 300 400 m/z 100 200 300 m'z

54

4. Brmab B — vk CEED R 1A ok (CE fH-21v) CAED




Inten (x1,000,000) Inten. (x1,000,000)

. 332.2
1.75] 15] 314.10

1.25- B
] 1.0
1.004 ] 231.10

] 0.5+ 45.15

288.10
| 33%.00
S S — 00 R T
300 400 m/z 200 300 m'z

20?.10
0.00 1 ——
100 200

5. NAVPEK—ZUiuii i CelE) Ay ik e (CE5-24V) CAIED

Inten(x1,000,000) Inten. (x1,000,000)
1 3522 .
3.0—E 1.00]
257 1 334.10
20 075
159 0.50
107 1 265.10
1 0.25-
0.5 ]
] ] 251.1 30?.15 552,15
0.07 T T T T 0.00 T T ‘ T T ‘ T T T T

— —— ™ T
100 200 300 400 m/z 200 300 m/z

6. WERURIN— ik el M- rEs v s (CE{5-23V) CHED

Inten (x1,000,000) Inten. (x100,000)

1504 358.2 ] 340.10

1 2.5
1.25] ]

] 2.0
1.00 ]

] 1.5

0.754 ]
] 82,20
050 1.0:
] 0.55 %20 255.05
0.25 1 0.30 :
] 1, ZI/ 83.10 357.10
0,00 +————— 0.0 HH— —
100 200 300 400 m/z 100 200 300 m/z
7. ST Rk R CEED R E AR S & (CE 8-30V) CHED

Inten(x1,000,000) Inten. (x1,000,000)

] 360.3 25 3215
2.5 1

] 2.0

] 1.5+
1.5 ] 316.15

] 1.0
1.0 ]

] 1 360.15
0.5 0.5*: 24515
0.0:“““““““““‘ 0.07\ L I B B B B B B

100 200 300 400 m/z 100 200 300 mz

8. RV ik el Mp=res F s B (CEH-21V) CHED
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Inten(x1,000,000) Inten. (x1,000,000)

386.2 3.0 368.05
1.5 25
2.0
0] 15
| ] 386,05
4 107
051 ] 290,05 342.10
16(.1 051
1 ] 322.15
00—+ 0.0 ‘%“ ;
100 200 300 400 m/z 300 mz

9. YR ik el M- rEs F s (CE{5-22V) CHED

Inten (x100,000) Inten. (x1,000,000)

] 263.1 1 245.05
5.0 ]
] 1007 217.10
4.0 ]
] 0.75
3.0 i
1 0.50
20 ] 189.05
| 1004 025
109~ 2601 1
( ] 161.10 263.05
Y — 0.00- e
100 150 200 250 m/z 100 200 mz

10 PHIERP ALk & (22D A Pes il - (CE {H-20V) CAHED

1. 10 w5 S 5T A 32 10— Gl B AT 40 13 4 o i 1

2.2 FRUERES I MRM £ &
10 Flus iSSP0 AE EARFEI MRM (G35 i 2 fiox.

11:304.20>286.10(+
17500012:321.20>303.15(+
13:362.20>318.15(+
14:334.20>316.05(+
15000015:332.20>314.10(+
16:352.20>265.10(+
M

125000{75358.20>340.1 5(

10:386.15>368.25(+
10:263.10>245.10(+)

)
)
)
) ~
)
)
)
)

100000

750001
E ‘ o o
50000 T o
] "\T ‘\
250004 4‘*“ L —
o] S A N
-250004
— G —
0.0 1.0 2.0 3.0 4.0 5.0 min

Kl 2. 10 i 2R 514 R ARHERE 5 1K) MRM £ 3% 5]
WER R 1. MR (4 pg/L) 5 2. KV AR (4pg/l) 5 3.0 SURPAE (4 pg/l)
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4, B E Qug/L) 5 5« VA (Lpg/l) 5 64 WEVWA (dpg/l) ; 7. &
YR Qug/L) 5 8. BikvbE (1pg/L) 5 9. WHvbA (0.8 ng/L) 5 10, PHIEVPAE (4 pg/L)

2.3 kMR R
B AR TR A A E AR (LK 3) % 1.2 T S T 58, DL Sk Al Al
br, VTR ALRR, AMPRIEZFIRSHE &l 3 o, FrfmseE ek o R Ry, etk

TIRE AR RBILE 4.
1. LW 2« MV A
Area Area
15000000 200000004
10000000 15000000?
1 10000000
5000000 ]
50000004
" Conc © 250 Conc
3. A A 4. Frmib A
Area Area
20000000 ]
] 10000000}
15000000 ]
] 7500000}
1 ] ]
ooooooo? 5000000
5000000 2500000
T AR L py
5. HATLA 6. WRIAE
Aea 10000000522
10000000 ]
] 7500000
7500000 ]
] 5000000

5000000

2500000

2500000

e —— T
7+ B A 8. BUEWE
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Area

Area

7500000

7500000

5000000 ]
] 5000000

2500000 2500000

"~ 100 200 Conc. 50 100 Conc.
9. Wb A 10, PHIHVDA
Area Area
] 15000000
10000000 ]
7500000 10000000
5000000} 1
] 5000000}
2500000 ]
——————T —r—
éO Conc. 250 Conc.

Pl 3. 10 il i B e 2B FARAERE i AOBR A fih 2k
R 4,10 PSSP RAORE T S5

No. HHEWHARK R ith 2% PRV (pg/LD R RER
1 MR Y = (36578.1)X + (-5519.45) 2~500 0.9999
2 WiV AL Y = (46525.9)X + (19258.1) 2~500 0.9999
3 Ao Y = (44869.6)X + (66854.4) 2~500 0.9994
4 B b A Y = (45846.3)X + (-22086.0) 1~250 0.9996
5 W E Y = (95160.9)X + (-3949.78) 0.5~125 0.9991
6 BRI A Y = (19564.3)X + (168771) 2~500 0.9989
7 ISP A Y = (31820.2)X + (-19813.1) 1~250 0.9997
8 B A Y = (74899.2)X + (-49109.1) 0.5~125 0.9997
9 Wh R Y = (117672)X + (120403) 0.4~100 0.9993
10 PUiEYD AL Y = (31726.8)X + (200913) 2~500 0.9994

2.4 REEELR
X AN TRV BEVR G R ARSI E 6 I, 5 SR IR 55 B2, /[ B I i) e g AR (1) B2
VRS R 5 PR S5 W AN RIAR BEARAE b DR B I () R0 (10 RR RS A b v O 22 3 70
0.02 % ~ 0.50 %1 0.87 % ~ 5.30 %2 [f], {XHKE% B R UT,
5. DREA ISR A MRS R (n=6)
RSD% (2 ug/L)  RSD% (40 ug/L)  RSD% (500 pg/L)

it 44 K
R.T. Area R.T. Area R.T. Area
HEE IR 0.39 3.64 0.23 2.82 0.34 1.42
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v B 0.26 1.67 0.50 1.68 0.37 2.01

AWV E 014 3.60 0.14 2.88 0.09 0.96
WRVWE 012 3.53 0.04 2.14 0.07 1.28
PRV A 0.07 3.78 0.04 1.94 0.04 1.05
RSD% (1pg/L)  RSD% (20 pg/L)  RSD% (250 ug/L)

R.T. Area R.T. Area R.T. Area

BwRua 012 5.30 0.09 2.61 0.07 1.73
ERE 011 2.63 0.02 2.42 0.05 1.34
RSD% (0.5 pug/L)  RSD% (10 pg/L)  RSD% (125 pg/L)

R.T. Area R.T. Area R.T. Area

WHYE 013 3.61 0.08 2.18 0.13 1.68
Bagvb 2 0.08 5.24 0.04 2.04 0.08 1.77
RSD% (0.4 pg/L)  RSD% (8 ug/L)  RSD% (100 pg/L)

R.T. Area R.T. Area R.T. Area

whib R 0.08 4.39 0.03 2.27 0.07 0.87

2.5 fa H PR 8 R

N T AR R, FCHan N R AR MEINRAE S 1y (WER6D, “PATHERET k.
TUEREI 52 B bR AR 22 (S) VA AR H BR A 52 R, Ui RS HFRMDL =3.14xS, € i R
LOQ=4xMDL. &5 RanR6iR.

6. 10 FipA= 2 AT H BRI E i

No. o WRE FEE AR i 22 £ HH PR pich 4!

