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ERR LA L SREA
/ME >IN R/ME IZIN|

HERA ug 14 43 59 180 GB 5413.9
$4ERD ug 0.25 0.6 1.05 2.51 GB 5413.9
YR E mg 0.12 1.2 0.5 5.02 GB 5413.9
#ERK ug 1 6.5 4.2 27.2 GB 5413.10
Y% Bl ug 14 72 59 301 GB 5413.11
4% B2 ug 19 119 80 498 GB 5413.12
TR CHERRZD ug 70 360 293 1506 GB 5413.13
414 % B6 ug 8.5 45 35.6 188.3 GB 5413.14
#i4EK B12 ug 0.025 0.36 0.105 1.506 GB 5413.15
2R ug 96 478 402 2000 GB 5413.16
R ng 25 12 10.5 50.2 GB 5413.17
$eHEFRC mg 25 17 10.5 71.1 GB 5413.18
EWE pg 0.4 2.4 1.5 10.0 GB 5413.19

RS W IRARRR

££100 kJ #4100 keal
THILE L:EK 2 VL OWIRIA
FUIME SON-! FME SON:! o
| mg 5 14 21 59 GB 5413.21
i mg 14 43 59 180 GB 5413.21
i ug 8.5 29 35.6 121.3 GB 5413.21
5% mg 1.2 3.6 5 15.1 GB 5413.21
2 mg 0.10 0.36 0.42 1.51 GB 5413.21
=4 mg 0.12 0.36 0.5 1.51 GB 5413.21
£ ug 1.2 24 5 100.4 GB 5413.21
45 mg 12 35 50 146 GB 5413.21
T mg 6 24 25 100 GB 5413.22
il ng 2.5 14 10.5 58.6 GB 5413.23
ify ug 0.48 1.9 2.01 7.95 GB 5413.24
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££100 kJ ££100 kcal
HiRER LA S SARTA
/ME RKME RAME | BOKME
RE mg 1.7 12 7.1 50.2 GB/T 5413.20
N mg 1 9.5 4.2 39.7 GB 5413.25
R mg - 3 - 13 GB 5413.26
77 JiE A mg 0.3 - 1.3 - -
T TWHANERR | %SIENTR - 0.5 - 0.5 GB 5413.27
s Iz %o el IR IV R - 1 - 1 GB 5413.27
KT AR
- izt
mg/g N mg/100 kcal
a2 80 24.1
HAWR 120 36.1
LR 300 90.2
SRR 540 162.4
HEIR 350 105.3
HER 65 19.6
KNI 180 54.1
TR 250 75.2
ER 110 33.1
LEEANz 200 60.2
BER 310 93.2
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0.0102%~0.161%A1 0.563%~6.55% 2 [i], AXCEAFE L RIF. REUAGhIE BUINAR 7 25 Bl
BT IVERAE, 17 MR EETEE Y 61.00%~110.9%, 773 € ®mMRIEEN 0.14~0.97
ne/kg, T LA 2 AR SR I 7 R

R R P BAMAR EESRH s = E PR
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VTG X — R S A Yk U T S A T B R AR
ORGPl ke WFIZE . SIHLIAEEIN S, X B RFEY I L fE i iniiR, (=
FEAE SRR A F=IRAT, FRGA SN T S E e e, W BUAE R AN R S ANEAT A A B R A
Pk T EH PR R . MM R SR S, HAL TR (A R R B TR A
5. 2002 FERE RN 235 5 A G H O ILEH )RR . BERR 200 AL U B
Pt BRFBEEENLEGBEEN, IR RS YE Y& &R T . [
RRBH S 96/22/EC $54, EEZYE S (FDA) AR ILE & SR M sh i 8 F B R 4.
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SR, TR T A A E L A I B s A R 17 B R o

L5
1.1 158

I S8 A R I8 i OO R LC-30A 5 = F PUARAT i 35X LCMS-8040 B:H &4, A
ABCE N LC-30ADX2 Hifi 72, DGU-20As TEZE i S HL, SIL-30AC HahHEFESS, CTO-30A i
%, CBM-20A R 41548, LCMS-8040 — = JUMAT i i1, LabSolutions Ver. 5.53 &35 T/Euk
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1.2 &k A

AR 2% 1

SHTALES: LC-30A R4t

i #E: Shimadzu Shim-pack XR-ODS II 2.0 mmI.D.x75mmL.,2.2um
W A—0.1%FBR/KIER, B—FEE, A/B=50%/50% (V/V)
Ji%: 0.4 mL/min

Vel 7. BREEVEML, WAR 1

HFEARR: 5L

Hi: 40°C
BRI
Time(min) Module Command Value
8 Pumps Pump BConc. 64
11 Pumps Pump B Conc. 64
12.5 Pumps Pump B Conc. 100
14.5 Pumps Pump B Conc. 100
15 Pumps Pump B Conc. 50
20 Controller Stop
o S A

S HTEE: LCMS-8040

BFUR: ESL IF B T4
BTRBEOBEE: 45kV
A A
FHA: A

Pl <«

<. 3.0 L/min

2
A

f

=

= 15 L/min

N

=y
A

i R . 250°C
INFEEHGR B 400°C

P 2RI (MRMD
FEBAITE: 30 ms

10
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SEIRMF[E]: 3 ms

MRM Z4: L3 2

# 2. MRM 33
&M TR A E ¥ T Q1 Pre Bias (V) CE (V) Q3 Pre Bias (V)
TN — 287.1 97.0° -15.0 -25.0 -20.0
287.1 109.2 -15.0 -25.0 -23.0
P 287.1 121.17 -26.0 -25.0 -26.0
287.1 135.1 -26.0 -15.0 -15.0
priy 4L 338.3 148.2° -26.0 -30.0 -16.0
3383 120.0 -26.0 -35.0 24.0
S 2 3372 241.2° -13.0 -25.0 -18.0
337.2 131.0 -13.0 -35.0 -28.0
S2 R 289.3 97.0" -25.0 25.0 -20.0
289.3 109.1 -25.0 -25.0 22.0
FH 52 303.3 109.2° 25.0 -30.0 21.0
303.3 97.2 -25.0 -25.0 -19.0
5 301.3 121.2° -26.0 -25.0 -13.0
301.3 149.2 -26.0 -15.0 -16.0
)7 275.1 109.1* -13.0 -30.0 220
275.1 257.2 -13.0 -15.0 -20.0
2% F AR — i 273.1 109.2° -10.0 -25.0 -23.0
273.1 197.1 -10.0 -20.0 -15.0
Tl 271.2 2532 27.0 -20.0 -19.0
271.2 199.1 27.0 -25.0 -15.0
LT PP i 2 385.1 267.2° -23.0 -20.0 -20.0
385.1 325.2 23.0 -15.0 -25.0
¥ 2 3453 123.0° -13.0 25.0 -13.0
3453 97.2 -13.0 -25.0 -19.0
2 2 2. TR T 387.3 123.0° -15.0 -30.0 -13.0

11
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387.3 3273 -15.0 -10.0 -25.0

PR B i i 313.3 109.2° -12.0 -35.0 -24.0
3133 245.2 -12.0 -25.0 -18.0

S HLZE TR 2R TR 405.1 345.2" 240 -15.0 -18.0
405.1 309.2 -24.0 -20.0 -23.0

e 299.1 109.1* -19.0 -35.0 22,0
299.1 91.2 -19.0 -25.0 -11.0

ZL i 315.2 97.2" -12.0 -25.0 -20.0
315.2 109.0 -12.0 -30.0 -21.0

TRINEERETF

1.3 Bl &

1.3.1 PRy VR A

KR FER 9 100 mg/L 1) 17 e, A ALK MR 2 1000 pg/L VR G FRFE. #1000
ng/L (117 FERIR G ARRE, IR AKE AR RE A [7) 7 B2 bR AR T Sr btk ih 2%,
ZRIERTE 2N 3,

23,17 MR IR MERE A (ng/L)

AR B WREE 1 WRE 2 WREE 3 WKIE 4 WS KEE 6 R 7
25 ) — 1 2 4 10 20 50 100
R 1 2 4 10 20 50 100
B Hh R 1 2 4 10 20 50 100
w4 1 2 4 10 20 50 100
T A5 — il 1 2 4 10 20 50 100
2 e 1 2 4 10 20 50 100
S2 1 2 4 10 20 50 100
FH 52 1 2 4 10 20 50 100
FR 2 2 i 1 2 4 10 20 50 100
7.8 B b 2 ) 1 2 4 10 20 50 100
P22 £ TR e 1 2 4 10 20 50 100
Z 1 2 4 10 20 50 100

12



FLA ARG BRI

fearad 5 10 20 50 100 250 500
FH B i i 5 10 20 50 100 250 500
S £ PR T 5 10 20 50 100 250 500
S 2 10 20 40 100 200 500 1000
LR 10 20 40 100 200 500 1000
1.3.2 FE AL AL 3 7512

AR AR S I RT AL PR S IR GB/T 21981-2008 (EhAi ok £ 5 ik 25 22 vk B AG I 77 3 4H
-/ R HEAT A,
2. R
2.1 AR — RV B A R B R R R S

Inten (x10,000,000) Inten0¢,000,000)
] 287.3 501
1.25] ]
1 1 1pato
] 407
1.00] ]
075 30}
0.50 204
] 288.3 ] 287.15
4 4 .
0257 1131 309.3 -
413.4 ]
:‘ . 123.15
0.00 —L - oo
250 miz 100 200 miz

1. MG — B — 25 B (2D AP 7Rk (CE {Eo8-22V) CHED

Inten.(x10,000,000) Inten.(x10,000,000)
] 287. ] 121.10
125 52 1.00°
1.00 1
1 0.75|
0.75] 1
1 0.50
0.507 ] 135.15
1 309.3 :
1 0.25]
0257 1131 ]
1 ] 173.15 287.20
000+ o * 0.00 i Pl i 26920
250 m/z 100 200 miz

2. PR ZBHE R CEED MY A suE & (CEEN-21V) CHED

13



FLA ARG BRI

Inten (x10,000,000) 7 5inten(x100,000)
1 3383 T 120100
150 105.100
1257 1[ 148,050
] 5.0+
1.004 3f100
0.754
0.501 25 100
0251 131 ] 338,250
i il WL
0.00- ‘ A : 0.0+ L —
250 miz 100 200 300 miz
3. kIR — gk (EED AR TR RIS (CE EA-40V) (HED
Inten.(x10,000,000) Inten (x100,000)
125] 1131 1131150
1 337.3 507 421100
1.00 11
122 s
1 1 |{dg.200 241,150
075 a0 )
1 1 337,200
0.50- 20°
] 203.1 ]
0.25+ 1.0+
] 265.1 3593 o
2N A o ;
0.00 — ‘ 0.0- — T ‘
250 m/z 100 200 300 miz

4. T EEI RS E CRED MR R (CEE8-32V) CHED

Inten.(x10,000,000) Inten.(x1,000,000)
150 289.3 ]
1.25+ 7.57 109.10
] 19715
1.00] 1
] 5.0
0.751 .
0.50] 311.3 ]
] 2.5+
0257 11341 ]
. r 41?'3 ] 10 289.20
0.00+— ‘ - oo B
250 m/z 100 200 300 m/z

5. SRR — Ui E CEED R g e (CE ER-25V) CHED

1.50

Inten.(x10,000,000)

Inten(x1,000,000)

] 303.3 601
1.25- 1 109.10
] 5.0
1.00] ]
] 4019718
0.75 ]
] 3.0
0.507 4253 2.0]
0254 113.1 107
1 r | 41?-4 ] “‘ ‘-15 303.15
0.00 : ‘ — 0.0 — ————
250 m/z 100 200 300 m/z

6. FEEAM—ZPHEE (LB Mp-YeE A puk & (CEEN-26V) CHED

14



FLA ARG BRI

Inten (x10,000,000)

Inten(x1,000,000)

1 301.3 1 [fa0
1.5(}E 113.1 704
1.257 /1/23_2 6.0
1.004 507 |149.20
] 4.0
0.751 1
] 3.0
0.50 1
1 203.1 i
] 283P 209
0.251|145.1 1
i ameail SN T |
0.00- L ‘ oodlbl il 1
250 m/z 100 200 300 m/z
7. RMER) —PEE CEED M E T aasiE e (CE E8-18V) CHED
Inten (x10,000,000) Inten.(x1,000,000)
] 275.2 1 10910
1251 25]
1.00- 20]
0.75 157
0-50- 2972 1.0
0257 113. E e
.25 . 0.5
0.00 — - 0.0,‘\‘ | ‘H“\H‘ I ‘\H‘ - | ‘\‘ 1
250 m/z 100 150 200 250 m/z
8. WM —ZBiik i (D FMp=YE ik & (CE {H8-24V) CHED
Inten (x10,000,000) Inten.(x1,000,000)
1.25] 27322 {10910
4.0
1.00 1
0.75 3
0.50] 207
0.25: 495.2 1.0 197.10
] /11'3'1 4134 ] 273.15
:" f 1 ‘ ‘ 14515 18?.2‘ :T
0.00 = - ool T
250 m/z 100 150 200 250 m/z
9. EMWHEG M — gk e EED B a ik (CE HA-25v) (HED

Inten(x100,000)

Inten.(x10,000,000) 1 199,100
1 50] 2712 ]
- 3.01
] 1 133,100 253,150
1.257 1] 145050
] ] 157 100 271150
1.007 2.0
0.754 ]
0.504 493.2 1.(%7
0255 113.1 ]
1 4
0.00H : ‘ 0.0+ N S
250 m/z 100 150 200 250  miz

10. BRI —RIERE CeBED APWE AR (CE E28-30v) (ED

15



FLA ARG BRI

Inten.(x1,000,000) Inten(x100,000)
7.54 6.0-] 267.20
1 385.3 b
| 5.0
5.01 4.07
] ] 32
] ] 30
105.1
1 3.0 224.15
1 ] 282.20
2.57 207
1 413.3 ]
] 4293 it ?-@7-15 255 §0P07 2
0.0 | : L1 0.0 ‘H\‘H‘H‘Jﬂ”“””
250 m/z 100 200 300 m/z

11, 2P AR — 2 . CEED AP0 1 iik & (CE Eo8-19v) CHED

Inten(x1,000,000) Inten(x100,000)
] 3453 T 12315
] 7.5
5.0
1 105.1 504 o719
2.5 |
1 2.5
i 413.3 |
] %4 1 386i 3 |
7S A U ol SRR LT 220 w50
250 m/z 100 200 300 m/z

12. WA — g & CEED MP=E 7R iis & (CE{58-29v) CHED

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

] 387.3 6.0
0] 5o
30] 1051 40°

g 1 123.10

1 4133 3.0 327.20
2.04 ]

2.0 87.30
1.0+ ] 285.25

] 429.3 1.0

] 327.2 ‘ ‘%4.3 1 18715 20520 | }oj,z
0.0 ‘ — oot by g 11

250 m/z 100 200 300 m/z

13. 220 CRRBR I — Rk B (D = 7% & (CEEA-20V) CHED

Inten (x1,000,000) Inten (x100,000)
i 313.2 6.0 ~109.150
7.5 5.0
] 407
5.07 1051 1| 119200
4 29 3.04 .
1 413.3 1135700
] 1 245,100
2.5 20
1 o] F75150 313 150
] 354.3 0 ‘ {
0.04 ‘ ‘ ““‘ ool 11 1
250 m/z 100 200 300 miz

14, FIREPREA R — g 1 CEED RP=res v HaiisuE i (CE 8-26V) CHED
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FLA ARG BRI

Inten(x10,000,000 Inten (x100,000)
| { ) 3.0 309.15
1& 405.2 2&

] 4272 2.0
1.0+ ] 301/10

1 443.2 1.5 345.15

] ] 405.20
0_57 1'(}: 267.1

0.5

] 37‘1-2 92 ;137.15 2642

0.0 T L o.o’HH“H‘HP“‘HWHH
250 m/z 100 200 300 400 m/z

15. SRR S BRIR I — ik B (D =W 7% (CE 5 4-18V) CHED

Inten(x1,000,000)

Inten(x10,000)

] 299.2 109,250
4.0+ 4133 75
3.04 ]
:}5.1 5.0
0 0] : 91.10
] {83, (159100
1 4143 25
1.04 2402 1bo
b . 4543
{p4p- ot 11
0.0 ; ‘ oo LIt 11 I
250 miz 100 200 300 miz

16. BRUEHA—RFEE e ED Mgk (CEEh-32v) CHED

Inten(x1,000,000)

15 Inten.(x1,000,000)

7 15.2 Ve
5.0 315 ]

1 1257 109.10
4.07 4133 197,15

:}5_1 1.00+
3.0 ]

1 0.75
2.0 ]

] 0.50
1.0 414.3 ]

] 35‘6.3 T54'3 0.257

] 112310 315.20
0.0 T “‘ ‘ o.oo’wﬁ”w””ﬁ”

250 m/z 100 200 300 m/z

17. Z2EH) — 5k & 2D AP ik & (CE {E8-25V) CHED

117 TR 1) — R PN 10 s -4 1 o 1

2.2 FRUERE S MRM i &

TRAAAER) MRM i B 2 Fior.

17



FLA ARG BRI

20000071:573.105109.15(+)

£:271.20>253.15(+)
13:287.10>121.05(+)
17500014:337.15>241.15(+)
15:275.10>109.10(+)
16:287.05>97.00(+)
1500007:299.05>109.05(+)
18:301.25>121.15(+)
19:289.25>97.00(+)
125000410:313.25>109.15(+)

OT\TT‘\\TTT\\TTTF\‘FT‘\\T

0.0 25 5.0 7.5 10.0 ‘12‘.5‘ | 15.0 17.5‘ r‘nin
Bl 2. bRdERE L MRM (i K]
WU RS B (10 pg/L); 2+ BEEIR (10 pg/L); 3+ FhHEER(10 pg/L); 4+ 8 H 22 (100 pg/L);
5. V(10 pg/L); 6+ MM W (10 pg/L); 7. BRIAEA (50 pg/L); 8+ EHERR(10 pg/L); 9+ S£MA(10 pg/L);
10, FEIRIFEA(S0 ng/L); 11, FFEEFH(10 pg/L); 12 FEZER (10 pg/L); 13 LR HIZEH(10 pg/L);
14, FHZ2EE 2 FETE(50 pg/L); 15 HRZEH 48 EE (10 pg/L); 16+ Z4FH (10 pg/L); 17, B FME (100 pg/L)

23 MR AR
¥ 1.2 TUR AT 2 A3 AT e, DAIRFE ARG AA R, WETHI RN ARAR, s AR ST AL

HEHIZE, W& 3 Fron. 17 MSERAEAFRZIEREZ AT (WK 3), MM RYF, MR AR

WTE 0.9974-0.9999 2 [6] (W3 4).

Area Area
] 750000
500000
500000
250000 ]
. 250000}
50  Conc. " B0 Conc
1. 2 — R 2. B

18



SIS AR SR

Area

3000000

20000004

1000000

"7 T80 Conc.
3. PR
e\rea
1000000}
750000%
5oooooé
250000%

"7 T80 Conc.
5. WL
200000052
1500000%
1000000%

500000

0 250 Conc
7. Heia
Area
1500000é
1000000—5
soooooé
"7 T80 Conc.
9. i

Area

1250000

1000000

750000

500000

250000

77 Tsbo T T Gome
4. 92
,ikrea
750000—5
500000—5

2500004

6+ M) —

Area

300000

2000000+

1000000+

""éollléonlc.
8+ SEIENH

Area
2000000+

1500000

1000000

500000}
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FLA ARG BRI

Area

1000000

500000+

11. B 22[E

R

Area

1500000-]

1000000

13, ZIRH 22 F

Area

R

7500004

500000-]

250000}

15, ¥ LR

L A

10000004

500000+

"7 '8 Conc.
12, HRZ0H

Area
1250000{

1000000
750000}

500000

250000

14, S22 2. B2 1

Area

2000000

1500000

1000000

500000

L v
16, %
Area
2500000
2000000

1500000
1000000

500000}

17, LA
B 3. 17 R fObniE T AR 2k

20



FLE TR B Rkl

417 PR RLAE Hh 26 S 50

T ey R 2 LG (ug/L) R RHR)
1 5 ) — T Y = (6291.94)X + (5045.17) 1.0~100 0.9998
2 2 A Y =(8093.28)X + (11702.5) 1.0~100 0.9999
3 I Hb Y =(33290.1)X + (39696.4) 1.0~100 0.9997
4 S T Y = (1304.96)X + (21697.4) 10~1000 0.9991
5 W Y = (10371.7)X + (11750.5) 1.0~100 0.9997
6 G Y = (9140.16)X + (4939.96) 1.0~100 0.9999
7 e Y = (3771.80)X + (44103.2) 5.0~500 0.9993
8 IR Y = (28151.5)X + (39506.0) 1.0~100 0.9999
9 2 Y = (17610.0)X + (13733.6) 1.0~100 0.9999
10 bR Y = (3882.87)X + (56327.6) 5.0~500 0.9992
11 HER Y = (14053.9)X + (28168.1) 1.0~100 0.9996
12 WA Y = (13545.6)X + (-8027.14) 1.0~100 0.9985
13 TR FR b 2 Y = (17153.8)X + (-18765.8) 1.0~100 0.9984
14 SHZEH 2 TR TS Y =(2524.61)X + (10654.8) 5.0~500 0.9998
15 FERAEH RN Y = (8715.12)X + (-11254.1) 1.0~100 0.9974
16 4 Y = (22587.5)X + (-25767.7) 1.0~100 0.9991
17 kA Y = (2422.08)X + (85881.9) 10~1000 0.9977
2.4 M ESH

P A v AN RV L VR S ARFR AR IRRERE GRIEILZR 50, “TATINE 6 IX, SRR H
A RIFHIRERE (W3R 5).
5. PREA AR E R ELR (n=6)

R TR RSD%({i&#¢ & -ng/L) RSD%(H ik -pg/L) RSD%( i /& -pg/L)

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

2= H ) 0.161 5.82 0.115 2.32 0.0458 0.887
el 0.125 4.83 0.0787 3.17 0.0400 1.12
P 0.0958 4.48 0.0767 2.60 0.0384 1.57
I H 552 T 0.106 4.14 0.0700 2.40 0.0392 1.85
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FLA ARG BRI

Wk 0.131 6.55 0.0977 2.45 0.0444 0.715
TN — 0.149 5.4 0.0333 1.71 0.0325 1.51
fearad 0.123 0.909 0.0737 1.24 0.0364 0.745
5 0.0942 2.83 0.0635 1.88 0.0405 0.713
SE 0.141 1.58 0.0578 3.53 0.0532 0.563
FH B i i 0.112 1.86 0.0414 2.14 0.0461 0.659
FH 52 0.160 227 0.0269 2.46 0.0472 1.54
2 7 i 0.116 0.946 0.0147 3.65 0.0264 2.68
T P b 2 0.120 525 0.0172 5.61 0.0271 2.78
S HLZ2 TR 2R TR 0.0622 4.03 0.0196 5.27 0.0116 1.56
F 22 £ R TR 0.0862 6.54 0.0102 4.08 0.0169 2.51
ZA i 0.0658 4.99 0.0177 4.05 0.0138 2.04
priy ) 1L 0.0566 5.09 0.0124 5.36 0.0168 2.74

Iy ARIREE: BRI S BANIA AR B 20 pg/L, FRUAER IR U A0 St 22 B LR IRIR E 0N 10 pg/L, Ho
VIR EEY N 2 pg/Ls

2. IR BRAR T SIS IR A 100 pg/L, Heini. F LR AN S 2 2 RS R O 50 pg/L, A
YR EII A 10 pg/Ls

3. IR BRET EEAUEIMEIRE D 500 png/L, HRuEl. FEE O B A S 2 L BRI IR D 250pg/L, H
YRR E LI 50 pg/Lo

2.5 M RAER R

RNT LA RE, FeHan RS AENREES 7 (K 6) , “FATHERE 7 Ik, &
TN 4 Frs . BT YRR GE AR HER 2 (S) TS IR HE PR A e R, IEAAS PR MDL=
3.14xS, E&E LOQ=4xMDL. %4 B 6 Fin.

R 6. 17 PR A H PR AN E R

No. B KRIE (ng/l) IrER 2 (S) KPR (ug/L) SEER (ug/L)
1 LS 1 0.076 0.24 0.96

2 Mk 1 0.062 0.19 0.76

3 i 1 0.060 0.19 0.76

4 SR 10 0.069 0.22 0.87

5 Wk 1 0.054 0.17 0.68

22



FLA ARG BRI

6 T — 1 0.089 0.28 1.12
7 Joh 5 e 5 0.082 0.26 1.04
8 e e 1 0.020 0.06 0.24
9 SE [ 1 0.043 0.14 0.54
10 FIRELR R 5 0.11 0.34 1.36
11 FH S2 1l 1 0.035 0.11 0.44
12 HERZHE 1 0.060 0.19 0.76
13 ZFRH HZAf 1 0.10 0.31 1.24
14 ShAERE 2R 5 0.071 0.22 0.88
15 HRAN 2 FRES 1 0.079 0.25 1.00
16 %[ 1 0.059 0.19 0.76
17 i8HRmM: 10 0.16 0.50 2.00
5000077573 170>109.15(+)
12:271.20>253.15(+)
13:287.10>121.05(+)
4500&4:337.1 5>241.15(+)
15:275.10>109.10(+)
16:287.05>97.00(+)
4000017:299.05>109.05(+)
18:301.25>121.15(+)
9:289.25>97.00(+)

35000

(
112:345.30>123.00(

]13:385.10>267.15(
30000-14:405.05>345.20(

B 4. FRAENRRE ) MRM R R IR 6)
WV 1 5 HURERS B 2« BEEhE; 3. PO 4. BUTSENE; 5. TR 6. MEKS TR, 7. KR IERE;
8. KMEM; 9. SEMWH; 10, HIEEMLHEE; 11, FF S, 12, RS 13, LR H 50,
14, S ZA0R ZBR1G; 15, R0 CBREE; 162 22, 17, sATRME

2.6 HFANbw LK

Bl 5 N AR 1.3 AR AR 46 T VA BT MRM (i 8], s gl R TR I Eid
17 PR 2B o AR 2R D3RR B RN 17 R bsRE, nds MRM @B a8 6 . 44
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FLA ARG BRI

17 Bl IS AR R 4

0.14~0.97 pg/kg

(5 8)

ERIEER 7.t L =T RS 20 R R RV

9000

1
2:
3:
800004
15

6

7:
8:
0:
1

70000

60000
|
50000

40000

{135, 85 105267 15(+

273.10>109.15(+
271.20>253.15(+
287.10>121.05(+
337.15>241.15(+
275.10>109.10(+
287.05>97.00(+)
299.05>109.05(+
301.25>121.15(+
289.25>97.00(+)

0:313.25>109.15(+)

345.305123.00(%)

K 5. F052E 5 ) MRM (i 2]

1
2:
3:
4
15:
16:
7
18
9:
1

273.10>109.15(+)
271.20>253.15(+)
287.10>121.05(+)
337.15>241.15(+)
275.10>109.10(+)
287.05>97.00(+)

299.05>109.05(+)
:301.25>121.15(+)
289.25>97.00(+)

0:313.25>109.15(+ )

6. “FUMFRET MRM 3% B GREELEE 7, IR H & 4)

24
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FLE TR B Rkl

E RS LR & Sk Rl RSP AN BN @& SR S

AR Bt AR B SR
No. e [ (%)
(ngrkg) (ng/kg) (ng/kg)
1 2 W) — N.D. 3.2 2.77 86.6
2 LR IpI N.D. 32 2.39 74.7
3 FhHn N.D. 3.2 2.59 80.9
4 T S2 N.D. 32 27.1 84.7
5 W N.D. 3.2 3.10 96.9
6 e — 1R N.D. 3.2 3.00 93.8
7 i e N.D. 16 10.5 65.6
8 Esydl N.D. 32 2.06 64.4
9 S N.D. 32 2.87 89.7
10 PP e ke v N.D. 16 10.9 68.1
11 FH 2 N.D. 3.2 2.25 70.3
12 PR 2 2 N.D. 32 3.55 110.9
13 718 1t 2 N.D. 3.2 3.50 109.4
14 AR 2R e N.D. 16 14.5 90.6
15 FRER 2 R £ R e N.D. 3.2 3.30 103.1
16 ZA 1] 1.5 32 4.74 101.2
17 pry 1 N.D. 32 19.5 61.0
#: N.DFRIRAKH
K 8. JTVEMH PR AN E EBR
B AR 2 (L1 TR R Jiidke w IR
No. e
(ng/kg) (S/N) (ng/kg) (ng/kg)
1 F AR — 1.6 48 0.10 0.33
2 R 1.6 54 0.09 0.30
3 EAR:UIL] 1.6 41 0.12 0.40
4 G 52 16 168 0.29 0.97
5 W 1.6 55 0.09 0.30
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SIS AR SR

6 Tt g5 — R 1.6 60 0.08 0.27
7 FEER 8 140 0.17 0.57
8 2 T 1.6 89 0.05 0.17
9 =] 1.6 116 0.04 0.14
10 PP e R v 8 139 0.17 0.57
11 FH =2 1.6 96 0.05 0.17
12 R4 1.6 40 0.12 0.40
13 7.1 H b ] 1.6 54 0.09 0.30
14 S HR L FE e 8 202 0.12 0.40
15 ¥ 2 £ TR I 1.6 56 0.09 0.30
16 Z i 1.6 47 0.10 0.34
17 prayi 11 16 171 0.28 0.93
3. g5k

ARSCHRENT T — i 5 v OB €5 R A LC-30A FH — 8 TU R AT i 4% LCMS-8040 %
BRI 5 A= rf 17 R R IR TR 17 PRI B, HIDE REUAE 0.9974-0.9999
Ao SR R AR A P PO VR A W A VA A T G 25 B S, SR8 6 WA (R B B ) R0 T 17
HRAST AR AR 22 43 AIAE 0.0102%~0.161%1 0.563%~6.55% 2 1], AX RS2 B R AT 2R3 bs
ISR IEHA 61.00%-110.9%, 779256 B FRVEFEA 0.14~0.97 pg/kg, 2 FRAKT E X bl GB/T
21981-2008 (B £ i Hh i 2 22 Tk BRI 7 9k - i B V)« SO A SRR % T VR
REE R, A DA A 5 b R SR R 75 5K
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SIS AR SR

T T VR A 1 = B DU AR o T I P v
) 52 Yok o R TRRORE B R R

TAEL: ASCEENL T — PP B e OB € i LC-30A A1 = 5 PUARAT BT (X LCMS-8040 BX
FEV RS I 5 s o R B RO R (R v RE SRRV, R OB (53 LC-30A 43S, =
H PR AT A LCMS-8040 AT & R4 HT. 7 FHFERRTE 2 208 N A3 2P 7 B ARSI . 7 il
i AE 0.5~40 pg/L A< T 3 264 RAF, At ih 22 (1A O R 503 7E 0.999 DL F; X 2 pg/L10 pg/L
140 pg/L IR G AREVEOEATHE % B SC00, TSR 6 YOI OR B I 18] 106 [T RS AR S A 4 AR 22 5331
7E 3.860%AM1 0.583%LLT, RGKEERIF: W TUkhrsern. wette. Sn .

HUZERHA . fEFORIAFI LR JERS, Tk EBR My 0.4 pg/kg: XF T LFRBE AT kA J7 5 € B IR

N 1.0 pg/kg.
RERIA: B TSR W0k B S RO il — = DY AR AT

BEBZ U E  (Glucocorticoid), “#44 Ml “ "B ERRECFTER ", 2 HE LR R BT 70 W i) — 2K K
W, BAWARE. TR, BAROAEYERAREER, ERAPRMER, TR
(LA 3R B R ZTAS R, 1 SARS. WUIMIESSE . FRILN R sa” R ALy
BESSAR U (78 M 5 O AT FTIR o SRIETE [ P R A M e 35 B ) LR 7 3 A B g 4k 2008
B LR FL AT Wb S — 0 U i 2 . 2002 FFREROVEES 235 S A G O &%k
A3 R I S 2 SR T, B AE S £ R AN o R R 5 96/22/EC
B4 RERRAREEE (FDA). HAN EH R WALV & & b R A4
ASCHRAE (GB/T  21981-2008  Zh#Y & S 3% 2 SR BRI 7 v TRORA €03 R 1% R 06 )
A5 Y By A e v RSO 1 A LC-30A A1 = FE PUARAT 53 i 4% LCMS-8030 HH], AL 1 sk s il
ST YR O B R 5, ARSI L 2

1. LI H
1.1 {088

2SS AR P 5 R v RO A LC-30A 5 = 5 PURAT i %4 LCMS-8040 Bt 245 . A
ABCE N LC-30AD X2 #iii %, DGU-20As fEZME S ML, SIL-30AC HENEFEZS, CTO-30A £
I8, CBM-20A R4 H2%, LCMS-8040 = H PUFLAT Fiiis1X, LabSolutions Ver. 5.41 i T.{F
Vilf o

27



FLE TR B Rkl

1.2 &k A

TR i 24
DHEE:  LC-30A &%

& i #: Shimadzu Shim-pack XR-ODS III 2.0 mm [.D.x50 mm L., 1.6 um

WA M, A—0.1%F K B—
Vil #: 0.4 mL/min
HEREAFR: 10 pL

# e 40°C

Vet s BEEEVENL, B ARAIARIREN 60%, IFEIFEFF MK 1.