(ng/L) (RSD%) (ng/L) (ng/L)
1 MHE IR 2 4.63 0.29 1.16
2 Wb A 2 2.85 0.18 0.72
3 AP A 2 1.63 0.10 0.40
4 Hmab 2 1 4.48 0.14 0.56
5 WNIP A 0.5 4.40 0.07 0.28
6 BRIV A 2 3.23 0.20 0.80
7 BRI A 1 2.80 0.09 0.36
8 Bamvb A 0.5 2.80 0.05 0.20
9 VDALY 0.4 1.82 0.03 0.12
10 PUIEYD A 2 2.91 0.18 0.72

2.6 EFUINbRSER
PAANE 10 Pl i B SSH T E 2 I A 2 AR dh, AT SRFOIARSE 56, bR EE sk
7 s SRR S AN 03 15 TsAs: il (o P 3l P 4 AL 5 B i 7 &5 Rl
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BINER UL R, R AT SR 10 Rl i B S50 AR 2R I 5E FRAR T E kR (GB/T
20366-2006 ZhA)Y ity TSRS B RO E WO E - SR IR TOERERD K

60000-1:304.20>286.10(+)

12:321.20>303.15(+)
13:362.20>318.15(+)
14:334.20>316.05(+)
5000045:332.20>314.10(+)
16:352.20>265.10(+)
17:358.20>340.15(+)

40000-8:360.25>342.20(+)
19:386.75>368.25(+)

10:263.40224540(+)

30000

e

20000

10000 e S

00004
0.0 1.0 2.0 3.0 4.0 5.0 min

4. A AFE Y MRM {638

{1:304.20>286.10(+)
12:321.20>303.15(+)
6000013:362.20>318.15(+)
14:334.20>316.05(+) « -
15:332.20>314.10(+)
16:352.20>265.10(+)
50000, 388 205340.15(+)

18:360.25>342.20(+

40000115565 105045301 ‘»»«JU\M:M\VW,NM,WWWw_&
] 0

30000

20000

10000
0~

10000

—_————————————————————

0.0 1.0 2.0 3.0 4.0 5.0 min

5. Ao R ISR ) MRM G35 18 Onbrifk B2 L2 7)
WU 1 MEUNR; 2. KiEVP AR 3. FORIP A 4. BERIVE: 5. RN
6. WKW T, RFEA: 8. RUEYPA: 9. YWIE: 100 THHTLA
T IRSAE i [P SCRAN{ e LE

i R Jnws % i 5 Lt SEE il
(ng/kg) (S/N) (ng/kg) (%)
1 NI PR 2 76 1.62 81.0
2 Witvb 2 46 1.36 68.0
3 €= TR 2 154 1.76 88.0
1 BRI AL 2 224 1.44 77.0
5 [liR7 U 2 51 1.91 95.5
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6 b AL 1 33 0.92 92.0
7 BN TR 1 42 0.83 83.0
8 WN A 0.5 55 0.37 74.0
9 Bvb 0.5 41 0.38 76.0
10 Wb R 0.4 104 0.33 82.5

3 Gig
ARSCHENT T — i R OB A LC-30A F1 = DU A AT 4% LCMS-8040 K
Mz KR e 10 Pl IR A F KT )78 %5 6.0 min 2 5K 10 BB ER 143
BT, AR R R AH O RELLE 0.9989~0.9999 2 [R] o S AN RV FE R AR 11 I v A T RS 5 158 S
TS 6 YCHEREAR R IS 1) NG TR RIS B HE O 22 43 B E 0.50 %1 5.30 % LA T, RGURE 4% R4 o
GIPERAT IR R, KBRS T AR (GB/T 20366-2006 5453 ity W 1 I 28
BREAEEINE WO - B3 IR T2 ), T S B K it e s U A S B A 3R B e A PR R
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BEREEIE = EMRIF R ENEKmPR) 17 #
HEXE

FEEL: ASCHEESL T A T B v RO (354 LC-30A A =H PUAZAT B3 { LCMS-8030 Ik
FHIN5E 7K 7= it b Z2 A2 A B (R 0 B ik o L SRR AT AL RS, PR = 80 3 LC-30A
oy ey, ZHEPURAT BT LCMS-8030 AT & & 01 RASMREEIARHERTZE, 17 FPiE R
A RIFIILPEMSCNE, A REAE 0.9987~0.9999 2 (il S FF s AS ) 1k B PRI TR A AR vE VA VR 3%
4 6 UCHEREREAT G S LSS0, 17 PIuscas 6 Or B N [ R0 [ RXRH OB B s 22 23 S0l 4E. 0.322% 1
5.82%LL N, RAKEHERLE, KHBRIGEY 0.07~1.06 png/L. REUH AT IAR 1 05 201 510
WCRIEAT IR, 17 BRI ISR T 78.0%~115%, 1 LAYH A2 £ A o i 22 25 25 10
DK

R W AR BRI = DR

Wk, WHESER . MEMGEM MRS, RSB TERAR SN, AR 2 [ R
TEAE AR T AR A O R R A S IR A AR T
FEM B VRS ER, RYCEERR R AT MRS, XS SR, Bk, R
FER 5 AV e A 2 o TS PERRAE SIS AT S 1K) A AT o AT e R
HEYOE R, AE T ENATERA & SRR TIREE . WH HPLC HAERHAH M
RYAIT o AT R, MBSO E g K ik, MIABEFTRRAUAI; GC-MS 75
PRI LE AT DX I MEOR 5 2R s RO AT A, Bk 28 A
S TR R RGA M HENS SRR AR R I e R AR
YRS m R A ZOHERE S E ) fiE. UHPLC-MS/MS  HAT 1K 73 B ORI 35
R FRGEAT . fln, AR e, BT O 2O 2 ATl e R 1 e ik
AR E : MERE, S 220 =R ik
MR, LB Y SR A BT AIAES S KA ME GB/T 21981-2008
FERF= TR A, IR S s R 2 T (B Er it PR 22 Bk R R T VRO €
KPR R, B LER e  BA S k- IER ) JEAl b, ST RO
B ffe, SR SR FEAE SN SR B RAR AN  Jeift T = DY AORT J i 2 Bk R M o 17 7K
FE A RN NS TP RATIRER A e 2R R .

YIS TE R BN, A5 5 IR PRI

1 SERIR4
1.1 {38
A S I e e OB €6 15 LC-30A 5 — T PUARAT i LCMS-8030 B &4 -
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FARECE J LC-30ADx2 i %5, DGU-20As 7EZ i <L, SIL-30AC HahHEFE#s, CTO-30A
FUEAS, CBM-20A RZiiles, LCMS-8030 = & PYMAT i1, LabSolutions Ver. 5.53 {f

BTAR.

1.2 43 hr 44
WA 54
R ES: LC-30A R4E

i 4t :  Shimadzu Shim-pack XR-ODS III 2.1 mmIL.D.x50mmL., 1.6 um

WEhA: A—0.1% T /KER, B—FEE, A/B=35%/65% (V/V)

Ji#E: 0.3 mL/min
ey S REDRIN
HEFEARRL: 10 uL

FEdfL: 40°C

T A

M #s: LCMS-8030
BT BSIL IEE T
SRR OHRE: 45kV
WA B 3.0 L/min
T %115 L/min
W< RS
R : 250°C
INAREHGE . 400°C
PR 2 ROV IR (MRMD
TERRINTA]: 30 ms
FEIRISA]: 3 ms

MRM Z:4(: W& 1

% 1. MRM &3¢

S/ Eis AT T Q, Pre Bias (V) CE (V) Q; Pre Bias (V)
MR — 1 287.05 97.00" -15.0 25.0 -20.0
287.05 109.15 -15.0 25.0 -23.0
CRE AL 287.10 121.05 -26.0 25.0 -26.0
287.10 135.05 -26.0 -15.0 -15.0
TS 338.25 148.15° -26.0 -30.0 -16.0
338.25 120.00 -26.0 -35.0 -24.0
T S 337.15 241.15° -13.0 25.0 -18.0
337.15 131.00 -13.0 -35.0 -28.0
S 289.25 97.00" -25.0 25.0 -20.0
289.25 109.05 -25.0 25.0 -22.0
F S ] 303.25 109.15° -25.0 -30.0 -21.0
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303.25 97.15 -25.0 -25.0 -19.0

5 e 301.25 121.15 -26.0 25.0 -13.0
301.25 149.15 -26.0 -15.0 -16.0
Wi te 275.10 109.10" -13.0 -30.0 22.0
275.10 257.20 -13.0 -15.0 -20.0
22 A 273.10 109.15 -10.0 25.0 -23.0
273.10 197.10 -10.0 -20.0 -15.0
By 271.20 253.15° -27.0 -20.0 -19.0
271.20 199.05 -27.0 25.0 -15.0
T 3 2 385.10 267.15° -23.0 -20.0 -20.0
385.10 325.20 -23.0 -15.0 -25.0
H 0 2 ] 345.30 123.00° -13.0 25.0 -13.0
345.30 97.20 -13.0 25.0 -19.0
R 2 1 e 387.30 123.00° -15.0 -30.0 -13.0
387.30 327.25 -15.0 -10.0 -25.0
FR L i i 313.25 109.15° -12.0 -35.0 -24.0
313.25 245.20 -12.0 -25.0 -18.0
S LR G 405.05 345.20° -24.0 -15.0 -18.0
405.05 309.15 -24.0 -20.0 -23.0
Rk 299.05 109.05° -19.0 -35.0 -22.0
299.05 91.15 -19.0 -25.0 -11.0
2 i 315.15 97.15" -12.0 -25.0 -20.0
315.15 109.00 -12.0 -30.0 -21.0
ROREREET
1.3 FEAI