1 BRI AR

Time(min) Module Command Value

2.00 Pumps Pump B Conc. 70
2.01 Pumps Pump B Conc. 90
2.50 Pumps Pump B Conc. 90
2.51 Pumps Pump B Conc. 60
3.50 Controller Stop

Joi i % AF

TS LCMS-8040

RRE ESI(-)

BT HEE:  -3.5kV

FHA: % 3.0 L/min

THA A1 15 L/min

(NP EEi

i V8 750 250°C

INIABEERGRZ . 400°C

Himi Z I (MRM)

I BH e ] < 10 ms

FEFR IS [A] : 3 ms

MRM Z4: W2
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% 2 MRM 31

H®EE U
w5 B Q1 Pre Bias(V) CE(V) Q3 Pre Bias(V)
F F
3272 14.0 15.0 21.0
1 et 403.2
357.2° 14.0 10.0 25.0
‘ 3292 14.0 20.0 22.0
2 BB 405.2
359.3" 14.0 15.0 24.0
331.2 15.0 20.0 220
3 AT IR 407.2
361.2° 15.0 10.0 25.0
361.2 16.0 20.0 23.0
4 U2/ SVS 437.2
391.3" 16.0 15.0 27.0
- 377.2 10.0 15.0 25.0
5 EEIP A 4532
407.2° 10.0 15.0 28.0
4213 17.0 15.0 28.0
6 LA R 4673
349.2" 17.0 25.0 24.0
‘ 3432 15.0 16.0 23.0
7 FR ALY e f 4193
294.5" 15.0 44.0 29.0
RN ENET
1.3 FEmHI%
Fr e R i -
F BB 100 ng/L FTR A e AR, 50% L5 /K R R R 0.5, 1, 2, 5, 10, 20, 40
ng/L IARHE TAERR -
i B AL B V2

[FEFR (GB/T 21981-2008 B4 £t it R 2 Sk BAS N 535 VUt 3 - o0 J5 17

2. B8

2.1 FRUERE S MRM 4% &
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FLA ARG BRI

(x10,000)
1:403.15>327.20(-)
1.25-2:405.20>329.15(-)
-3:407.20>331.20(-)
14:437.20>361.20(-)
3(-)
3(-)
5(-)

1002:453:20>377.1
0076:467 254212
17:419.30>343.1

[ ‘ [ [ ‘ [ [ ‘ [ [ ‘ [ [ ‘ [ [ ‘ T ‘ T
0.75 1.00 1.25 1.50 1.75 2.00 min

1 10 pg/L ARAEFEF 1) MRM 1% ]
(1: BJern; 2: BB, 30 EAFTIURE; 4 TR, 50 FS0UKEL; 6: ZBRBA IR, 70 FAERRJERD)

2.2 RHERR

BIKREEN 0.5, 1.0, 2.0, 5, 10, 20, 40 pg/L FITR -G AR HE TAER%Z 1.2 F 14 b1 26 A4t 47 00 5E
DL FE AR AR ER, WETHIAR NN AR, 22t viE B 28t P 2~8 FTo: FITAa et ph 2R 26 1 5% R R 4T,
LM RE KA R REUILER 3,

ﬁi‘rea(x100,000) 7 Area(x10,000)
6.
5.
4.
3.
2.
1.
0.0 T TN T T T 1T 77 . gl 0. L ) PO L N L SUL LI
10 20 30 Conc. 10 20 30 Conc.
2 PR RS AR M 2 3 P JERn Te AR HE AT ih £
Area(x10,000) Area(x100,000)
1.25]

7.5
1.00

0.754

(RGBS S S e s e s e ..10 A 3‘0"'Cllohct

R 20 30 Conc.
P 4 SACTT A bR oE AR i 2 B 5 Hb FEK A A AR vHE A dh 2%
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SIS AR SR

Area(x1,000)

7.51

B 6 i FORAR AR AE T A 28

"('30}10. ....1|0....2,0....|

K7 LRI AT AR AR AE AT 22

Area(x100,000)

1.00

0.00-

T .1|0. a .2|0. T .3,0. T 'éorlwl.

B8 IR JE R ROBRAE T A Hh 2k

R 3T FiBE B B HE I 25 5

" Conc.

R 2%

FARARH r

Y = (3416.53)X + (0)

Y = (1657.36)X + (0)

Y = (1975.28)X + (0)

Y = (3228.82)X + (0)

Y = (734.315)X + (0)

IRV Y = (205.149)X + (0)

Y = (2729.61)X + (0)

0.9996

0.9998

0.9998

0.9999

0.9999

0.9996

0.9998
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23 BEELE

2. 10 40 pg/L IR AARHE TAEMUESENE 6 IR, HEANAHIRE S, Of B i (] AT i £
PIE IS RUWER 4 R, S5 EIR: 3 AN EERRAE S 100G T AR AT CR B A [6] 1A bR v i 22 70
IE 1.496%~3.860%F1 0.102%~0.583% 2 [A], AN #5¥E5 2% fF 14T,

R4 PRE S R AN AR EIESE R (n=6)

RSD% (2 ng/L) RSD% (10 pg/L) RSD% (40 pg/L)
PR AR
Area R.T Area R.T Area R.T
Bern 2.699 0.426 1.615 0.140 1.496 0.209
el 2.652 0.535 1.932 0.105 2.389 0.130
SR AN 3.317 0.183 2.619 0.204 2.028 0.130
Hhy ZE KA 2.343 0.224 2.404 0.030 2.646 0.115
(EE P SN 3.826 0.139 2.509 0.137 3.704 0.154
TR HE T R 3.860 0.583 2.095 0.364 2.832 0.212
PR Jein 2.690 0.209 2.826 0.417 2.165 0.102
2.4 RGESLH

N T ESETNERN RBUZ, £k ARG IR 0.4 pgkg M 1.0 pgkg KIREIRE, 135
RS U ] 9~ 11 Fivs o L 9 7T LA H R I ity Al (R A T TR, TR FEE 240 0.03 pg/kg.
Stk BB e, BRRA T, AALTTIORY, HhEEKAS, A5 AR R S A i v R
N 0.4 pgkg: X T CRRIEA R HIFA T2 By 1.0 pg/kg, W2 (GB/T  21981-2008  Zh4¥iE
i PR 2RI A O G- R A Th R .

(x100)

1:403.15>327 20(
3.592140520>329.15(

13- (
3.0}4:437.20>361.20(
15:453.20>377.15(
16:467.25>421.25(
(

-)
-)
-)
-)
:
2.547:419.30>343.15(-)

I ST

2.0

—|
[—

I~
|
|

: /
154 |
/

: \
0.5 |

0.0

[ T — T
0.0 0.5 1.0 1.5 2.0 min

B9 Wk kS MRM 3% &
(1: WJERS; 20 Wk IE; 3: TR, 4: HZEKMA; 50 KK 6: ZREE T HIA; 7: IR e
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SIS AR SR

(x1,000)
“1:403.15>327 20(-
12:405.20>329.15(-
5.073:407.20>331.20(-
(
(
(

14:437.20>361.20(-
15:453.20>377.15(-

4.0-7:419.30>343.15(- «

—

4 pm
3.04 A

20 41& / \\/A\“’
1.oé /;M

e e e
0.0 0.5 1.0

K1 10 0.4 ng/kg Pk IARAE 5 B MRM 3 K]
(1 Wk, 20 JJERATE; 30 SALTTHURA; 4: HHZEKRNL; 50 fHECKHL; 6: FREELERD)

(x1,000)
$6:467.25>421.25(-)
1.751
] %
1.50 =
] =
1.259 ®
1.004 \]

e Byt B L A S e B By Sy
0.5 1.0 15 2.0 min

B 11 1.0 pg/kg ZBRIREUAT (UM AR BE ) MRM €238
3.4
FEE ST YA P 5 e R £ A LC-30 A A1 = 5 PUBRAT 5 A% LCMS-8040 Ikl 52 45}
7 R R SR IV e VR ITIR B IR, KSR RAF s RHEIIZRAE 0.5~40 pg/L JEH A
FIAHOR RAGITE 0.999 LA Ly X Tk i e s, Berm, SMnTir, IR, iR
KAARN 3L Je R TR E BN 0.4 pg/kgs X T ZRRFE P 0FA T 120E BN 1.0 pg/kg, 2
(GB/T 21981-2008 A dh PR 2R ERITNE WO G IE- s FUgE) T IZEKR.
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SIS AR SR

T T VR A 1 = B DU AR o T I P v
52 25 W ) 87 5E 77k P

OB ASCESL T AR By OB A LC-30A A1 = PUARAT BT LCMS-8040
I P 21 g e 8 FhEELE FIBRBA (71 %07 ETE 15 min S8R . SPGB LR BE |
BATALUREE . SURNERE . PAE - FH SRy e . R RIEIGR | ROy 22 )\ LU 751 1 3 B
TEAR Y RE v PR e . SRR T BE . ZBEIEAE 0.1~500 ng/mL, FiFLUREE . BHLIR
BE. SIRNERE . HEMLOZZTE 0.1~100 ng/mL G A M R AT, FrdkthZRHAR ¢ REUITE 0.996
PLE. HADIEFRECHIKREE N 2 ng/mL. 10 ng/mL. 100 ng/mL [{IbRAEIR RS 5B 1, #4E 6
IR LR B A 180 A0 WA TR )R O ¥ Al 22 43 T3l 2E 0.06~0.38% 1 0.70~3.02% 2 1], A 2k %5 FE R
U o AR )\ AR E 7RI Y 58 B PR 7E 0.019~0.052 ng/mL 2 [], & H FR7E 0.0057~0.016 ng/mL 2 [a],
JE B PR H IR EIE T (GBT 22993-2008 AFW5A0 A5 )\ FisL e 7105 B B I 2 ) AR 0 e
e

RBE:  ZEPURATRG U BUER

SN, SBENE . BTFLIRFE . FTHLIRAT ., SUIRNERE . PAIIE — Ry MEmR . R IEIE |
IR 22\ P2 — 25 WS ), ISR R R R IR . LIRSt . i3k
ST FIR LGOS . HIEIE. ar. Bhah. SRRz 3. KEZPs
WRT RGNS . X R 25 S80S B N, AT SRR R IE . O, 183)
BEfG. FFHIE. BMLEALE, BASURMEIEM. Bk, 7Et R EX Y e
PIRR BB TR R R . LA, S b e R BURE I S A B E SR A R B
SEAEVEI R T LB I L R TSN AL LA R B T OB L, TR E
R E R R AR T D, EE R T AR G vE . ARSI (GBT
22993-2008 =@y )\ e 5k B B 005 ) A5 P S e RO (A LC-30A FI =
VOBAT IS LCMS-8040 HH, @Sr 7 —Fill g -4l 8 Fhii W) CRPIHR. ZMEPIHR .
BUFLORRE . BIFLOREE . UURNERE . PAIRE AU e . FIORIERR . ML) 7,
FHRAT AN 52258
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15256 3843
1.1 1428

A SR B YA e SO A LC-30A 5 = H DU S 1A LCMS-8040 B R 4t
HARBCE y LC-30AD X 2 ¥4, DGU-20As TEZEJIi <ML, SIL-30AC HZNEFERS, CTO-30A
FEEA, CBM-20A R4i#%H 4%, LCMS-8040 — PR i{%, LabSolutions Ver. 5.50 &
W AR,

1.2 kit

WORH AT

ik Inertsil ODS-4 (2.1 mm I.D.x 150 mm L., 5 um)

WA A:0.01 mol/L HEREKIEW: B: LM

WiE: 0.32mL/min;  FEifE: 40 °C;  #HEAEE: 10 pL

Belior = BREEVEL, B AHWIGGRIREE N 30%, PEMARF W& 1.
21 BRI AR

Time(min) Module Command Value

2.00 Pumps Pump B Conc. 30
9.00 Pumps Pump B Conc. 60
9.01 Pumps Pump B Conc. 80
10.00 Pumps Pump B Conc. 80
10.01 Pumps Pump B Conc. 30
15.00 Controller Stop

[ AT

ZDIEVEE LCMS-8040

BT U ESI, IE&T

TN L FE . 450°C

I R IR 250°C

FALSIAIE - 3.0 L/min
TR T 15.0 L/min
YR . 45kV
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AR 2 I NI (MR M)
MRM Z#{: k2

% 2 MRM 3

WS B HEF R Q1 Pre Bias(V) CE(V) Q3 Pre Bias(V)

90.1* 30 22 -16

1 FH R E IR 221.1
164.1 30 26 29
\ 116.2* -16 21 21

2 R 2 299.1
222.1 -16 20 23
121.17 25 25 21

3 R LR 1 330.2
3122 25 -15 21
165.1 27 21 -16

4 e LR [z 328.2
121.2 27 23 21
58.17 -17 36 22

5 P SLS 327.1
86.2 -17 21 -15
123.1% 29 42 21

6 FAR i 376.1
165.1 29 23 30
58.1° -18 -39 22

7 L & 341.1
86.2 -18 21 -15
58.1° -17 38 22

8 AN 319.1
86.2 -17 21 -15

*RONE mIH T

1.3 AR AR A T

PRAE DT JE 8 M, SAME. ZBEPIR. BUFLOREE. BTFLIREE . SURAERE . IIEE—H A
FRPGWyMEE | FHERIEER . IRIRCNEZ

PR TR VREC . FTE/K ZBERC ] 500 pg/mL FOVR S hREN &3, F A EE-/K (1:1)
VRSB L 5 ng/mL HIIR AR AE -

1.4 R4 H 28 H PR )

ArARI 7R A (GBT 22993-2008 245 A4k A )\ P E AR B 2 19 E ) e 7 3
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g%
AT AR A SR TR P E-K (1D SRR, ZEERIE 0.22 pm AHLIE
JE5 I H0KE 5 ng/mL FIRRAE R BE A 500 ng/mL. 100 ng/mL. 50 ng/mL. 10 ng/mL. 5

ng/mL. 1ng/mL. 0.5 ng/mL. 0.1 ng/mL 53 & 1R G b T/ER

2. ZRE5W®
2.1 FRHERE S — BB BN TR R R E

Inten. (x10,000,000) Inten. (x1,000,000)
2.0 221,050 20]  90.050
1'5? 15 221100
1.0 10]
1 ] 164,050
0.5 05 58100 147 10
0_0’\““‘ “““‘\‘ O_O"‘Hh"\‘}\H“HH‘HH‘HH
100 200 300 miz 50 100 150 200 250 miz
1 R e e — 2 o itk ] 12 FHORIERE =) 1 T4 4 BI(CEE-25 V)
5.0en-(x10.000,000) Inten. (x1,000,000)
] 299,100 ] 116,150
] 20
1.5 1
] 15
1.04 1
] 109 56,100
1 1 _— 222 050
05 05 4100
] 5w%f M 299150
o 0.0 —
100 200 300 400 miz 100 200 300 miz
B3 R0 22— 2 Jo 1 ] 4 IRmEC 2 =Y 8 433 I (CEME-25V)
Inten. (x10,000,000) Inten. (x1,000,000)
204 330150 40] 21100
1_5{ 3.0;
1.0 2-05
051  100.150 10d | 149100 312,150
' ] | 192[150
00+—H———" 0.0 7
100 200 300 400 miz 100 200 300 miz
5 BT LR A — 2 1% & El6 BT FLIREE ™4 % T 434 B (CE{E-20V)
Inten. (x10,000,000) Inten. (x1,000,000)
20° 328100 s0] 185100
1.5 304 121150
1.0 20
1 ] 328 150
059 100150 1.0
1~ 1 1471
00— 00— T
100 200 300 400 miz 100 200 300 400 miz
17 BT LR BE — 1 1 I8 BAT LR B =4 1% T 43 4 €l (CEE-20V)
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Inten. (x10,000,000) Inten. (x1,000,000)
2.0 327,100 407 86.150
1.5{ 3.0;
1.0 2-05
] 1 s8.100 327,100
0.5 1.0
W r— wot——+
100 200 300 400 miz 100 200 300 miz
K9 LT A B — 5T i & K10 2T P e 7= 5 1 434 I (CEfEL-20V)
Inten. (x10,000,000) Inten. (x1,000,000)
] 376,050 3.0 165,100
1.5 ]
1 20 376,100
1.0
05; 1.0
1 *123’050 358,10
1o+ 0.07””“”“”"‘
100 200 300 400 miz 100 200 300 miz
BT SRRE I — 2% o 1 [ K12 FRIIRIE NS ™ 114341t Bl (CE{E-20V)
Inten. (x10,000,000) Inten. (x1,000,000)
1 319,050 3.0 86.150
1.5 ]
2.0
1.0 1
] 1_0; 58.100 319.100
0.5 ]
L R B e 0.0+ttt
100 200 300 400 miz 100 200 300 miz
P13 SN R — 2 i ] K14 SR H0E T3 B (CEME-25V)
Inten. (x10,000,000) Inten. (x1,000,000)
2.0 4.0-]
] 341100 ] 86.1150
15 3.0
10] 204
] ] 341,100
051 10 58700
1 34 [100 1
00— 00—t
200 300 400 miz 100 200 300 miz
15 P9 — Fa— i K K16 PITE— H S0 T R (CE fE-20V)

2.2 BB RIARFE S ) MRM €23 &

2 H RS s E & 17 B, IneseE b g B an il 18 fros.
23 &MRR

# 0.1 ng/mL. 0.5 ng/mL. 1 ng/mL. 5 ng/mL. 10 ng/mL. 50 ng/mL- 100 ng/mL. 500 ng/mL
ROV FERIRRUET L 1.2 TP AEEAT 00T, AhhRidisg i o LAIREENRRAL AR, UEETHIFA
NPAERR, “aRcHE 2RI 19 2 26 Fian. HIZRMERR . AN, AR H A, ZBA%
£ 0.1~500 ng/mL, FiFLARFE. FFLIREE. SIRNERE. ML Z2AE 0.1~100 ng/mL ¥ A 28
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VERLF. PTRAEMZER R R AT, kIR MR R UL 3.

1250—?
1000;
750—?
500—?

250

] R I3
27500 =3 ®
] =
25000 = 13
E sl
22500 = it
] el H
20000 E 1]
] =
17500 =
15000 x
1 Pl
12500 N S
10000 * = =
] i I
7500
5000
2500
1o 2o "a0 4o "50 ‘60 7o ‘8o 90 min
Bl 18 \FRELE A4 W HE B AR ¥ MRM 3 5] (0.5 ng/mL)
Area(x10,000,000) Area(x10,000,000)
2.5

0.0 — 0.0F———1 T 1T
Conc. 0.0 25.0 50.0 75.0 Conc.
Bl 19 FHORMEBR bR 2% P 20 IHEmE 22 b o 25
Area(x10,000,000) Area(x10,000,000)

1.5

T T T T ok AR FOM = L AN
K21 SRR 2k P 22 By LR B b v pil 25
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Area(x10,000,000) 5 o \ea(x10,000,000)

2.0

B I T = v w7 M A 7 F NS
Bl 23 SRR E B AR A it 2% 24 B FLWR I A 4 it 2%
Area(x10,000,000) Area(x10,000,000)
7.5+ ]
5.0—:
004 "2% Conc. 004 "25 Conc.
B 25 PR H bR 2k Bl 26 2Bk N bR i 2%
3 ) \FhELE 7 A i th 2 2 4
No. %% R M 2% LHETEE (ngmL)  MHKRHr
1 HIORmERE Y =(98221.7)X 0.1~500 0.9997
2 PR Y = (128636)X 0.1~100 0.9963
3 AN Y =(75513.2)X 0.1~500 0.9998
4 BHLIRKE Y = (189486)X 0.1~100 0.9987
5 FRURPERE Y = (226102)X 0.1~100 0.9991
6 FuIFLIREE Y =(295473)X 0.1~100 0.9991
7 AT Y = (151240)X 0.1~500 0.9998
8 Wi Y = (141570)X 0.1~500 0.9999
24 BEBELH

X 2 ng/mL. 10 ng/mL A1 100 ng/mL VR G ARHERBIES: 6 IR, B EANIRIING % L,
LR A B [ R0 T AR ) B B2 PR 5 SR AR 4 o o 3 SR BERRAE S PR B B [ R 0 i AR (4 AR X

W 2243 BIHE 0.06~0.38%F1 0.70~3.02%2 ], X 2akE %5 B B I
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R4 PRE R AR E VRS R (n=6)

RSD% (2 ng/mL) RSD% (10 ng/mL) RSD% (100 ng/mL)

PSRBT
R.T Area R.T Area R.T Area
s 0.38 1.76 0.31 0.70 0.30 0.85
FH R e g
, 0.25 1.85 0.29 0.86 0.37 0.99
eI 22
0.06 2.77 0.08 2.64 0.07 2.13
NS
0.14 2.15 0.12 1.69 0.13 1.02
(EENRES
. 0.12 3.02 0.11 3.01 0.13 2.86
TR IE B
0.23 1.60 0.21 1.89 0.28 1.41
o] LR %
(] Ak = 0.09 1.38 0.09 0.80 0.11 0.94
Y AL 0.15 2.28 0.13 0.77 0.14 1.04
2.5 RBESHT

FH 25 0 358 5 F B A9 UK FE N 0.1 ng/mL IV ICHERE 20, )\ b 88 5 77 1 e IR A HY FR
(S/N=3, LODE/R). WmIKEEM (S/N=10, LOQE /) 45 HunZKs5Hin.

K5\ MR KA R AN E B R

No. b3S EEt KBHBmgmL) EER(Mng/mL)

1 FZEEEEE 2251 0.013 0.044
2 FEMEOE 2836 0.011 0.035
3 A% 19.05 0.016 0.052
4 PUHLUREE  35.36 0.0085 0.028
5 GURNEME 5248 0.0057 0.019
6  FUILIREE  47.85 0.0063 0.021
7 WBEHE  40.77 0.0074 0.025
8 LW 3294 0.0091 0.030

2.6 25 AR LB

AR R 42 08 1.4 BT A FE S IR AR IR E N 4 ng/mL, “FAT 3 43R5 5E [BIUSCR AN

RSD. BEARZERIZER 6, B IFREIBCRTE 90.75 ~ 109.25% 2 [
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R 6 IAFFER R EER (n=3)

No. FER&H SZWFHE (agmL)  FRE (%)  RSD%

1 FH 2R IR IR 4.13 103.25 1.56
2 HEMe 0y 22 431 107.82 1.31
3 A 3.63 90.75 2.06
4 B $L WK P 437 109.25 2.39
5 FIRIE B 425 106.25 3.69
6 B FL MR 424 106.00 1.18
7 ABEZHE 3.89 97.25 0.58
8 LR 3.72 93.00 1.24

3. &%

ARSI T A 5 v OO 5 B LC-30A. BB Bk = 7 DU AR A B4
LCMS-8040 il & 2 Wy )\ Fp e M1 /7 ik o iZVETE 15 min SN . SBEREE . B
FUURFE . B4LIRAE . FUURNERE . POIE — PG P MR R | FRORIBERGS | TR Co 22 )\ i i DL
FUEIAY S, LRIV 2R . S, AL - H % ZBEA N 0.1~500 ng/mL, Fi$LIK
BE. BTFLUREE. FURDEEE. MHEMEC 22K 0.1~100 ng/mL, AHIE REIITE 0.996 LL L. HA4-4)
FRECH) 2 ng/mL. 10 ng/mL. 100 ng/mL IFRAEVE R EEE T NE, 1EL: 6 HEFE, (REAHS
V1) R 0 T AR P R R B v (2 43 I 7E 0.06~0.38% 11 0.70~3.02% 2 8], X B8AE %P R 4fo 44
Hh )\ b 77 14 58 B PRAE 0.019~0.052 ng/mL . [], #a H FR7E 0.0057~0.016 ng/mL Z [&], &
HRAE H BRI T (GBT 22993-2008 A=W An gk i ) \Fh e 7115k BE = Al s ) (ke DA
o ZVERA R, EEVEIFRORE S, &SR R R A .
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7ot v RIVBURE € 1 = B DU AR AT i B P V2
A Gy HI6H B - N BLRESSDIA R E

W OB ASCE T —FE A OB RS A LC-30A I = Y BR AT T B A
LCMS-8040 Bk FH I & - 6 i WL B- A B i R B A2 30k B A O ¥k o 1% J592E 2.5 min
WREEHER G, BHER V. AMEBR. LAETER. SATER. WATERNE
W B-ABEIE I A R B . ARSI EER G BHER V. AEFER, LAETE
. AEEER. WAHHELE 0.2~500 ng/mL JEFE PLEPE RLE, FrvEh 2k k6 R 5
0.996 L Fo F A3 5 FE d1) R N 5 ng/mL. 50 ng/mL. 200 ng/mL HIbRHEARCYE 22 8 1k,
HESE 6 YCHEREOR B I 8] M0 TR XA S A A O 22 20 U AE 0.03~0.12% 741 2.43~4.96% 2 [A], 1X
TG R g 6 R L - R SR BT AE RN e B BRAE 0.038~0.085 ng/mL Z [, £

HPRTE 0.011~0.025 ng/mL X ],
RegE:  ZHEPURASUE 49 - PUER

B- A Bk i S5 BT AE 3 (B-lactams) 2 4R 1L - G5 th HAT B- A BRIGFR I — PR R, BFIRIK
WHINEER S LB R LB R RS SR TR T VF 2 AR U1 AT
WERIMBUAE SR . LM 2 I TP= A Zh T i o b bR AR BER B ks 2 IR e 17
STANTRGT, EATAEF 2 51 RSP I € i b 2R B A AE X PR BR 0 75 8 O
NP AR A T o EON AR, HUAE R E R AT, 0 R il
IEW R, SBAR GBS 2ES NG — 2R, BHEH BN
B HUE R & G2 EE AN S E, A NaHAPESIRE SR, mH
KA =R Btk . AR e o fr i e 4, RS A b R S M EHERE
VIR S ZR . AR S (SN/T2050-2008 HEH 1355 & b 14 Fi B- P Bk i
RYUAE Z PR A 7 YR - o G/ v ) e P B R o AU € B LC-30A A1 =
B PUARAT R LCMS-8040 I FH #3728 ) 6 Tl s L B- P9 Tk e 2K 0 A 2Rk B PO R 7 vk o
1525 # 4y
1.1 X8

A S A P S VR v RO B A LC-30A 5 = PUARAT i it 1 LCMS-8040 X &5t .

FARCE N LC-30ADX2 %l % , DGU-20As £ £k i S 0L, SIL-30AC H shi#tFERs, CTO-30AC
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HiR4E, CBM-20A R4, LCMS-8040 = H PUAFFiiE{¢, LabSolutions Ver. 5.50 ff,

W LRk,
1.2 5 #r kA

TORH AT
ikt : Shimadzu Shim-pack XR-ODS III (2.0 mm LD. x 50 mm L., 1.6 pum)
WAAH: A: 0. 1% FR/KIER: B: O
Jitig: 0.4 mL/min
FER: 40°C
HEFEE: 10 uL
Vel dr = BRREBENE, B ARBIAGIREEA 20%, PeHfEy Wk 1.
F 1 BV

Time(min) Module Command Value

1.80 Pumps Pump B Conc. 65
2.00 Pumps Pump B Conc. 90
2.50 Pumps Pump B Conc. 90
2.51 Pumps Pump B Conc. 20
4.00 Controller Stop

Ji %A

ST R LCMS-8040

R ESI, IE®T

TR AR e 3 FE 500°C

e R R 300°C

FAL R : 3.0 L/min

IR « 15.0 L/min
R 45kV

FARRE % ] N 5 I (MRM)
MRM Z44(: 3% 2

1.3 HnE TR A

HEVIR: Lo M, HERG. BER V. AMERR. JARFER,. MAHFER. 75

%\IE\:O
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Pt TARIACH] . H ZHE-7K (1:1) BEH) 1 mg/mL (IFRAEN &, H 57K (2:8) ¥

MiBER, 5 pg/mL IR S AR AEVE R .

%2 FES MRM B35 8

2% BEET M¥ET  Q1PreBias(V) CE(V) Q3 Pre Bias(V) W4 CAS
160.00" -23.0 -10.0 -15.0
HHERG 335.1 peillin G 61-33-6
176.20 -23.0 -11.0 -11.0
160.10* -26.0 -11.0 -28.0
HERV 351.20 Penicillin V 87-08-1
114.10 -25.0 -29.0 -11.0
B 160.10* -29.0 -15.0 -30.0
BMEF R 402.20 Proctaphlin ~ 1173-88-2
243.10 -29.0 -14.0 25.0
o 199.10° -20.0 -14.0 -20.0
LEEEHR 414.90 Nafcillin 7177-50-6
255.90 -20.0 -16.0 -27.0
. 277.10° -23.0 -15.0 -30.0
MABFER 436.10 Cloxacillin ~ 7081-44-9
160.10 -16.0 -15.0 -30.0
. 160.00* -24.0 -15.0 -16.0
MAHFER 470.00 Dicloxacillin ~ 343-55-5
310.90 24.0 -13.0 221.0
*RREEST
1.4 FnifE il 28 I EC

APy RT A FR A B R TG CIE-/K (2:8) WA, EHWH0E 0.22 pm A HLIE

JIE 5 oK 5 pg/mL FIRR A R A BE R 500 ng/mL. 200 ng/mL. 50 ng/mL. 10 ng/mL. 5

ng/mL. 1 ng/mL. 0.2 ng/mL Z 5K 7RG AR TAER

BIALFE 777K A (SN/T2050-2008 #3EH BP0 i b 14 B0 B- BRI E P Rk &=

AN 75 VAR € - 50/ B R ) B 7 Ry .

2. ZREW®R
2.1 FRHERE R — RS B AN D S TR R

Inten. (x1,000) Inten. (x100,000)
4.0 176,200 20 335050
160,250 ' ]
3.0 157 282,200
201 1.0—? 357,050
1.0 0_5,:
] 189150 ]
1 13 335100 ] ‘
] 216,900 ]
0oL | w‘ i [ 00—t ‘1 ‘\‘ | M\ \‘h‘ L
100 200 300 mz 200 300 400 500 mz
Kl HHEG—HFUER K2 HERGTYE THRME(CEH-15V)

45



FLE g R B SRR

20 Inten. (x100,000)
] 351,050
157 os2000 373,000
104 2
: —
] 338.2
O.Sj
ot Wl 1
200 300 400 miz
K3 HERV—SHEER
Inten. (x100,000)
25 402,050
1.00]
075
050 424 000
025
000 A | I ‘
300 400 500 miz
BIS R R — i
Inten. (x100,000)
20] 415050
1.5
1.0 137,050
338,250
0.5 ‘
00 “\““““ I :
300 400 500 miz
K7 Z8EFH R —HRIEHE
Inten. (x100,000)
1257 436,000
1.00]
0757 538950 I
] 58 050
0'507; 460,000
025 ‘
0.%%‘!““ ‘ hhu‘ h\ | \M\} | UMH ‘M\ — ‘
300 400 500 miz
K9 AR EER —HEE
Inten. (x10,000)
] 469 950
7.5
50
1 ot 050
1 300
25
O_OM\\\‘M\\M\y ‘ o | |
300 400 500 miz

K1 MEEFR —SGE

2.2 BB R NAREE ) MRM 2,3 &

Inten. (x10,000)

15

05

] 113{800

160,100

192 000

|

0.0

=
100

T
200

mz

K4 HERVEE FARME(CE/E-10 V)

Inten. (x1,000)
{ 160150 243150
75
5.0
25
] ‘172{150 402,000
o.o’w‘“‘_ — —
100 200 300 400 mz

Ko KM 5 KW B 7 I (CEfE-15 V)

Inten. (x10,000)
1001 199,050
0.75
0.50
0.25
] 255950 374,300
1 179,950 [ | 414,950
000 ———F7"-+—"F""""—"—"7"""—T"—"—
100 200 300 400 mz

K8 LHEFE

BRI E(CEE-15V)

Inten. (x10,000)
00

276,950

075 160,000

0.50

025 1144000 407 850
L F%ﬂ“"

000 -F—tHr—F—————F+——
100 200 300 400 mz

K10 A& H HERYE TFHREI(CEE-15V)

Inten. (x10,000)
125 160,050
100
] 310,850
075
050 485300
E 470,000~
025 \] ‘
0.00 F——F————————+——+1
100 300 400 mz

200
E12 WEEE

EEM B FHEREI(CEH-15 V)

2 A GIRE S EE AN 13 B, InFR R it B 14 s
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1:335.10>160.00(+)
500-12:351.20>160.10(+)
13:402.20>160.10(+)
14:436.10>277.00(+)
400—5:470.00>160.00(+)
16:414.90>199.10(+) (0.20)

L B By B B [ S R
0.0 0.5 1.0 20

T B e By S B
25 3.0 35 min

B 13 R0y R BURE L 9 MRM E i (5]

5000 —{1:335.10>160.00(+)
12:351.20>160.10(+)
13:402.20>160.10(+)
4000 4:436.10>277.00(+)
15:470.00>160.00(+)
16:414.90>199.10(+)(0.20)

L e B A B R
0.0 05 1.0

T L e
20 25 30 35 min

B 14 ZEFUINAREE R ) MRM (43 & (1 ng/mL)

2.3 &MHERAR

# 0.2ng/mL. 1ng/mL. 5ng/mL. 10 ng/mL. 50 ng/mL. 200 ng/mL. 500 ng/mL &%
WRE BRI R 1.2 R A 2 AT A, AMbRIEE B DAIRBENBEAANR, WA A
Aekr, xRl & 15 2 20 firn. 58K Gy 58 R V. AMEHER. LAEFTH

R AATER. WATEE 0.2~500 ng/mL JE[H WA ME 2 Stk R R, etETiiE S

REBNIE 3.
Area(x100,000) Area(x1,000,000)
] 1.5_:
7.5 ]
] 1.0
5.0 ]
25 053

K15 HER G hrrfEll 2k

250 Conc

250 Conc.

16 HER V iriEihZ
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Area(x1,000,000) Area(x1,000,000)
] 5.0+

1.0

] 2.5
0.5 ]

0. : : . 0. ; . .
250 Conc. 250 Conc.
17 KM 85 AR i 42 Bl 18 ZHAZEHHE R
Area(x100,000) Area(x100,000)
7.5 ® 7.5
5.0 5.0_:
2.5 2.5
0. : — 0. —_— —_—
250 Conc. 250 Conc.
19 4P H 5 RAriEAIZR 20 WG TH 5 R hrdE 2R
£ 3 ANFRB-NEL IS IUA R IR AR 2 245
. LMV )
No. 2% B £ HHRRH r
(ng/mL)
1 HEEG Y = (1929.66)X + (-100.168) 0.2~500 0.9979
2 HERV Y = (3084.31)X + (227.681) 0.2~500 0.9999
3 R R Y = (2606.83)X + (-112.456) 0.2~500 0.9978
4 LEZEEHER Y = (10875.9)X + (229.853) 0.2~500 0.9997
5 MEAEFHEER Y = (1715.38)X + (22.3400) 0.2~500 0.9962
6 WHAEFHR Y = (1551.58)X + (68.1587) 0.2~500 0.9990
2.4 ¥R B SLL

X 5ng/mL. 50 ng/mL A1 200 ng/mL VR G ARHERBIESE 6 IRHEFE, B ERANIRIING% L,
AoR B i) AR TR ) B A P 5 SR AN R 4 BT o 3 AR FEE A A ol 1740 8% B ) AR g T R 4 A 6 A
T 22 50 IAE 0.03~0.12%F1 2.43~4.96% 2 1], A3 %5 % B AT