1.3.1 FRuEE R il
B E A 100 mg/L 1) 17 PR, ATEBAEKAM R IR 22 1000 ng/L VRS FRFE. K5 1000
ng/L 19 17 IR G ARRE , F KB G0 B AN [R) R B35 s (b v AR T v i 2 (AL
%2,
R 2. IRERHE LR P SRV R EE (ug/L)

G EAS WE1 WE?2 W3 W4 WKRES KE6
1 2 V) — 1 2 10 20 50 100
2 e 2 5 10 20 50 100
3 i 2 5 10 20 50 100
4 W 1 2 5 20 50 100
5 TN — 1 5 10 20 50 100
6 5 e 2 5 10 20 50 100
7 S 1 2 10 20 50 100
8 FH S22 1 2 10 20 50 100
9 R 2 i 1 2 10 20 50 100
10 TR VR Hh 2 ] 1 2 10 20 50 100
11 FH 2 28 TR 156 0.5 2 10 20 50 100
12 2] 1 2 10 20 50 100
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13 Rk 2 5 10 20 50 100
14 FH B i i 1 5 10 20 50 100
15 S ZE R £ R T 0.5 2 10 20 50 100
16 S =21 2 5 10 20 50 100
17 prag L 1 5 10 20 50 100

1.3.2 FEMATAL T v

FREX 5.0 g ilFF, BT 50 mL UG LM 208 T, A 20 mL ZJF-HR (1% 0.1%)
W, YA )0 1 min, AR5 T 0L ELL 4000 r/min FIEREL 5 min, #_EIHREEA
A 60 mL UG LI BOE T, KB ORI 20 mL OJE-TFIR (5 0.1%) ¥R
—W, B EE

¥ BB R 125 mL 20 ok -F, T RERTP I 25 mL SJSHRIE ke, $kY
2 min, FE R, BT 2EBBEE 100 mL BEOXS0IHT, T 40°CREG P ek E RS
T, HEARWRT, #EFIA 1.0 mL OFE-TFIR (5 0.1%) WA, iR~ e,
FH— U G D e D 2 RO, O % - A T T L 5

2 SRR

2.1 HRAERE S — R B A TR RO E

Inten.(x10,000,000) lptené(;11,200,000)
] 287.3 5ol
1.25 ]
] 1 1pg.10
1 407
1.00] ]
0.75 3-&:
0.50- 2.04
1 288.3 ] 287,15
b - .
025] 1131 3093 104
1 4134 ]
1 ] 123.15
0.00———T1 oottt
250 m/z 100 200 m/z

1. BB I — ik B CEBD M) s - (CE (h-22V) CHED

Inten.(x10,000,000) Inten.(x10,000,000)
] ] 121.10
125 287.2 o]
1.00 ]
] 0.757
0.75 i
1 0.50
0.50 i 135.15
] 309.3 1
] 0.25-]
0257 1131 ]
1~ ] 173.15 287.20
0.00" C — 000 AP 7 26930
250 m/z 100 200 m/z

2. P — R CeEED M E F o (CE A R8-21V) CHIED
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Inten (x10,000,000)

338.3

_\4
oo
Nl

N
o

©
o

113.1

o
)

e
3
Q.9 2. 92N

\
W

o
o

Gﬂﬁ

2‘50 ‘
3. IEH e

Inten.(x10,000,000)

miz

GTE R Al R A

1 1131
] 337.3

1.0(F: ?3_2

265.1 :5?.3 44f_4

4. TR SR g

Inten.(x10,000,000)

m/z

B LD R 4 i

289.3

0.507 311.3

o

o

(=]
L
\

41?.3

2‘50
5. R —

Inten(x10,000,000)

m/z

1.507 3033

1.257

0257 113.1

L
\

0.00

250
6. ST

m/z

el A A
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Inten.(x100,000)

35 (18818
3.09| [148.10
2.5
20113]18
15

11 Nds. 10
1.0

] 1.15
g 1o
00] “H -
100 300 miz

Inten(x100,000)

L] (cMEjj 40V) CHED

J131.15
6.0

5.0 121.15

|l 7

241.15

337.20

e 1]
100

281.20
m ”

miz

K (CEfHHM-32V) CHED

Ipten.(x1 ,000,000)

757 109.10
197,15
5.0
25
1 13310 289.20
0.0 —H——— e
100 200 300 miz

Inten.(x1,000,000)

Grik e D AP E T A e (CEEA-25V) CfED

6.0
4 109.
5.0
4.0

3.0]

15

0.0 “ |

303.15

100 200

T
300

m/z

2%l (CE 1 0-26V) CHED



Inten(x10,000,000) Ipten.(x1 ,000,000)

] 3013 { 2110
150- 1131 70-
17 6.0
125 1/23_2 .
1.00] 509 4920
. 4.0
0.75 ]
] 3.0
0.501 ]
1 203.1 ]
1 283 P 204
0.259|145.1 ]
el R
0.00F L 1 : oot Ll I
250 m/z 100 200 300 m/z

7. RAERA AR CeED e A sak - (CEE-18V) CHED

Inten(x10,000,000) Inten (x1,000,000)
] 2752 1 109.10
1.257 251
1.004 207
0.75- 15
0.50- do7 2 10
4 4 B "

] ; 27515
0257 1131 0.5 147.15 199.15 257151
17 4133 ] ‘ 7 :
0.0 ‘ iad 0_07“ Ly ‘\H‘ L. ‘\H‘ [— | ‘\‘ 1

250 m/z 100 150 200 250 m/z

8. WM —F ik (ZEED R Hi s e (CE{EA-24V) CLHED

Inten.(x10,000,000) Inten (x1,000,000)
57 2732 { 109.10
4.0
1.004 1
0.75] 30
0.501 2.0
0.25] 295.2 1.0 197.10
. f11/31 f 41f4 1 1415 277.15
] 1 15 1852
0.00 ‘ T — 0.0“‘ | ﬁ_‘i“_ e
250 m/z 100 150 200 250 m/z

9. FFMEM IR — BT I e NP TR BGE ) (CEAE4-25V) CAED

Inten.(x10,000,000) Inten.(x1,000,000)
1 2712 ]
1504 ]
1 1.25]
1257 ]
1 1.00]
1.00 ]
. 0.754
0.75] ]
] ] 271.15
0.5&: 4932 0.5(}: 253.15
] 1 22715
0_25: 11/3_1 0.25- . 214.15 237'15
000+ ‘ ‘ 0.00- Al L ‘
250 m/z 250 miz

10. e Je it — 2l e (72D R4y 34k & (CE H0-30V) CHED
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Inten.(x1,000,000) Inten (x100,000)

75 6.0*: 267.20
7 385.3 ]
7 5.0j
5.0 4.0
B 1 32
1 1051 3.0 22415 \'99\
B e ] "7 282.20
2.5+ 20{
i 413.3 ]
i 4 FS 1.0*: ?.1’67.15 255. T 07.2
0.0 | T L 0.0 L ‘H ‘H“ “T ] ‘ ‘
250 m/z 100 200 300 m/z

11, LT/ 250 D D R 744 b (CE fE2h-19V) CHIED

Inten(x1,000,000) Inten(x100,000)
] 3453 ] 1238
] 7.5
5.0 1
b 1051 5.0 97 15
2.5 ]
. 2.5
| 4133 ]
] ’1461 386i 3 ]
7S I N ] ool LIRS 2720 sa520
250 m/z 100 200 300 m/z

12. W2 — g ik i CEED =g i ms ik (CEERA-29V) CfED

Inten.(x1,000,000) Inten(x100,000)

] 387.3 64&7
4.&: 50]
3.0 }5'1 4.0

1 1 123.10

] 413.3 3.0 327.20
2.0 ]

1 2.0 87.30
1.0 ] 285.25

] 4p9.3 1.0

N i I Yoy
0.0 T T T T T 0.0 “\‘H‘ ‘\‘\‘ \“‘\ = i

250 m/z 100 200 300 m/z

13. FRZ0 CTRWR I — PG B (2D M-8 Fafi sk & (CEEh-20V) (HED

Inten(x1,000,000) Inten.(x1 01%000)

] 3132 3.0] —109.
75 051

] 2.0
507 105.1 1

1 4133 1.5

i 1| 119.15

1 1.0

1 20

2.5 ] 24520

1 3543 0.5 187'15 1 317.20
00] B T T

250 m/z 100 200 300 m/z

14, FIEMTERN T — s i 2B F=es AR s (CEEN-26V) (HED
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15.