2.5 RS

A 4 R 1.4 AT A B S5 M R R AR 1S BIWR FEN 0.2 ng/mL VS ERE 3 Hr, 75 H
B- W Bb R H A R MR EAS PR (S/N=3, LOD %), IKEER (S/N=10, LOQ %)
ZERINFE 5 TR
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R4 PRE AN AR PR R (n=6)

RSD% (5 ng/mL) RSD% (50 ng/mL) RSD% (200 ng/mL)

FER AT
R.T Area R.T Area R.T Area

HHEG 0.10 4.96 0.12 2.43 0.07 2.85
HHEV 0.08 4.65 0.10 3.76 0.08 491
M E 2 0.09 4.67 0.09 4.64 0.06 3.99
LAEEES 0.07 2.47 0.06 2.66 0.08 2.98
A HEE 0.08 4.02 0.08 3.33 0.06 2.26
WA FES 0.08 4.76 0.06 3.17 0.03 3.55

5 N B- N B S BT A R ARG BR AT E EE R
No. Ey S etk  MHBRMmgmL) EEMR(mg/mL)

1 HERXRG 2362 0.025 0.085
2 HHEZRV O 3021 0.020 0.066
3 RMEER 2925 0.021 0.068
4 LEFEFE®HE 5319 0.011 0.038
5 APEEEE 36.70 0.017 0.055
6 MAFHHE 329 0.018 0.061

2.6 FE IR SLLS

AL R I8 1.4 HEATA PR G IIRARZE 1 pgke, AT 3 R E MR, BARSE
RUER 6, FEFMFREICETLE 96.84 ~ 105.60% 2 [7]

* 6 NARFERIEICR AR (n=3)
No. PR BFR SEWEEIE (ng/kg) EIRE (%)

1 HHRG 1.0560 105.60
2 HHRV 1.0250 102.50
3 RMFER 0.9684 96.84
4 CEEHER 1.0032 100.32
5 BAEER 1.0362 103.62
6 WAEHR 1.0500 105.00

3.451

AR RS T —Fh s R R S OB 5 A L C-30A B I = B DU AR A o 154X
LCMS-8040 7€ A=W h 75 M- N Bt fe R HT E R T7 1% 107 154E2.5 min N BT B3R G H
BRV. AMEER. CAEHTER. SAFER. WATEAMB-WBIEETTERK )5
, ZRMEVEH)2H0.2~500 ng/mL, FHIC REIH1E0.996 LA o FIALER I 1) 4= W5 5L B L A1l S ng/mL
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+ 50 ng/mL. 200 ng/mLIFRAEERH SEH N, FESLOUCHAE, (R B A (R RHUE [HIFR B AH X AR
AR 2273 79 7E0.03~0.12%12.43~4.96% 2 ], AXAKE R E RIF. A Ghrh oS p- A Bt e 2K Hi e
F € 8 R AE0.038~0.085 ng/mL 2 [H], it FR7E0.011~0.025 ng/mLZ [H] . 1% /7% EA Ak
FEdR. REGE. EEMEFMR A, EEAT - BT A E R PR s R BRI
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7ot v RIVBURE 8 1 = B DU AR AT i B P V2
M 5E Yo B 4T A3 A BRSSPI R B

W OB ASCE T —FE A OB RS A LC-30A I = Y BR AT T B A
LCMS-8040 % FH I E A W5 4 ey WOKIA N BRSSP 3P B A N 75 7% . 1% J574E 1.3 min
NREMEKRERE, AFR. RRWEER. PAFGRIFE W R ABEIUERM S E. 154D
R B KFERLE 0.5~100 ng/mL Y5 N RIF, 4B R RIRW R P A FERIE 0.2~100
ng/mL JEENZMNERE, AREMZNHCREOSE 0.994 UL G R ECHIRE A 5
ng/mL. 20 ng/mL A1 100 ng/mL MIFRAHERRE FHENE, HE: 6 IR OR B I 8] AT [ A 14
FAX BRI AR 22 53 BIAE 0.08~0.23%F1 2.44~4.78% 2 I], AU KERE RAIT. 4 4 Rl WLH

T CER P S 2 H0 A4 10 78 B IRAE 0.059~0.081 ng/mL 2 [i], K Hi PR 7E 0.018~0.024 ng/mL 2 [
KegiE: —HIUWATE 405 KIAWBERPUAER

KIF N EEZE B4 F( macrolide antibiotics) £544 b LA—AN DU JeE 75 6 K N BR IR A B
1k, A 2RSS, BAABARNGRE S, )2 BT SRR, s
R YT SRS (40 B8 P R SR A IR0 - 2R SR T 3R W B R S R LA PUR YR 12
AMERIREEE B A R 1R A KB . 7E & HOR & ATl R IR R A6 &4 2 IR
IR FEORIR A B HUAE 31 (K05 B I R, . 3 3 A 55 2 51 I U R A 3 B0 i 245 181 1 1
BRI B AL EES(SN/T 1777.2-2007 U i b KR3R W IR SR PUAE SRR BRI 5% 26
2 F 5 o AR € T R EDG TR 1 v ) R A AN DG SR T v, A8 SR e OB A
LC-30A A1 = PUMAT B4 LCMS-8040 Bk, HESL 1 — M bRag il g 25 5 Hh i) R34 P9 B2
SRERWITIE, 27 VE BT A PR T B RS, BRI B AR i HEAT AR A 1) < PR A
Y EES TN INZE=
1525 #45y
1.1 X8

AR SR A FH S VA v ROBUAH 54 LC-30A 5 = H PURR A 5T 14X LCMS-8040 B R 4
HARBCE N LC-30ADx2 4l 4, DGU-20As fEZ it L, SIL-30AC HEh#EFES, CTO-30AC

HR4E, CBM-20A Z%i#tH#s, LCMS-8040 = H PUZAFFiiE{¢, LabSolutions Ver. 5.50 ff,
T T AE,
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1.2 M sk AF

AR ST
%4 . Shimadzu Shim-pack XR-ODS III (2.0 mm I.D. X 50 mm L., 1.6 1 m)
WANAH: A: 0.1%FER/KIEW: B: LM

WiiE: 0.4 mL/min

FEl: 40°C

BEFER: 10 uL

Vel 770 BRREBENL, B AHWIGRIRIE N 15%, Vellifer WAk 1 % 1 Bk s

Time(min) Module Command Value

1.00 Pumps Pump B Conc. 60
1.01 Pumps Pump B Conc. 80
1.30 Pumps Pump B Conc. 90
1.40 Pumps Pump B Conc. 15
3.50 Controller Stop

Jui %A

IS LCMS-8040

R ESI, IEET

T AR IR - 400°C

P ) IR 250°C

FA IR IR 3.0 L/min

IR 15.0 L/min

BT YR L 45kV

AR % [ N IS (MRM)
MRM Z:%{: 3 2

1.3 tnE TR R EE i1
PRI LaR, BAREERE, A% K. BRAHR. PUAER.
PR TARVERECH]: 287K (1D Bl | mg/mL MIARHER &, FH IE-K (2:8) HH
MiRER 1 ng/mL VR & BRI
1.4 Hr i 22 K AT )
A=A AP A B SR TS FEH OIE /K (2:8) WU 0T 0.22 pm A HLIERE
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JaE K 1 pg/mL bR AR AL 100 ng/mL. 50 ng/mL+ 10 ng/mL- 5 ng/mL- 1 ng/mL.

0.5 ng/mL. 0.2 ng/mL FRFIA LIRS ARME TR
F AL T 79K B ONIEAG A 2 AT At (SN/T 1777.2-2007 S5 & 5t KER N g2

PUERR BRI T 28 2 50

e OO s E RS IR ) BB 7 BT AR AL N B A e

BB SR B O R R SO QRO il - A R BT E T 2 - Ak b 6 FlOR3E N B2 25

R B HISE 2 #R7).

#2 RS MRM U5 R
2 MEET ZWET  Q1PreBias(V) CE(V) Q3 Pre Bias(V) HEXZ CAS
174.10 -32.0 -48.0 -17.0
BAER 869.60 Tilmicosin 108050-54-0
696.40 -32.0 -44.0 -32.0
158.20 -28.0 -34.0 -29.0
RS N 734.70 Erythromycin 114-07-8
576.30 -28.0 -22.0 -40.0
N 174.10* -34.0 -44.0 -30.0
TIRH AR 916.60 Tylosin 1401-69-0
101.10 -34.0 -54.0 -17.0
679.40" -32.0 -24.0 -24.0
BUBER 837.00 Roxithromycin 80214-83-1
158.20 -32.0 -36.0 29.0
*RNERET
2. ZRE5WN®
2.1 FRHERER — R A T
Inten. (x10,000) Inten. (x1,000)
5.0 ) '
869,500 30 174 100
4.07E ] 696,350
3.0 20
E ] 869,650
0 104 |129150
1.04 1 1
; | | 1 h 504’200 767,300
00+ ——1-—11 — ‘ 00 Htr——1 A
500 750 mz 250 500 750 mz

KBRS R — i A

Inten. (x10,000)

75 734,500

50

25

00- — ‘
500 750 mz

K3 28R —HUE A

53

K2 #oKE BT 4 B (CEfE-50 V)

Inten. (x10,000)

1,007 158,200

0.75

1 576,200

050 |116300

025 1/ 734,650

0.00-1 ‘i"‘ - ‘ — b
250 500 miz

K4 aFR-=WE T AR E(CEE-25V)
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I[1ten. (x10,000) Inten. (x1,000)
407 916,450 4.0 200
1 1 174200
3.0 3.0
20 949,600 201
] 1 [ {oram0 916,600
104 778700 10717
0.0MJ‘“””N‘ \“ \‘M\M\‘ L \‘U ‘\‘\ T 0oL B —
750 1000 miz 250 500 750 miz
Bl5 IR R — L El Ko Z=5R B &-E T E (CE{E-40 V)
Ipten. (x100,000) I[]ten. (x1,000)
] 837,550 2'52 ~157.900
1'5’: 207 404,300 679,550
10 15
1 104 116,100
0.5 1 837.000
1 05
1 654400 | 1 |
wt—t- oo b L
500 750 miz 250 500 750 mz
K7 BasE—gmik Kl K8 P& R T E(CEfE-25 V)

2.2 A EE FRADARFE L ) MRM €23 &

= AA YIRS R I 9 B, InasaE dh G A 10 B

{1:916.60>174.10(+)
12:734.70>158.20(+)
713:837.00>679.40(+)
3004 869.60>174.10(+)

200

T T By B AL N B o B B
0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00 225 250 275 min

B9 A R FURE i ) MRM (3% ]

11:916.60>174.10(+)
6000 —J2: 734.70>158.20(+)(0.30)
13:837.00>679.40(+)

14:869.60>174.10(+)(4.00)

0.0 05 1.0 15 20 25 min

B 10 JE R InkRFE S A MRM (B3 (1 ng/mL)
2.3 MRAR

# 0.2 ng/mL. 0.5ng/mL. 1 ng/mL. 5ng/mL. 10 ng/mL. 50 ng/mL. 100 ng/mL FR%i&
FERIBRUEIR T 1.2 M SR A0 T 20 b, ARk g B . DLRBENREALER, B AL

br, gxilRcHEfiZaniEl 11 28 14 Fros. BKFEELE 0.5~100 ng/mL i [ AR i il 2 2614 ¢
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AR, AFR. BREREZR. PUAHEELE 02~100 ng/mL 5 B N HE 2L x R RIF, £
PEJT R JAR R R 3,

4 Area(x10,000) Area(x1,000,000)

3.04 1.0

2.0]
] 0.5

1.0

O A ——— 01—
00 250 500 750 Conc. 00 250 500 750 Conc.

B 11 Bk B brie 2k 12 2085 RARE M 2%

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

7.5 2.04 °

5.0 ]

257

00 250 500 750 Conc. 00 250 500 750 Conc.

13 FIRBE H bRt 2 K14 BamiRirdEihsg

3 PR ORIR BRI RIORHE I S 5L
LN

No. K g MHREH r
(ng/mL)
1 BAER Y = (369.574)X + (-58.7863) 0.5~100 0.9942
2 AR Y =(12576.5)X + (567.112) 0.2~100 0.9996
3 BTN Y =(7931.93)X + (261.239) 0.2~100 0.9992
4 LANHS N Y = (2126.15)X + (76.3701) 0.2~100 0.9984

2.4 K5 E LK

X} 5 ng/mL. 20 ng/mL F1 100 ng/mL JB G AREEIRIES: 6 RFEFE, 5 5AUAS PR 5% RE,
PR B B[R R 0 [ A ) 28 B2 P 5 SR UNER 4 FiTo o 3 NUR BE AR i 14 PR B B 0 AR 0 T R (4 AR 6

W ZE 43 BIAE 0.08~0.23%F1 2.44~4.78% 2 ], AX 28k %5 B BRI,

2.5 RGN
PP W2 42 08 1.4 BEAT A HE FRE IR AR TS VRN 0.5 ng/mL (¥ RUERE AT, DAl

KIRN B AE KBRS PR (S/N=3, LOD /). ®IKEEM (S/N=10, LOQ £/r)
Rk s s
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R4 PRE R AR E VRS R (n=6)

RSD% (5 ng/mL)

RSD% (20 ng/mL)

RSD% (100 ng/mL)

PR
R.T Area R.T Area R.T Area
BKEE 0.23 4.09 0.19 478 0.11 477
EE 0.10 4.17 0.09 439 0.10 3.64
RREE 0.11 3.26 0.12 3.79 0.04 2.44
B 0.11 3.84 0.08 3.49 0.06 3.27
RS VR ORKIR P IS T AE 25 A H R A e 2 R
No. %W {5l KHE@mgmL) &R (ng/mL)
1 EBXKHFE 6135 0.024 0.081
2 4dEx 7121 0.019 0.065
3 REWER 8517 0.018 0.059
4 BamE 7294 0.021 0.069
2.6 FJF InbRsL L
FIA L 28 1.4 JEAT AP G IR FRZE 1 pg/kg, “FAT 3 HoRESIINE [RIUSCR .

RUWIER 6, FEHMFRIENCREAE 100.60 ~ 104.56% 2 [A] o

R 6 MbRFEIECR SR (n=3)

No. FEREM  SEWFHE (ngkg)  FERE (%)
1 BRER 1.0456 104.56
2 AR S 1.0116 101.16
3 RAEREHR 1.0060 100.60
4 FUBZR 1.0080 100.80

3.5

HARE

7 IS FH J ST  — AASE F  E R  ROBR B A LC-30A HR I = E DU AR R R B X
LCMS-8040 Wl i€ AW PU MR IR A BE2E BT AE R AT % JTEAE 1.3 min W58 B K5 A2
AHmER.RRWR DAFRIUF KA NEEHUERKS 8, P E K% RTE 0.5~100 ng/mL
TGN R, A& R. RREE, PRI 0.2~100 ng/mL i [ J etk R AT, bkl
AR RBIILE 0.994 DL b FACBEE 490 AE B Bc ] 5 ng/mL. 20 ng/mL. 100 ng/mL
Mbr AR B S E A E, L 6 UCHERE, R B I IR0 T AR () R X A A O 22 43 3 7E
0.08~0.23%71 2.44~4.78% 8], AU FEH B RUT o 5 4 P DL ORI BESR LA 2 1
SEERTE 0.059~0.081 ng/mL 2 [a], i FRZE 0.018~0.024 ng/mL 2 7], % J5i% FL AT 43 Wi
e REem. BRI & AP RHE BT R PR m R U
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7 R RO £ 1 = B DU AR AT o PR V2
M F YR 7 MR RRDUERKHE

W OB ARSCESL T PR SR v RO € SORT = B DU AR AT 5 A I E SR
Brdhrh 7 FRUIR R BB BRI 70 B AR5, B RO 8 LC-30A PRd 4y
BY, = UBRAT BTG LCMS-8040 HEAT E &0 M. EFHAMREE: ] 7 MU R8T AE R
TR pHh 2, 2 Y L 0, A oA 2R B AH 26 R BRI TE 0.999 DAL X 20 pg/L. 50 pg/L F1 100 pg/L
TRE VRV AT RS B LS00, LR 6 YHERE (R B e [A AR e T AR PO AR X A 4 i 22 43 31 7

0.014%~0.122%F1 2.459%~3.987% 2 ], ZREkE% R BT
KRB U RRPAER = EIUNATRIE 40

PUFR 2 KB4 2 (Tetracyclines, TCs) A) WipuAE 2R, W22 [QPHVEANBIPEAN B . 750
IR ELEIEER, HAEAVIEEEZZM 308 AR A mSE &, T EE AT
GG HHKUARETAERE: UK, €F5R. LER. BAUE7S. £ 840
IR EPUVER AR NG, 1856 i AR g s AR . ZEGh Ak TU3R ER A
HIGTT IR R AT R, A5 ST k. V2 B 50 TCs Jk B LT Iz,
R L A BR R A 9 b fe sy B B O 0. 1mg/kg

e ROBURH £ % - B BBC BT B I P B R A Be AR R RAR R B 0 T R, BB IR ik 4k
ARG, X BRI 255k B B R BR e P Re 7y, iy HLAERR e o AR SC@SL T —F
A5 Y By R e SO B £ LC-30A 1= B DU B AT 5 1% 4% LCMS-8040 15 I 72 A5 v (i 1Y
HREBPERNTTE.

1. SEEGHR I3
1.1 4% 8%

ARSI A B v v OVRUAE €T (X LC-30A 5 = 5 DU BT W% 1 LCMS-8040 BXH R4t
FARELE A LC-30ADX2 %k %, DGU-20As fEZE <ML, SIL-30AC HahiltFf#s, CTO-30A
FIRAE, CBM-20A RGtfH14%, LCMS-8040 = HEPUHAT 4L, LabSolutions Ver. 5.41 &
W T AR

1.2 7 sk AF

57



FLE g R B SRR

TAH %A

6% 4. Shim-pack XR-C8 2.0 mm I.D.x 100 mm L., 2.2 um

WA A—10 mM =5 ORHIKIER: B— HIEE

WiE: 0.3 mL/min; fF#E: 35°C; #EFERE: 20 puL

Vel = BREEWEL, B AHWIAGIREE N 10%, BB W& 1.
® 1 PREBEINAE T

Time(min) Module Command Value

0.50 Pumps Pump B Conc. 10
1.00 Pumps Pump B Conc. 50
3.00 Pumps Pump B Conc. 65
3.50 Pumps Pump B Conc. 65
3.60 Pumps Pump B Conc. 10
5.00 Controller Stop

JR i %A

BB BSI(+); BTmiEHE: 4.5kV

ZHS: A 3.0L/min; TS &S 15 L/min

Iy

fffE<: @<; DL#SEZ: 250C
IR . 400°C

AR 2 RN EI(MRM)
DERERS(E]: 15 ms; ZEIRHS[E: 3 ms

MRM Z4: L3 2

1.3 A4 iy P T R

PRI : 357 R, RN SRR R, HER. KK, ZFREER. &5 R, B
THBEMEIER.

it ARG 1« RO 20 mg/L ARIVR A 4wt IR FH R B+ = SR SRR (VI V,
1:19)FR B AN [R1UAR FE RV & A v AR

1.4 B 5 A2 572

ZIRER (GB/T 21317-2007 S0 £ i DU 2R 5 2550 B BRI 7 WU - ot i/

58



FLE g R B SRR

JR %5 i ROBU B )

% 2 MRM 4 S %
EMBIK AiEEF PYIET  Ql Pre Bais(V) CE(V) Q3 Pre Bais(V)
441.2%* -18.0 -20.0 -24.0
ZH DU R 458.2
283.1 -11.0 -44.0 -20.0
426.0% -14.0 -18.0 -23.0
+EHBE 461.2
443.1 -14.0 -14.0 -24.0
410.2% -11.0 22.0 -30.0
U7 4452
427.0 -11.0 -16.0 -23.0
448 0% -12.0 -16.0 24.0
EHEEFER 465.1
154.2 -12.0 -32.0 -18.0
444 1% -12.0 24.0 23.0
HBER 479.2
154.1 -12.0 -28.0 -12.0
426.2% -11.0 -20.0 -23.0
gL ER 4432
201.2 -11.0 -30.0 -22.0
428.2% -11.0 -16.0 223.0
MmIIER 4452
154.1 -11.0 -34.0 -17.0
xRN E ST
2. 5R5vR
2.1 AR S — R E AP B A R i A
TR R RS E LE 1, YRR R E L E 2,
Inten.(x1,000,000) Inten.(x10,000) s
1251 “p2 6.0
5.04
1.004
4.04
0.75q
3.0
0.50 1672 20d
0.25 5233 1.0d 3503 4582
osol ‘ _ ﬁ ‘ ‘ f ‘ 0o A U o f - f ‘
400.0 425.0 450.0 475.0 500.0 525.0 miz 100 150 200 250 300 350 400 450 500 m/z

Bl i U 3R A — 2o i
EERI ST E LA

3, PIE T ARTUEE LA 4,

B2 DA E K7 W8S T3 4 I (CEfE-22V)
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Inten. (x1,000,000) Inten.(x10,000)
4612 7.5 426.2
1.754
1.50
461.2
125 5.0
1.004
0.754
2.57
0.50 672
0.254 ( SZf 3 ZDF s ZBF o
0.00% \ Ll \ \ ‘ 0, \ t \ \ \ oL \
400.0 425.0 450.0 475.0 500.0 525.0 m/z 100 150 200 250 300 350 400 450 500 m/z
K3 LEmRm—HmikE K4 L8 KA PE TR E(CE {5-25V)
VU ER I — s R LK 5, 79 E i il B L 6.
3 &(en (x1,000,000) Inten. (x100,000)
. 4452 1.754 41p.2
259 1.504
2.0 1.25
1.5 1.004
0.757
1.04
0.504 154.1
05 ‘T 2 s 0.254 n AT 2
0.0-7 T T T T T T 0.00 T T T -ty T T T
400.0 425.0 450.0 475.0 500.0 525.0 miz 100 150 200 250 300 350 400 450 500 m/z
EI5 PUPRER 0 — 2 o 1 El6 PO 174 & 74 Bl (CE{H-20V)
EHEESERN —RPUEE A 7, Y- E 0 E 8.
Inten. (1,000,000} Inten.(x10,000)
1754 4651 ol 7480
1.504 6.0
1.254 5.0
1.00 4.04
0.75 304
0.504 2.0 154.1 %epa 46p.1
28p.2 43p.1
0.259 w12 ‘ 5233 1.0 1140 l 16( 9 jg f
0.0y — \ ; \ \ \ ool \ \ \ i \ : :
’ 400.0 425.0 450.0 475.0 500.0 525.0 miz 100 150 200 250 300 350 400 m/z

K7 LHEEHERN - HUEE

K8 LHEEFRMNYE T HREI(CEE-20V)

EERO—FPUEEIILE 9, Py T K L 10,

Inten.(x10,000)

Inten. (x1,000,000)
.5

2 4792 441
4.0
2.0
151 3.0
462.1
10l 2.07 2577 4792
0.5 47 2 1.04 154.1
4452 5233 269.3
IRl A N NS N NPT UM |- LA L ——
400.0 425.0 450.0 475.0 500.0 525.0 miz 100 150 200 250 300 350 400 450 miz
Ko &&m R —HTEE K104 % R B0 51348 B (CEfE-20V)
K. =3 o >3 7 = 3
A LR — R E A 11, e F im0 12,
4,¢lnten.(x1.000,000) Inten. (x100,000)
“p2 1.00] 422
30 0.75]
207 0.50
4432
1.0 0.25]
4672 2012 2832
007 y L ‘ T ; S?f 7 0.00 7 T 1?8 1%1 BF? . f r L
400.0 425.0 450.0 475.0 500.0 525.0 miz 50 100 150 200 250 300 350 400 miz

B S LR 2 R

El12 BiE L& RN YE B (CEE-20V)

SRE RN RBUE R LK 13, PYE TG R A 14,

60



USRS BRI

Inten.(x1,000,000) Inten. (x100,000)
35] 4452 1.50 428.2
3.0 1.25]
25 1.00
20 0.75]
1.5
0.50]
1.0]
05 4672 0.257 154.1 4452
o ‘ P 0.0 ‘r NS S| u : :
4000 4250 4500 4750 500.0 525.0 iz “100 150 200 250 300 350 400 450 50  miz
K13 S a i — R K14 5878 3 10740 8 1A Bl (CEfE-21V)

2.2 FRUERE S MRM £8.3 &

(x100,000)

1.25-

1:458.20>447 15(+)
12:461.20>425.95(+)
1.7573:445.20>410.20(+)

14:465.10>448.00(+)
15:479.20>444.05(+)
1.506:443.20>426.15(+)
17:445.20>428.15(+)

1.00

0.751

0.50]

0.25

0.00

0.0

2.3 RMEVEH

0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 min
B 15 FrrERE S MRM 235 (500 pg/L)
(1. ZH&IUHER: 2. £&HR: 3. WUHE; 4. LPEEHER:

5. &F/E; 6. Wt ER, 7. BAER)

# 1pg/Ly 5 pg/Ly 10 pg/L. 20 ug/L. 50 pg/L+ 100 pg/L. 200 pg/L F1 500 ug/L ANFIHK
FE QR AR E TARAE 1.2 TR M 63T I, AMPRiZE & . AR AREAAER, TR
NPAARR, ZbIRHEII 2 a0 B 16~22 P IR i i et o0 R RAF, 2Rt JI7 8 ARG &R

BN 3.
Area(x100,000) Area(x100,000)
3.0-: 15
2.0—: 1.0—:
1.0-: 0.5-:
0 "250  Conc. &% o
K16 —H & DU & romc i ih £k K17 BRI
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5 Area(x100,000)

2.0

T250

18 DUIFZ (A HE I 25

’ 1
Conc.

Area(x100,000)

3.0

2.0

T250

. 1
Conc.

20 AR IRLE 2

Area(x100,000)

1.50

1.2

1.00

0.7

0.50

0.2

0.00

T250

’ 1
Conc.

K19 2 HE e 5 2 IR HE I 26

1.259
1.00
0.759

0.504

0.25]

0.00

Area(x100,000)

T250

. T
Conc.

21 F I B 2R AR Hh 2

Area(x100,000)
253
2.0
1.5+
104
0.5
o o T Gome.
B 22 5 ) 85 R RS HE Hh 2%
= 3R LS5
No. B B 28 L tEVE R (pe/L) MRRE r
1 TR R Y = (629.649)X + (-3957.10) 5.0~500 0.9994
2 TER Y = (316.707)X + (-587.575) 1.0~500 0.9998
3 U2~ Y = (475.028)X + (-451.185) 1.0~500 0.9999
4 EHEESHER Y =(295.352)X + (117.334) 1.0~500 1.0000
5 SER Y = (274.750)X + (288.032) 1.0~500 0.9999
6 L ER Y = (688.518)X + (1657.78) 1.0~500 0.9999
7 [y S Y = (7119.28)X + (-7322.01) 1.0~500 1.0000

2.4 FEEELR

XA R IR A b AR BCESENE 6 U, 5 FANE HRe 5 B, PR B IS [ e T AR ) =
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SV RUNER 4 . GRBIR: N [E) IR FE Ry S Or B A R R 06 TR A PR AR S b vHE A 22 2 B AE
0.014% ~ 0.122%F1 2.459% ~ 3.987% 2 [d], AN Aeks5s i B 1T

R4 PR P I [ i i AR A2 2R (n=6)

RSD% (20 pg/L) RSD% (50 pg/L) RSD% (100 pg/L)
By s

R.T. Area R.T. Area R.T. Area
L AUER S 0.099 2.669 0.050 3.136 0.062 2.459
RS N 0.122 3.987 0.089 3.360 0.014 3.385
IWEZN X 0.076 2.613 0.039 2.618 0.051 2.625
ERESER 0.099 3.836 0.052 3.392 0.059 3.113
SBER 0.081 3.539 0.109 3.521 0.045 3.197
G ER 0.065 3.489 0.037 3.074 0.040 2.864
WRAER 0.054 2.971 0.057 3.513 0.023 2.490

2.5 RPUELL

NEGERIRBEL, # 5 pg/L REFMETAERIZ 1.2 PRk TEATIE . 5
png/L IRAFRE AR (i ] DL 23 J8id LabSolutions Ver. 5.41 #AFTHEAEMELL . (X3
KRG a5, “HRINUA R, R, UK. EFEREER. $5R. T
TRRMBHFERIGEERLE . AR 5 P,

(x1,000)
[1:458 20>441.15(+)
12:461.20>425.95(+)
1.25-3:445 20>410.20(+)
14:465.10>448.00(+)
(+)
(+)
(+)

15:479.20>444.05
16:443.20>426.15
1.007:445.20>428.15

0.75

0.50-

0.25

0.00] - i = PN
———
0.0 0.5 1.0 1.5 2.0 25 3.0 35 4.0 4.5 min

155 pug/L IRA AR AR (i 1]

(1. ZHEIIHE; 2. R8EK; 3. WUMEK; 4. EFEREER: 5. @5FK: 6. THLER: 7. whE

E)
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F 5 {5 M LL(S/N)FIAS IR (LOD)

VESEY S/IN LOD(ng/L)
IS S 19.23 1.54
THE 162.35 0.13
IEZS 3 105.35 0.18
EHELER 25.22 0.14
EEHR 57.15 0.26
HIGtLHER 26.81 0.37
MR 14.64 1.13

2.6 FEFUINbR LIS

BHANE T MU ZCRPUE R F IR FRESL, SN 50 pg/kg VRS ARIER, 24T
FEF ARSI, A QR il BARSTII 3 [T S N bn B i 1 B BT 6 ANIEL 7 s HER 6 45 R
K% T3 ¥ R Ry, R T AR G RE b o iR DY 24 2K SR B A 2R I 1 N S A PR £ 18 T [ A

(GB/T 21317-2007 ZHHJIFIEEE bt PUIA 2R 2554 B B A Iy i)

1.75(¢10,000)
- J1:458 20441 .15(+)
12:461.20>425.95(+)
13:445.20>410.20(+)
1.5014:465.10>448.00(+)
15:479.20>444.05(+)
16:443.20>426.15(+)
1.25]7:445.20>428.15(+)
1.004
0.75+
0.50
0.25
0.00+ T T T T T ———T—————
0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 min
R X i 2N
Bl 6 9k I MRM @ikl CREHD
(x10,000)
7 \ui
1.754
1.50
1.25 (3]
] I ©
.oeg [, I
0.75—; © H N
1 / A\ [\
0.50 A\ \ T
1 /N I
0257 J\[]
0.00: P N S o o
——T 77— T T T T
0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 min

B 7 A indrAE S A MRM &3 B (50pg/ke)

(1. ZHEDIHE; 2. R&FEK; 3. WUHEK; 4. EFEREER; 5. @5FK: 6. WHLER: 7. whE

=)
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6 MAREE M S LL(S/N)

AR BARIKF (ng/kg) fEREL(S/N)
L)Y S 50 199
+ER 50 1895
IEE 50 1292
EHHEEHR 50 243
EER 50 269
CRGRRS S 50 220
IR 50 143

3. &

AR SCHRENT T A B A v RO 1A LC-30A A= PURRAT BT 354X LCMS-8040
B FH 0052 2F 3 b R DU PR 3R R B A AR B = ORI 7 ¥ . 127 VEAE S min Z S 7 B E A
M5BT, HERPEJEEITE, Btk 2 AHC RETHAE 0.999 LA o XF 20 pg/L. 50 pg/L
100 pg/L WA AER TG T R B BE 206, 749 6 VRIIE R (% B Ak R0 /R 06 T L P AR Ko v s 22 4
FTE 0.014%~0.122%F1 2.459%~3.987% IA], FRGUHSE % B RIF . 127 AR & R

HIRF L, B GBI RR K dh  DY A 2 B 26 B B B ) R A
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7ot v RIVBURE € 1 = B DU AR AT i B P V2
T 5E A 905 7 B 14 e T R SR P A R

OB AT T P SR e RORUR € SOR = EE DU BRAT 5T 1 A FH U 5 sh P
Bl AR R BT A R . FER IS, AR RORAR (A LC-30ATE 7 min P 5K
PPy B, = EE DUARAT ST A LCMS-80403E 47 5 &40 AT 481 F AR A 22 il 14 e 1
KIUERMRAEMZ, ZeVE RAF, HICRETN0.999LL by XA R L AR I AT K 55
JESRIG, SO YRR R B AT [F] RV THI AR (0 AR A e 22 23 JI7E0.437 % M14.937% LA R, K
ICHRE T R4

REEW: WEVEERRPUER  ZEIUMATRUE R

W %5 1 25 (Quinolones) /& — 2 & G 4-WE T A BHZ 1AL 5 B BT 24, BB #t
S PESE, TR T B AR b . SR, SRR S 25 A VB A SO M R A
B, A IR 75 5 50090 1 e R e 24 o DRI, e U R 2ES 24 0 5k B i S 5 e AT THR 7
5 EFDA T T-20054 B A 45 11 FH 1107 5K 8 4H B R U 1 B0 B 2401 S8 V6 v B TR A A A0 A o T6
A ERRA AL SV 5 AR S S IR I R e KRS L T 2 M R 2 2
ITEZN WL LA e iy de v ik B R

e RO EE % - R TR DT S T P AR I e SR R R ARR I A AT HOR, B IR i i 1k
FRGUE, W ERFEF T AbiE R R B ARSI EERe Ty, HER R, 2 H TR =5k
BT B I 0k o ARSI S T — e 5 i v RSOV £ 3 LC-3 0 AN = S DU A AT o 1
AXLCMS-8040 58 M 52 25 Wy 1 4Fnds i A K 4 2R R 2
1. SEGFES
11158

ARSI A B v v OVRURE €T (X LC-30A 5 = 5 PUMAF i W% 1 LCMS-8040 BXF R4t
HAKTCE N LC-30ADX2 il %, DGU-20As fELLIE <ML, SIL-30AC HBhHEFESS, CTO-30A

FERFE, CBM-20A ZZIsH|4E, LCMS-8040 —F PUMZAT i iE{%, LabSolutions Ver. 5.41 f&

1.2 7 sk AF
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TAH %A

B384 . Shim-pack XR-ODS I11 2.0 mm I.D.x 150 mm L., 2.2 pm

TBNAH:

A—0.2% HF R /K s

B— H - LGV 1(40/60, v/v)