16.

Inten.(x10,000,000)

AL D R E FAATGE & (CE 0-18V) (A7 1ED

15 405.2
] 4272
1.0+
i 443.2
05
: 371.2| Uk
0.0 ‘ L ﬂ
250 miz

S 2 2 FRIE )
Inten(x1,000,000)

1 299.2

4.0 413.3
3.0

1 105.1

2.04

101 4143
] 3402 4543
481 il
0.0 ; ‘ —

250 m/z

Inten.(x100,000)
3.0

309.15
2.5
2.0
] 301/10
1.57 345.15
1 405.20
1.0
] 267.1
0.5
:137.15 26 .2? ‘
004k AL 1
100 200 300 400 miz

I[lten.(x1 00,000)

110915
2.5
2.0
1.51
1 9115
1.09 83,20
0.5 43115
L
] 15
bl L iy 299.15
0.0 U“ \‘\ “H‘I‘HM‘HH‘\ ol 29915
100 200 300 miz

PR B — T I CEBED R0 i aE s (CE 624-32v) CHED

Inten(x1,000,000)

5-(E 315.2
4.07 413.3
1 105.1
3.(2/
2.0
1.0 4143
] 356.3 754.3
0.0-! ‘ ‘ ] ‘
250 m/z

15 I[lten.(x’l ,000,000)

109.10
97 15

1 12310
0.00-! % —

31?.20

T
100

———
200

T
300

miz

17. 22— G5k i e M9 ik - (CE A h-25V) 1D
117 Bl A — G50l B A ) B 44t 5 1

2.2 FRHERE SR MRM 2 &

TEAPRFER MRM (3% B i 2 s

69



[1:273.105109.15(+)
101271.20>253.15(+)
13:287.10>121.05(+)
125000-14:337.15>241.15(+)(5.00)
15:275.10>109.10(+)
16:299.05>109.05(+)(2.00) o0
17:287.05>97.00(+)
10000018:301. 255121, 15(+)
19:289.25>97.00(+)

50000-] 115:387 30-123.0004) | |
631515597 15(+) B S —

17 338_25>\48\5(1)1§JLQ)—/C = 1

25000-] _ ’ : ©

o <

0.0 1ﬁ0 2‘0 3‘0 4‘0 5ﬁ0 ‘min
l@zﬁﬁﬁmlm@L@ﬁmwmmé HE|
VU 1. R FHES T 2. FEEh R, 3. FhHbEN; 4. RUFSEE; 5. e 6. BRI, 7. B A, 8. Sk
Bi; 9. 2 10, FIEAREEEE; 1. 2R, 120 FRZ; 13, LB F 20, 14, S 20 2R T
15, FRZR PR TE:; 164 Z2W; 17, & ARM:
23 &MExR
% 1.2 PRI &R AT I G, AR R AR AR, AN AR, $RER 2 Lokl
R, KIS IAMME R RHEMZ, W 3 Fron. 17 FHSEES BLMEREERIN, 2

PERHSCHE RAF, AHOCREUYLE 0.9987~0.9999 2 i) (W3 3).

1. 2 FMES — 1 2. B
Area Area
400000 400000
3000004 3000004
2000007 200000
100000 100000
———— ——— T
3. P 4. GRS
Area Area
] 1000004
1000000 ]
] 75000
500000- 50000
1 250004
———T ——— T
5. Wk 6+ FRAFHH
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Area

250000+

7 TN

Area

750000

500000

250000

Area

750000

500000

250000

11, H =27

Area

750000

500000

250000

13, LR 22

71

Area
200000{

1500007
100000

50000

50 Conc
8. FEMEN
Area
1500000%
1000000
500000%
" 80 Conc.

10 FA L

Area

500000

14, F M £ 1R



Area Area
500000+ 150000

] 100000
250000 1

] 50000

15, HRZ00 £ % 1 16+ 4
Area Area
5ooooot 1000000
1 750000
250000 500000
] 250000
" Conc. T T Conc

17, iETB M

Area

1500004

1000004

500004

Conc.

Bl 3. 17 B (KRR AE T A 2k

R 317 PR IIRHE 2 2 5L

T ER S KA h 2 LMEIEH (ng/L) AR R)
1 2 PR A% — I Y = (4254.64)X + (1493.63) 1~100 0.9999
2 S Y =(3379.96)X + (6893.91) 2~100 0.9987
3 P Y = (11511.7)X + (12943.8) 2~100 0.9998
4 i S2 Y = (1053.25)X + (632.811) 2~100 0.9996
5 )4 Y = (4550.24)X + (2929.70) 1~100 0.9998
6 i Y =(1992.13)X + (3128.01) 2~100 0.9997
7 i3 | Y =(8551.73)X + (-384.882) 1~100 0.9998
8 A Y = (17580.0)X + (21981.1) 2~100 0.9999
9 S Y = (8203.99)X + (4305.48) 1~100 0.9999
10 FH R 1 Y = (2832.40)X + (-276.314) 1~100 0.9997
11 FH S Y = (8743.59)X + (3603.80) 1~100 0.9999
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12 2 2 ] Y = (6163.55)X + (3450.24) 1~100 0.9999

13 LT8R b ZA i Y = (5674.36)X + (3494.83) 1~100 0.9997
14 SUHh 22 ] £ TR s Y =(1761.35)X + (153.117) 0.5~100 0.9994
15 R 2l £ TR i Y =(5053.94)X + (-1205.06) 0.5~100 0.9998
16 Z i Y = (10770.8)X + (-5643.77) 1~100 0.9998
17 bog ) L Y = (1640.93)X + (-1559.86) 1~100 0.9997
2.4 NEE R SL

PC MG A AN R B TRV S AR R GERE REE LR 4D, “FATIIE 6 Ik, 17 FhJF I
AR B ST V) AP K Ao A vy 2 AR 06 T RN PRI AH S A T O 22 20 ) #E. 0.063%~0.322% K11 0.555%~5.82%2

], GURRWRGEAA R IR
R 4. ORE I A A E RS R (n=6)

e RSD% (2 ug/L)  RSD% (20 ug/L)  RSD% (100 pg/L)
FEm 2
R.T. Area R.T. Area R.T. Area
1 2= RIS T 0.135 523 0.178 3.83 0.115 2.70
2 e 0.096 5.35 0.227 2.94 0.085 1.23
3 i 0.230 4.53 0.187 2.57 0.118 1.37
4 I S 0.242 4.98 0.205 4.78 0.105 3.69
5 W 0.192 3.27 0.186 2.89 0.120 2.52
6 R 0.310 5.12 0.269 3.46 0.117 2.13
7 Tt I — 0.199 2.83 0.186 3.71 0.117 1.71
8 5 0.176 4.97 0.201 1.44 0.133 0.555
9 S22 0.212 4.98 0.222 3.05 0.115 1.00
10 FH S B U 0.322 5.82 0.205 4.13 0.105 1.93
11 F 2 ] 0.220 5.42 0.120 3.67 0.122 1.52
12 FH 2 2 ] 0.273 5.32 0.250 3.17 0.095 2.36
13 LR TP 2 R 0.167 4.85 0.104 3.02 0.068 1.99
14 EHZEMCMREE  0.282 5.66 0.136 4.09 0.063 1.44
15 WRAMIKE  0.268 3.69 0.137 3.33 0.073 2.14
16 2 0.243 5.13 0.169 3.28 0.081 1.61
17 bryi 4151 0.285 5.63 0.227 3.51 0.098 2.13
2.5 i BRI e & R

N TS RGSE, BCHIREE R 2 pg/L FIMRGFRHENIRAE S 1 60 (W3 5D, ATk
FET U G WE 4 Prs. 17 YCERERINE AR e P00, SRR LERY 3 1% A0 10 1%
IR AR IR R . W SRR 5 PR .

5. 17 PR IR R R

No. B {1 L R (ng/L) M (ng/L)
1 5 FHE SR 30.7 0.20 0.67
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2 Teh 48.7 0.12 0.40
3 i 65.1 0.09 0.31
4 S, P S A 18.9 0.32 1.06
5 W 27.6 0.22 0.72
6 R 30.3 0.20 0.67
7 TeAs 222 0.27 0.90
8 T 86.7 0.07 0.23
9 27 56.3 0.11 0.37
10 PR L i 19.8 0.30 1.00
11 FH 2 455 0.13 0.44
12 FH 2 2] 58.1 0.10 0.35
13 LT P b A 261.3 0.023 0.08
14 A B LR T 200 0.03 0.10
15 2 2200 £ 8 T 277 0.022 0.07
16 21 19.3 0.31 1.03
17 prag 4L 110.4 0.05 0.18
2.6 FEFINFR L5

Kl 5 Dyt AL LI 1.3 R il 2 50T MRM (g 1. A AL R s 17 A
WERbRRE, bR MRM (% - 6 Fros. A 17 Bl S5 nbsR R 89258 W& 6.