Jiti#: 0.3 mL/min

FE: 40°C

BEFERE: 20 uL

Belbior = BREEVEL, B AHWIMGIREE N 20%, HhEESEIFE T WL 1.
# 1 BRI

Time(min) Module Command Value
4.5 Pumps Pump BConc. 40
4.6 Pumps Pump B Conc. 95
5.5 Pumps Pump B Conc. 95
5.6 Pumps Pump B Conc. 20

7 Controller Stop

JR T 2
B ESI(H)

BV R HEE: 45kV

ZHS: A 3.0 L/min
TS AA 15 L/min
S &S

DL i&SE: 250°C
IR FE: 400°C
B 2N (MRM)
JERAE A 20 ms

FEIRIE]: 3 ms

MRM Z#: W3 3
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1.3 BRHE S IR B

WEYIBT: 35 14 B, Ol IRETD B AR R R E . BRI E. TR A.
WRVE. BRI E. B R, WHibE . WEER. HUF . IR . 250 v iE b & .
PRdE ARG FH RERCH] 20 mg/L VRS PR RIS, FEH 0.2 %F IR H
27K (20780, v/v) ¥ VIR T F AN [V P55 (R VR A v AW o v A0 I 1) EL A P L3 2.
F 2 RGIRE LR S AR AEY IR (ng/L)

EA S WRE1 WEE 2 WE 3 WEE 4 WES WE 6
W R 1 5 10 50 100 500
AHEDE 0.5 2.5 5 25 50 250
WD R 5 25 50 250 500 2500
Ba R 1 5 10 50 100 500
W E 1 5 10 50 100 500
EEWE 0.5 2.5 5 25 50 250
KGRI R 1 5 10 50 100 500
B R 1 5 10 50 100 500
Whib R 1 5 10 50 100 500
I R 0.5 2.5 5 25 50 250
I g 0.5 2.5 5 25 50 250
AN 0.5 2.5 5 25 50 250
B 0.5 2.5 5 25 50 250
g7l 5 25 50 250 500 2500
1.4 B AT A E 7 v

AT RE S I T AL R B T VSRR E AR (GB/T 21312-2007 Zh0UME £ 5 4 14 v 5 i 24
YR ARSI T VRORH € - R )
%3 MRM1IttLZ%

AW 2R FiEEF YT Q1 Pre Bais(V) CE(V) Q3 Pre Bais(V)

303.1% -16.0 -20.0 -23.0
K 2 321.2
203.9 -16.0 -48.0 -23.0
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318.2% -30.0 -18.0 -24.0
ARV E 362.2

261.1 -30.0 -28.0 -19.0

302.1%* -16.0 -20.0 -23.0
A 320.2

231.1 -16.0 -46.0 -28.0

316.2* -13.0 -20.0 -24.0
Ha A 334.2

290.1 -13.0 -16.0 -22.0

314.1* -13.0 -16.0 -24.0
WHYE 3322

231.0 -13.0 -44.0 -18.0

265.0* -18.0 -22.0 -20.0
WBEIWE 352.2

308.2 -18.0 -16.0 -23.0

340.1* -14.0 -20.0 -26.0
EHEE 358.2

255.0 -14.0 -42.0 -29.0

342.2% -29.0 -20.0 -26.0
By 2 360.3

316.2 -29.0 -20.0 -24.0

368.1* -15.0 -20.0 -28.0
W R 386.2

299.1 -15.0 -25.0 -23.0

244.1%* -30.0 -18.0 -30.0
WA R 262.1

216.0 -30.0 -32.0 -26.0

244.1%* -30.0 -16.0 -18.0
el 262.1

202.0 -30.0 -36.0 -23.0

286.1* -30.0 -18.0 -22.0
nEE IR 304.2

215.1 -30.0 -38.0 -24.0

215.1%* -30.0 -14.0 -26.0
ZENETR 233.1

187.0 -30.0 -28.0 -22.0

245.1%* 221.0 -16.0 -19.0
i A 263.1

189.0 -21.0 -30.0 -22.0

2. ZR50g

2.1 RS — T B TR
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7 Inten. (x1,000,000)

Inten.(x10,000)

b 2039
321.2 75]
] p 232.1
5.0 ]
j 5.0]
] 156.2176.1
25 25] %81,8? {5 1891 30F,1
] ] 62.9 226
0_0"H“HH_H‘_‘H_H“_H‘ 0_0—‘\‘“"ﬁ\mleﬂE\\“hﬂ“25%7‘ B
200.0 2250 2500 2750  300.0 3250 miz 100 150 200 250 300 m/z
REW B —Fpk . (ZED AP-yE T afpk K (CEE-48V) (HED
Inten.(x10,000,000) Inten.(x100,000)
3622 ] 261.1
1.00
1. ]
0.75] 3442
050] 3152
0. 1
0.25] 362.3
‘ 1 2471] | |
00— 1 T T 1 T T T T T 0.00 T T T T T T T
200 250 300 350 m/z 100 150 200 250 300 350 m/z
B2 SR RN — ke CEED fE=mEraiiil el (CEE-25v) (HED
Inten.(x1,000,000) Inten. (x100,000)
3202 ] 302.1
5.0q 1.5
1.04
2.5 ]
0.5
0 ‘ o o; 203.0 2332
2000 2250 2500 2750 3000 3250 miz Tio0 150 | 200 250 300 350  miz
3R BRI — gL CEBD AP yesF R mig & (CEE-25V) CHED
Inten.(x1,000,000) Inten. (x100,000)
334.2 ] 3162
7. ]
201
5.
1.0
2. i 290.1
‘ ] 23r.1 r 33‘42
00— T T T T T T T T L e e L B “‘\“\‘
200.0 2250  250.0 2750  300.0 3250 m/z 100 150 200 250 300 350 m/z
Bl 4 B B — ik s (e BD s F ik el (CEE-25v) (HED
Inten.(x10,000,000) Inten.(x100,000)
] 314.1
3.04
1.0l ]
0.7 3322 2.0
0.5
1.04
0.2 ]
| ] 23‘1-1 294.2 | 3318
Lo e s B s L T L e B L
300 310 320 330 340 m/z 100 150 200 250 300 350 m/z
Bl 5 TR R —R i e CEED FE=mE il el (CEE-25v) (HED
Inten.(x1,000,000) Inten.(x100,000)
3522 1.257 3341
7.5 1.00]
0.75] 26p1
5.04 1
0.50
2.5 E 250.9
| L e
0.0— — — . 0.00 il L
300.0 325.0 350.0 m/z 100 150 200 250 300 350 m/z

B 6 iR B —Zug I CEED FP=re 7 A st & (CE E-25V) CHED
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Inten.(x10,000,000) Inten. (x10,000)
1.2 3582 7.5 3401
1.00] ]
0.75] N 501
0.50 ]
25
0.257 200.2 ]
[ ‘ 378.9 ] 25‘7,2 35f‘1
0-00\‘ T T T T T T T T T 0-0““\““\““\““\““\‘
200 250 300 350 m/z 100 150 200 250 300 350 m/z
B 7 ik RN — g (AED Fys ARk E (CE E-25V) (HED
Inten.(x10,000,000) Inten.(x100,000)
1.2 360.3 407 3422
1.0 3(y
0.7 i
2.0 316.2
0.5 1& 2451
0.2 =
‘ 1 204.1 2860 36‘0-1
0.00-— T T T T — T T 7 L0 e e L e S e WL
200 250 300 350 m/z 100 150 200 250 300 350 m/z
Bl 8 BV RN —g ik & (ZLED F=yaFHaf#mi i (CE E-25V) (HED
Inten.(x1,000,000) Inten. (x100,000)
4. 386.2 368.2
3.
3.
2.
2.
1. ik
299.2 386.2
0.0-F —T —T —T o_o‘HH‘HH‘HH_‘Hfu‘m"H‘F‘
200 250 300 350 m/z 100 150 200 250 300 350 m/z
Bl 9 Whib B — gk & 2 BD R T ik el (CE E-25v) (HED
Inten.(x10,000,000) 2 5Inten.(><100,000)
2. 262.1 ] 160.1
20]
1. 151 244.1
. 1 130.1 1582
1.0 ' 17? 216.0
] 148.0
0. 0.57 f 1sr.1 (
215.0 1. 1179
on_f”w“ww ‘ o,o:H“K‘ ‘\“\‘ | ‘H ‘ ‘ — L ‘
200 250 300 350 m/z 100 150 200 250 m/z
B 10 BERERR I — BT I (AR BED AT Hes T mig B (CEE-25V) CHED
Inten.(x10,000,000) P Inten.(x100,000)
2.04 262.1 e 202.0
2.0
1.5 1
1.5
1.04 i
1.0
051 i 244.1
: 0.5
32?'2 ] 14‘“ 17‘4.2
O-O\““\““\““\ 0-07““‘\““\““\‘“‘\““\““
200 250 300 350 m/z 100 150 200 250 300 350 m/z
B 1L S e — i D Mr=E R el (CE{H-25V) CHED
Inten.(x10,000,000) Inten.(x1,000,000)
3042 2. 2862
1 1.
217.1
345.2 1
0.
0.
‘ 181[)'2 24 04.3
A 304.
00— 71— T “\ T 0-0\““\““\““‘P\‘“‘\““‘ T
200 250 300 350 m/z 100 150 200 250 300 350 m/z

P 12 MR ) — 25T i ]
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Inten. (x10,000,000)

20] 233.1

1.5

1.0

0.5+ 29?2
o.c‘HH_H‘B‘UFIZ‘H_‘H
200 250 300 350 miz

Bl 13 ZEmE MR — G CEED My s FRfRER (CEE-25V) CHERD

Inten.(x10,000,000)

1.

1.

0.

0.0——r—
225.0 250.0

—
275.0 m/z

BRI
Inten. (x10,000)
1 1871
7.5
1 215.1
5.07
2.5
] 159.2
1 111 1424 F
.0 t——-+H————r——
100.0 125.0 150.0 175.0 200.0 225.0 m/z
Inten.(x100,000)
189.1
217.1
1.
2451
1.
0.
161.1
o2l | 1
100 150 200 250 300 350 m/z

K 14 v B — g CEED M= sE g R (CEE-25v) CHEED

2.2 FRAERESL I MRM £83 &

o. 3(10,000)

8.0-
7.0-

6.0

5.0

4.0

3.0

2.0

1.0

0.0

40—
0.0 1.0

10~ 5 wg/LybHiyb Al 11,
ug/L 56 FF D

2.3 R MEVEH

K 15 ARERE ST MRM (035 1K
(1. 2.5 ng/L MEWRER; 2. 5 Mg/L KV E; 3. 2.5 ug/L AHEWE; 4. 25 ng/L &H I E; 5. 5 g/l
s E; 6.5 ug/LINWE; 7. 2.5 ng/LIgEWE; 8. 5 ng/LikEWE; 9. 5 Hg/L BiEWE;

25 Mg/L VbR 120 2.5 Hg/L BEEERR, 13, 2.5 peg/L ZE0EMR; 14, 2.5

e A FIVR LIRS AR E AR 1.2 TUT A 26 AR REATINSE . AMRiEE . BLREAN
BEAADR, WEHIARINARDR, Zeh e M A& 16~29 Prow: IS i i etk R BRI, 4

PEITRE AR R R 4.
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A

Area(x1,000,000)

2.04

1.0+

0-0 T T T T

K 16 Mk B RO HE i 25

™
Conc.

Area(x100,000)

K17 SR 2 AR 25

Area(x1,000,000)

R

CIOI’IIC.
P 18 D A A T i 2%
Area(x1,000,000)

" 100 T Conc.

1.5

P 19 B59b 2 HRcHE 22

! |
Conc.
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Area(x1,000,000)

1.004

! 1
Conc.

] 20 IRV A AR T 25

Area(x100,000)

S '160' 9 IConc.
B 21 98300 B PR 1 i 28
Area(x1,000,000)

CIOI'IIC.
22 IR GRID B R v i 2
Area(x1,000,000)

] 4

T I
Conc.

23 RiHVD 2 HRHE 26



FLE g R B SRR

Area(x100,000)
5

Area(x1,000,000)

» 1.004

0.0-E———— 0.00-&——
250 Conlc. 160 I Conc.
[l 24 YoRivb B IR HE h 28 27 MEWIER B RS i Hh 28
Area(x1,000,000) ] 5Area(x10,000,000)
2.0 :
] 1.0+
1.0 0.5-
{ 160 I Conc. 160 I Conc.
B 25 BRI R AR AE 1h 2% Pl 28 NHCWIER P s v it 42
Area(x1,000,000) Area(x1,000,000)
7.5_: 4.0—:
3.0
5.0—_ ]
1 2.0—:
2.5 ]
1.0
0.0-r—— 0.0 ——
160 Conc. Conc.
B 26 % fr AR A 11 42 29 PEFYD B A HE Hh 28
* 4 KEZE S
No. B W 28 MVEE (ng/L) MHRARH r
1 kiE R Y =(5210.26)X + (3090.70) 1.0~500 1.0000
2 EHEPAE Y = (3088.28)X + (4327.79) 0.5~250 0.9998
3 #ERVE Y = (2499.58)X + (1672.78) 5~500 0.9998
4  BREUE Y =(3370.81)X + (26856.7) 1.0~500 0.9993
5 HAVE Y =(2189.90)X + (21093.5) 1.0~500 0.9992
6 EERUE Y = (1382.09)X + (3417.15) 0.5~250 0.9995
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7 BERUE Y = (3207.19)X + (7670.04) 1.0~500 0.9999
8  RHEvwE Y =(2457.58)X + (12362.3) 1.0~500 0.9992
9 VHE Y = (1453.99)X + (7474.59) 1.0~500 0.9994
10 FEMER Y = (9946.96)X + (18523.3) 0.5~250 0.9999
1 s Y = (31449.4)X + (66461.2) 0.5~250 0.9998
12 Lo Y = (3955.87)X + (2805.99) 0.5~250 1.0000
13 ZEElR Y = (57834.6)X + (105320) 0.5~250 0.9999
14 VHiEVDE Y = (7624.15)X + (-8145.69) 5~500 0.9998
24 WEELR

AN [ BE TR B A v AR OE SN 2 6 IR, BB IRE R, CRE I A Fg R EE
PELERINFR 5 fin. S5RE R A EERRAE S AR B I T8) R0 T AR AR X bR v O 22 43 ) (E
0.014 % ~ 0.437 %F1 1.309 % ~ 4.937%2 8], {28k 25 5 B

5 ORBE I A AU T AR PSS SR (n=6)

RSD% (5 pg/L) RSD% (10 pg/L) RSD% (50 pg/L)
FE w2 FR

R.T. Area R.T. Area R.T. Area
KRBV 0.437 4.576 0.272 3.315 0.152 1.309
BRI A 0.158 4.419 0.248 3.974 0.065 1.762
WY E 0.273 4.706 0.163 3.438 0.085 2.810
BRI R 0.143 3.545 0.186 3.172 0.079 2.468
B A 0.212 4.756 0.225 3.750 0.099 2719
Whib 2 0.238 4353 0.060 1.918 0.119 2.622

RSD% (2.5 pg/L) RSD% (5 pg/L) RSD% (25 pg/L)
FE A TR

R.T. Area R.T. Area R.T. Area
AR R 0.245 4.625 0.300 4.556 0.145 2.719
KRR 0.188 4.937 0.140 4.052 0.119 2916
I TR 0.023 4.790 0.023 3.308 0.014 2.450
4 e 0.018 2.934 0.014 2.184 0.019 2251
MR 0.202 3.765 0.268 3.762 0.036 2.645
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ZENE IR 0.057 4.633 0.010 2.592 0.046 2.738
RSD% (25 pg/L) RSD% (50 pg/L) RSD% (250 pg/L)
EITPA
R.T. Area R.T. Area R.T. Area
RV A 0.200 3.989 0.252 2.864 0.069 2.706
[N 0.046 4384 0.075 1.782 0.040 1.344
2.5 REESLH

NEGAXB I REEL, BIGREIR SR TARRZ 1.2 BUR 204 2640 T RE T . it
LabSolutions Ver. 5.41 FAF i+ 5HAG M LA PR (DA 3 AERLLTHRD, WIEV A AR A .
R E . BRI E . WY E., R AE., BRI E. B E. WhibE. TEdig. sH
WL ORHEIURR 250 BRAN VG T VD B 5 e LU AN tHBR 403 6 B o

6 EMELL(S/N)FIE H Fi(LOD)

B WK (ng/L) S/N LOD(ng/L)
B 1.00 14 0.24
AR AR 0.50 31 0.05
R E 5.00 39 0.43
Hw R 1.00 47 0.07
BRI E 1.00 8 0.41
ERVE 0.50 51 0.03
BRI E 1.00 10 0.35
B E 1.00 32 0.10
E AU 1.00 9 3.60
I s i 0.50 40 0.04
e 0.50 70 0.02
A IR 0.50 27 0.06
ZEIEMR 0.50 44 0.04
[liNe i 5.00 30 0.56

2.6 HFANAw LK
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WG 14 P IR oA R AU A ARE S, BT ETUINbR SRS, K ikis B K
PR RN E . BRYDE. BiE BN RD B rIbs &80 2 pgkg, HHEDE. 1§3%
PR ERERR . G, MEDKERANZENE BRI INAR & B8 | ng/kg, VR BTGV B INER &
BN 10 pg/kge ZFWHRE SRR € LS bR R G ik B A 30 A1 31 FoR. R 7 45T
FUZ R R B R, R T A g R R B v U R S B AR R R W A B T E bR

(GB/T 21312-2007 S4B 5t b 14 b v I 25 0 5 BE A 7328 A (- o 1% /o 13 ) 7K

S

ol
S

(x100,000)
‘12:304.15>286.10(+)
1.00-11:321.20>303.10(+)

12:362.20>318.1

(
5(
+3:320.20>302.10(
4:334.20>316.15(
5:332.20>314.10(
0.756:352.20>265.00(
7:358.20>340.10(
18:360.25>342.15(
-9:386.20>368.10(

0.50-T0:262.105244.05(+)

10
113:233.105215.05(+)
111:262.105244.10(+)

+)
+)
+)
+)
+)
+)
+)
+)

0.25 —
vos] ——— —
07.0““1‘.0“"2‘.0““3‘.0““4‘.0‘“‘5‘.0““6‘.0“‘;‘nin
B30 Z-4kE S E) MRM (i CREGHD
(x100,000)
1.001

0.75-

0.50

0.25]

0.0 y 4 1.0 - 2‘.0 - 3‘.0 - 4‘.0 o 5.0 o 6.0 - r‘nin
Bl 31 A5 masst it i) MRM (43 &
(1. WEURER; 2. KISV AL 3. AP A 4. WRIbE;: 5. BHEWE; 6. MW E,; 7. BEWE; 8.

HHEIVE: 9. B A, 10, WY E, 11, WiEYE; 12, TEER; 13, I 14, T

X 6 IIkRAE SIS LL(S/N)

B IFRE E(ng/ke) S/N
i 2 2.00 40
ARWE 1.00 79
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R E 10.00 45
BRI R 2.00 10
EZNN AR 2.00 11
BRVE 1.00 7
LHEIE 2.00 9
Bk E 2.00 17
Wi E 2.00 10
W TR 1.00 16
e 1.00 15
MEIRAR 1.00 11
ZENERR 1.00 58
P E 10.00 11

3 &t

ARSCERNL T — ol FE S v R e RO S A L C-30 AR — 5 DU B AF R 1% (X LCMS-8040 8%
T - 4R SRR AR R ik . 1207 5E7.0 min Z I 5ER14 T BRI 43 B8 40477,
FURE R, LRMETuEE ve, Mok i 2 SE REUE0.999 L b o XA [RIHK BE (bR e 76 Va1 T4
BRSNS, FELR6UCGH R (R B I IR R AR AR O bR v O 22 23 I7E0.437%F14.937% LA R, R4t
W R ZONERABIE, & RBOR S, SR . K= T I AR R
B B PR A
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T T VR A 1 = B DU AR o T I P v
R 4G gk -~ EEME Z BRI E R

B AR SCRENL T — Pl B A e OB 15 4 LC-30A 1= 5 U AR AF 7 1% 1% LCMS-8040 %
FH 5 26 s Ry v BRI BRI (PEERRR-2- 2R (QCA) A1 3-FFR BN -2-J2 12

(MQCAY) 1757, UL QCA-DA Ay, KA MAREIGE. #ERiHNE QCA A1 MQCA ff)
BB . QCA Rl MQCA Ik R AT, A1 BB KT 0.999; AN [RIVK L RS 4 5 Sz i 4 L 4 1 «
LA B I [ R0 T R AR KA O 22 23 IAE 0.14 ~ 0.50% 1 1.32~ 4.91%[1], (X 23K % K 4 QCA
FTMQCA & HIFR 433128 0.27 pg/L F1 0.23 pg/L, ERFR5H18 1.09 pg/L F10.92 pug/Ls Ff &b

FRIFSCRAE 72.8~ 94.2%]A]
K RESEMREY OB 500k s SO G RE = = PUARAT 5 4

REA (Carbadox) FME 2 (Olaquindox) [AJ&E THEREMAL G, ZRAMEA BE
W PE e A BIME T, RS E55 SR W T RHAS IR, ) DAk sh P ) A K Ak e A 4]
BRI 2 . ARAETECFAR 2 Honf - T UM L 0 R PP AT, AN 35 A B BAT VB AE B B0 A2
FUEIEA, R e] Rer R RS . R, VR 2 [ SCKE R A LA 6
SPEEER AR, BB hEL FA SEE . ORISR — 3 7S W) H 4y AL
72 A2 B LA = I ERE R -2- 52 T2 (QCAD 13- FEEMEREME-2- 3R (MQCA) il 5€ 1 5k B i
FERIIREARHE. Y, @SR BRIV O HACE AR 2= WA ks v 1) 22 5 BE A O vk 2+ >

Kl QCA 1 MQCA HIJ5 iAW T ik AUSUBE FE NI B I, (B2 22 B v RO
i 5 ER I VUM AT SIS R 2RI E . Ik, AT7%5% (GB/T 22984-2008 - YiAn gty o+
LA AN 2 AR A B RO BORE il - R B BTV ), L 1 INE AR W S Wk QCA A
MQCA i i ROBUH Gy il - BRI BTG 0 A 770, AT BEAR SR I AN R 2%

L. LI E
1.1 158

I S8 A R I8 i OO R LC-30A 5 = F PUARAT i 35X LCMS-8040 B:H &4, A
ABCE N LC-30ADX2 Hifi 72, DGU-20As fEZE IS #HL, SIL-30AC HENHEFESS, CTO-30A i
%, CBM-20A R4 %%, LCMS-8040 — 5 JUMAT i 151X, LabSolutions Ver. 5.53 1% T /Euk
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1.2 AT R AF

WAH i %A
SIHTILES: LC-30A R4
i fE: Shimadzu Shim-pack XR-ODS II
2.0 mmI.D.x75 mmL., 2.2 pm
WA A—0.1%HR/KIER: B—HEF/RIAE: 0.3 mL/min
BEREARR: Sl
FEif: 40°C
Velira: BEEEBEE, B MIWIGRIREE N 20%, BT WE 1.
21 BREER IR AR

Time(min)  Module Command Value
0.50 Pumps Pump B Conc. 20
1.00 Pumps Pump B Conc. 50
2.00 Pumps Pump B Conc. 90
2.50 Pumps Pump B Conc. 90
3.00 Pumps Pump B Conc. 20
7.00 Controller Stop

R %A
SHTACES: LCMS-8040
B ESI(H)
BRI 45kV
FAR: AT 3.0 L/min
A

=
<, 15 L/min
/'_:‘L

JBt IR . 250 °C
INFEHGR B 400 °C
PR 2 VN (MRMD
BEREHFE]: 40 ms;

FEFRRS[E]: 3 ms

MRM Z4: WL 2

80



[\ 7] FLA ARG BRI [BEA 7]

#* 2 MRM 2
m . Q1 Pre Q3 Pre
@ X4 EXH CAS S  Hi#ET ~YET CE(YV)
Bias(V) Bias(V)
v, Quinoxaline-2-carbox 129.1° -19 -19 -24
1 NN -2- R TR . 879-65-2 175.1
ylic acid (QCA) 131.1 -12 -16 -23
3-methyl 145.2° -13 -14 -29
3- FP S IR
2 o, quinoxaline-2-carbox ~ 74003-63-7 189.1
2R o 143.2 -13 -17 27
ylic acid (MQCA)
ws—,.  Quinoxaline-2-carbox 133.1* -13 -18 -25
WEIEEIH- 2R o
ylic acid —-D4 179.1
-D4 106.1 -13 -34 -20
(QCA-D4)
e R T
1.3 FE %

1.3.1 AR e i -

it 1000 mg/L SAFRAEEW, REIRE RN | mg/L IRAIRR: FHEE-0.1% IR KV
W (5/95, viv) VEWFERER 2. 5+ 10+ 20, 50 100 A1200 pg/L AS[FIKJE AT A britE TAER
I 10 pg/L WHRYI QCA-D4 & TAER S .
1.3.2 FEAL AT T

DR RE SR & FRE12.5 k) 2100 mLEEM 1, JIKEE = AN100 g, FARSS, B
H5 gt

FREXLS gl FECRS220.01 g) 250 mLES L&, IIA—EZMAARER (QCA-D4), HH K
JE42.0 ng/g, FEIMA10 mL 0.6% FEE /KGR, A, BT @7E£3)CKBEHKBLh, AR5
Ze I3 mL 1.0 mol/L Trisi& ¥, FEIIA0.3 mL 0.01g/mL Protease & (B /K&, 780 RAG,
B T@7+£3)CKIBHEFAR16 h ~ 18 ho JIA20 mL 0.3 mol/L #h#Z, $%3%5 min, 4855000 r/min &5
Lr15 min, EIEWILIE.

INJE K BT A3 B W LAZ0 1 mL/min I 0IE 435518 1 Oasis MAX[EIAHZ B, 4371 15 mL
0.05 mol/L ZR4H(pH 7.0) -HELAWR (19+1) hPeEAZERGE:, HAHT15 min, FHS mL
fZ. 3mL 7K. 5mL 0.1mol/L #FRA 3 mL 20% F BE-/KIEH 43 mlitkide, 2515 min, 2A)5
12 mL 2R ZBEMGe BRI ZERUR:, 75 R4, 55 3 mL 2% HR- 48R £ BR v ise A
B, BF15mL BO0EH, REEKT. #EFRIMALOmL FEE-0.1%HFE (5+95) il

Ak, £50.22 umIEME, FHBRIE M.
2. R
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LA AR

EIRAI

(AT

2.1 FRAERE S — R BB TR R

Inten.
3000000 | 1751
2000000 |
1000000 -
1 157.0 ‘
-+
150.0 175.0 200.0 miz

Inten.
750000 - 1201
500000
250000 |
] 157.1
1 1021 1314
PSS U A . 2
50 100 150 mz

B 1 R -2- R ER(QCAYK — itk [ (LR A= TH %R (CE{E-18V, AR&D

Inten. Inten.
10000000 ]
] 1801 750000 ] 187
7500000 ]
5000000 | 500000—:
E 250000 - 1891
2300000 1901 1 1711
1 ] 11§.2
0 —— 0I———— ‘ -
150.0 175.0 200.0 mz 50 100 150 m'z

& 2 3- F MR- 2-FR TR (MQCA) i — 22 R B I /D =W 74 it & (CE fE-15V, A ED
2.2 FRUERE S MRM i &

TR ARAERE & 1) MRM B35 4 4 FroR.

40000 71:979,05>733.10(+)

10'175.055129.10(+)

13:189.05>145.20(+) §
Q
le]
|
|

I

30000

20000

T
40 50 6.0 min

Bl 4 20 pg/L A TRFER] MRM K]
23 KRR
BREA 2. 5+ 104 204 50, 100 #1200 pg/L VRS FRUE AR, 4% 1.2 TUR 90T 264347

W, WPRERITERERZ, k5~ K 6 .

Area Ratio

00 50 " 'Conc. Ratio

100

00 50 " 'Conc. Ratio

100

5 WENERR-2- IR A b A h 2k P 6 3-H L REERRR-2- FR IR (1 b #E A i 26
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[\ 7] FLE TR B Rkl [BEA 7]

R 32 M R HE 1 222 40

No. K LMV i FHRRHE R
1 WA IR IR -2 -2 iR 2~200pug/L Y =(0.725519)X + (-0.00569246) 0.9998
2 3-FHSEMEREMR-2- R 2 ~200 pg/L Y =(0.566103)X + (0.0147298) 0.9998

2.4 HHFRATE BFR

BCH 2 ng/L HIREARAE 7 43, HERESMAT, X IR IIE 45 R R B A 5 # % E 1 7 e

GEREHAMEZ S, MRS IR MDL=3.14 XS, E&EIR LOQ=4XMDL.

X4 2 MPBTRIRE H IR E B IR (n=T)

No. P4 FRUEIRZE(S) T H PR (ng/L) 7 B R (ng/L)
1 WASTEE IR -2 - 5 i 0.087 0.27 1.09
2 3- B L MR- 2 - FR R 0.073 0.23 0.92

25 BEELK

BB N3 4 WL IRGAR, EEIRE 6 k. 2 Fh B ARk -S4 (145 B8 I 8] s 1 A7 e A
FRAER 2245 SIAE 0.14 ~ 0.50%F1 1.32~ 4.91% 2 [8], X 88kE 55 i R o

R 5 OREH IS R) A I A EE A 45 R (n=6)

RSD% (2 pg/L) RSD% (20 pg/L) RSD% (200 pg/L)
No. 2R
R.T Area R.T Area R.T Area
1 W IRk -2 - SR TR 0.42 491 0.28 2.56 0.14 1.32
2 3- FA SR IR -2 - SR PR 0.50 291 0.33 2.58 0.18 1.32
2.5 F IR LS

218 1.3.2 EESL 2T, RS EWNE 6, F°F4T 4 . MRS RS A 9RE i
PRIBISCRIE 72.8~ 80.0% 2 (8] Wik kS FIIIAR ISR TE 77.8~ 94.2% 2 16]; HARSE RN 6. ¥
O RE ] 7. 9 s, InbsAEm e nE ka8, 1’ 10 fias.

30000

179,065 133.10(+) 40000 979,055 733 10(+)
12:175.05>129.10(+) < 12:175.05>129.10(+)
25000 -13-189.05> 145.20(+) Q 13:189.05>145.20(+) -
| < a
] 3 30000 p
20000 o ] §
15000 3
10000 3
soo4 N
] =
S
0.0 25 50 min

B7 AR EEE IS 4 e S HER IIARHE (38
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(AT

30000

30000 17:179,05>133.10(+)

42:175.05>129.10(+)

79,065 133.10(+)
12175.05>129.10(+)

25000 —;3:189.05>145,20(+) E 25000 —;3:189.05> 145.20(+) E(
20000% é 20000% é@
15000% 15000%
10000% 10000%
mfwwmwww 5000%
] = ]
05 1T [ T 05 T T T T T T T T
0.0 25 50 min 0.0 25 50 min
B9 M dh i) il ] K110 32 pg/kg Yok B INFRAE (3 K]
6 INFRFER IR 45 IR (n=4)
G AL Pkt
No. R s B FR . [EL & ELVeES . ElvES Ve
i K
(1 pg/kg) (4 ug/kg) (32 ng/kg) (240 pg/kg)
1 WA IR -2 -2 iR 0.51ug/kg 72.8% 74.9% 4.09ug/kg 77.8% 79.6%
2 3-FREEPELEMR-2- 22 0.36ug/ke 80.0% 78.5% 1.64pg/kg 89.0% 94.2%

3. &g

A5 P £ YA v SRR £ 1 A LC-30 A M = B DUARAT S5 1% 1% LCMS-8040 3k HI I 72 4= 4 5 Wk
R AN 2R (PEREMR-2-FR TR AN 3- Y JEMENEMA- 25212 ) ROPR &, PENE-2-RIR
A 3- IR MEREIRR-2- R R I 2 1 R, AR R A KT 0.999; ks R 735104 0.27 pg/L AT 0.23

ng/L, &5 1.09 pg/L F10.92 pg/Ls A= WhFE 0 ks i IR TE 72.8~ 80.0% 2 18] 5 Wik

FE A IR [FISCRAE 77.8~ 94.2% 2 [A]; 5843 /& (GB/T 22984-2008 - AN #H; A -~ EL A Al
AR B S I e A i - HR ISR ) IIEDR.
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7ok o VB € 1 = B U AR AT i 3000 2L ) it P G T 2 44 PR
5 3cch =

B ARSCHNT T i = PURAT 5 S A LCMS-8040 T 5 LA it Ik 242 s T e ik P 1) 4
Tk FERCRA QG-I IECRAEEGL, SRAIMRMZ N AT 8 e 4. SR
i) i 2% 1 R 1 R O A R BT ARV, BAAMRIRSE &, 1E1~100 pg/LIRFEVEH Y, A2
HERTZRZRE R AT . W URIR IR E AR Py RIREERET RGBT MEH 42, CREAI I A
TS (AR KA v Al 22 43 T 7E.0.07%~0. 107%F110.98%~1.51% 2 [8] R GRS % R Af o 5 8240 b
IIMT RANFRSEYS 1 g/ kg PRI I BR AN AR E 1) (BT A% D9186.4%

R BRIEAIAIRN TR =S PURAT R

W 2RI W2 (Sodium nifurstylenate, CAS#54992-23-3), J& T hsLmemgg4, & N T &
FFR) — A TR 254, 32 T S RN £ 2 (R R B TR AR ST R A REFIRRCR . B AR R
A= LH SRR & R AR A 2B AR B AR FE R 2K 24 1) BV E I SR AR B . ORI T
e, H A E 2y 2y 25 AR R IR 25 25 W FE & sh ) LT . SR, X e 2 it i v A
GAIRAFAE .