25000J1:273.10>109.15(+
12:271.20>253.15(+
13:287.10>121.05(+
2250014:337.15>241.15(+

15:275.10>109.10(+
20000-6:299.05>109.05(+
17:287.05>97.00(+)
18:301.25>121.15(+
1750079:289 25>97.00(+)
110:313.25>109.15(+)

1500(£

75007 e ——
5000 ——
25001 - ————
:WWW
4 — —— — - -
7‘ T ‘ T ‘ T ‘ T ‘ T ‘ T T
0.0 1.0 2.0 3.0 4.0 5.0 min

Kl 5. M RET MRM B 4]
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20000/1:273.10>109.15(+
12:271.20>253.15(+
3:287.10>121.05(+
14:337.15>241.15(+
1750045 57510109.10(+
16:299.05>109.05(+
17:287.05>97.00(+)
1500015301 :255121 .15(+
19:289.25>97.00(+)

1250&10 :313.25>109.15(+4

)
)
)
)
)
)
)

114:40 4520(+)
—T5387 05123.00(+
116:315.15>97 15(+

™
Q

e
10000 W‘“‘P ‘

750(%17 338 25-148.15(+)

soom

25004

0-

.~

e N S

WA 1, 2 MM —

Bl 6. A EEFOINFR ) MRM €A% B Ok 5 W& 6)

Wil; 2. HEENE; 3.
8. SEMEMT; 9. SEH; 10, RPN, 11, H S2H; 12,

14, FUBZE O IRNE; 15, IR0 IR0 16+ %40 17, 7K m:
R 6.t AT IE RSN S bR PR 45 2R

min

FHHLEA; 4 G SRR S, TETE; 6 HEMG M, 7. W,
FHRZE ;13 .08 Y Hb 22 i

No. o 1 RR DA 52 1 I INFRIA B SR EL e
(ng/kg) (ng/kg) (ng/kg) (%)
1 25 W) — i N.D. 0.4 0.424 106.0
2 e e N.D. 0.4 0.396 99.0
3 i N.D. 0.4 0.372 93.0
4 8 S i N.D. 2 227 113.5
5 Ve N.D. 0.4 0.424 106
6 T — i N.D. 1 0.947 94.7
7 e N.D. 0.4 0.362 90.5
8 S e N.D. 0.4 0.380 95.0
9 S N.D. 0.4 0.320 80.0
10 F SE B N.D. 1 0.961 96.1
11 FH S N.D. 0.4 0.380 95.0
12 ¥ 2] N.D. 0.4 0.376 94.1
13 LR Hh 2 ] N.D. 0.4 0.458 114.5
14 St 7 2,1 s N.D. 1 1.15 115
15 FR 22 £ R T N.D. 0.4 0.442 110.5
16 Za i N.D. 0.4 0.446 111.6
17 LT N.D. 2 1.46 78.0
i NDRIRAKH
3. &
AN T A B s RO (5 LC-30A A= T PUBAT i 1% LCMS-8030
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T FH PR 00 5 7K 7 it v 22 PR AR B I 0 A T 0. 17 FRCGRZR MG L, AR R A
0.9987~0.9999 2 [l XK g AN AR 55 (1) Vi G b MEVA HOEEA TR 3 FE S, 348 6 IRBERELR
B s ] AR 7 A R AR B v A 22 20 I LE 0.063%~0.322%11 0.555%~5.82% 27 1), AN A 555 [
R 7K R TR PR T TR 78.0%~115%. SEE &5 R W% ik RS L, KPR
KT EFR GB/T 21981-2008 (B4 £ i3 2 5% B A I VA WO % - i/ i)
AT LA A 7K™ il R 2 2 AR I 5 3K
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B 7 SRR €2 1 = T PR FF R S PR S0 7k 72 8 o IO 3R
ERTBMRE

OB ARSCEL T Il v v OB €1 ORI = DY B R SR e A S
FiDUFR R E R IR 770 . A0 AR P R DUPR 3R 28 P R A A = AR, A HT I
RO 3 LC-30A 71 4 min N SEILPE 3 25, = F PUARAT BT LCMS-8040 ZE4T5E 4>
Bro LAAMPRIEZE ] 5 FHPURE SR P RN HE I 2, DUFRZR . 25 R4 e 2R ) 52 R WA
eI 2 ZE MEVE FEIZE 0.1~100 pg/L 1), 57 M4 85 ZMLMETERIAE 0.1~50 pg/L 1], #HIC R
BIILE 0.9977 Lo X 1 pg/Ly 10 pg/L A1 100 pg/L TR A bRUAEE AT RS 25 Szt , 48 6
OCHEREOR B IS T MU TTAR (R A G B O 22 73 301l 7 0.64%~0.81%F1 0.70%~2.90% 2 8], RGEHS
WRER . AT BN 0.035~0.057 pg/L, EHFY 0.138~0.226 pg/L, FEahIbREIATE
105~120% 2 0], 3 A2 PUFR 3R 2P0 42 3R MR 5 K

K. VMR PrbER —mIUMFTBGE K™

AR, IE K IR A IR . HBE FRIBSE, X R AHAR I 2505 B BAT

FIRFHNERA WS, TR H 2 HER I E e ). A T2 % (GB/T
PR, SR AR, ) 21317-2007 Pyt i h YA ZR 2K 5 24
PR B H R . R EEHER B B BRI T BOR €% - T o v
(Tetracyclines, TCs) &I PRk b2 W T 5 e OO €8 B ), Ao B v A R A
R, (R TR B P 58 R i A LC-30A Al = 1 U A% FF 5 1% A%
A AR 23 LLsUE s e Nk N &) LCMS-8040 15T, 237 1l g 7K b v Y
BEAIREE R, (R N g HEE s i IRFE AR RNk, T

1 AT C S - A I B B A2 3 4 Ly TP SR R AU e, AT A
KA JEARRMI D HTEA,  BAT w I IS INGE =

1. L4
1.1 1¢2%

ARSI A FH B v e OB LA LC-30A 5 = PURRAT A LCMS-8040 BRH R4, A
ABCE A : LC-30ADX2 Hiifi s, DGU-20As fELEi <L, SIL-30AC HhitFE4s, CTO-30A
FERAR, CBM-20A RG4xihla%, LCMS-8040 — W PUMZAF 4%, LabSolutions Ver. 5.53 {4,
AR

1.2 st

WO ZAT

% FE:  Shim-pack XR-ODS 111, 2.0 mm L.D.x75 mm L., 1.6 pm $if%.

W A—0.1%HIRIZKIER: B— HIEE
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Jitig: 0.5 mL/min

FEi: 30°C

R 20 uL

el = BREELENG, B AHWIMGIREE A 15%, Lelifr W& 1.

K1 BBREVERE Y

Time(min) Module Command Value
1.50 Pumps Pump B Conc. 95
3.00 Pumps Pump B Conc. 95
3.01 Pumps Pump B Conc. 15
5.00 Controller Stop
it At

AR ESI(+)
BTmiZSHE: 45kV
WA A< 3.0 L/min
T4
WA

DL #ifE:  250°C
InAEGR L. 400°C
AR 2RV EEN(MRM)
TERHITE]: 30 ms

JEIRM[A]: 3 ms

MRM Z:4f: W3 2

15 L/min

A
Pl
Ar

* 2 MRM b2 %

WA FR WREY  P“¥EF  Ql PreBais(V) CE(V) Q3 Pre Bais(V)

410.15 -16 20 28

PURR 25 445.10
427.25 -16 -14 21
426.15" 22 -19 30

+EE 461.10
BE 443.15 22 -12 22
448.10" -17 -17 -30

LHIESEZR 465.10
430.05 17 21 30
444.10" 23 22 30

SRR 479.05
462.15 -16 -14 21
428.25" -16 -19 30

(VIS 445.05
410.05 -16 38 29
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1.3 FE i &

PRIUE B MR T 0 IR b, %R, SR EAN

SRR, HHEERCH] 1000 me/L HITE -G R AERE S ORI HITRSAH ) 4R Ee B Rk ik 52

(ZR iR TR
0.1, 02, 0.5, 1. 5. 10,

20, 50. 100 pg/L HIbsHE T/ .