FURT, [ A A 2 0] ORI 4 IR A9 5 B A I 32 2R FHHPLC-U VAR Al B¢, TITHPLC
2T A R BB B AL B SIS I, AN BRI A A2 H 115 55 o % [ X IR R A TR B Bk B IR

RER, I, APRUEFREA S Rkt T 5 5y, (R R R R TR R B 1 4 AR (TR
e AL — PR TR . R A AR R L A I T VE AT LMT

AT H By HELCMS-8040 = H PURAT ik, 275 (SN/T 2451-2010 ZhAYHE £ i b ke
KR BN B BRI 7V VRO - B ), 5L T UHPLC-MS/MSVERS I L] it Hh K
IR o KH CIETRIL, 1B ORI, 78 . PRk, AT A T30 ot I RE )
e A5 FAS I o
1. SERESY
1.1 1% 5%

SIZIG A FH R = RO A A LC-30A 5 = 5 PO B AT i 154 LCMS-8040 Bt R 45 . HAik
BLEN: LC-30ADx2 #iiiZe, DGU-20As fEZEMi AL, SIL-30AC HENHAERS, CTO-30A F:if

%, CBM-20A R4Gci%il %%, LCMS-8040 — VUM AF i 1% 4%, LabSolutions Ver. 5.53 i T /f k.
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1.2 S Hr kAt
AR X%
IINTAES: LC-30A R4
3% : Shimadzu Shim-pack XR-ODSIII 2.0 mmI.D.x50 mmL., 1.6 pm
Jii#: 0.2 mL/min
BEREARRL: 5L
FEl: 40°C
MENAH: A-0.1%HR/K; B-ZM
VeliJra: BREEBEML, B MIARIUGIREE 45%, FREEVEML L 1.
® 1. BEGEBET

Time (min) Module Command Value
0.50 Pumps Pump B Conc. 45
1.00 Pumps Pump B Conc. 80
2.50 Pumps Pump B Conc. 80
2.51 Pumps Pump B Conc. 45
5.00 Controller Stop

JRE %A
AT RS LCMS-8040

B ESI, BT

BRBEOHEE: 45kV

WA AA 3.0 L/min
TS &< 20 L/min
WS @A

it )R S 250°C
IR B . 450°C
i 2 BN (MRMD
FERARFA]: 150 ms

FEIRIF[E]: 3 ms

MRM Z4: WL#% 2

% 2. MRM &%
RELYER S (K= YT Q1 Pre Bias (V) CE (V) Q3 Pre Bias (V)
PRIEES g 258.00 214.05* 13.0 12.0 21.0
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184.05 13.0 17.0 18.0

RREEET
1.3 BEmH%
1.3.1 FEaLATEE 7%

Z:7% (SN/T 2451-2010 B4 Y5 £ b v R Ieg 25075 R BV 3 B Al 7 vk B0 €8 1% - o i/ o 4%
) A E T .

REXZ) 5 g 200K, BT S0 mL PR ZES.OE T, A S g TKmmRMES S, N
A 25 mL ZfiF, WiEiRA] 30 s, A HEEL S min, T 4000 r/min B0 5 min. FIEWEEE 50 mL
AR BB LR R IR, A9 RIE, WRAE A OB E S 50 mL. BHL 10 mL
RBORE, T 40CEAMREILT, A 1.0 mLO.1% F BRVEW+ LM (4:1) IEWHRHIE 30 s R .

FE AR 3 mL ZJEWMIECK:, BHEHESE, BUFEEHRT 9500 rpm &0 5
min, i LA,

1.3.2 FRUER B H]

I EEBCH] 10 mg/L HJR S bR o VAL FH L i as B L BOA O RE R 2N 1, 10, 25,

50, 100 pg/L bR TAEH
2. R iR
2.1 BRI ZRIERRANIR R i — SRS A = R R

Inten. Inten.
100~ 258.0 1007 214
751 757
5(%: 50 184
] 140 058
25 257 167
] 342.5376.9 ]
0 ‘ T T T T ‘ T T T T ‘ T ‘? T F‘ 0 ‘ T T T 1 ‘ T T T T ‘ T T T T ‘ T T T T ‘
100 200 300 m/z 100 150 200 250 m/z

B 1. ISR — R (D REYE TR SR (CE AN 15V) (HED
2.2 FRUEE R K MRM i &

IR g 2R 5 R BV AR AE VA R MRML B3k ] 2 B
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1258.00>214.05(-) =

1258.00>184.05(-) &
15000 e
1 o
] i
12500+ =
100001
7500
5000
2500 kh;
o] AN )
7‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T 1 I ‘ T T T T ‘ T T T T ‘ T T 1 T
0.0 05 1.0 15 2.0 25 3.0 35 4.0 45

B 2. BRI AR 1 pg/L ARMEVE I MRM (53 &

23 RHERAR

¥ 1.2 W AT S A AT I 5 , DAIR R AL R, T A AL B, BA 1, 10, 25, 50, 100 pg/L
P AR i, R MR ST HE RN 2R, W] 3 Ffroa IR A 0 R BN 7 2R P VR B Y R Y
LRMEAR M R, MR 0.9993.

Area

4000000

3000000

2000000

1000000+

0.0 25.0 50.0 75.0 Conc
Vel 3. P I o s T A T P 2

R 3. RN A BRAW IR AE Hh 26 2 4L

ks 4R e vh i 2% LRMEVEE (ug/L) HERE R)
1 URLEE S g Y = (40451.8)X +2490.94 1.0-100 0.9999
2.4 K H FRFNE B R
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B 7 00 1 pg/L ARUETER, HEFEHT, ST LRI e 45 WA B 5B S H R 7 e
R B E A E R ZE S, BEIRS HPR MDL=3.14xS, E& LOQ=4xMDL. ll5E 4k R 4 fr

z
4. R IR BA R At PR E B RR
Ey s W (ug/L) FRUEIRZE(S) Far H PR (ug/L) E R (ng/L)
USIEE S 8 1.0 0.011 0.035 0.14
2.5 NE LK

PR RS P R B (R TR A AR REAR AT I AE 6 %, TR 45 0 TR A 114) 445 B WSk 1) R Mg T 63 Py A4 ok
FrRAENR 2243 BILE 0.07%~0.107%F1 0.98%~1.51%2 i), SERFIH RS EA BIFHR 2R,

5. PRI A A A E RS R (n=6)

RSD% (1 pg/L) RSD% (25 pg/L) RSD% (100 pg/L)
FE 5 AR
R.T. Area R.T. Area R.T. Area
PREEN e 0.107 0.98 0.07 1.19 0.091 1.51

2.6 SEFRHE fh AT B Bl RS20

R BT SLI 0 M 75 SEBRAE b 20 AT, A I 00RE d . RIS I BRI R AR IR N . 1 4 8
R WHHRE A K MRM i B o 72 AR 90 RE i TP IR EE DN 1.0 pg/kg MR A R AEVR L IIARFE #h MRM
il A 5 fros, InbsECRE R I 6.

258.005214.05() 258.005214.05()
258.00>184.05(-) 125001258.00>184.05(-)

100004

CLESD <]

10000+

75004
7500+

50004
5000

255 25001
, N A {

T T T T T T T T T T T T T T T T T T
0.0 05 10 15 2.0 25 3.0 35 40 45 0.0 05 1.0 15 2.0 25 3.0 35 40 45

4. AUVRESAFOVRIT AR MRM 2 7S, 1.0 pg/kg WRMIARABERAIIE T ANER MRM €34
2 6. PRSI AR B I 5 TR 2

‘ iRl b7 353 TG SR B [ A
rRsy 2
(ng/kg) (ng/kg) (ng/kg) (%)
1 PRIEEN AT N.D. 1.0 0.864 86.4

3. &8

&9
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AL T — b i = PR PR A LCMS-8040 I 5 7Ll it kIt 24 R oy k. P9
B TTTE . PRI AR INAE 1~100 pg/L ZeIEEHE N2t R 47, MR REOEH] 0.9999. WK
HH R AN 9 P PRV A R AR A T R 5 T 520G, TR 8 6 CHIEAE % B T 17 A6 0 T AR P AR K Ao 4 O
ZETE 0.07%~0.107%H1 0.98%~1.51% 2 [7], AURFE L RAF . B 54 WIRE i 20t RInbRse e, 1wk
WRg 4 A7 TR B 1 [ WS R S TR Ay 86.4%, T LA i A 7L 1) e o Tl 245 0 T ke B 2 D R 95 3K
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GPC—GC-MS/MSEXFVEN E ik AN ER A& &

WE: A SOM H A wAE SRR (1 5 5K = 3 DU R AT SUBUBCHI A GPC-GC-MS/MS Ml 5E §k
HAHNERZRE S &, 18 1~50 pg/L FrifEh QR O A & H &SR RAF, MHKRE «
KT 09997, EEMERL, lug/L brUEFEBOESLL 5 5FHERE, WETH AN RSD /N T 5.46%. %7772
AR A HLAAR 255k B A pRagt e v e B E .

R FELBEI til s K = H DUBAT R A GPC-GC-MS/MS Wit A LA 255k B

AHVERATE LI LES0FARAESOFANI A V2, BHA G A FHE SR R
TERITIFEME, B TREAMEEIG R, W UERRSh KA, By LOE I it & HURIE 4
feids, MENANUARIRENIHS, SR RE—@KE, STRARERKAN S WIIEE, SEEF
P 53 UAYB o 5

AT EFR (GB/T 23210-2008 A= W3R 4 S 1UMUAR 25 S AR AR 5 i ik B S ) Hout 95
K B 77 VA R 4 2pg/kg~2.0mg/lkg. B A AT B B X bR e (GB 23200.86-2016 £ i %
A G ARAE TS 2P LR 2 BRI E ) o W ) VAR H BR 0.8 pg/kg .

FL RS R g, A I SR AR R, R GPC-GC-MS/MS £ 4t T LT L
B TIE LML, AR AR R AT F R . AR 45 A GC-MS/MSIIMRMER 4771, A A
WRAFER T, BRI IR . ASCRA BB, Wk A AL SR 255 B R SR A T — o
L NIE A0 X WRr

1 SEI6E 5
1.1 X3¢

SV R i 0% HR 0 = R PO AR AT SR BRI X (GPC-GC-MS/MS)
1.2 ekt

GPC /%

6 4:: Shodex CLNpak EV-200 (2.1mm X 150mm)
WEhA: RERAA S kE (3/7, V/V); Jiti#: 0.1mL/min
FEif: 40°C; HEFEE: 10 uL

GC-MS/MS %1

g BHEAEE: 5mX0.53mm
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TikE: Rtx-5MS, 5mX0.25mmX0.25um

S HAE: Rtx-5 MS, 25mX0.25mm X 0.25um

FERFEF: 82°C(5min) 8°C/min_300°C(7.75min)

PTV #ERE R FEREF: 120°C(5min) 100°C/min_250°C(33.7min)

HERECTE /3FE:  120kPa(0min)_100kPa/min _180kPa(4.4min) (-49.8 kPa/min) 120kPa (33.8min)
B IR FAFE 5. 5.0mL/min_(-10mL/min) 0 mL/min(6min)_10mL/min_5mL/min(5min)

AP IHERERS ). 7ming W AITIFIRS ] 9.7min

BORE: 300C; & FIRIEE: 200C

KEFR: MRM, REFMIE |

1.3 1l %

P A AR B B L

FERAEA 1g Wobiie it T SomL HEER Ol

N 1g &ALE, WEE/IESkE (1:1) 10mL

WAHER 2] 2min, 85 HEHL 15min

TN 2% ZBRE R 500l

VRA)JEEFE 2min, 4000r/m %C» 10min,
BB IE I T8 00 R, B 10mL YR/ IE
ok (1:1) AR 15min, B0, &3FMkE

A\ 4
40 FEKIBIEFR R Z) 0.5mL,
FWER/IE S5 (1:1) BAE] 1mL, it EHLoHT

AT, Rl A A B R 1
R LR (R B TR] L2 MRM 24

No. e PEILAAFR CAS fRERE EEET (CE) EMEF (CE)
1 I AVAVAY alpha-HCH 319-84-6 18.296 219>183(8) 219>145(18)
2 (SAVAVAY beta-HCH 319-85-7 19.037 219>183(8) 219>147(20)
3 y-7N7878  gamma-HCH (Lindane)  58-89-9 19.247 219>183(8) 219>147(20)
4 8-7NNN delta-HCH 319-86-8 20.077 219>183(10) 219>145(22)
5 & & 76-44-8 21.224 272>237(20) 272>117(32)
6 SR Aldrin 309-00-2 22.178 263>193(28) 263>203(26)
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7 HEER Heptachlor epoxide 1024-57-3  23.216 353>263(14) 353>282(12)
8 S-FE St trans-Chlordane 5103-74-2  23.832 373>337(10) 373>143(26)
9 Jigi- S F cis-Chlorden 5103-71-9  24.162 373>266(22) 373>337(6)
10 o- it alpha-Endosulfan 959-98-8 24.171 339>160(18) 339>267(4)
11 p,p-DDE p,p'-DDE 72-55-9 24.742 246>176(28) 246>211(22)
12 KR Dieldrin 60-57-1 24.869 277>241(8) 277>170(38)
13 HIKIKH Endrin 72-20-8 25.403 263>191(30) 263>193(28)
14 B-Hi beta-Endosulfan 33213-65-9  25.691 339>267(8) 339>160(16)
15  p,p'-DDD p,p'-DDD 72-54-8 25.812 235>165(24) 235>199(14)
16 FAKIKGEE Endrin aldehyde 7421-93-4  26.057 345>317(10) 347>319(10)
17 GFHR L Endosulfan sulfate 1031-07-8 26.65 387>289(10) 387>253(16)
18 p,p-DDT p,p'-DDT 50-29-3 26.751 235>165(22) 235>199(14)
19 KR Endrin ketone 53494-70-5  27.832 315>279(10) 317>281(10)
20 AR R Methoxychlor 72-43-5 28.132 227>169(24) 227>212(14)
2 BRI
2.1 FRdEREE
20 FA HLEUR Z5TRARAE R MRM B0 2 Fras.
(x100,000)
75
5.0 |
25 }l j
1 |
I T A ) | |
0.0 : L -
; - — —r ; ;
17.5 20.0 22.5 25.0 27.5

2.2 i £R

fEFTRERAR e (3/7, VIV) BCHIRZTR G FRHERS], WEE 0109 1. 5. 104 20, 50pg/L,
DLIR B AL bR, WETIRUAIASER, FIfERRHEMZE. RUSIRATIR, Mo R 2GH rbrdEth &~

2. AHLEALZ RS MRM B (10pg/L)

FR, B R 2 R R EUER 2 PR
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Area(x1,000,000) Area(x100,000) Area(x1,000,000)
g 7.5 1.5
1.5 ] ]
] 5.0 1.0
1.0 1 ]
0.5 2.57 0.5
0' ] L] L] L] L] L] L] L] L] I 0' 1 L] L] L] L] L] L] L] L] I 0' 1 L] L] L] L] L] L] L] L] I
00 250  Conc. 00 250  Conc. 0.0 250  Conc.
S AVAWAY (S AVAWAY eTAVAVAN
Area(x1,000,000) Area(x1,000,000) Area(x100,000)
1,57 ] ]
1 2.0 5.01
1.0—: ] ]
] 1 2.5
0.5] 1.0 .
0.0 0.0 0.0
0.0 280  Conc. 00 280  Cont. 0.0 280  Conc.
S AVAVAY L& KA
23IMHMBERES S

FRYE 1ng/L ARAEE RS, ARG R (3 M55 . RRSIRATIR, R4
(1pg/L) MRM EUIF R, A HRILEE 2, HiinfEE R LiT.

(x1,000) (x1,000) (x1,000)
1263.00>193.00 1.5°339.00>160.00 1263.00>191.00
5 O;263.00>203.00 1339.00>267.00 1263.00>193.00
] 1.0~ 1
] ] 25
2'57, 0.5 |
0.0 F—— 0.0+ 0.0t o\
[ ‘ [ [ ‘ [ ‘ [ [ ‘ ‘ [ [ ‘
22.0 22.8 24.0 250 25.0 26.0
LR a-Bift FAK G

*2. BAMKHRAHREENE (n=5)

No.  fwam  faxzs BHE onsp No.  waw  mezmm B o pep

(ng/L) (ng/L)
|« B AVAVAN 0.9999 0.002 267 11 p,p-DDE 0.9999 0.002  2.14
2 B-ANAAN 0.9999 0.005 359 12 PR G 0.9999 0.010 3.90
3 YA 0.9999 0.002 410 13 FHIKIKH) 0.9998 0.106  3.72
A VAYAY 0.9999 0.003 225 14 B-Fi St 0.9999 0.072 3.98
5 L& 0.9999 0.001 313 15 p,p-DDD 0.9999 0.003 3.26
6 Bl 0.9999 0.014 3.01 16 FIKERHIEE 0.9998 0.098 437
7 HEEE 0.9999 0.008 477 17 BRI 0.9999 0.020  3.29
8 -5 0.9999 0.010 490 18  p,p-DDT 0.9998 0.004  3.40
9 -5 5 0.9999 0.003 3.68 19 SEXk EFFIER 0.9999 0.009 2.44

94



FLA ARG BRI

10 a-fiift 0.9997 0.026 5.46 20 FAERE TR 0.9998 0.004 3.99

2.4 B

A WLEAR 2R PRV A IN B YA R b CRTEE DL AR R ), A% IR i BT AL BT i 4%
FEG AR EE 73 93009 2.5 pg/kg, ~PATHIRE 3 ¢, [R5 R 3.
E RN e AP A EIE &S

o, womey R ) FRE RSD%
(ng/kg) 1 2 3 (%) (n=3)
1 S AVAVAN N.D 73.23 75.00 74.03 74.09 1.20
2 VAVAVAN N.D 91.85 94.61 92.75 93.07 1.51
3 VZAVAVAN N.D 78.79 79.12 79.82 79.24 0.66
4 8-7NNN N.D 82.94 84.54 83.63 83.70 0.96
5 & N.D 75.43 76.85 75.61 75.96 1.02
6 il N.D 73.74 75.51 74.86 74.70 1.20
7 HELH N.D 76.36 77.08 76.30 76.58 0.57
8 S-St N.D 74.84 77.36 71.26 74.49 4.12
9 JiR-5 N.D 74.55 75.32 70.84 73.57 3.26
10 - Ft N.D 76.38 75.34 66.39 7271 7.56
11 p,p'-DDE N.D 77.90 77.89 80.43 78.74 1.86
12 K N.D 74.49 71.53 72.06 72.69 2.17
13 K IR N.D 81.08 76.51 77.28 78.29 3.12
14 B-fn St N.D 79.39 73.44 72.17 75.00 5.14
15 p.p'-DDD N.D 81.22 81.18 82.91 81.77 121
16 SRR R N.D 36.26 34.45 41.02 37.24 9.11
17 o P Hm R R N.D 74.62 74.69 77.52 75.61 2.18
18 p.p-DDT N.D 70.81 70.61 74.32 71.91 2.91
19 TR BT N.D 74.07 71.17 80.02 75.09 6.02
20 FR S0 T ot N.D 72.87 72.29 74.49 73.22 1.55
3 &5k

RN Iy LR il A K — DU B AT BB A (GPC-GC-MS/MS) X @t Hh A #l
KA BT RV BT IZTNET A B R o, EEVELY, REUES, 1£2.5ug/kg 1
IR, K AR 2 IR AE 71.91~93.07% 2 18], A7 0] LU0k A HLEUR 2511

SE T E B A o

95



LA it T AR AT H 0 s e

ALk
i

SE|SXC VNI
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LA it T AR AT H 0 s e

T T VR A 1 = B DU AR o T I P v
) 5 Gk o AU B B

B A SCENT T R i PURAT RS LCMS-8040 & Ky v UL I 7 i
RS BURSAb 5, T R B il LC-30A #4705, = 5 DURRAT T %1% LCMS-8040
HEAT & HEANE BT o WUFUIAE 1 png/L~100 pg/L 3K FE VG A 261 KT, vt 28 AOAR 5 R BN
0.9997; X 5 pg/L. 10 pg/L A1 50 pg/L A S A IR B BIR A b e TARBOELNE 6 X, TR

IS A AR T A (AR ST B VAR 2245 BLE 0.11%~0.12%F1 0.93%~2.78% 2 7], AN #aks 4 B B IF,
KB WK WENE = EIUARAT P

W E S (dicyandiamide, #4fS DCD)WAR &%, & —F %, wHEK TEE, K2
Be kbl . JEAESR,  SURUR 1 R SURIETE R T 2. 2013 4F 1 24 H, #ivE 244
PV (MPLY B AT, 2% [E A IR vh R IAEAE M TR 16 2P SRR IR B, BTG 2 BUR B4 T
A8 15 SR ) SRS B R T MPT SRR, N TR R IR, AR RS A 4 i
XGRS, AR 1 RN e B Ao R i 3 A S A I R SR N TR R PR T O S
f, SEG BRI

P

OB B - R PO B B REUE =, @& TREREET AR E . A0
SE YRR RS DN R ORI (75, B AEAE i AT AR EEAT LC-MS/MS J5ik, W] SEBLFLA] A
XUk B BRag A RS o
1. LR
1.1 1% 28

IS SIZ B A FH I v RO BB LC-30A 5 = F PUARAT 35 LCMS-8040 BEF 24t A
RRCE A LC-30ADX2 Hili %, DGU-20As 7EZ il <ML, SIL-30AC HZLEFESS, CTO-30A i

%, CBM-20A &S5 4%, LCMS-8040 = UAZATFii 1%, LabSolutionsVer. 5.50 &% T /Euk
1.2

TRORH €81 26 1

g4 InertsilAmide 2.1 mm L.D.x150mm L., 3um

WA A: & 0.2%ZFEH 10 mM L FEREL I 7K VAT
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WEH B: & 02% 1 2
Vel 7 BEEEVEL, WIUGAEE N B A 97%, BFAFERF LK 1.
# 1 BV

Time(min) Module Command Value
0.20 Pumps Pump B Conc. 97
2.70 Pumps Pump B Conc. 70
2.90 Pumps Pump B Conc. 70
291 Pumps Pump B Conc. 97
5.00 Controller Stop

Wi 0.4mL/min; FEiE: 40°C; HEFEE: 10l

J i S A

BT BSI(H); B TWIE I 45kV; ZFHA: AA 3.0 L/min
TS AR 15 Limin; RS &S DLEE: 250C
IR : 450°C; I 2 RS (MRMD

JERERS[A]: 100 msec; ZEIRAS[A]: 3 msec

MRM Z4f: W% 2

% 2 MRM Z:#1

DL Qarray Q1 Pre Q3 Pre
weEmen  EWgET PUET CE(V)
Bais(V) Bais(V) Bais(V) Bais(V)
68.1 25 25 -17 -18 -28
BUFE 85.2
43.1 25 25 -17 -16 -16
PRORERE T

1.3 e v o5 VA VR PO 1) B R o T A 3
e A 1 VT i -

H CHEBCH) 20 mg/L BITER -G ARE AR [RNEW, FE A CREMRE R 1 pg/L2 pug/L5 ug/L 10 pg/L.
50 pg/L Fl 100 pg/L AN R B IR & b AR
Wk B T AL 2

HERFREL 1 g 098, HH 2 mL #OKEE, AL 8 mL Zf5E A F 10 mL, HERIES 2 min,
F 4000 rpm &0 10min. B 4mL _Ei&E#, I dSPE MEMGFLE . WERIE S 30 £, HE 2
min, B EiEEEARELT, HOBEERE | mL. fERA S LIRSS, H 0.22um JEARIT €,
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(GR/IP

2. BZREW®
2.1 FRAERE S — B E BAE T R  E

Inten. Ipten.
100 852 100-] 68.2
75—? 75;
50% so—f
] 1 431
25 25 85.2
] 80 1480 ]
07HH\HH\HH\H“‘\HH\HH\ 0t T ’ T
0.0 25.0 50.0 750 1000 1250 miz 50.0 75.0 mz
B SUEE I — g B2 SUEURE (174 15 7 41 4 T 1% &I (CEE- 18 V)
2.2 FRUERE S MRM a4 B
(x100)
7.5-11:85.20>68.05(+) i
] ¥
] =
5.0
2.5
0- 7\ ' ' ' ' | v ' ' ' ' 7‘ ' ' ' ' ' ' ' ' ' '
0.0 1.0 2.0 3.0 4.0 min
(x1,000)
{1:85.20>43.05(+)
20/
1 ¥
1.5+ =
1 X
1.0 WNKﬂMWM%WVWW
:\““\“A/‘WA‘\‘T“\““\‘
0.0 1.0 2.0 3.0 4.0 min
B3 1 pg/L SCEUARHERE b ) 1 P
2.3 MR AR

1 pug/L. 2 pg/L. 5 pg/L. 10 pg/L 50 pg/L A1 100 pg/L ASFRE PR A ARAE TAERR % 1.2
T BT S REAT I E , PRI E B . DAIRBEAMALNR, TR AR, il ih 2t ]
4 s SR HEMIZR 2k ME X R R AP, SMETTHEN Y = (4985.44)X; AHK R4 R=0.9997.
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Area(x100,000)
5.0

2.5+

I 5|0 S IConc.
P 4 XU v il %
2.4 FEEERK
XT 5 ng/L 10 pg/L A1 50 pg/L ASFERFEVR -G PR e TARBESRNE 6 IR, SRR 5L,
1R BRI R AU T AR A B S5 RN 3 Fion . S5 SREon: ASIEUR EEFRAE Sh A B4 I 8] A0 UG T AR f)
AR ARHE R 2243 DIAE 0.11%~0.12%F1 0.93%~2.78%2 ], X 34 28 B BT,

& 3 RUEURE AR B sy [ Ve TR AR B 14 45 2R (n=6)

Conc.(ng/L) RSD% (R.T.) RSD% (Area)
5 0.12 2.78
10 0.11 1.35
50 0.12 0.93

2.5 RGUELHK

AT HEAESREE, TR N0 ng/LIAFE 760, “PATHERETIR AT &s 5. th7 it
FED 52 B bR D 22 (S) T & HE G I R Rl 16 8 =ik i, BB A HBRMDL =3.14%S, E & R
LOQ=4xMDL. & 45 RuzRAF~,

B 4 XUHUE RS H R A E &R IR

B FRHEIRZ(S) R (ng/L) E= TR(ug/L)
W& 0.08 0.24 0.96

2.6 BT L

B WAL 1 g, IO/ EXUFREAR R, PRI LY N 50 ng/kg, b HEEL
5 )a, %18 1.2 FR 0 ST I s SUEE AR RN . 2S5 A TR RE MRM. i B
5 pras, EREE T MRM B3 B 4n 6 fiios, [FIUERRN 71%.
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5 (x10,000)
-0°1:85.2068.05(+)

15]
1.0

0.5

L S R
0.0 1.0 2.0 3.0 4.0 min

K5 2= EYRFE T MRM (i &

x10,000)
2.0°11:85.20>68.05(+)

XE

05]

S/ S
0.0 1.0 2.0 3.0 4.0 min

6 50 pg/kg MARFET MRM i &
3 &g
BT — P FH 5 = PO B AT 5 A LCMS-80403 52 K rh UG I 7V . AR &
PERURN AL JG A s RO A (S LC-30A3E T 70, = S DUARAT B i AX LCMS-804033E 1T & M A1
TEBDHT . WENEIED ng/L~100pg/LKFE T W& RiF, SRS &A RIRER &bl T/ER
TESEME 67K, Fr B[R] R0 T AR AR XS A B AR 22 70 A 7E0.12%F112.78% LA R o AT v 11 .,

AT L) it o U ) RO HE AR R N, S v R A O A
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= B DU ARAT B V0 2 LA o iy EE A A B

WE. Ay 7 = m PR R LCMS-8050 Il 5E FLib 4T IR S BT E. 7R
LM RAF, FHICREONT 0.998; AXAAE % FE R, FOR B A [ R0 T R 0 AH R A 7 i 22 40
AN 0.34%F1 3.84%; AT PR AE & FR 7578 0.01 F10.04 ng/mL. IIFRAEE N 1 ug/kg B, [H]

WHAE 92.7~116.6% 2 [H] o %7V I HERG. Ptk i 25 @ &7 R ) & & .
REEE: Ay AT = E PUARAT BTG

RYRED B ANETR G FYRE S ATUER, IO R SR S T K
MR ANTIE AR 2001 4 10 A, A ERATHE | NY-5045-2001 (B3 & in L fiF
RFL) BRAE, W TR LI TR SRRR — P R AR . AR T I 9 SRR
o YRS P BRI R ORI OL, i BT CRRGURT 0 R
AT PEPEOM R R R BRI B- LR E 2, JOMROP R B- T IBERGI . EFXTXFIILE, 2009
37 6 HPAEMMUA T (AT dREEAA IN-lE g Y BRI 3 b in s o B8 36 1 1
TARE R ELRY  WIRRLE 7L B b h s B-IBERG e & TRk AT e AR TAT
BB B- PN LR REACAS U SCAE 2R W AH N B- AT RERG M0, A B- A ERGAR 2K 2008, 3K
(B~ P TS R 11 P 4 AN RSy H T T4

FPESEJE T B- BRI EEIIH, 0 T R R AN Sk KM AT SR AN T R E A, 4
1T B 5 AN REAE G VR PRI B . DRLEAT o B T L b - PA R Mg 4o o 1) 7 2 4H
ORI 7 i i 2R it 22 4 A B AR A R AN R 42 T H . FI2, B IEARH
L8547 EUE MR I 7 bR . A SO T SU R AT ELIE BRI T, AR, Rk,
REEEE, AR T FL ) b Ry I A
1. SEEGERI>
1.1 %3

AR SLIGAS FH By AR 354 LC-20A 5 = H PR BT 354 LCMS-8050 BXH R4t B Ak
e E N LC-20ADx2 Ciiii 7 ), DGU-20A3R (FEZE i ML), SIL-20A ( H B HEFERS ), CTO-20A

(FERAH), CBM-20A R4, LCMS-8050 = HEPUHAT 4L, LabSolutions Ver. 5.60

SP2 o il T AFuk .

1.2 A

BAH B 2R
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th 3% #:  InertSustain C18 Column (2.1 mm L.D.x100 mm L., 5 pm)
Mo M K ZfiE=15: 85 (v/v)

Jti#: 0.2 mL/min

H e 35°C

Vel 775 S5 R BRI

i S A

BT A - LCMS-8050
T ESI-

ZALR R 3.0 L/min
InFAA IR « 10.0 L/min
PR 300°C

DL it & 200°C

TN L 400°C

TSR : 10.0 L/min
W % B W (MRM), MRM S8 L% 1

% 1. b &WE B MRM 25

F5  WEY B4 CAS FEET BT QlPre Bias(V) CE Q3Pre Bias(V)
140.10" 16 33 25
1 FPEH Sulbactam 68373-14-8  232.10
64.00 15 12 27
*RONERET
1.3 TREEH &

PR ARV H] . F/KECH] 1 mg/mL (&7 EIHERR, FKRBEK 0.5, 1, 5, 10, 20, 50
ng/mL IRHE TAETE .
1.4 B 1) 2%

BESRTACEE vk BURAKE S g, N 15 mL 0.2% L B/KIAT, e 30s, #BAH2E 20 min,

H 0.2% KB ERZ 25 mL, WHEWREIfE, 8000 rpm B0 10 min, HX_EiEHAFF1L

HLB [EAH/METSEH 5 mL FEE. 5 mL 0.2% L ER KIS H0EAT i 4k, B 10 mL 250 s
ZME, B REWERTULE, S mL 0.2%Z K REE,  FIIRERI H /N ik B A
IS mL FREESEIRL, WOARGRMR, EURWT, HERRTREL 2 mL KIEAR, £ 0.22 um SRR BELE
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MER, F LCMSMS I5E .

2. ZRvHE
2.1 FRUERES MRM &g &

(x100)
8.0-J1:AF U 232.10>64.00(-) CE: 33.0
’ ;1:;"]""_‘/:” 232.10>140.10(-) CE: 12.0

7.0

6.0
50
40
304
20

107

0.0

0.0‘ L ‘1.0‘ L ‘2.0‘ L ‘3.0‘ L ‘4.0‘ L ‘5.0‘ L ‘6.0‘ L ‘7.0‘ “r‘nin
Bl 1. 1 ng/mL FrAEFE & MRM 5 5]

2.2 RHERR

BIREN 0.5, 1, 5, 10, 20, 50 ng/mL FIFRER R, 1% 1.2 5T %34T b, DAIRFE kAl
bR, VETHANALKR, AMRIEFIERAEMZE, W 2 s, PRAEH&SHILE 2.

Area

300000

200000

100000

00 250  Conc.

B 2. &7 IR il 28
R 2. KRiMEMZ&ZSH

No. 2y K i 22 TARAH r HEREEE (%)
1 B Y =6,239.30X-1,192.65 0.9981 86.3~116.4
23 BRI

FCHREE AN 1.0 ng/mL FIPRAEIATR, “FPATIIER 6 ¥R &7 ELAHE LR BE IRk 1) AR 0 T AR A AR X6 B
AR Z2 03 5119 0.34%F0 3.84%, X 28K %5 i BT,
# 2. EEMEHE

ID 1 2 3 4 5 6 Ave RSD%
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£ 55 st (1]
3.991 3.980 3.981 4.011 4.011 3.997 3.995 0.34
(min)
e T A 2,911 2,640 2,788 2,932 2,890 2,861 2,937 3.84
2.4 REF)E

BCHIVRBEA 0.5 ng/mL IIARFEZERE 734, A4 S/N=3 1 10 & SCH A PR AE &R, &7
FRR: H BR AT € &R 2 72 0.01 #1 0.04 ng/mL.

2.5 B mbr L5

Fe R 1.3 AR T, e A ERY, LR AR AR & A 1 pg/kg FERL, SFAT I
FE 3 IR HNBRAS AR P EF IH AR, HOMARRICRAE 92.7~116.6% 2 18] . & 3 & 4 735
A A RS ARSI A 1 pg/kg &F ELIE ) MRM €35 &

X100)
747 (I 232.10>64.00(-) CE: 330
75 |1 23210-140.10() CE: 120
50
25
00 S
—,—— - - " .
00 10 20 30 40 50 60 70 min

K 3. A4 MRM i K

(x100)
1:%7 (D31 232.10>64.00(-) CE: 33.0
75;1:(?]‘\ 141 232.10>140.10(-) CE: 12.0
5.0
2.5+
0.0
L B B . B s B B S B R B
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 min

B 4. = A49nts 1 pg/kg MRM 3 E

2.6 SEFREERRTIESR

FZHE 1.3 AR A DT VR AL B LR, SPATINE 3 0k, NSRS T R S RN

0.182 pg/kg.
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3. &8

AR SCRENE T e RO € - = O BT I B 6 P A T 7L b 7 LR B B O ¥ AT
MM RLF, FHIKFRE r KT 0.998, BRI E & FR 73774 0.01 F10.04 ng/mL. {X#S I EEME
RUF, 1 ng/mL REFMEFBOESHERE 6 U, (R B A R) R0 AR FEAR X AR v (R 22 233908 0.34%
N 3.84%. 25 VW K ONFRFE S Zad A S AT AL BE S E AL AT, [EIRCERAE 92.7~116.6% 2 [H] o« AiE
R, Do HERR, R L AT A R E R
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7 v ROV €8 1 = B DU AR AP o 3 PV
Wre RGPk FHEZR

TRE: AN SCHR S T8 P O €T A - = o DU AR ST S0 5 2R 401 ) L 7 Wk v PR RSy == 3R £ 3
B LM W SRR g S B, =BV OO T e BT M E 2R, TRE
ZRMOFETT R 1~500 pg/L WG N2 REF, FriEih ZahH ¢ RBUYTE 0.999 LA E; H
SPESIBORI 2.5 ng/L, 25 pg/L 1 250 ug/L TR -G AR HEVEHOESERE 6 X, LR B I (1) R T RHUAH
SHRRAERL AR 2250 BITE 0.5%F1 2% LA s HEA 22 30 £ 565 22 I SACE &R 70 A 1.00 pg/L
F10.80 pg/L; 25 FARE SN 50 pg/kg LA 22 KA ZFEF 22 &K, [RICR 279N 87.2%H179.8%.

KA 2R BALO B SRR A = 5 TUA R T

FEFREENMBING, Hy i AERER . Py B RS E R AR, R
B SN IS PR AE GB 2760-2011) BAAARLE 0 21 6 AN F 2240 JLEC 77 & db AN S I AT A7
THER, 5IRNANTZRE. HAr, ERAMNIE LR EEEECEE. mAURH G
L AR, MIEEFR T (X VAR TR R . kM AR I B4 ) Lk
PRI 22 26 o A7 15K FH i 800 €0 1 - = R DU AR AT o 1 BB FH 35 A I 52 B2 411 ) LATshs o g B ik
BERMOIEEFEER, B RBE . EEETESMm A,

O
OVC[O X (0]
| .

EREE S EF TR 2 ZHFL LR
L. SEE R4y
1.1 £

ARSI IGAT FH [ v v RO AE R A LC-30A 5 = H PURRAT i 4% LCMS-8040 BEH 245, B
i LC-30AD>2(§ii3%), SIL-30AC (H shi#tFE#%), CTO-30A (FHiEAH), CBM-20A(RF % H#%),
DGU-20As(TEZE IS HL), LCMS-8040 (= HPUMATH)T ) A LabSolutions Ver 5.50( £ k).

1.2 i

RN

W osh M AAMH: K BAH: OB
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M #: 0.4 mL/min
& i #:  Shim-pack XR-ODS III 2.0 mmID*50 mm, 1.6 um
o & 40C

Vel Bh DR
£ BB

A< 8] (min) BHHFRE (%)
0.0-2.0 10-90
2.0-2.5 90-10
2.5-3.5 10-90
HPEE: S pL
R %A

ST LCMS-8040; &5 1-J: ESI(-)

HTEREOBE: 3.5k FHALTHES: B 3.0 L/min. 20 L/min
Wb s BOATRIEREE: 250°C

IAAEYGREE: 400°Cs KA E: 1.96 kV

P 2N (MRM); 3E B8] 2 SEIR R 7] : 25 ms+ 3 ms
£2 2MUEYIT MRM 24

B AT BT Q1 Pre Bias (V) CE(V) Q3 Pre Bias (V)

136.00* 10 18 25

LA 151.00

92.10 10 20 17
136.00* 20 11 24
LIEF=ER 165.05
92.10 20 22 14

RONERET
1.3 BRI VR AT M) B A I b 2

PRAEVEVRICH]: FRIC 10 mg (A EER 2R CEEF = Rbadihl, HZMEET 10 mL A &K
T, BCAK 1 mg/mL IERBL G ARRRE,  BCHIAR AR BOR I R 5.

ATACEED I WEMARELHHARE 1 g CREAZE 0.01 g) T 50 mL B0, i pH=4.5 7K
TS mL, JREJEFEIRAUS 4380, N 2% CREVAEW 2 mL, JRA)SFFE 2 min, 8000 rpm/min
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B0 10 208k B EIEW 5% KIEROATT pH v, B BB A InAE 235 LT ) InertSep
MA-1 (GL Sciences) /MF, #8543 3 mL S%Z /KGR 3 mL HH EEW /N, 35 220
F 3 mL 5% FEESeE, WARVEBR A S WRT, H 1| mL s BT a g, JuE, .

2. &Rk

2.1 FRUESE MRM &L E

14000 JT757.005136.00(-) 1750027165.05>136.00(-)
1:151.00>92.10(-) 2:165.05>92.10(-)

B e i e NS L B LB B B
08 9 10 11 12 15 16 17 min 14 12 13 14 15 16 17 18 19 min

Bl 350 ug/L FHAEF 22 bnit i A 450 g/l LHEEF L FhRE M AR
22 KRR

BIRE N1, 2.5, 10, 25, 250, 500 pg/L VRS bR TAERTE 1.2 B H 8 44304700 2

DAV BB AA bR, VT RSN, el R HE 2600 BB, Ve R R R R 3.

Area Area
450000
. 550000
400000 500000]
350000] 450000
4000004
300000
350000
250000
o 3000004
200000 250000
1500001 200000
150000
1000003
100000
50000 50000
100 260 abo 480 Conc. 100 260 abo 4do Cone.
S M — v S d . 2 — v Eqﬂ s
Bl5 FEEE L gbniE ik 6 LIEEFZEIRUHEML

R332 ML EYIRHE 2 S5

Y5 B T HE M 28 KRR
1 HREFEER Y =(890.177)X + (1638.61) 0.9991
2 LIE/E R Y =(1101.87)X + (2111.54) 0.9997
23 ERHELE

XF 2.5 pg/L, 25 pg/L A1 250 pg/L R-EARAE TARBOESLINE 6 IR, HEAUIMESI M, *H
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iy [e) ARTE T AR ) B R P RN 4 BTz . PREE R[] RSD%<0.5%, W& THI A RSD%<2% .
F£ 4 {RER G E AR (n=6)

. 25 wg/L 25 ug/L 250 v g/L

. SN RSD% RSD% RSD% RSD% RSD% RSD%

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

1 CiE St S 0.43 1.67 0.14 1.75 0.11 1.06

2 LHEFER 0.37 1.69 0.21 1.43 0.08 1.50
2.4 REE

BEE N 2.5 pg/L (n=7) FrEEW, FE 7 UCPATINE FIbr M2, BAS A 99%H 1Y t
{EHL 3.143, %18 LOD=txSD 52540 IR, 4 546 HIBE N E BB . {8846 PR AE B IR it

FERNE S,
F5 AR REIRA H IR

RSD% LOQ LOD
Y5 AR
Area (ug/l) (ng/l)
1 SIS 3.20 1.00 0.25
2 LIREFER 2.58 0.80 0.20
2.5 [T KL

T8 1.3 FTid i3 1 B (0-6 N HD B4 LUKy, REEHEFRE LR NOIEEFELER, B
IR L 7. 1g BRSO 0.05 pg FRAES, ARk LA 8. HEER 2 R EICER N
87.2%, LIEEFZRAIBIBEN 79.8%.

T-157.005136.00(
1:151.00>92.10(-)
2:165.05>136.00(-
125002:165.05>92.10(-)

1:151.00>136.00(-)
1:151.00>92.10(

_)_
2:165.05>136.00(-)
)

) 15000
)

1250012:165.05>92.10(

e e e B B e e B B A
1.00 125 150 175 200 225 min

BT 1B (0-6 ) Baly )Ly it 51 8 50 1 g/ke HTHRRE S, it
3. &

ARSCEESL T R v AR € - = DU AR Ao 1 BBk 3 R [ IR 7 224 )Ly o R A 22 R
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MCHEERF 2R NTE WM ESEREF, ARKER GRS BES R 6 Ik, (RE RS A
e [T ARURE R B v O 22 23 I AE 0.5% 0 2% LA, AL & I & Tu [l 1~500 pg/L, & &R
529 1.00 pg/L 1 0.80 pg/L, = ERES NN 50 pg/kg FEEF L RMAIERF 2R, BRI
N 87.2%H1 79.8%. ATTEE & B4 LYk h & =R E
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T B I 2 AR W B B R R —— B - Btk

FAE: ASCEAI A 0 vh ( 75 B E R A, [ R4 W R BN T B- Nk . T S A
R FEARAE AL HERE(10, 50, 100, 500, 1000 wg/L), #3FIH:E L8 RECH 0.9999, il
B4 6.05 ng/L, EEMA 18.34 pg/L. HELE 5 B3 AEGEFFRAE: 100 pg/L, #BEFEAFL: 2 uL),
PR B IS TRV R R R 22 4 0.071%, W IHIRXRE X BR A 2204 0.962% 0 X W47 BHAE R it g AT A6

o) 1) 7 B ME MR TR B R 52 40 il A 31.2 pg/mL Al 5.4 pg/mL.
XEW: UFLC Hax B-WELls 443

It 25 R 0T B il 22 e 1) ) S A AR 23 FL AR it Aol 2010 SETEHTYS H AR AR 1, i SRR
I A S i 2 BN R —. BT, FEREN B-WBI SRR 6T R AR
HIE LY, DR WHRE TR T A 2 Bl it Al e il 3R B hr i A= 2L
RECEEOWE RN, TR RIS, —SAEYEE N TR B QAT AN
il PR AT 25 B A /1 LR B B IO DU AR 3R, A & e sty H BT AR TR 10 2 2052 B-
WIBEIZ N, e B 22 IR PR G 7 LR A i A, P R 0 T W0 B B ) B- A I I SR T2
o B-WIBLHEEE I E AN SRV I B S N7, BB SR TR e S PR
B- N BLAZ B RE U 15 B R NI E BRI R 500, SEEER. AW REIAEZRRAY
M 2 PR3 R, NIRRT ARG TE G RE ST, 45 B8 I S IA@ e ok e . A 0E
LA A Gy rh T AR RN, [ A W TR AN T B- N BLALEE, AR RS

1. SEISE o
1.1 JR#
i s T
CH,—C— Iﬁjj'/ enzyme Q CHy— (—N S
H /—N o waki
0 COOK OH ook
HERH T 2 L R

ep
B-lactamase)1EH T, AR

P HEME IR B (Penicilloic Potassium), FFAEREAS/D BIIH B HEBESVRILE 1). £k

Bl 1 B R S SRR
42 1) 5% =B (Benzylpenicillin Potassium)7E B- P I i (
&
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Wi B ASERTAC B, TR A MR TR R, 28 RO R U I A A R S A7 A
M RE %A FL R 5 M NIE“ DTS
1.2 &5 55

B UFLC PUEBA R4, 045 LC-20ADXRx2(5iiZE), SIL-20ACXR(H shikkEas),
CTO-20AC(FFi4H), SPD-20AV(E4MAT WAL ZS), CBM-20A(FRFi#5Hi#%), LCsolution(fa i T.
T 3k).

HERM, B-MBLIEF(2510 benzylpenicillin units/mg protein), Sigma /A .
HfE, HPLC 2%, Sigma AF].

MR A, e, EZEBILHRFIE R AR .

1.3 S skt

s FEE/10 mM R — S (pH = 4.5) = 40/60

FiE: 1.0 mL/min; BEFERFL: 2 pL

i :  Shim-pack XR-ODS 11 3.0 mm 1.D.x75 mm L. 2.2 um
i 40°C; KgAK: 230 nm

1.4 e o TV O O B S A B AR

1.4.1 HryERE VR A

FREX 50 mg F 8 = 41 F 50 mL 2K &M, A 1.6 mg B-ABEGEE, =EME 2h FHHER
PG 2 E B TRKER, 19315 HEMBRAAR A, WK 1000 pg/mL. E RT3
500 ug/mL, 100 ug/mL, 50 ug/mL, 10 pg/mL MIFRAETETR . KA 5 MAMRIETS 3T B WE ML R H
R HE 22 .
1.4.2 LD E

FREL 20 g ilFF, 7€ 4°C, 16000 rpm 254 F &0 30 min. HUFJZiER 10 g T 50 mL ¥R} &

O, MAT/KZEE 15mL, R 30 min J5 250, BUBKE 0.45 um HISESE 38, #500,
2. ZER5HE
2.1 LRVETEE AL R

PRl b Be ke 5 B A T 2 Fios. (i 1 A0 2 43 Bt T 75 25 MEME R A AN B IR A . [

A T B- NG, TR R IZAA TR GG A, W 3. DOREENHARER, U A
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bRt TAEMZE WA 4, 25K EHERIN, LMEXRRRL, MHXRECEET 0.9999.
EE RN Y=(72.355)X+(455.8749). THEAL A st 575 & MEMEFRH A I FR 4 6.053 ng/L, &

=Ry 18.344 pg/L.

m ;Wm (x10.000)
etector A230nm
2

25 1

2

@
\_ @
N €))

5 %
3.8.9.8.8.8.3.8.8.8.¢8
E——
[

[

o
007 T T T v T T T T T T y > J‘
00 05 10 15 20 25 30 a5 40 45 50 55 min o

2 PAEE ORI 1L EEMEIRE 2.5 B K3 B-ABLIZEEA (L), 58RI 1

TR (3) I (it 1]

2.2 R ERR

100 pg/mL TR EARFRESINE 5 IR, HEEVENIRG S . OB I ] A T AR ) RSD%45
RnE 1 .

Area(x10,000)

R 1 H R PEMEER ) I

lae RT

] No. Area
6'0': (min)
5.0] 1 1.038 | 8929
40 2 1039 | 8872

] 3 1.038 8777
3.0

] 4 1037 | 8741
207

] 5 1.038 | 8740
104 Average | 1.038 | 8812
0.0 RSD% | 0.071 | 0.962

250 500 750 Conc.

4 T T TR IR B )T T 2

23 SEfRPERAHTE R

%8 1.4 PR 7k AL ER P 0y FH PR o, D5 5 5 WP 5. PR AORE Y i B T A R A ) IR
WoE: 31.2 pg/mL A1 5.4 pg/mL, ERHZEG R NG B- P Bk L -
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KOO 0 O N ..
] e

AT VRN 0, ..

Pl 5 T 65 7 o ot R 2 5 i ) €0 1

3. &

A g P LE A UFLCXR, Bt & 57 shim pack XR-ODS 11 3.0 mm IL.D.x75 mm L., 2.2
wm PR OB EE, e T BRI (K A R, B LR R A, EIME R AT,
VIR i TP B2 ME PR BT 31.2 pg/mL, 2#FF 5 b 5 B MERLER S N 5.4 ng/mL, 2R s
B- PN T i it o
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A AT AR e RO £ 320 s 7L 1) o R B B K AR B

PEE: A B WA ST ARG WA EESE T 24 FhECEERR I o SO (B A S
WA TS 5 DAFHRE bR AE EERE(10, 50, 100, 250, 1000ug/L), Xk 2 5 H brme vk ih
MR R ETIL 0.9999: % T L () —FE iR, 752 HIAL I FR(S/N=3.3)24 20 ug/L, 5& & [ (S/N=10)
N 50 ug/L. S 7 £H3EFE(250ug/L, 10ul)f# B i (R A X bR e R 254 0.01-1.38%, WETHIAR A XS bR
2 0.01-0.83%.  HXFIAR 2 WOBH AR SR, X T L- ¥R IHE R & S AT T e &

R BT FLHE RO il AR

B KA B 12 B B B K g B, REXE Nl 2 R 05 &, (H KR
EHEENRERESE AN, AR TR, R NAREIE, TRESECP .
RATIPR S RATBARI K o B R PAFR BN A T CRdh ] R d i i A & A i 42 5 (5
Y, BIZEIEAEIL R S h AN B KRR B . BRI R A S =R EEAE, RAIE
MBS, AN 2 R, AR HE B B K. PR L(-)-F Ml 2 R 9 B B R A 207
LEEERFEEA 10%0 1 MAEATASHIRy, Wb hEa LO-RMEmR, 7oA
SEAIN T SRR 1 o AR SO ] By EE R R IR AL S5 AT AR R GV A AL 1 LR
PRI 24 MR B IR i ROBU OB AL IS AT A T i, BHH SR R 5% .

1. SRR ER 4y
1.1 JR¥E

MG AT A RGO 25 BLSCR R BR HT J77E . SAERTRTAEAR L, FEEATA 7V R v
R R DB, NS TR, SERNEEE T, RIHEA T AR T, R
SRS R 4 B Fh e, RIRE R e, EIME RS A . BET, REREEATEY
BB = WRTAE AR AN SR oK — R (OPA) ATAEMIEMIFH . HiE FEAMG I 380 E , J5 & O
KBS, KR AT ppb Z. ABZE T HEE (OPA) FTAEALIEIZIB A HTAE AN 20 AR 247
RGN R Ge. HRALS AT 2 Gon A= WU it A6 S 2 B S A (R B, 3 R AT i
. MBI AR . 2.

TEETR Y 22T PR 25 1 oS e (i A 43 B9 ), RS RR B U 1) — S U ] 5 405 2% — F % (OPA)
F N-Acetyl-L-cysteine 2 B A& fi — Fh 7 2¢ o% J B0 7= 4, wT F 2% 0 1 W 2% e &
N-Acetyl-L-cysteine 3 AMEAS 1) 2-%idE 4 BF MERC) 11 5, WAGR, BHIJ7E, g
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TR RIBUE
R
s ’
CHO COOH |
AL~ o COOH
+  HN—C—R; % = \ |
N—C—R;
CHO H
<
OPA e E
Bl 1 SRR JE AT A A R
1.2 A 5 E8

FrdEdh: 24 M B IRIEKE, T Sigma—Aldrich A", WF): 4K, Milli-Q EBalKixH]
H#3E; FERE. SR, "R, A8, AR; N-Acetyl-L-cysteine - Brij-35. 47— H
Mt (OPA), T H Sigma-Aldrich; JRZNAH MA: 0.15N P EREEAT 7% methyl cellosolve = &R
VAT pH 2] 2.6; W BhA MB: 0.30 N A7 EREE AT 0.20 M IRERFH 4M A AR Y pH 2 10.0; i
A MC: 0.20 M S8 ALEE; SN RA: 0.4 pL/mL sodium hypochlorite 5 FR -5 B& 2% 7 Wi 1A
% pH 10.0; MK RB: 0.08%0PA. 1.40% ZEE. 0.04% Brij-35 Fl 0.10% N-Acetyl-L-cysteine f
BRI -IRPR 22 P A 22 pH 10.0. P RBAME A 2 RAECH] . P alGRIAIAE s A 0. 45 pm LR
PRI 8

10 %%: Shimadzu 20A ZHEMMEFIGHTA RS, BAKEAN: LC-20AD X 2(f7AEFHIRIR),
LC-20AB(Fh LW lifaiti %), SIL-20AC(HZh#EFERR), CTO-20AC(HEIRAR), RF-10AXL(%GH
M #E), CBM-20A(#E il #%), DGU-20A5(FEZ M AHL), FCV-11AL (g ). TAEuG

LCSolution,

1.3 S 2k AF

oA BRAVEIERR L 04 Shimadzu Shim-Pack AMINO-Li (6.0 mmID x 100 mmL);
R4 2 4F Shimadzu Shim-Pack ISC-30 Li (4.0 mmID x 50 mmL).

WEAHAE: 0.6 mL/min; SMEHE: 0.2 mL/min; FiE: 39°C; #EFEE: 10ul; HK:
Ex=350nm, Em=450nm. FfEEPEMFLF R 1 fix:

1.4 27k

FIERRIR bR ARSI MA BB % 10, 50, 100, 250 A1 1000 ug/L 17 o 3 R R 25 475
FEMMATREL . KA 8RR
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R 1 VB HIRL R BE R PP

Time(min) Module Action Value
16.00 Pumps Pump A B.Conc 0
18.00 Pumps Pump A B.Conc 1
22.50 Pumps Pump A B.Conc 1
22.51 Pumps Pump A B.Conc 4
22.51 Pumps Pump A B.Curve 4
50.00 Pumps Pump A B.Conc 6
50.01 Pumps Pump A B.Conc 9
64.00 Pumps Pump A B.Conc 9
64.00 Pumps Pump A B.Curve -1
79.00 Pumps Pump A B.Conc 34
86.00 Pumps Pump A B.Conc 34
86.01 Pumps Pump A B.Conc 44
105.00 Pumps Pump A B.Conc 51
105.01 Pumps Pump A B.Conc 61
109.00 Pumps Pump A B.Conc 68
109.01 Pumps Pump A B.Conc 100
133.00 Pumps SV(Pump A) B-A-A
137.70 Pumps Pump A B.Conc 100
137.71 Pumps Pump A B.Conc 0
142.70 Pumps SV(Pump A) A-A-A
180.00 Controller Stop 0

2. R
2.1 FRkE A

Kl 2 9 10 pg/L IIFREEIATR 10 uL SRR 2 RS, S hnvE S AR X I, nT DA 24 P
FERR SN R . B3 4 1000 pg/L FIFREEEWR 10 pL 3R 2O B, 5 10 pg/L IIbREETE
TR DG I ) 8 4 — B
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TR A Ex 350nm, Em 450nm 1 5 1820 5 A Ex:350nm, Em-450nm
g IE'UD; z
] 5 ik I
10 E Y l ’1; ; S00- h_‘l Lﬁ " ) ’
o 2| |- 3" 58 |] Bl & "
3| | L |
) i I?_r-.":"" ? I'-"Il 4 iﬂ | | j 207 3 . |'|||| | !ﬁr l
o A AT A ) e i I.'J| N
I . - TR L e——
50 100 150 N ' %0 "o T
Bl 2: 24 FhE SEBRIRAR 1 B (10 pg/L) Bl 3: 24 P AL ETEAR 1 (1000 ug/L)
2.2 RHE IR

T RAMRER S| L(-)-2 R (OH-PRO) FRHAE N2k 48] 4 FR

1000000 2000000 3005000 4000000 5000000 600D00C 7005000 8000000 9006000 10000000 1000006 | Area

4: L () -BRIEERREMEMZE (10, 50, 100, 250,71 1000 ug/L)
L () —F2 2R S UE il 26 A 5¢ R %0 R2 = 0.99999, #6: il B (S/N=3.3) 4 20 ug/L, & B R (S/N=10)
950 ug/L. HABFEGEE SN 2.

R 2 R IETRIRAFIEAE Hh 2 KA I PR

D &R T i 2k R2 LOD (ug/L)
1 TAU Y = (2.42294¢-008)X + (0.00154695) 0.99990 10
2 P-ET-AMINE Y = (5.54679¢-008)X + (-0.000140864) 0.99996 10
3 ASP Y = (9.92064¢-008)X + (0.0085046) 0.99998 20
4  OH-PRO Y = (8.44876e-008)X + (0.0031468) 0.99998 20
5 THR Y = (5.69129¢-008)X + (0.00203987) 0.99999 10
6 SER Y =(9.18671e-008)X + (0.00444937) 0.99998 20
7 ASPARAGINE Y = (8.50114¢-008)X + (0.00246175) 0.99999 20
8 GLU Y =(1.51e-007)X + (0.00812799) 0.99987 40
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9 GLY Y = (3.40829¢-008)X + (0.00188337) 0.99999 10
10 ALA Y = (3.8559¢-008)X + (0.00194875) 0.99999 10
11 CITRULLINE Y = (4.3273e-008)X + (0.00463618) 0.99996 10
12 a-A-B-A Y =(3.23871e-008)X + (0.00184372) 0.99999 10
13 VAL Y = (6.8192e-008)X + (0.00408964) 0.99997 10
14 CYS Y =(7.53967¢-007)X + (0.0179881) 0.99917 12
15 MET Y = (5.63628¢-008)X + (0.00734179) 0.99989 10
16 1-LEU Y = (6.94951e-008)X + (0.00222307) 0.99998 20
17 CYSTATHIONIN Y = (5.27642¢-008)X + (0.00248737) 0.99999 10
18 LEU Y =(7.73811e-008)X + (0.00313457) 0.99999 10
19 TYR Y = (6.62942¢-008)X + (0.00285258) 0.99999 10
20 b-ALA Y =(2.9632¢-008)X + (-0.0233193) 0.99584 10
21 r-A-B-A Y = (4.63751e-008)X + (0.00120445) 0.99999 10
22 HIS Y = (5.88388e-008)X + (0.00347516) 0.99999 10
23 ANSERINE Y = (4.37727¢-008)X + (0.00236786) 0.99999 10
24 ARG Y =(1.28958e-007)X + (-0.0175855) 0.99966 10
23 ERM

F 250 pg/L AndESIERE 7 0, AR FE IR S W& AR SR 45 R ANk 3 Frok:
%3 -LEFFRMES (250 pg/L) EILIERE

D R RT (min) RT (%RSD) Area (%RSD)
1 TAU 42 1. 08 0. 06
2 P-ET-AMINE 5.6 0.13 0.05
3 ASP 23.0 1.13 0. 83
4 OH-PRO 31.0 1.15 0.19
5 THR 33.7 0.18 0.18
6 SER 36.7 1.38 0.13
7 ASPARAGINE 39.0 0. 09 0. 09
8 GLU 413 0.06 0. 06

120



LA it T AR AT H 0 s e

9 GLY 55.7 0.11 0.09
10 ALA 57.7 0.11 0. 08
11 CITRULLINE 59.6 0.11 0.10
12 a-A-B-A 61.4 0. 09 0. 07
13 VAL 64.4 0.02 0.01
14 CYS 67.1 0.03 0.02
15 MET 70.1 0.04 0.01
16 1-LEU 74.5 0.04 0.01
17 CYSTATHIONIN 76.5 0.02 0.01
18 LEU 78.3 0.04 0.01
19 TYR 80.3 0.02 0.01
20 b-ALA 82.3 0. 08 0.01
21 r-A-B-A 88.0 0.01 0.01
22 HIS 102.4 0.03 0.02
23 ANSERINE 107.4 0.01 0.01
24 ARG 158.4 0.02 0.01
2.4 SEFREE AT AT
KA BIEAEEATAE RGN E T 02 PIBHTERE S, X A B & I = IR AT 2 = M7y
M, DI FE e AT s W3R 4, B ILE 5 A1 6.
m_r N o 3%7? ; —
- " 3 EF ._|'|[||| %gr H
i o ¢ Q# ﬁ%ﬁ@’%@##ﬁ% s ¢
5 ; L e e

K5 — S0k bl i

mn
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3. 4

K4 BB A Y B T R Al R
D i e 1 SRR 2 SRS
(pg/mL) (pg/mL)

1 TAU R 0.15 0.64

2 P-ET-AMINE 2-RHE-TER A ND 0.013
3 ASP RERR 0.020 ND

4 OH-PRO L2 &R 0.038 0.15

5 THR AR ND ND

6 SER YRR 0.23 0.48

7 ASPARAGINE RAT R ND ND

8 GLU BEE 0.0071 0.30

9 GLY KELR (HER) 0.069 0.40
10 ALA WA 0.029 0.37
11 CITRULLINE JRE R 0.0072 0.27
12 a-A-B-A 2-FETR 0.0052 0.39
13 VAL AR 0.0082 0.11
14 CYS ez iR ND 0.23
15 MET AR (PR ND 0.13
16 1-LEU St R 0.0043 0.19
17 CYSTATHIONIN  J{E R 0.0071 0.23
18 LEU A 0.018 0.23
19 TYR R IR 0.0033 0.15
20 b-ALA B -HE R ND 0.52
21 -A-B-A 4-HETH 0.0015 0.20
22 HIS HEAR ND 0.0085
23 ANSERINE WLk ND 0.0062
24 ARG KR 0.0038 0.0040
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ARSOR A By B R S RAT JE T R GE R 0 AT A ST 1A 5 i R 24 bR IR 1) e SO i
FEJEATAE T, ZIHEAE AT SRR I & HEh e i, W BR TAERTRTAEAFIRIE N 9T
MINNRZE, KK TR ATACBD R, 9740 T Ia), & — M) SE bR e 5 7. A5 3%m] BA
BRI AT A Wy rh 24 R LR o A A B 2R 7 1) e PR AL ST S S MLt AR PR R 2 sh
IR S 7 REEUE . AT BLEATRCHIRT AN, 2 me f A A2 ulor B Y (0 2 Rl = T E2
s BB K o AT 4 AT L i B B AR AR I N R 2%
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Bl e A s REaRRE TS E

TE: AR By A B i RGN T L] S BRI ERAR B R T 6 AN EE
PR ERE(0.110.21 0.5+ 2. 5. 10mg/L), Kk I ZEAHOC REUATIL 0.9999; WA FLE E RN 1.17 mg/kg,
ke RN 2.92mg/kg. Smg/L HESE 7 £ HERE(2SuL) PR B I T AR XS AR 224 0.05%, W T AR AH 6T
PREDR 224 082%. W5 T 7 ANBITERE S, AR SIURE 3 K, ARERMERLF.

SRR BTOM, BREIRET, FLE5

IR E it e A R, BURFEINSEIRE T . H AT DAZERAARR) (it ] e 129450
IR A5 AN B i FH B i NN 700 b 42 B CB8 —1D) v B A L A LA it B S URR B IR 11
IR . BRI BI(NaSCN)Z F tR7 i RE R EUR AR, JHdh, 2 TK. LIEMNE. P&
o DA A e 2 S AR O PR, 5 SR B ) 7 28 2 LA AR RO SR T S . RS T
FEAR A BEIR PR S 40 (o s A AL T I =Bk T 25, IAZEesTE, HSAARRMA, FHE
PerbRE. SRR BRSNS E LA R L REE, BRI RSB R —, EE
BRI NARIE AR AT H o ASSOR I By A B8 7 (il A3, @ ar 1 L] b B AR
BT IR . SEBRPRERE A A SE REYNZEBCR R, BA B e e

1. SERE
1.1 158

AR5 ] B8 Prominence HIC-20A #1174 & 7 (354X . HIC-20A 52 By FA 1 Fr o & i3 — AKX
BT A, AN R S 2T SeQuant [ ST HIHIAE, T LAREAT  REUZ AT, BA L
R VM L ke R SR mtERe B A IS, SRR S BT, AR SC IR A, 2 b
XUFRGE AT 5T LATFJ B 234 B B B 5 T LA e 400 ] 28 A0 {4 o) B TR )

AR S5 BT A 1) AR TBC B 2 LC-20ADsp fiiviiZ , DGU-20A3 TEZ <L, SIL-20AC H 3hit
FE2%, CTO-20AC #Hii4H, CDD-10Avp HSEMIZE, CBM-20A lite RG24, SeQuant [ &5 141

#1298 F1 Lesolution it TAEM, .
1.2 STk

4. Shim-pack IC-SA2(4.0 mm ID X 250 mm L)BH & 1/ Hr ke

{3474 : Shim-pack IC-SA2(G)(4.6 mm ID X 10 mm L)¥] & 77 Hrff4- 4%
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MAIHH: 1.8 mM BRI+ 1.7 mM BRIER EU5H

M 1 mL/min; PefirX: &E

FEid: 40°C; Wil 43°C

R 25 uLs BIEFHIHHE: SeQuant 1120-100

1.3 B AT AL B 7 ik

FEARATAL R T Onguard INRP AEAE i EAE, BAL BRI 1 Fis.

R ORBI A) S e i AR 1 E B

5 gAY RPHE "
4P L BA ) 3 [l .
52 gl 6 mLATE TR £ B4 I 8] (min) W& (uV-S)
¥ 20 mik 1 94, 496 97, 508
l””*ﬁ ml e 2 24. 491 27,574
v
CiE7™20 mi v 3 24. 481 27, 328
60°C 7520 min R
o mLZJi% P 4 24. 479 27, 558
H2AH6 mL
4000rpm 0210 min 5 24.479 27, 055
W54 mL 6 24. 469 27, 729
L0 mL v 7 24. 460 97, 298
BT A T Average 24. 479 27, 436
%RSD 0.05 0.82

11 FEARRTACED IR

2. R 5T
2.1 {R B9 i ) 55 1T

B 2 AR T VRS AR TR 25 1 i g A e ik i (BRI B8 IR FE N 5.98 mg/L)

iSlem

Detector A
1509 2

1259
1004
0759
0504
0257

0003
0255
0504

T T T T T T T T T T T
00 25 50 75 100 125 150 175 200 225 250 275 min

B2 GRS T hehe
ML 2 WL, AT T IR SRR AR 28 1 (R B I (8] 0 24.45min, W8T R4
22 FER

BGRIEZ Y 5 mg/L ARFEBLRBRMIIREL), SRR 7 10, 45 RWIER 1 Pros.
HIR 1 4028, ATERARIFNES .
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2.3 FRUEMLR

FREL 50 mg B EUER A, H 500 mL A EINZKE A, FLRE 100 mg/L R SR HR bR e il & VW
1 G B AR AR B IR E N 59.8 mg/L . F-# B A B2 0.10 mg/L+ 0.20 mg/L+ 0.50 mg/L 2.00 mg/L+
5.00 mg/L F1 10.0 mg/L (FbsvE TAEA MR BREIRAIREE), 7 BIHERE, SRR 3). 4550 %
B, FHICRECN 0.9999.

R2 A KINFRRE S 3 BRI E 25 53R

Conc.(x10)

100] . W 5E &5 FHE
FE [T %
(mg/kg) (mg/kg)
0.754 ‘ ‘ 1.17
AWM
1.23 1.22 —
0.504 ZZE
1.27
025] o 5.65
: ol =N
- 5.25 5.34 82.4
Wy inds
RO S T L . S .7 S V0 S . S >-12

K3 R

2.4.I04% BN R

B (VA TORE S, AN ERRAR B 1 TR, fH2 AREM PR ERAN S 15 B0 5 mg/ke,
3 UREUREAS I 45 AR 2 B o
2.5 46 PR 8 B PR

R 2 i B TS T R EUIRIR S T, S ILERRN 1.17 mg/kg, 9ok € Ry

2.92mg/kg.