FERATACEE vk MRS I H & 1. $EES I (GB/T 21317-2007 3454 £ b+ DY

SR 2k B AR T R

2. GREITR

AR - T FREE S ROBAH T D o

2.1 ARAERE G — R B A RS T R

Inten. Inten.
100 445.20 100 410.10
75—? 75
50 50-]
25—? 5
] ' 27.10
30 0 400 450 50 50 mz 100 " 200 "300 400 500 mz
B DURR R ik (2 A4 ES 1446 B (CE {H-18V)
Inten. Inten.
100 461.20 100 426.05
75; 75
& ]
25; 15 7 fgl.zo
RE 391_30 ‘ ‘ . 15410 20105, 33600 3890
;30 40 40 50 50 mez 0 2 a0 4w 500 iz
K2 b ZuakE o) M- Yes 434 E (CE E-19V)
Inten. Inten.
100 .10 100] .05
75—? 75-]
5] s
1 10
25| 25 s
Gr30J15 _ ‘39}'30‘ B “\‘ . o ® 2§00‘ 3920 | || ‘
30 30 400 450 50 50 mz 100 200 400 500 mz
Bl 3. kHEER gl l(E)ﬂﬁ%%%H#EmBﬁmw
Inten. Inten.
100{ 47915 100 .00
75; 75
] 15
50 50
1 15410
B3 s # T
1= 3 79.20
30 30 40 450 50 550 mz 100 " 200 "a0 400 500 mz
K 4. &FE-FPGSEE (&) M98 785 B (CE {H-23V)
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Inten.

42810

15400 267.10

1‘&1?.1‘544@10

2.2%5

22500

LG IMRM A B

Kl 5. wioh#a Rk R ) N7 Hes 18 (CE 15-25V

0 —

200

300 400 mz

20000
17500
15000
12500
10000

7500

K 6 FRAERER T MRM (i 5]

T
min

(1 pg/LO

(s PUIAE; 20 B5Es 30 KWEERER: 4. 5% 5. mAER

2.3 PRV
# 0.1, 0.2, 0.5, 1. 5. 10, 20, 50, 100 pg/L AS[a)¥ B AR A bvE TAE W% 1.2 TRt #r
SAFREATINGE , AMREEIE B DAIRBE N REARER, WETRCA PAANE, ZefilfciE iz & 7~11
Jiss S RUEINZe G R R RIF, Lotk iR KA G RENLE 3.

Area(x1,000,000)

Area(x1,000,000)

404

250 500 750 Conc.

K7 DUSR A £k

80

1.504

1.25—f
1.00—f
0.75—5
0.50—5

0.25

0.0

P e S

K8 g s hrifk h £k



Area(x1,000,000) Area(x100,000)

1755
O.50—§
R R T .y e e T R A MY I w
9 I &m BhRE il 10 485 ZhanEihsk
Area(x1,000,000)
6.0
o 0.0' n '25.0' n '56.0' n '75.0' n 'éon'c.
Bl 11 580785 F ARt i
® 3R S5
No. 2 ediiiEs LR (ng/L) m%f‘ﬁ
1 ILE7S" Y = (41813.3)X + (-1335.28) 0.1~100 0.9990
2 THE Y = (28472.3)X + (-1268.34) 0.1~50 0.9977
3 EHIEHER Y =(17475.7)X + (-7.52695) 0.1~100 0.9989
4 KX Y =(7312.66)X + (984.523) 0.1~50 0.9989
5 MENFEZE Y =(59025.7)X + (1741.35) 0.1~100 0.9993

2.4 RBHEELR

X AN ) B VR G bRt CAEOE S E 6 IR, 5 SR (RS A5 5, O P IR ) R0 R ) o 50 P 4
R 4 Fron. G EIR: ANTRIAR AR HE DR B B (7] R0 AR (R ARG B O 22 20331 7 0.64%
~0.81%F1 0.70% ~ 2.90%.2 ], A#% K %5 KL 4T

R 4 PR B I TR) AU i AR R LS R (n=6)

4 RSD% (1 pg/L) RSD% (10 pg/L) RSD% (100 pg/L)
e ZFR

R.T. Area R.T. Area R.T. Area

PUIR 2 0.81 2.1 0.65 1.6 0.74 0.70

+ 8% 0.79 1.5 0.65 1.6 0.73 0.89

LHIEGER 0.81 2.0 0.64 1.8 0.73 0.84

SR 0.79 2.4 0.65 1.6 0.73 1.16
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5 ) R 0.81 2.9 0.65 2.0 0.73 1.40
2.5 iR
I FE 9 90,1 ng/LbskE, EHERERETE 43 HT, Kb Lok b B0 B AREE 5 45 4% B 700 5 45 3
HEFRUEmMZES, BRI FEMDL=3.14xS, € RLOQ=4xMDL. % &5 R unKsHiR.

5 PUPRFRISPUERAAL HH BRANE TR

No. B FrfEm22(SD) A HBR(ug/L) JE 1 R (ng/L)
1 IEZS~ 0.011 0.035 0.14
2 TER 0.013 0.041 0.16
3 PRLIE SIS 5 0.012 0.038 0.15
4 SRR 0.018 0.057 0.23
5 W R R 0.014 0.044 0.18

2.6 [Elf LK
TEF IR L3RRS 2Tk, RS TS IN0.1 pg/kglB G AR, 20 1 £ PR BE T € 335 P& A BTN b £
W12, B3R, AEF AT EAE 2, B BOINRR AR b A8 R AT AR A R i

2000

1750

250
o - - S NS
040‘“‘0.‘5"“1}0""1.‘5“"2.‘0""2‘5““3.‘0““3.‘5““min
K 12 A REE S I MRM (03 &

0‘0‘ L ‘0.5‘ L ‘1.‘0‘ L ‘1.‘5‘ L ‘2.‘0‘ L ‘2.‘5‘ L ‘3.0‘ L ‘3.5‘ L ‘min
Kl 13 £ P IIFR0.1 pg/kg)RE it MRM {4 1% 5]

(1. VYRE; 20 kF5R; 3. EHREEHES; 4. &5 5%; 5. mHER

R 6 MM ZISPUEZMbR IR E R
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No. ZFR FEM 1 SEIRE (ng/kg)  HEM 2 SRR B (ng/kg) PR (%)

1 VYA == 0.10 0.11 105

2 TEHE 0.13 0.11 120

3 EWEESHER 0.11 0.11 110

4 SRR 0.11 0.09 100

5 [EWIE & 0.12 0.11 115
3 4%

A SCHENT T A0 P 6 v OB €6 1% A LC-30A A1 = 5 PU AT 3% LCMS-8040 I FH i &
i IRE SR R DU B 2 2R F 0k B RIS 70 %5 T5AE 4 min Z WSS S FRIURR E 1) 4 B
SR, DUBRER . 2 WIS B 3 R0 ) 55 32 (WA HE I 2 e ME VO FEIFE 0.1~100 pg/L H], 855 AI4
BRI MEVERITE 0.1~50 pg/L [A); HRHPURR ZAH K REGYLE 0.9977 LA o X1 pg/L. 10 pg/L
H1100 pg/L VA bR HER 0T TR 3 B SIHR:, 3ESE 6 YCIEREOR B I 1) MU [HIRR PRI AH O A vt O 2 23
AT 0.64%~0.81%F1 0.70%~2.90% 1], FRGH % FE R If. A H A 0.035~0.057 pg/L, &
PR K 0.138~0.226 pg/L, FEEINARFIBCRLE 105~120% 2 [0 ZJ77 04 Tl . R
IF. REGRIRAL EamRPURE, L&ER, SFEREHER. SHERMENERMN.
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BeiREe IR = EMRTRIEKAZNEXK=RPRIAA

R Z5Y5% &

FAEL: AU T Pl P A e RO i ASORN — T DU BT 3% I I 2 7K 7= e 5 o
RIWBREPUERIIE. FEMEIIUS, A S 80ioH (0% LC-30A 7385, = DU ik
1 LCMS-8040 HEATE T4 HT. 5 MR ABERHTAEFRAE 3 70 A 73 2Pl 4y BEFIR I o 2 TE 57
FAE 0.5~100 pg/L, JbHEH R RE R 0.2~50 pg/L, 2855 HEMEAKE T 0.2~100 pg/L 14
BRI N 2Pl R, A 2k B0 52 R BN TE 0.9951 LU E; X 2 pg/L. 20 pg/L A1 50 pg/L VR & briE
WOCHEAT R B BESIE, JESE 6 URHERE LR B I [ 10 [T RRURH R A HE O 22 43 53l 75 0.05~1.13% A1
0.85~2.43%2 1], RGKGH LRI RHIRA 0.016~0.11 pg/L, =R 0.063~0.38 pg/L, i
PRIEIRE A T 84.0~104.0% 2 ], 3G 7K™ il b R ER A R4 28 1Al .