2.6. BRI HTE R

BEGh (BABIRES TN 132 mg/L) (IR G 4 Bk, Xt 7 GhIRPERER, &I 3
W, MABAERIIE 4 Fim. WGERIIRPEH, J7EiEE T IET.
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KA TAEERFE SRS IR 3 R AT 4

BB L mbE2 mpes o0
(mg/kg)
Wik 4% 2.69 2.49 2.79 2.66
WKy s# 106 10.3 11.3 10.8
Wik 6# 182 20.5 19.4 19.4
Bl 4 SERRAE s T Pl WiAsm % 177 175 1.93 1.82
WS 74 187 17.9 16.9 17.8

AT 84 502 51.7 50.9 50.9
WY o 86.1 87.9 88.5 87.3

3. 818

A8 P 5 i B 0 B O L Bt R AR R AR B AR O R AT VIR UE. OREF IR Z) 0y 24.5 J3 4,
5 mg/L FFRESE 7 SRR SR I E RS TR EHLEAE . At 2RV R, M ForiduE ER, WS
FUE RN 1.17 mg/kg, U0k E=MRN 2.92 mg/kg, WL EMRER, MET 7 DR, B
HURE 3 IR, SEREGHERLF 5T 5 mg/kg ZAAWRBERIBASY), B 82.4%, 455U AEH B
I B B B 3T AR G R R 0 L)t R B SRR AR 8 T 1
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AL LR R

SR R IROBGERE Pk F IS $TR

WE. ZF#GB/T 5009.12-2010F1GB/T 5009.123-2003 77 EFrE, 14 A S840 5 F IR = 2 1 95k
FRUERE M GBWI001 755 AR [ & 8o SRR EE RE I, AR IS R RITF, PrERERIES RS
PRUEEW) A 1 Z77E TR, 1A A P e TR & =
B WK ARUERES ERh JEFTRIR

BEE NATT B AR M B H a5 1AL, 998 N AT H % AT TR — Ry B E IR MW. ES
JEHR S NMERIR Z 28 B A faE . 20124F 5087 K AT & Ah 224 B AR MEGB 2762-2012 (& 55
PR EY A, XTFLECELE] P, CriEE 4 B MR m BRAEAE VI E . A XS%EGB/T
5009.12-2010F1GB/T 5009.123-2003 J7 v b vH A FH K He Ji W A2 Al A s Ja 1 WSk 43 9 e T
B FRAERE S GBW 100177 AR AIAR 1 & & .

1. SERREY

7 AA-7000 JE TR 66 T
1.2 SEIRRRm &R

SHG P FH 2% ML) N BB i (30% FHIRIRIEL 24 /NN ) SRES T R S5 8 i 4l 7),  SRER FH K
ALK T K.
1.3 XSS H

P B AR AR T (X AR FEE e, 23R 1 ISR AR, pniEh 2k R AR

R 1 A SBETIERMN
RIS R A JETFAL
TLE MITIT
(nm) A wE CCO BFIE (s) g CCH BFIE (s)
Pb 283.3 WA EE  BGC-D2 800 20 2200 2
Cr 357.9 WA EE  BGC-D2 800 20 2300 2

vE: WE Pb TR, AN 5 uL100 pg/mL (RS B4RV 9 FE 4R ek 7

1.4 B i BRI AL 2R

FREGE SR T8 g, BT AR E180°CA A ¥ AE foRk L= T, # N 5 3R 47500°C K4k,
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Sh, ##1. H1mL (1:1) MEREERERM, HEZ225 mLAEERY, HaAUKZ RIGEHR, 36
HUEM S B BT, AKER. F2%MBRMHEESR, 5.
2. &R5®
2.1 PRHEMER R TER
fiel] 2.0 pg/L AR VR A PR AEE W, A B o) ik R 2% B sh 36 8 Ih 68 1 2% R 51 by 1 v

W, A SR 0P R G E o A v R B IR 2.
e 2 i lh 2k

JLER AR E 7 i i LI S
Pb/Cr Bk (ug/L) 0 0.5 1.0 1.5 2.0

T e

Abs : : T S | LA
0.200F------ Fo----- e Foom Tt 02000 -—----F - po-mes P

| Y I e :

O. 150 7777777 r 777777 I’*:._’ 7’: ”””” :’** /M : :
0.100-—----- L—:;;‘éé —————— R - P aahlbe RREEEE -

I I I I

0.050/ - - - - L R bom e -- - 8 - . | | |
Bt R N P S R Cth SO T
0.000F------ FTooTo FToooo A W - 1,000 1.500  2.000

0.000  0.500  1.000  1.500  2.000 Cone (ug/L)

Cone (ug/L)

Abs=0, 11808Conc-+0. 0042200
Abs=0. 11124Conc+0. 0038400 r=0. 9992

r=0. 9994
1 bR I FI2 S MR 2R

2.2 AR H R

XA AR HEIRCHEAT 10 I 5E » B3 A5 0 22 1 b Al 22 B AR 3R It 2 )ik P BRIV 9 HE B
HEA R 2,

2 BIUHRMK IR

TR AR Pb Cr

R (pg/L) 0.050  0.010

2.3 FRAERE SO 45 R AR (RN B

Y SIS T VER W AR AEYI L GBW 10017 #H4T 4041, 045 3 L3 3.
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£ 3 GBW10017 I 5E 25 R bR vEAE

Cr

TR AR Pb
s (g 1.2033
MWELR (pg/g) 0.0711
GBW10017 t#i(E (ng/g) 0.07£0.02
RSD (%) 3.71

0.2048

0.370

0.3940.04

3.18

3. &

AU ZHEA LA EF R GB 5009.12—2010 1 GB 5009.123—2003, {8 A7 84 J5 11
WOEIE T Wb e RE A RS I & B, SRIREE R, R REMRRRL, WESRS
PRUEMEYI G o I VEERERE, &S00 A R e I & & .
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SR AR T IR R T R Yok K PR ok B B

FE: Z%GB/T 5009.17-2003F1GB/T 13081-2006, K FIHRIEI R, Sk A JE IR Uis
WE T Yok Rk R I &5, SRR, TE0~10 ng/LIEH MM R RIF, KRR
1=0.9995, J7i2As HIFRM0.06 png/L, HIAR I ZEAEIS5% ~105.0% 2 (8], %77 V%] &2 Tk J
Tk AR T R A E
REEE: Wik R R AR A
REFEfEHENOMAERG, AERGHZH, G ORPERE” SIRK MU ERA . iE3)
SR W R AESERER, B0 I AET . AR E T DU B USRS R MR
IR MEVSSREIR, T R PR AR WA PR AR TSR R GG e T
R AT AR K B T YR JFORR R, A Ak 2 JEURERL A PO R ek T R HR IR R
1E E bRtk GB2762-2005 (&S5 &) o, BEAMSORIRES 0.01mg/Ke. TEA
3, 28 GB/T 5009.17-2003 €& i SR FIA HLRIIE Y, KHRENME, ShykE
JRFIRGER T8 LSRR R S E o 5 8 B R R Be AL Wk ThoR (KSR, S IR AR 4
GB/T13081-2006 (FalEFHoRAMIE Y, XM ERIEATIE . 250 RE, BICE R .
1. SEIRHRI>
1.1 XS

B AA-7000 JE PRI G

S kAR HVG-1 CRED

1.2 SEIG3RM KR

S BT FH 22 LYY R BE R 5 (30% RYTRIEIE 24 /NEE); SZIG T FHR Y AR R 4Rk 7, sS2ik
FHK HBAE 22 B 17K o

1.3 FEm AR AL

BX1.0ghESy, IIARSER25mL, m&EMR4mL, JRE), TEH IR ELASOCARIR TR M3 /N,
E180°C FiHf, EHME R, KME6/NF. MR F3mLAA, F4/KERE10mL.
2. ER5vHE

2.1 XBRTESH
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Wk 253.7 nm, 4595 0.7 nm, 4T 7R BGC-D,, T HLUL 10 mA

2.2 FRUERMLR

FC il Hgbr i # Opg/L, 1pg/L, 2pg/L, Sug/L, 10ug/L, F-r AN S &L, PA30%H LL ]

BEATHARVLIC . MUCEERE JE A3 2L, TR AR 2

Abs ' .
D. 15[} _______ :_ ______ :‘ —————— F———.:_:,.f?'——
| | » |
| | |
0. 100F------ - F-——T - -———-- =
| | |
| |
[ [
0. 0504 e r-—Z8 - -
| I |
| I |
0. 00 e - iy
0. 000 2.500 5. 000 7.500 10,000

Conc (ug/L)

Abs=0. 012103Conc—0. 00041104
r=0. 9935
Kl 2 FRTTaR bRt 2k

£ 0.00~10.00ug/L HIREZTEHIN, KREIGKEZ STOCEAE RIFMLIERR, XA
N 1=0.9995. FZMESLIGTE, X EEHREENE 110, RYE 3 5 H0Fe 2= B DA h 2R
FORIFFRMITIER R 207509 0.06pg/Lo

2.2 FEAMESR

T AIFR IR At R 2200, TEARE R A, A RIIE R P RS R, HAER LR,

T U R AR R TT R T4 R

MEEE g 25 7 e & & RSD
FE b 4 R

(g) (pug/L) (mg/Kg) (%)
Wik 1 1.003 0.24 0.0024 2.05
Wiky 2 1.001 0.24 0.0024 1.12
R 1.012 2.01 0.0199 0.23
R ) 1.032 2.06 0.0200 2.29
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2.3 JnprEI SR

CLRLRE R S (T AT AL T, SO RE S, BEAT T IR IR 9000, HEEE 0 2.
R 2 YRR R

JJ[ip AN HnbR & hnbs I El&s
FE i 44 75
(ug/L) (ug/L) (pug/L) (%)
Wik 1 0.24 2.0 2.34 105.0
Wik 2 0.24 2.0 2.23 99.5
3. &

A% GBIT 5009.17-2003 F1 GB/T 13081-2006, HIVRIEE M, Stk Ad i 1%
Weydail s 7 Wk B Rl IR S e 1T VAR E TR, A BRAR, [BISCR AT, Al R TR
IR T 2R IR A
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ICP-AES Z:JUl e Jhkn = i) 8 FhEHLITE

FHE: KA HNO3-Hy0o(6:2)VE i i 710 Wk I b EAT e Vi 8, A% N2 FH LR 5 55 15
TR AR ACP-AES) 73 6T B2 ) LWk RO A ok v 45 . 85 4. B8, Bk, #R. 4
FUEE )\ P & )8 e REAT I E . J 0 R ECERTE 92.0 ~117.0% Z 18], AH X b M 22
RSD<3.98, 75t BRTE 0.30~40.0 pg/L ZIf. ZJ7k ol i, #EmfFm. K%L,

&AWk PR G R A BT R IIE
EEl: RN ICP-AES ¥k Jo&

BEAE AN B AR ) H 23 AL, W0k SO AT H H RS — MR R B IR
o TRV, Wk R R R FUAMR A . PR KT, TR T L
NEFT BT EH RICER, YR IE IR AT 394, M2 AR AR K. At
HET 2010 F£B1T T B WL EERRE GB 5413.21-2010 [ E Kt hilbadE, ZbsERE T
L) LI 7 & o R S . BR BEL BN B BE ERANERIIINE TTVE . 2 AR ERUE T
JR RO LI E Z 8 FhyeER, [FIREHEIN T oS & 55 2 105 R S il Il e T i3
(ICP-AES). ICP-AES ;&I R A e 4 5%, AR HIRAR, R, REEL,
LRPEVE R TR, [R5 b T R I A o AR SR AR VRV A B R 5 O HL AR £
SR TR HRACP-AESYIZE 1 Wik rh )\ Eu R, 45BN

1. LIy

1.1 %58

5 ICPE-9000 4= 1 J it kA%
1.2 SEEG RS K5

S8 It FH 48 LY B R s SR B P R4 9 L k), R ith 2 AR HEIR BN 1 R
JEALZEBOAR  m) AL R R T WSO B SR ARHE IR SEIR F KO A 25 2 1K

1.3 2 I 28 BT i

fchl Caw Mg. K. Na. Cu. Fe. Mn M Zn \Fh &)@ 0 R KR SARMEER(LE 1).
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R 1 RHE T ZARE £ 51 (mg/L)

JER
Element ! 2 3 ! >
Ca 0.00 1.00 3.00 5.00 10.00
Mg 0.00 1.00 3.00 5.00 10.00
K 0.00 1.00 3.00 5.00 10.00
Na 0.00 1.00 3.00 5.00 10.00
Fe 0.00 1.00 3.00 5.00 10.00
Cu 0.00 0.01 0.05 0.10 1.00
Mn 0.00 0.01 0.05 0.10 1.00
Zn 0.00 0.01 0.05 0.10 1.00

1.4 £ R A2

IR R HERA R B AR L) 1.0 g T T4 F R VUG L) T MR RE T, I #51)(6 mL

HNO3 #1 2 mL H202), #78&RWUMLImT 1. 1M R 247 1

S < 8] (min) BB i

1 00:15:00 600w 210°C

2 00:20:00 600w 210°C
Vent &% 30

JRCE Y BN R AR KA AT IF, SRR R 2 50 mL FEMT, KETKER

FERI AT -

2. &R 50
2.1 RS LR

ICPE-9000 {X#% TAEZ%: mfiifiiZ: 27.12 MHz, =SifHizha: 1.2 kW, FDLZEILRE,
BE %5 5. W EAIE 10 L/min, %8S 0.6 L/min, #AIHE 0.7 L/mine W7 A -
Bl o
1y ICPE-9000 A (B F-ThRE]RT B B AT M58 70 R AL, i B AE n I T4,
o H BRRIE 5 L R s 2 (L% 2)

* 2 LK

LR Ca Mg K Na Cu Fe Mn Zn
‘?)i{t(nm) 317.933 285.213 766.490 589.592 324.754 238.204 257.610 220.548
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2.2 FRUERMLR

Ca. Mg. K. Na. Cu. Fe. Mn fll Zn \Fh & 4 J&@ 0 & IARAER 26 40 T -

125000
soano |- ca317eszmm (1) Mg 285.213 nm (1)
so000 | 100000 |
40000 75000 +
] 2
S a0 F H
£ < 50000 |-
20000 |
25000 -
10000
0 z
0 r=0.99987 r=0.99934
[ S S N BEP 1 1 1 1 1
00 25 50 75 100 0.0 25 50 7.5 10.0
Concentration (mglL) Concentration (mg/L)
R=0.99987 R=0.99934
1-1 SR 25 12 BEAARAE 22
K766.490 nm (1) Na 589.592 nm (1)
1250
12500
1000 |- 10000 |-
2z 750 - Z 7500 F
5 5
B 500 5000
250 [ 2500 |-
0r -
0r r=0.99918 r=0.99916
I N T S R i I R R U R R
00 25 50 75 100 00 25 50 75 100
Concentration (mglL) Conceniration (mglL)
R=0.99918 R=0.99916
1-3 AR it 2 1-4 SRR th 22
8000 £ Cu324754nm (1) 70000 |- Fe238204nm (1)
| 60000 [
6000 |-
50000
5000
E] 2= 40000
& d4ooo | H
= = 30000 |
3000
20000
2000 |+
10000
1000
0 2100000 0 12099942
L L L L L L L L L |
0.00 0.25 0.50 0.75 1.00 0.0 25 50 75 10.0
Concentration (mg/L) Concentration (mg/L)
R=1.00000 R=0.99942
= —p s — v s
1-5 A AR e 4 T £ 1-6 BRIIFRHE 24
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50000 - Mn257.610nm (1) 2n202.548 nm (1)
30000

40000
25000
30000 20000

15000

Intensitv
Intensitv

20000
10000 |

10000
5000

0 r=1.00000 0 r=0.99985
[ R P RV S T T

000 025 050 075 100
Concentration (mg/L) 00 25 50

Concentration (mg/L)
R=1.00000 R=0.99985
1-7 AR FRIAR T 2 1-8 FEAIBRE £

2.3 JrEERAR H IR 5 # E (RSD %)
KPR S A I PERE . PRSI JTR IR B AT VIR AR - 02 bR AE R TR (R PR

SRR IA3HT C R BEAT 10 0I5 , B 3 A5 025 FARAE (R 22 BITdh 2 AR 2 RN %% e = A R
HEERNE 3.

3 KR AR

JLER Ca Mg K Na Cu Fe Mn 7Zn
R (pg/L) 3.00 0.60 30.00 20.00 4.80 0.90 0.30 1.2
RSD(%) 1.39 0.16 2.80 0.70 3.98 0.65 2.17 2.61

2.4 BRI

NEFETNENEA S, 1E 6 D TATHE S IS A I TC SRR, $L I8k S e
FAFBATINE, THEBIR . BIoR A EIRER WK 4.

x4 RE

_ FEah & & Inws & WE LA Elle=+ EEES
& (mg/L) (mg/L) (mg/L) (mg/L) (%)
Ca 112.50 50.00 162.00 49.50 99.00
Mg 15.80 10.00 26.20 10.30 104.00
K 182.50 10.00 193.00 10.50 105.00
Na 38.50 10.00 50.20 11.70 117.00
Cu 0.07 1.00 0.99 0.92 92.00
Fe 1.49 1.00 2.42 0.90 93.00
Mn 0.23 1.00 1.20 0.97 97.00
Zn 1.01 1.00 1.99 0.98 98.00

2.5 EssR

KW ICP-AES 552 IRt Dyl e b e BT a8 B T-38 5. 7 i m [l A
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92.0%~17.00% 8], M2 B 1Z € 25 B i 5 ds T 58 .

£ 5 FEMINEL R Mm=3)

mg/kg
Wk 44 FK Ca Mg K Na Cu Fe Mn Zn
SRRy 5587.00 784.66 9063.37 1912.00 3.48 73.99 11.42 50.16

LGk 7609.55 1080.71 10534.40 3023.99 0.55 93.69 1.20 0.55

3. &8

ARSI R R I i ICP-AES 745l T Wk Ca. Mg, K. Na. Cu. Fe. Mn fil Zn 5
i, SRR MR R R e, SOER. SRR BdEER, JEA
[ ey, 38 A TR T A S AR B 1150 ok B it 7 4 e 2 B AR B
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ICPMS-2030 ik FRIEFR TELEETTER

. RN R, 6 B EEICPMS-2030 %Y B 338 & 25 B A Bt Il .2 7 NMI
CRM7512-atMIEFRHE) I P ik 8 FR LR A E A F oo R . S50 KM, CRM7512-aill & {4
ShrEEYI A BESIIAREIEE 100%~108%, %715 VETBA, K25 B AUMERG B v, Retsnt
Wk o B IR S IR G R AR A FE e R IHAT R 0 #r .
B WIKS ICPMS-2030 H#H0E HELE

TEWR R, BRLN LA AT 75 B8 F7 A0 2 1% TR 2 EL BRI ) o AR PR RV I 2, o T
HRER RS S (LA T RIS (Ca). & (Fe). il (Cu) Z5aEs 38 i o I bl
PSR E B, S E e A e R A AR B SR . RIS, T Y (Pb) S E e R X B4
LR B AR R, MIER B 5 &5 a7 ™% 1) 22 445 BE A2 R BB 1

AV SR ICPMS-2030 F 5%y (NMU MEARHEDI D) TRt e dbiT 7 F 98T
ICPMS-2030 B &= REE 2 A0, FRELASME RS, 7 RIEMRICE . ST =4 i 2
T
1 SEIFE
1.1 %28

53 ICPMS-2030 FHJEHE & 45 25 T i v A3
1.2 25628 m & 57

S0 BT FH 48 L4350 A SR e B 3 A4 5T, A RS PRV (1+1) 3224/ J5, F 2287 K
MRS, TR 9256 AT HFATHNO N R 4biR 57, 5286 K e ot 25 3 1K .
1.3 FE R RT AL

TR L S — RIS AR B, AR S A T Rl S 1a) N HEAT 0 R, ol I A
T, As ZVI R INE KRB, A CfH A Milestone General A & 4 72 1] ETOS-1 JTFE it 4T
R

#0225 g FEM 5 0.5 mL $hER. 6.5 mL ABER BN T AR 0 A L5 28 e, A F ARtz T i 3k
ITRERACEE . W sERE, FAKERD] 250 mL, SEIERNWE (1000 ). S, K

FRICE Scv Cov Ga. Y. In 5 T1 (ERFIRIKIE N 10 wg/L). WM& HWER 1 Fin.
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R BEH AR PR RS

STEP iJE (C)  IE (43  ThFE (W)

1 50 2 1000
2 30 3 0
3 180 25 1000
4 150 1 0
5 180 4 1000
6 180 15 1000
1.4 XS5
EETERSE: mAIIE: 1.2kW SRS IME L/min: 10 L/min
%ﬁﬁ’ﬁ?fﬁﬁ- 0.6 L/min ?Ejz/_:\“})ﬁﬂ_i_- 0.6 L/min
FE SR Mini FARM: FER-10
ZFHE: RREE (BETFAED EERE: 5 C

2. R 50k
2.1 4

fEAPRAEMZ, XYk R 8 TR TR A FH o R IEATRE 0 # .

NIRRT S FEPE, BERHEC & (Cd. Cr. Pb A1 As) , ZEVHMRACTRS, RS
T053 AT 70 2R AR AERAE 8 I R 36 B A i
2.2 HTER

YR SCIG T, MSE v EARMEY) IR (NMIJ CRM7512-a) Frfikt . s Rk 3
Fhose

2 e R

ST E NMIJ INIEI L&
JLHR By ¥ KA E
(B R) NIEE (%)
Ca 8.5 8.65 0.38 -
Fe 0.102 0.104 0.007 -
K 8.3 8.41 0.33 -
g/Kg
Mg 0.82 0.819 0.024 -
Na 1.81 1.87 0.09 -
P 5.4 5.62 0.23 -
Mn 0.91 0.931 0.032 -
mg/Kg
Mo 0.230 0.223 0.012 -
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Sr 5.7 5.88 0.20 -

Zn 41 413 1.4 -

Cd <<0.005 - - 100

Cr <<0.06 - - 101

Pb <0.03 - - 100

As <0.03 - - 108
3. 418

i {8 ) ICPMS-2030, REfS 3 Wik b i) ik BE & IR su AR A T oC R AT R 70 Hr
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LA XS 5%
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AR B B DU R A 1 BB P VR
MG 16 R _HRIERETE

WE: ASCRHIEC kA IR, 454 B GCMS-QP2010 Ultra X3, #5721 445 16 Fh4T
S RTINS 1RO 0 B TR 59250 7E 0.025~1pg/mL P 70 Bl ST bkl 28, Rk C R R
I, MHRAREr 4 0.9993~0.9999, HEAREIMERL, RSD /M 3%, I EHRER S, RN
0.005ug/mL, Ff S IIFRENCE Y 71.0~94.0% . %7792 0] FH T 240 5 A 47 28 — FE RIS (1) PRt il o

KRB UM GIEFUERR A R0y B A R

ISR O I b < EE5)” FE, PAESH— XSRS . RO T HIREER L &) (PAES)
TEN—RBRI R, TN 2R REG . ek i B RS fh, PAEs 4L
N B SR 2 — . A82K  HIRER(PAEs) & — FI S RUMEM R IR, MRk, He
N ARII N i RS0, TIIEHE KRR S i, HA s ™ En o] S R As, 2 S s EUE .

PR RE SR IMER SR A, BREER YRS, IS A AR T BN e iE R, R
—aEEFRAEY), HEFRMMEZE, REMEYITICEILIN, 2 AR P AT Do . B
Pyrh R EB AR TR I B 5 5 B R

A IE SRR B W AT R — RIS &Y, RAIN-N 3 4 AR 7 B, S0 s
B EEWEEAT GCIMSIIE , AL 1 — M Ab 0y rp Q0K — R IR R AR 5%, 207 iR AR T B, R
P, AHPRAC, Hi& k.

1. SRR

1.1 X2

GCMS-QP2010 Ultra A {4 - 57 35 3¢ F A
1.2 skt

GCMSZ 4

a3 FE: DB-SMS, 30mx0.25mmx0.25um

AR : 60°C_20°C/min_220°C (1min) _5°C/min_280°C (4min)
BEREFTRBE: 250°C

R A (1min)

W AR

BT A fEZEE
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WALHESE: 36.5 cm/sec
B 280°C
BRI 200°C
B Ir: El
FKETTA: SIM

1.3 BESATACEE

2 RV

2.1 FRUERER

IRV

!

N-P2E 2 [ A 3 B e, B0

!

B ImL _FiE AN 1.5mL F SR

PAEs JRARARUE & TR A& 1 s

(x100,000)
Te— [~ TiC Tic Tic = Tic
] 203.00(3862)
100 1
117
N [ce]
075
050 ©
N ©
025
O.OO;JJUUW
| | | | ! |
100 125 150 175 20

K 1.PAEs bR 2B T Kl (0.1 pg/mL)

R L bR VR B I TR ARSI T
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No. AL/ E S CAS RERE EEET ENET EUET
1 A2 — F IR — F 5 (DMP) 131-11-3 7.967 163 77 133
2 SR~ H iR — 2. TiE(DEP) 84-66-2 8.850 149 177 176
3 SRA iR 57 T fli5(DIBP) 84-69-5 10.750 149 167 206
4 AR — H R — T li5(DBP) 84-74-2 11.575 149 205 150
5 R R Q-FEILZED) B (DMOEP) 117-82-8 11.900 59 193 149
6 AR T HR = (4-FEE-2- % H) FR(BMPP1) 146-50-9 12.625 149 121 251
7 R THR = (2-2F I AL BE(DEOEP) 605-54-9 13.058 73 72 221
8 AR — H R — KR (DAP) 131-18-0 13.517 149 219 150
9 R — H R — S Bs(DHXP) 84-75-3 15.833 149 233 150
10 SR HER — T % EE(BBP) 85-68-7 15.983 149 91 206
11 PR _FR = (2-THIZHE) HE(DBOEP) 117-83-9 17.483 193 176 149
12 412K — H i — 3R 2 (DCHP) 84-61-7 18.200 149 167 249
13 Q2 — R — 2% K (DPP) 84-62-8 18.358 225 77 226
14 AR HIR T (2-2H %) B5(DEHP) 117-81-7 18.542 149 279 167
15 42K — H R — IF = 5 (DNOP) 117-84-0 21.000 149 150 279
16 82K HHER — Tls (DNP) 84-76-4 21.700 149 127 293
17 2K Z FR —Fi5-D4 (DMP-D4) 93951-89-4  7.959 167 81 198
18 ARK W (2-23%) Cfis-D4 (DEHP-D4)  93951-87-2  18.323 153 108 171

2.2 FRUEMMLR

il IE e P 484 — H IR BRI S hrdE 2251, 70 5Ll DMP-D4. DEHP-D4 AWNAR, #E 721N

0.025. 0.05. 0.1, 0.5, lpug/mL. &4 hruE M2~ s,

Area Ratio /:\rea Ratio Area Ratio

1 ] 3

2—_ 2_ :

] ] 2_:

1 13 ]

] ] L

00  onc. Rato 00 onc. Ratlo 00  onc. Rato

DMP DEP DIBP
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Area Ratio
2.
0.
00 ne. Ratio
DBP
Area Ratio
1.0+
0.5
0. ] e UL
OI.O bonc. Rath
DEEP
Area Ratio
2]
1
0.0 nc. Ratio
BBP
Area Ratio
2.5

Area Ratio

Area Ratio

2.5

Area Ratio

1.0

Area Ratio
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Area Ratio
2-

00 nc. Ratio
BMPP
Area Ratio
so:

0.0 nc. Ratio
DHXP
Area Ratio
2.5

0.0 nc. Ratio
DCHP
,?\rea Ratio
050]
0.25—5
T Bt et
DNOP
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Area Ratio

0.0 nc. Ratio

DNP

2I3IRMHMREEREN

M5 0.025 pg/mL FRAEEBEdE, THEINERIR G ARA TR S4oamRILE 2, &
255 BFHEREIE , VEIHAR RSD /T 2%, BEEMERLT.
R 2. BHIARAEMAAIE REL KRR AR EIE (n=5)

No. th&¥ HMKXEH KHR (ugmL) %RSD No. (&% MKIEH KR (ug/mL) %RSD

1 DMP 0.9998 0.005 1.26 9 DHXP 0.9993 0.005 0.54
2 DEP 0.9996 0.005 1.57 10 BBP 0.9996 0.005 0.93
3 DIBP 0.9996 0.005 0.95 11 DBEP 0.9997 0.005 1.76
4 DBP 0.9995 0.005 1.02 12 DCHP 0.9993 0.005 0.72
5 DMEP 0.9991 0.005 0.56 13 DEHP 0.9997 0.005 0.34
6 BMPP 0.9994 0.005 0.45 14 DPP 0.9996 0.005 0.70
7 DEEP 0.9990 0.005 1.34 15 DNOP 0.9996 0.005 0.87
8 DPP 0.9998 0.005 1.26 16 DNP 0.9996 0.005 1.44
2.4 [EIYi

¥ PAEs VAR INEIE WY, f MR aT AL BE T b 4%, RS TR INFR R E 22518 0.1mg/kg .
0.5mg/kg. R L IIARAE S 70 B PATHIAE 3 K. BICR K 3 IRCPATFEA RSD% 45 R L3R 3.

3. FESLINFRE R

0.1lmg/kg 0.5mg/kg
No. AL B
E % RSD% R % RSD%
1 DMP 94.0 3.30 88.2 1.63
2 DEP 73.1 431 79.3 3.03
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3 DIBP 75.3 4.14 83.2 2.46
4 DBP 93.2 2.56 92.1 1.36
5 DMEP 71.0 3.48 85.5 4.06
6 BMPP 75.8 4.47 82.3 3.22
7 DEEP 75.5 5.15 81.6 2.64
8 DPP 76.4 5.04 79.7 1.93
9 DHXP 80.3 5.26 82.7 4.04
10 BBP 72.5 3.90 74.4 2.05
11 DBEP 79.3 5.08 79.5 3.58
12 DCHP 85.6 5.26 84.8 0.97
13 DEHP 91.8 5.26 85.4 1.73
14 DPP 72.3 4.55 76.0 4.17
15 DNOP 74.3 3.35 80.6 4.96
16 DNP 71.9 4.15 75.4 3.05
2.5 FEmIES R

ISR 1Y, AR AT AR B A B R R b, W IE 2 s, EREAIRINT R 4 B

7,]_\‘0

(x100,000)

1001 TIC 5 TIC TIC % TIC
5 3 :
075 £ Pp u
3

0.50- °

1 8

] E
0251 =

] (=]

1 ,L Ll ‘Mm A

L L e B B L B R B

75 10.0 125 15.0 175 200

B 2.4 G i 3 ]
R A4 PR A E AR
JERAER JEREER
No. H o 2R No. Y5y 2K
(pg/kg) (pg/kg)
1 DMP 13.6 9 DHXP N.D
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2 DEP N.D 10 BBP N.D
3 DIBP 44.6 11 DBEP N.D
4 DBP 50.0 12 DCHP N.D
5 DMEP N.D 13 DEHP 65.0
6 BMPP N.D 14 DPP N.D
7 DEEP N.D 15 DNOP N.D
8 DPP N.D 16 DNP N.D

V. N.D FoRAk
3. it

K FH B N J SO 08 i R A (GCMS-QP2010 Ultra) 434 4= Wb 40 4% — FERER, 73k
BRVEWI ., 7E 0.025~1pg/mL byl h eGP 26 PE R 4F, HAGHIRA 0.005pg/mL, A5 nksETR
A 71.0~94.0%. AJ7yEA] PLR A0 A (4R 2K — R IR ER A AN .
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UM R = B DY AR AT B B
M Gk 195 4T K — RIREERL &)

PR AR By = S DU UMt il BT A A GCMS-TQ8030 X Wiy th 1 9FH &4 — HI R IiE K
WEWEAT T FRHIE . 27k REE, ErE B, REUER, RHRIC, 1£0.05~2.00 mg/L
P 2 v BB Y P R AT, bR P2 RIS AR AE 93 %~ 125% 2 [1],  IELEIERESETIE T AR SD ) /N T

6%,

KB GC-MS/MS Wk ABH — H g

PR HIREE (PAEs) 7EXDRL Lok rbi FIVERY SRR AL, FHORIE R BRI w] BB A1
HRT, CRAZEGIHIG G ROTIE R BT S P05, R A% . Hademt bl Bk 50y i fl,
PAEsH]IEAL 2 Wyl & 5 el 53 4h, 7R FHPVC A BT AR 9 A in i F2 7, A7 7EPAES
S ARG e R (R, W SRR AR PR N TR R B A R R R T RE A2 BIPAES IS B,
1R ] i 1 P 22 4 1]

AR W RS & — Fh AR AR ER, THALR ], Ham AR N il R4, FHRIE
IR W, AR E N T SRR A, AR EEYE . GB/T 21911-2008 (£ i H &85
T FEREE I E ) A E A IR A AR IR R AL A A HE PR 90.05mg kg .

AR SAE R ASORH € A PR DT B ASCRE ST Ry 19 AR — R R IR SR I SN 1) o3 A O, 12T VE R
e, REEER, R HBRAK, 1EAVESR, RR0E AT g8 Hh 4R 2K R IR I S AT E

1. SERE Sy

1.1 12
—HPUBRAT R IR : GCMS-TQ8040
1.2 skt

BiEHE: Rxi-5Sil MS,30mx0.25mmx0.25um

FERAEF: 60°C(Imin) 20°C/min_220°C (1min) _5°C/min_280°C(5min)
CID A: @A

BEFENRE: 250°C

HFEE: 1ul

R AR, Imin

P 77 . EZ R 77
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HA LT 36.5cm/sec
IR 280°C; B FIREE: 230C
KEHTN: MRM
1.3 FE R %
B RESY 5.0 go IDNZEZK 10 mL, #A%) 1 min L5784, INNIECKE 10 mL 85 2 E
10 min, FRFHEEL 20 min, 3000 rpm 250 5 min, BEERE—IK, &3 LG, ek (40C) &
To 20mL IECEEE GHEBEMRREYD, 0.2 pm R
2. R 51

2.1 BBEAE
7.04400000)
6.0
5.0
4.0q
N
3.0 "
2.0 J? ~ ’\
-~ (2]

1.0 © | = %ﬂ

o | e o 1l
0_0,7; I [To] Lo J\— “\— k‘—

5‘.0 7‘.5 ‘ ‘10‘.0‘ Q ‘12‘.5‘ N ‘15‘.0‘ o ‘17‘.5‘
Bl 2 AR HRERIR A AnHEA R (1.0 mg/L) MRM

F 1 AR HRER AR B R (3] X MRM 44
No. R BN CASH# REGIIRE EEST CE  EMWET  CE
1 SR — F iR — F 5 (DMP) 131-11-3 7.951 163>77 23 194>163 7
2 AB2R i — Z.I'5(DEP) 84-66-2 8.828 177>149 10  222>149 15
3 LR R — 5 A i (DIPP) 605-50-5 9.195 209>149 10 167>149 10
4 LR2K — R )R Al (DALP) 131-17-9 9.788 132>104 7 189>105 17
5 412K — H iR — A s (DPRP) 131-16-8 9.971 209>149 8  191>149 5
6 A W — = ] TE(DIBP) 84-69-5 10.661 223>149 10  205>149 5
7 42K — H R — T lis(DBP) 84-74-2 11.463 223>149 10  205>149 5
8 SRR R — (2-H AL 4O ER(DMOEP)  117-82-8 11.775 207>59 5 176>149 10
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9 AR2K — HR — (4-F k-2 58D FE(BMPP1)

10 AR W (2-2Z5% 43 f5(DEOEP)

11

12

13

14 AR HIR — (2-T % 44 FE(DBOEP)

15

16

17

18

19

A1 2% — B R — IR BB (DAP)
LR — H iR — C. g (DHXP)

2K Z R T~ H(BBP)

AR2K — R — ¥ Cl5(DCHP)
412K — H R — 2Kli5(DPP)
AR H R — IF ¥ [i5(DNOP)

AROK — HR — 5 T lE(DINP)

AR — R — 57 5 (DIDP)

146-50-9

605-54-9

131-18-0

84-75-3

85-68-7

117-83-9

84-61-7

84-62-8

117-84-0

68515-48-0

26761-40-0

12.489

12.894

13.348

15.606

15.754

17.217

17.954

18.284

20.704

21.939

23.288

167>149

176>149

237>149

251>149

206>149

193>149

167>149

225>77

279>149

293>149

307>149

10 251>149
10 176>104
10 219>149
15 233>149
10 238>104
15 176>149
10 249>149
25 225>141
12 279>71
10 293>167

293>71
20 307>167

307>71

20

25

20

10

15

20

17

10

20

2.2 i il B PR

BC ] 5 AN FE S AR — F IR IR PRV & B R VAT, IR FE 390082 0.05.0.21 0.5 1.0+ 2.0 mg/L (DINP,
DIDP #2351 4: 0.5, 2.04 5.0. 10.0. 20.0 mg/L), VAMJEREAAR, &85 1 A A AL xR,
Zxtl bRt 2, bRkl 2 WA 3.