R A7 RIS WBESSPUE R B R RN G =S PUAAT B X

AR, BIFEKF= IR R A, hTIR0H
WAL FRRE S i, FRIEN T H 2R, %K
SIAE A AR K L 2k R )
HaRth. KIEWEERPLAZE (Macrolide
Antibiotics) Jf&—ZHEA. MFAVEE H2%
Gy NIRBEKAAR BT A 2, R KR 2 DUR
A0, IR R AR . AL EHS %
(SN/T 1777.2-2007 )i £ i b KR P9 )l

SKRER S

1.1 1% 3%

PP R AR 570 5 2 30y RSO
i RIS, 8 S e ROR AR
X LC-30A F =T PUAT JFi1%{ LCMS-8040
FRFH BN T — PRI 52 A R S Bl L
RIFWEERDUER (BIEEE. BREE, &
IR JLEER. OHR) Wik IR
JIT 3 ST 1) T o T B A IR P A R T
WRBCHEAT TSI, GEARSCRS I 5 5% .

A S FH S OB €0 35 LC-30A 5 = PURLAT B LCMS-8040 I H &4 . FLAARD
HN: LC-30AD*2 %%, DGU-20As RIS ML, SIL-30AC HahidtFf4s, CTO-30A FEiEAH,
CBM-20A R4GHEHI2%, LCMS-8040 — F PUMAT 1% {%, LabSolutions Ver. 5.53 il T {Euf.

1.2 oM &4F

AR5 A

SHTLEE: LC-30A R4t

& % #£: Shimadzu Shim-pack XR-ODS III
B A A—0.1 %K B— L0

(2.0 mm I.D.x50 mm L., 1.6 um)



i #: 0.4 mL/min
HEFEARRL: 20 uL
O 40C
Vel BRREVENG: B AHBIAAIREE R 15%, IFHIFRET WL 1.
Filk A
DRENET LCMS-8040
[RRE ESL, 1E&F44
BB O HE: BSI(+), 4.5kV
S A< 3.0 L/min
THR /A 15 L/min
IZE A
B EWLE:  250°C
INPEEHURE:  400°C
FARERE Z N I (MRMD
IF: B4 B ] < 30 ms
SE IR B ] - 3 ms
MRM Z4{(: W 2
2 1. BRREVRM N ) F
Time (min) Module Command Value
1.00 Pumps Pump B Conc. 60
1.01 Pumps Pump B Conc. 85
1.30 Pumps Pump B Conc. 90
1.40 Pumps Pump B Conc. 15
3.00 Controller Stop
% 2. MRM &3¢
W B BT  WEF  QlPreBias(V) CE(V) Q3 Pre Bias(V)
174.15" 30 -41 -18
1 iEfEER 843.6
101.10 -30 -48 -11
2 dbHEmER 77245 11> 22 i 22
174.15 22 34 -18
; yrim s 450 158.10" -40 31 -17
576.35 -40 20 28
4 BAKREE  869.65 174.10" 24 -49 -18
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696.50 24 51 25

174.10" 20 43 -18
5 IR 3R 916.60

101.50 20 51 -11
*RONTERET

1.3 K&
PRAEVEREC ] HERIRRIBUE RARE R R BOKRE R BINER. %R 4HR 5 sty
5, H RG] 1000 mg/L HTR S AR AERE 2 0, TR RE SR B 0.2, 0.5 1. 5.
10, 20. 50. 100 pg/L HIbsHE TR -
FESETALBE )75 HARS 2 NSRS B R AT I ARiE (SN/T 1777.2-2007 B0 £ i b RER A
RSP AR AT I 8 3 2 5090 OB Bl AR IR

2. B8

2.1 ARUERE i — BT B ) T

Inten. Inten.
100’; 30 100 174.05
759 75 84345
504 o] 1000
25 54720 2] } 347.40
0:“‘H‘HH“H“HH“H“HH 0:“\" ‘|||\“‘|\‘ _ ‘M‘l ‘ 1 ‘ ‘
400 500 600 700 800 900 mz 250 500 750 mz
1 e E R PR () RP-PrEs-F 4 E (CE {H-20V)
Inten. Inten.
100 772.40 1004 —109.15
751 751
50 50-
] 1 15.10
25 5441,20 757. 0 257 77245
400 500 600 700 800 900 mz 250 500 750 mz
K 2. b BE\EHE LK () MY 414K (CE 1H-32V)
Inten. Inten.
100 734.50 100 158.10
75—f 75—f
50 50 576.
25 251 11620 1
0:‘ S e ey s 0“\\15\??731\50 T
400 500 600 700 800 900 mz 250 500 750 miz

K 3. amsE—gmiEE (75 RPE=YE i (CE 1H-25V)
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Inten. Inten.

100 869.60 100-] 174.10

75 75

501 50 696.45

] 1 1315 869.55
25 25+~ T

400 500 600 700 800 900 mz 250 500 750 mz

K4, KRRk ) MY 74146 B (CE fE-45V)

Inten. Inten.
100 916.60 100 174.15
75 75
50 .65 50
] ] W10 916.50
% % ] B 77T50
Y S—— Y B ot
400 500 600 700 800 900 mz 250 500 750 mz

K5, ZIRFR - RIUEE ) =P 74146 K (CE fE-35V)

2. 2 FRYERE R ) MRM 8 B

K 6 iR A FRAERE AL 10 MRM (35 18], 5 ORI W BRSRPTAE RAE 3 20 Bh A5 31) T PR .

35(1)0*7

] "
30000 - i

p 5

] ® E|d
25000 | LS

] 5 B
20000 -

] [\ ﬁii

] I\ %[
15000 B fﬂ\?\

] )\ I |

4 \___ |
10000 J H

] m
5000 '\

07 Jl“ \\\,

B L e

6. HFBESUE B BRERERL Y MRM (0 (1 pg/L)
2.3 RMERFR

BEEH 0.2 0.5 1. 5. 104 20+ 50+ 100 pg/L FITRAARAE TAERTE 1.2 A Hr 4 FEEL T
5T, LR EE g REAARR, WETRU PR, it th 2l 7 2 11 FioR. BRERE #AE 0.5~100
pg/L, JEHFHRZ MR IR R AL 0.2~50 pg/L, L8 = AEKHE AR 0.2~100 pg/L JuH 2t R 4.
FITH e I ZR 2R ME DGR AT, 2Rk R B OG REUL R 3.
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Area(x1,000,000) Area(x1,000,000)

() 2.0+

2.5] 1

2.0 1.5

1.5] ]

] 1.04
1.04

0.5+

0'o.o' " 20 500 750  Conc. o "fo 20 30 40  Gonc.
Kl 7. WRTE A R AHE 2 Kl 8. dbEL A m A £

Area(x100,000) Area(x10,000,000)

00 280 500 750  Conc. 0o 250 500 780  Conc.

K 9. 28 A £k B 10. KA SRR £k

Area(x10,000,000)

1.254

0.00

b""1|0""ZIO""SIO""4IO""ICo'nc',

11, Z8 R R AL 2

R 3.5 PO IR PUAE SR IORHE th e 2 5L

No. B TR it 2% R AR AN
1 WR e R 2R Y =(28081.2)X + (6171.18) 0.9970 0.5-100
2 JLHEER Y =(41302.3)X + (6801.93) 0.9969 0.2-50
3 AR ¥ Y =(9338.55)X + (522.514) 0.9988 0.2-100
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4 KR Y =(117967)X + (27799.9) 0.9951 0.2-100
5 ZRIRW % Y =(254080)X + (75500.2) 0.9959 0.2-50

2.4 W ESCR
X2 pg/Ly 20 pg/L F1 50 pg/L IS FRAEEIRIELE 6 CUERE, FEAERIRRE B R, OR B I () R
A EE VL R WR 4 Fros. 3 ANAEERRAE b IF LR B IS 9] 60 06 [0 AR (00 R R A v v 22 3 Sl 7

0.05~1.13%F1 0.85~2.43 %2 [a], AN Aeks %5 AT
X4 R A M E S MR (n=6)

RSD% (2 pug/L) RSD% (20 pg/lL)  RSD% (50 pg/L)

FE AR
R.T Area R.T Area R.T Area
IRiERE R 113 2.01 0.67 1.37 0.42 1.10
JEHE&HEZR 013 1.35 0.11 0.85 0.19 0.88
ARTS 0.10 2.12 0.08 1.88 0.08 1.78
BAKHER  0.08 2.43 0.05 2.01 0.08 2.22
ZRWE 0.05 2.11 0.07 1.28 0.07 1.20

2.5 KPR

B BV FE o 0.5 ng/LERFETGY, ELRERERE T, A Bk &5 B0 B AR 5 B4 B B 700 52 45 R
TEMEMRMZSD, B H FRMDL=3.14xS, Z&RLOQ=4xMDL. ll5E 45 RanEsHin.
25 KER PRSP 22 (A Hh BRI 2 f5 P

No. e PR ZE(SD) KR (ug/L) PR (ng/L)
1 WE e 75 2% 0.030 0.095 0.38
2 JEHRR 0.025 0.078 0.31
3 AR 0.035 0.11 0.44
4 TR 0.0050 0.016 0.063
5 ZINH AR 0.010 0.033 0.13
2.6 FEJFUIIFR L%

TEFIR 1.3 TR T, FERTER N 0.5 ng/kg WRAFREE, 2% 1 £ PR RE T € 335 - R S5k
kR 120 B 13 Prose AWERTATLUE S, FEBUINFRAT fh 78 52 BRI 5 A B o
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17500 -
0
o0
o
miffﬁ, L
o] o
07 — e ———
obo oz ok  ors 1o 12 1% 115 200 255 25 275 min
B 12, 0 P A% LR 6 10
17500 1
- - . s
] £ x%
10000 4 /\\ ;E? A
a0 -
wl /
2500 K
oi - \‘\R\ffi —
o0 oz ok o 1o 125 1k 115 200 255 25 275 min
Bl 13, 0 Y58 L TIARRE A (3
2 6. RIFNIEISHUEZ bRl 5
No. - R 1 SEIUMREE AL 2 SEIIR PRI
(ng/kg) P (ng/kg) (%)
1 WE e 7 2% 0.42 0.47 89.0
2 B ER 0.41 0.50 91.0
3 ARGS 0.38 0.46 84.0
4 BARER 0.53 0.51 104.0
5 ZIRH B 0.44 0.48 93.0
3. 4k

FEENT T R R OB A LC-30A = DU B AT %A LCMS-8040 HXH I 5 411 A 5 Fil
KINERRPUE R IE ZONE N, RS, RS R BEH R 0.5~100
ng/L, L F R MZE IR B AL 0.2~50 pg/L, £0%8 F2 M KHE AR 0.2~100 pg/L JEH A 2tk R 4F,
FRUE 2 AR C R BUYAE 0.9951 LU b AH A 0.016~0.11 pg/L, €54 0.063~0.38 ug/L,
IAREICZE AT 84.0~104.0% 2 1], &G K/ i igiess 2. BoKE R, #RWEHR. LRER
LIRS il el
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a=EVEEIES

Y5 FHIES AL/ EA S HESL AL CAS No. | WiAET | FFUET | W
313.15"
1 fLEA sk MalachiteGreen oxalate 2437-29-8 329.2 o 6
LR —
316.20
2 K fLe sk Leucomalachite green 129-73-7 331.2 6
239.15
356.20"
3 gk iR Basic violet 3 548-62-9 372.25 6
251.2
o -
359.20
4 Fa o g g Leucocrystal violet 603-48-5 374.25 6
238.15
185.00°
5 A & Thiamphenicol 15318-45-3 354 11
289.9
336.00°
6 AEE BHNAER Florfenicol 73231-34-2 356 o 11
152.10°
7 HARER Chloramphenicol 56-75-7 321 11
257
- 156.10"
8 il Fec I 1k Sulfacetamide 144-80-9 215.1 022 18
o 156.00°
9 Tl i e e Sulfadiazine 68-35-9 251.1 18
108.1
- 156.00"
10 i e g e Sulfathiazole 72-14-0 256.1 18
108.2
X 156.00"
11 Tt et e Sulfapyridine 144-83-2 250.2 o1 18
, 156.00°
12 it i P S g Sulfamerazine 127-79-7 265.1 -~ 18
, 186.10°
13 Tidh i — FR g Sulfamethazine 57-68-1 279.2 - 18
Tt ek —
. 156.10
14 Tt e F A ik Sulfamethoxypyridazine 80-35-3 280.9 o1 18
} 156.10"
15 T Jiie Sk R Sulfchloropyridazine 80-32-0 284.9 o1 18
i 156.10"
16 Tt i FE g e Sulfamethoxazole 723-46-6 254.2 -~ 18
it — B S 156.00"
17 Sulfisoxazole 127-69-5 268 18
A 92.2
bt fe ) — B A i 156.10"
18 N Sulfadimethoxine 122-11-2 311 18
IhE 92.1
s 156.00"
19 it e vz IEEbk Sulfachinoxalin 59-40-5 301 -~ 18
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134.10"

20 3-8 He-2- 3 WA Furazolidone 80-65-9 236 29
104.05
S5-3Ik FR E-3- 4 291.00°
21 ) Furaltadone 43056-63-9 335 29
AL | -2 S 262
ES A 134.00"
22 -2 - 2 N R AR Nitrofurantion 2827-56-7 249 29
103.95
] 166.10°
23 RIENR Furacilinum 16004-43-6 209 o 29
‘ 139.70"
24 TR A 4 Ronidazole 7681-76-7 201 ”y 35
2- -5l K 41.90"
25 2-methyl-5-nitroimidazole 88054-22-2 128 35
e 81.9
SEdVNLY 81.80"
26 . FF T s Metronidazole 443-48-1 172 35
=S 127.7
) 67.90°
27 A-Ti BE K e 4-Nitroimidazole 3034-38-6 114 35
41.1
124.10°
28 S AT e Ipronidazole 14885-29-1 170.1 o1 35
126.10°
29 VINTES S Lincocin Hydrochloride 859-18-7 407.3 42
s 359.3
RATHEE .
126.10
30 SRR Clindamycin 21462-39-5 4253 42
3773
M | 230.15"
31 i S Trimethoprin 738-70-5 291 42
S 123.15
. 286.10"
32 NE W Pipemidic acid 51940-44-4 304.2 NEn 52
" 303.20"
33 Vb 2 Enoxacin sesquihydrate 84294-96-2 321.2 a1 52
318.20"
34 AR A Ofloxacin 82419-36-1 362.2 52
261.1
‘ 316.10"
35 TN Norfloxacin 70458-96-7 334.2 52
290.2
. . Ciprofloxacin 314.10"
36 S VDA 93107-08-5 3322 52
hydrochloride 231.1
. 265.10°
37 WEWE Lomefloxacin 98079-52-8 3522 52
308.2
‘ 119478-55- 340.20"
38 ISP A Danofloxain 358.2 52
6 82.2
342.20"
39 B 2 Enrofloxacin 93106-60-6 360.3 52
316.2
o 368.30"
40 Wb 2 Sarafloxacin hydrochloride | 91296-87-6 386.2 702 52
70.
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245.10"

41 Wi AL Cinoxacin 28657-80-9 263.1 - 52
‘ 19-nor-4-androstene-3,17-di 97.00°
42 ks — 734-32-7 287.05 63
one 109.15
1-Dehydrotestosterone 121.05"
43 ZHb A 87331-43-9 287.1 63
Sulfate
135.05
i 148.15°
44 I TR Danazol 17230-88-5 338.25 20 63
241.15"
45 S, S i Fluoxymesterone 76-43-7 337.15 = 63
1
, 97.00°
46 S Testosterone 58-22-0 289.25 63
109.05
17-alpha-methyltestosterone 109.15"
47 FH =27 521-18-6 303.25 63
/methyltestosterone
97.15
X 121.15"
48 TR Methadrostenolone 72-63-9 301.25 63
149.15
109.10
49 Wi Nandrolone 434-22-0 275.1 63
257.2
22K
WHR - 19-nor-4-androstene-3,17-di 109.15°
50 2 W A TR 734-32-7 273.1 63
one 197.1
) 253.15"
51 e Trenbolone 10161-33-8 271.2 63
199.05
267.15"
52 1% FH b 2 Megestrol-17-acetate 595-33-5 385.1 52 63
o 123.00°
53 R 2 ] Medroxyprogesterone 520-85-4 3453 972 63
. . Medroxyprogesterone-17-ac 123.00"
54 ¥ 2R 1 71-58-9 387.3 63
ctate 327.25
, 109.15"
55 FH i Norgestrel 6533-00-2 313.25 63
2452
o 345.20"
56 M 4,18 ES | Chloromadinone 17-acetate 302-22-7 405.05 63
309.15
i 109.05°
57 B mil Norethindrone 68-22-4 299.05 o113 63
97.15"
58 Zaf] Progesterone 57-83-0 315.15 109 63
) 410.15"
59 . VUPR % Tetracycline hydrochloride 64-75-5 445.1 78
UEZS 42725
60 +E#E Oxytetracycline 79-57-2 461.1 426.15" 78
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443.15
Demeclocycline 448.10°

61 EFIEHER . 64-73-3 465.1 78
hydrochlorlde 430.05
. Chlorotetrachclie 444.10"

62 R . 64-72-2 479.05 78
hydrochlorlde 462.15
. 428.25"

63 R Doxycycline 10592-13-9 445.05 78
410.05
174.15"

64 IETERE Spiramycin 8025-81-8 843.6 oL 85
109.15"

65 JLHEmER leucomycin hydrate 1392-21-8 772.45 85
174.15
<k i Erythromycin (mixture of 158.10"

66 NI Wi AR 5 i Y 114-07-8 734.5 85
K AB,O) 576.35
108050-54- 174.10°

67 HKHEH Tilmicosin 869.65 85

0 696.5

» Acetylisovaleryltylosin 174.10"

68 IR & 63428-13-7 916.6 85

Tartrate 101.5
RN ERE
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