LL0.05 mg/L ARFEEE AR, 3 (5 0 LU TH A AL I B ARAS R BR U R R B

Area

(x1,000,000)

15

1.0

0.5

0.0

1.0 Conc

DMP

Area(x1,000,000)

O —

0.0 1.0

DEP
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Conc.

Area(x100,000)

3.0

0.0

1.0 Conc

DIPP
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Area(x100,000)
3.0]

2.0
1.05
0. | "Con
00 1.0 Conc
DALP
Area(x100,000)

2.54

DEOEP
Area(x100,000)
75
5.0
253
0. ] LI B B PSS
00 L0 Cone
BBP

Area(x100,000)

DPRP

Area(x10,000)
7.5
5.0]
2,57

0. P v 7 PN
oo 1.0 Conc.
DMOEP
Area(x100,000)

Area(x100,000)

2.0
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Area(x100,000)

2.5

0. "o
00 1.0 Conc
DIBP
Area(x100,000)
7.5
5.0
2.5

0- T T 77 PSS
o0 1.0 Conc.
BMPP
Area(x100,000)

5.0

DHXP

Area(x1,000,000)

15

1.0

0.5
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7 5f\rea(x100,000) Area(x100,000) Area(x1,000,000)

s0]
5. 25 .
257 257
0' T T T T I T T T T I 0' T T T T I T T T T I 0' I T T T T I
0.0 1.0 Conc. 0.0 1.0 Conc. 10 Conc.
DPP DNOP DINP

Area(x1,000,000)

0. ——

0" Th T Toone.
DIDP
V1 319 0 — PRI % 4L O B

2R 219 FhARTRE = VRN b 4 2 FH 2% 3 50 S A Y R

S WEWAR MRS KRR (L) | B8 hemat MR RHE (gl
1 DMP 0.999 1.0 11 DAP 0.998 1.0
2 DEP 0.999 1.0 12 DHXP 0.998 1.0
3 DIPP 0.999 1.0 13 BBP 0.998 1.0
4 DALP 0.997 1.0 14 DBOEP 0.997 1.0
5 DPRP 0.999 1.0 15 DCHP 0.998 1.0
6 DIBP 0.999 1.0 16 DPP 0.995 1.0
’ DBP 0.999 1.0 17 DNOP 0.998 1.0
8 DMOEP 0.999 1.0 18 DINP 0.998 10.0
9 BMPP 0.998 1.0 19 DIDP 0.998 10.0
10 DEOEP 0.999 1.0

2.3 [ElfER

P AE FEM Gy BEAT [ kG, INARIREE N 120 pg/kg, F2IEAE i AT AL BT 54T i %347
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AT, AHRIKS.
%3 R AL

No f&marr FUlRE1D (%)  BEE2 (%) FIRE3 (%) FHECE (%) RSD%

1 DMP 104.62 109.36 105.86 106.61 2.31
2 DEP 112.10 118.43 116.73 115.75 2.83
3 DIPP 97.48 102.28 99.92 99.89 2.40
4 DALP 94.91 100.20 101.74 98.95 3.62
5 DPRP 94.09 98.52 96.43 96.35 2.30
6 DIBP 122.52 127.78 125.38 125.23 2.11
7 DBP 111.81 117.14 115.06 114.67 2.34
8 DMOEP 91.12 94.88 94.18 93.39 2.14
9 BMPP 108.32 111.80 106.48 108.87 2.48
10 DEOEP 99.99 93.93 97.48 97.13 3.13
11 DAP 107.52 111.91 111.50 110.31 2.20
12 DHXP 111.34 116.40 115.55 114.43 2.37
13 BBP 101.44 105.88 104.83 104.05 2.23
14 DBOEP 107.03 110.26 112.75 110.01 2.61
15 DCHP 115.33 119.96 118.27 117.85 1.99
16 DPP 114.48 120.72 119.82 118.34 2.85
17 DNOP 114.41 120.48 118.70 117.86 2.65
18 DINP 109.93 115.45 111.61 112.33 2.52
19 DIDP 118.22 116.13 115.06 116.47 1.38
24 ERHAER

X 0.2mg/L MIARAERE S, BEEFE 5 U, S WRIE T A E 2 M LK 4.

*4 IEmAREE SR

No. 1tEWHAFKR 1 2 3 4 5 RSD (%)

1 DMP 203283 195996 203049 201295 200028 0.75
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2 DEP 158473 152674 159272 158140 156554 0.86
3 DIPP 33776 32642 34189 33752 33414 1.15
4 DALP 30875 30678 30994 30523 30116 1.44
5 DPRP 44948 43630 45337 45115 44595 0.85
6 DIBP 42150 40829 42363 41836 41400 1.15
7 DBP 43815 42228 43632 43369 42978 0.76
8 DMOEP 8540 8206 8442 8428 8205 1.59
9 BMPP 107088 104122 113537 111264 111619 1.09
10 DEOEP 15301 14706 15017 14780 14636 1.30
11 DAP 28301 27304 28057 27853 27523 0.97
12 DHXP 63541 61817 63606 62802 62135 1.17
13 BBP 91845 88408 91335 90651 89398 1.09
14 DBOEP 26015 25344 26320 26133 25982 0.65
15 DCHP 207140 199729 206985 204798 203283 0.91
16 DPP 93220 90353 94339 94211 93272 0.62
17 DNOP 48926 47179 49546 49362 49434 0.19
18 DINP 659585 672157 678200 650707 668354 2.09
19 DIDP 473955 471925 444650 447010 401968 5.88

3 &b

K i GCMS-TQ8040 X @k H 19 Fh@R2K — H IR ERHEAT 70 M, 127 VAR A ] 4., £E 0.05~2.00
mg/L AxifE 25 A e R4, Inbs-T- SR ORFFAE 93%~125% 2 (8], 7T 5E 2 a2 Wik rh 4T 4 —
AR I G 25K
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7o o ROVBURH € 1 = B U B AT B P92 s 9ok o ) £ 5 W

FHE: AR SCHRL T b R e RAOBOAR € R IR B I 5 Wk T R (A T . RER A O
be/ R L (1:1) AL BSOS, B sH S 5 FLCMS-8040ET & &40 1T,
AMPRVEE B . TIEMRAE S TE L ng/L-200 pg/Lifk 5 Y5 Bl N A it ih 2 AH 5C R %0090.9997, 2 ng/LK b
HE T 6 AT IO B3 B 8] S D TR AR TR SD 23 51l M 0.05% F12.02% o Wl 72 HR N0 pg/kg T 193 (1 04 156 54 »
HE R, HAPRRIUER 85.5%, Ok B IR 1) A Il 5E ik FE IR SD 4330 290.12%F15.02%

KRB WGSBS IECH] Wk B2

AR, AEHES NSER B C2 50z Mo%E, lidis A e dhlE A R 2 H52m AR {g
RERE B iR TAM R EENA TR, T 2 AT ol 6 e« SRR TS n
S RS, R Z ARG R . RN A B Wk B AR R R i A B
)L EHEm R — R i T, R MERGRAE RN, RERSXI LA AR EAE . KEAN
HMARIAIE I 1 T FE M A E SR R RS AN A R, R AR A ™ AR AN RAE HELFE X A 700k 2R 45
A TH RGN G R GRS LK B A 45 [RLE, Wik G ke N iort P R B2 4 L 9 v B 1 1 20
7k LR % [ B 2 Al AT FU Ao AEASC AL ) LC-MS/MS J7 ik Rl PR HE A I 5 Wk
TR

15250343
1.1 {28

AR S B A v KO €L A LC-30A 5 = PUBRAT B 4% LCMS-8040 BXH R 4t. B AR
BN LC-30ADX2 fiiifi 5% , DGU-20As 1EZZ LS HL, SIL-30AC H B FE#5, CTO-30A #:iE4H, CBM-20A
KRG ¥EHIRE, LCMS-8040 — = PUMAT H 14X, LabSolutions Ver. 5.85 i TfF 1.2 4345k fé
AR 1 251
M€ iA:: Shim-pack XR-ODSIII 2.0 mm I.D. x50 mm L, 1.6 um
PRI Ghost trap DS-HP 2.1 mm I.D. x30 mm L~ GEEAEIR & 8% 5 H SR 282 i)

WEhH: A, 7K+0.1%%K; B, HIEE

JE: 0.25 mL/min

BEFEAARL: 5 uL

Fef: 40CPeMir . SRABEEVEN, B MIMILEIKRE N 50%, B HFERF WL 1
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R 1BV IR
Time (min) Module Command Value
0.50 Pumps Pump B Conc. 100
2.50 Pumps Pump B Conc. 100
2.80 Pumps Pump B Conc. 50
5.00 Controller Stop

J v S A
A ESI(-)

BRI -3 kV
FHA:
TR

FllAE <«

3.0 L/min

)
A

15.0 L/min

bl
A

=)
A

DL i#/%: 250°C
IR FE . 400°C
FEIREF[E]: 1 ms
JERAHTIE: 100 ms

iR 2OV E(MRM), MRM S35 W% 2

# 2 MRM 14t 281
R E - (m/z) PR T

A4 Ql HE (V)  REfEAEERE(V) Q3 HLE (V)

(m/z)
[M-H]"
- ) 4 133.1* 16 32 19

147.1 16 30 20

*NE B TN

1.3 FEAH&
FREX 2.0 g W9k FEML, N 10 mL 3R k: LR CBE=1:1 WM, HA 15 min, £E 2500 rpm [
PR B0 5 min, AHBWEI 1 mL BIEH, NoWF. B 1 mL s (0.1%Z0K: HfE=1:1) &

7, 1 0.22 pm FIPERE EAL.

2. R 5
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2.1 EMBER

{1:219.20>133.10(-) CE: 320
30000 3451920~ 147.10(-) CE: 30.0(3.00)

25000
20000
15000
10000 ]

5000

o]
o ~SE—
0.0 0.5 1.0 1.5 20 25 3.0 35 4.0 45 min

B 1 Ty bR e (10 pg/L)MRM €23 &

22 KRR
F 1% K/ BB D) ECHR B0 508 1. 104 504 100+ 20 pg/L (1) T3EMPrHEE T, 1% 1.2
TSR EAT N E , AMRIE IR HE I 2R, ZRIE R AT, ZRMETTRE. DGR MO IR BE I HE 7
FEWF 3, M EIE KA 2.
#3 bR

B FR EVEpp r REE (ug/L) HETFIE (%)
1 99.9
10 99.2
Ty y=3954.58x+126.13 0.9997 50 103.5
100 100.3
200 97.1
(i34

750000
500000

250000

500 750 1000 1250 1800 1750 K

P 2 IRy 24

SR P

23 EEM
BUREE Sy 2 ng/L I T IEMFRUEVA MR, BEE R 6 I, HERENIA. EmARKEENE, &8RN
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* 4,
R4 THRMFFAEHRELVESER (1=6)
Y {5 EAIE 1] Cmin) e AL
1 2.271 8.912
2 2.269 9,360
3 2.271 9,387
4 2.271 9,173
5 2.271 9,113
6 2.272 9,354
I 2.271 9.216
RSD(%) 0.05 2.02

2.4 EFINAREE

)2 W0k AN AR bR, EHIREEN 10 pg/kg, ~FAT 3 B Sl E Bl AT RSD. H
WREERINZR 5, FERINAR-T- ARy 85.5%, IIIE 45 R RSD 4 5.02%.

1:219.20>133.10(-) CE: 320
11:219.20>147.10(-) CE: 30.0(3.00)

40000

30000

20000

10000 |
o] |
e T N T T
00 05 1.0 15 20 25 30 35 40 45 min

3 ZEF kR T MRM &% &

RS I E SRS R (n=3)

G FREAESTE] (min) i (pgkg)
1 2.276 8.12
2 2.275 8.54
3 2.270 8.98
S 2274 8.55
RSD(%) 0.12 5.02

3 &

ARSCHREST T A B A A LC-30A 1= F DU AT BT EE A LCMS-8040 B¢ FH I 52 4% v T
Sy I POE AL E B, RS S E 1 ng/L-200 pg/L e Y P #2840 55 250N 0.9997. il

TEVNIN 10 pg/kg TIEMmy TP FE S, EE =R, HPRIRCR N 85.5%, R B 1] K2 U 58 ¢ 1Y) RSD
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SV 0,129 5.02%, TS A R, VITIEANE . KR . R K AR T

B I E K
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GCMS-TQ8040 A F& f Azl b —BIE(PCDD/Fs)Rr il
W OE: ASUNHET R 6 - = DA RS VA (GC-MS/MS)I i £ A sh A Tk p R & —
WHL(PCDD/Fs) I3 HT 5% J7i R 5 GCMS-TQ80401% 45 A MRM W A 0k A7 A, SR A B3C
PG ERLER A FREE B . 45 RN IZNER AR R B ES Y (2,3,7,8-TCDDZAX R A
20 fgftf, UETHFAIRSDY%< 15% (n=12), {5ME:ELS/N>40), H7£0.1-200 ng/mL (TCDD)¥K & Vi [H N B
RAFHZt: (PR RER>>0.999) o SEBRFE S BRI ES SR 5 & 43 O il - i 0 P 0
(HRGC/HRMS) VI 5E 45 5 B A B — 2, R PIGCMS-TQB040HE W 472 it Wi W V2 11 K S
XF B i S DR R RS A A

KA. GCMS-TQ8040 £ hh Zhtakl — s

2 R IRI -0 - I 2 FAR T IR IF R (PCDD/Fs) s — R M (1 Rp ANk A WS Bedis
g (POPs), HEEUR. BUW . BB SGREE, B bRt i (JARC) Fy— 230
¥ (Group D. PCDD/Fs | iZ 3 T & FIHEE N ik, HALAEm R E, MELVAEYIREME, HA
HEY EERKAE S . NIRRT PCDD/Fs90% LA EARIE TR &N, Hd 90% LA ERiE T
RN, ik, 5 aREh Y R A DG I T G T 8 A S P 5K
Ry, W 2010-2011 48 FE A iR B geys e S BUL 4700 ZORGHEE G, &G
ER& k.

AR 21 vy, RCERZERR S E T T s s iR e PCDD/Fs A2 &K (PCBs)
T QWA HRFER AT 7%, FEE 15 R K IR S bR . 2014 FERK IR 512358 589/2014
SRR 709/2014 VEFLBIE VOR SOM (0 - = B PU AT R E (GC-MS/MS) 14 £ it Rl i) v
PCDD/Fs Fll PCBs )43 #T#fiil J5i% (confirmatory method), X3 GC-MS/MS MY e 175 IR
G RO RS B, f FLEBUR W AN EEELRE & o PCDD/Fs #1 PCBs 457 T
AR L f

R T HT i GCMS-TQ8040 454 Smart MRM T g 4 37 1) £ it A1 3l 47 1 e o
PCDD/Fs (W53 #7735, JExFS2br & dh ARDRIRE S b AT 1A 204, 255K 5 4 HF O i/
ik (HRGC/HRMS) il 45 F HA Bt — B0k

K 1.PCDD/Fs % 4 &K (TEF) 7%

WL WHO100:-TEF WHO»005-TEF WL WHO100:-TEF  WHO»00s-TEF
2.3.7.8-TCDD 1 1 2.3.7.8-TCDF 0.1 0.1
1,2,3,7,8-PeCDD 1 1 1,2,3,7,8-PeCDF 0.05 0.03
1,2,3,4,7,8-HxCDD 0.1 0.1 2,3,4,7,8-PeCDF 0.5 0.3
1,2,3,6,7,8-HxCDD 0.1 0.1 1,2,3,4,7,8-HxCDF 0.1 0.1
1,2,3,7,8,9-HxCDD 0.1 0.1 1,2,3,6,7,8-HxCDF 0.1 0.1
1,2,3,4,6,7,8-HpCDD 0.001 0.001 2,3,4,6,7,8-HxCDF 0.1 0.1
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OCDD 0.0001 0.0003 1,2,3,7,8,9-HxCDF 0.1 0.1
1,2,3,4,6,7,8-HpCDF 0.001 0.001
1,2,3,4,7,8,9-HpCDF 0.001 0.001
OCDF 0.0001 0.0003
1 SL5H 5
1.1 &5

PCDD/Fs bRk i K2 B3C Fric [FIAL 2 P AR 2 31 1 H 3£ [E Cambridge Isotope Laboratories Al &
K Wellington Laboratories .
1.2 PG AT ALEE

SRS ERRE i BT AL EE 57235 T EPA method 1613B MIFHEATIE S50, #E A HUR
FIINIE A FIZEEL (ASE) ¥, R AR/ A REIAE, A FERIE R S . B S ZE AT
M BC HRdBARAPR (1613-LCS) , AXERAHTHTIIA PC ARid#EFE AR (1613-1S).

1.3 {8 %
FE MR B33 GCMS-TQ8040. % 2 & GC-MS/MS [ #% 141 . PCDD/Fs 4 #1

MRM J7 3% A Bid ) MRM BHENMRAL TR, £ —ANF 50 i A =9 31 K i e &
F¥ MRM IH1 5250 A 23 M 2] Smart MRM 3%, #57 MRM BI04 (LB 1. %
MRM J5 3£ it W 17 F PCDD/Fs J¢ H 13C A i[RI 2% A A 357348 456 79 A AN [ P i A 25— Akt
RFEIES T, A A BT IR R IA] (dwell time) . DY BSGEARIR B T H bniln € i 06 (i b 70
(2,3,7,8-TCDD/F, 10 fg/uL), VLK REFUEFEIME, #E A 2,3,7,8-TCDD/F )5 85 i 8] 1

164

MZE 035s; ARIERHAPUE WG RERNEE L1s, ¥ BC bR R NIRRT
2,3,7,8-TCDD/F ({5 [ > 2 0.2s. PCDD/Fs [{] &40 1°C Fric WARII - [/ & MRM
M E N 3.
* 2. GCMS [ %14

ARH A

A DB-5MS (60 m x 250 pm x 0.25 pm)

HEFE AR AP TERE

BEREAAAR 2uL

o R R 300kPa (2 min)

BEREIS (8] 1 min

BEREIRE 290 °C

EIEHAEERA 150 °C (3 min)—(20 °C/min)—230 °C

J¥ (18 min)—(5 °C/min)—235 °C (10

min)—(4 °C/min)—320 °C (1 min)
PR L 24 o 3 42 1
ks 1.03 mL/min
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19 20 21 2= 23 24 2> W AT 2 2 W N I}’ ¥ oM »

R %A

Bty El

BT IRIRRE 250 °C

Pz LR 270 °C
KA MRM 3
CID 5, it

RS LI 250 pA

A AR 8] 1.1 sec

CID S &7 150 kPa

For I #45 HL R 1.8kV

Actusl measuring range of each compounds

Estenaled bme of peak euion

#/min
3B 39 40 41 42 43 44 40 46 47 48 49 S0 3 2 53 94 55 36 o7 ®

T CT323TATCOF (13 Emsy 7] )
| 2:237.8-TCOF (136.0ms) = v’
3: C1‘31234TCDD{1350m’;} '
4:C13-2.37.87CDD(136.0ms) =,

5:2378-TCOD (136 0ms) i,

6 C|}12378—PQCDF{2’?3 5m9}|
7:12.37.8-PeCOF( 2?35ms}l

i i

| i

| ! t ! I

i i

8: cu.::ua.pacm-uzsnma;
|9 2,3,4,7,8-PeCOF [ 126.0ms)

10:G13-12.37.8-PC00 (136.0ms)
11:123.78-PCOD( 136.0ms)

| i Dl W ]

B
Ll
|

i
I

12 C1?r12 1&?8—HxCDF[2735msl
| 13: 1.234?8—HmDF[273:m5:
!4 C13 1235?8 HxCDF[zﬁsms;
15+ 12&$7$H=¢0F[2?35ms:

15 CI}Z_J_i.E_?_B«Hr.CDFiSDsmS}
17 234&.?3HJLCDF[905mS}
18:C13-1.23.47,3-HICDD (80.0me)
| 187123473400 (900ms)
20 l31}1.2.3.6.?.$—0—h€00(900ms]
» 21 1.2.3.6.?.8-HICDD(GDDrnS] A
|2 (,13-123msmuutsnulm i

ﬂb 1.2.3.!.8.8 chm t EU 0 ms)
za c13-1.2.3,a.s,7.3 Hpcnnz?un.s)
2T 3.4, 6.!' #-HpcDF { 2?15msi

i o 013 1.2.3,4,6.?.8+|DCDD[1350m$}

L1

i 29 123&6?BHDCDDi1350m8) .
i 30: 013-1.2.3.4.?.8.9 HDC[)FHSG ClrnS]
i 31 1234?.89HDCDF(1350rn5] !

ol
Pl

L)
P ua-owuusz Oms)
i i | 33:.0cD0(1820ms)
[ 34 ocan1a1 5ms:

B 1 %M Smart MRM ThAg % 37 i) PCDD/Fs H%% MRM Qz:}bk%ﬁ/i
# 3. PCDD/Fs [A] R&¥IF1 3C Fric RN & W AR IR BT I (8] 2 MRM 61450 &
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_ g M A5 B st (] HMASEF>FEH 8¢ CR(V  BMASEF>FEH8iF  CE(V
1 C13-2.3.7.8-TCDF 27.024 315.90>251.90 31 317.90>253.90 31
2 2,3,7,8-TCDF 27.076 303.90>240.90 31 305.90>242.90 31
3 C13-1,2,3,4-TCDD 27.323 331.90>267.90 25 333.90>269.90 25
4 C13-2,3,7,8-TCDD 28.235 331.90>267.90 25 333.90>269.90 25
5 2,3,7,8-TCDD 28.253 319.90>256.90 25 321.90>258.90 25
6 C13-1,2,3,7,8-PeCDF 35.953 351.90>287.90 34 349.90>285.90 34
7 1,2,3,7,8-PeCDF 36.01 339.90>276.90 34 337.90>274.90 34
8 C13-2,3,4,7,8-PeCDF 38.625 351.90>287.90 37 349.90>285.90 37
9 2,3,4,7,8-PeCDF 38.673 339.90>276.90 37 337.90>274.90 37
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10 C13-1,2,3,7,8-PCDD 39.419 367.90>303.90 25 365.90>301.90 25
11 1,2,3,7,8-PCDD 39.441 355.90>292.90 25 353.90>290.90 25
12 C13-1,2,3,4,7,8-HxCD 45.168 385.80>321.90 37 387.80>323.90 37
13 1,2,3,4,7,8-HXxCDF 45.183 373.80>310.90 37 375.80>312.90 37
14 C13-1,2,3,6,7,8-HxCD 45413 385.80>321.90 37 387.80>323.90 37
15 1,2,3,6,7,8-HXxCDF 45438 373.80>310.90 37 375.80>312.90 37
16 C13-2,3,4,6,7,8-HxCD 46.568 385.80>321.90 37 387.80>323.90 37
17 2,3,4,6,7,8-HxCDF 46.604 373.80>310.90 37 375.80>312.90 37
18 C13-1,2,3,4,7,8-HxCD 46911 401.80>337.90 25 403.80>339.80 25
19 1,2,3,4,7,8-HxCDD 46.935 389.80>326.90 25 391.80>328.80 25
20 C13-1,2,3,6,7,8-HxCD 47.1 401.80>337.90 25 403.80>339.80 25
21 1,2,3,6,7,8-HxCDD 47.139 389.80>326.90 25 391.80>328.80 25
22 C13-1,2,3,7,8,9-HxCD 47.577 401.80>337.90 25 403.80>339.80 25
23 1,2,3,7,8,9-HxCDD 47.591 389.80>326.90 25 391.80>328.80 25
24 C13-1,2,3,7,8,9-HxCD 48.126 385.80>321.90 34 387.80>323.90 34
25 1,2,3,7,8,9-HxCDF 48.145 373.80>310.90 34 375.80>312.90 34
26 C13-1,2,3,4,6,7,8-HpC 50.755 419.80>355.80 37 421.80>357.80 37
27 1,2,3,4,6,7,8-HpCDF 50.788 407.80>344.80 37 409.80>346.80 37
28 C13-1,2,3,4,6,7,8-HpC 52.584 435.80>371.80 25 437.80>373.80 25
29 1,2,3,4,6,7,8-HpCDD 52.596 423.80>360.80 25 425.80>362.80 25
30 C13-1,2,3,4,7,8,9-HpC 53.348 419.80>355.80 37 421.80>357.80 37
31 1,2,3,4,7,8,9-HpCDF 53.357 407.80>344.80 37 409.80>346.80 37
32 C13-OCDD 56.85 469.70>405.80 25 471.70>407.80 25
33 OCDD 56.867 457.70>394.80 25 459.70>396.80 25
34 OCDF 57.081 441.70>378.80 34 443.70>380.80 34
2 4R 518
2.1 it

K 2 J& 17 # PCDD/Fs [E 221050 W iR (i B (EPA 1613-CS3), 12843 it [ 34t 60

min.

{1, 000, 000
.0 14/15 18/19 22/23 26/27 32/33
43 \ !

;_ 1!2 6/7 8/? 10/11 12713 \16/17 2u/ /24/25 Iza/zs 30/31 \
1w & | i / \L‘-‘ ’ v \. \f,
.0 ! L /

£
e

ol |}
oy

/ "|, - l ‘| ‘
P ¥ i v

Intensity
S M= o= 3 1D W i

1]

—r— T D i o ol e e B S B |—|--|—- A sy

T T T T
30.0 323 3.0 a7.3 10.0 23 4.0 173 30.0 3.3 3.0
Time :ml n)

|
: *: L il

2. PCDD/Fs (10-100 pg/uL) MR GHEE (EPA 1613-CS3) , WS SHR B Ar& Wk 3.

2.2 RIEELR
KM EPA-1613 CVS %41 ( CSL,CS0.5,CS1-CS5)HIE bRkt £k . bt s i FEE A 1 uL.
T A A e 5 58 T R Y (451 : 0.1-200ng/ml (TCDD)) 2R PEAH 5% £ %t R>>0.999.17 Ff PCDD/Fs
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[F] R WD)~ R A e 2 Rl 7 36 4. B 3-5 w28 1 2,3,7,8-TCDD, 2,3,7,8-TCDF #l
1,2,3,7,8-PeCDD FAI#R: 1E B ZE .

% 4 PCDD/Fs FHE it 26 FRIAH 5 2 U A5 7] 0P P J82 [ 1o

e £p i 7 i R? FHIRE  RF %RSD
2378-TCDD Y =1.150399X + 3.29953e-004 0.99999 1.22794 8.06
12378-PCDD Y =1.014733X + 3.009239¢-003 1.00000 1.03887 1.96

123478-HxCDD Y =1.079761X - 5.260601¢e-004 0.99997 1.09358 3.65
123678-HxCDD Y =0.9705907X + 5.362575e-002 0.99915 1.08710 5.37
123789-HxCDD Y =1.024768X + 3.682249¢-002 0.99967 1.00394 14.48
1234678-HpCDD Y =0.9429045X + 1.331675e-002 0.99998 1.02985 6.92
OCDD Y =1.242978X - 6.145206¢e-002 0.99929 1.14683 6.10
2378-TCDF Y =1.15754X +9.032785e-004 0.99996 1.18104 3.57
12378-PeCDF Y =1.015266X - 5.771587¢-003 0.99997 1.07846 7.83
23478-PeCDF Y =1.045151X - 6.304552¢-003 0.99998 1.04210 4.49
123478-HxCDF Y =1.006328X + 2.605984¢-002 0.99988 1.09930 6.04
123678-HxCDF Y =0.9307018X + 3.432044e-002 0.99971 1.06611 8.06
234678-HxCDF Y =0.9080292X + 3.053454e-002 0.99983 1.00464 6.34
123789-HxCDF Y =0.960272X + 2.450491e-002 0.99993 1.03403 9.10
1234678-HpCDF Y =0.9732686X + 4.031919¢-002 0.99958 1.08255 4.88
1234789-HpCDF Y =0.9562794X + 3.622056e-002 0.99969 1.06788 5.48
OCDF Y =1.424071X + 3.271179¢-003 0.99999 1.50245 8.94
. R, O s [ Hame
i [ Jzarsroor
. Feighting Hethod: None 3_|c13-1,234TCOD
mo ; Loms

RF ¥RSD @ 8.0S530S

1.25 1.50 1.8

T
nc. Ratic

FETE

2.3.47,8-PeCOF
C13-1,2,3,7,8PCOD
1,2,3,7,8-PC0D
C13-123478HCOF |

=]

=]

C13-12,36,78-HXCOF |

1,2,3,6,7 8-HxCDF

C13-234678-HCOF |

2,34,6,7 8-HxCDF

C13-12,3.4.7,8-H:COD

PV
EECEEEEE

1 6,7,8-HxCl
123678HCOD |
C13-12,3788-HXCOD |
1,2,3.7.8.9-HxCOD |

[N

N
5]

l

N
w

l

n
=
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3.2,3,7,8-TCDD 1) 7 s5 2R3 A R AE i 28 K - 2o 3 [K] ¥

C13-12.3780HCOF |
1,2,3.7,8.9-HxCDF

N
o
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22 Satio

2 00

T = 1. 15754% + 9 032785004
B2 = 0, 999%2%

k= 0.0
?unl\d_hwi

Origin. Bot Parced
Tei ghting Bethod: Fome

1. 181050
0. 0422018
BF D c 3 ST3881

Sewn HF
i

| 13-1234-1C00
13337 8TEOD

2378TCOD
C1312.3.7.8-PeCOF
1237 8PeCOF

Ci3-2347 8-PeCOF
23478 PeCDF
C131.2378PCOD

1.23.78FC0D

C13-123 47 8-HCOF

12347 8- HeCDF

13123478 HCOF

1.2.3.6,7.8-HeCOF

€13-234,6.7 8-HCOF

23467 8- HCDF

C12123478HCOD |

12347 5-HCOD

G13-123,6.7 5-HCOD
123,57 8HC0D |

C13-1.23.7.8.9-HICOD

1.23.7.8.9HCOD

€13123.7.8 9-HxCOF

123720 HaCOF

a8 Rati

0.0 1.0 2.0 3.0

7.0 8.0 8.0 Cone.” Ratio

Internal Standard
urve inear

Origin: Not Forced
Weighting Hethod: Hone

Mean RF
RF 5D
RF %RSD

1.038867
0.0203832

Kl 5.1,2,3,7,8-PeCDD 1] 7 2k FLA v il 2 K - 245 mm) )87 (K] -1

23 RPEEE

B

Name

C13-23,7,8-TCOF

2.37.8-TCOF
C13-1.2.34-TCOD

C13-2,3,7,8-TCDD

23,7.8-TCDD

C13-1,2.3,7.8-PeCDF

1,2.3.7.8-PeCDF

C13-2,34,7 8-PeCDF

2,3.4,7,8-PeCDF

C13-1,2,3.7 8-PCDD

3-PCOD

C13-1,2.3 4,7 8-HxCDF

1,2,3,4.7,8-HxCDF

C13-1,2,3,6,7,8-HxCOF

1.2,3,6,7 8-HxCDF

C13-2,3.4,6,7,8-HxCDF

23,457 8-HxCDF

C13-1,2.34,7 8-HxCDD

C13-1,2,3,6,7,8-HxCDD

1,2,3,6,7, 8-HxCDD

€13-1,2,37 .8, 9-HxCDD

1,2,3,7,8,8-HxCDD

C13-1.2.3,7.8.9-HxCDF

1,2,3.7.8,9-HxCDF

%L GC-MS/MS TEARHEFE AR B 11 3 R B, ¥ EPA-1613CS1 ARHEA R 50 £5(10
fg/ul 2,3,7,8-TCDD), HEEE A 2uL, RIZEXT#EFE & 20 fg. PCDD/Fs [A] &4 MRM 734t

FE A E I 6.
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TR TR TIN

T ITIEM- IO UL OO IT

1315 17

!
o

FL L TR ]

21 23

"I

FITTRE WS AT 605

30000

ERELA - T

B

]

TITTS 7R R

34

J

K 6. PCDD/Fs [F] &4(10-100 fg/uL, 2uL HEFEAERFD) T MRM T 2 GG K. KPS RERNE

Mz NE 3.

24 EEMER

B HFE 50 1551 EPA-1613CS1 (10 fg/uL, 2,3,7,8-TCDD) 43 #3347 H Y AT H (A1 HERE, 5 524%
e S S RIS E . H IR 4 Ik, HIRESLERE 3 K, Lot 12 k. W ARAR

Gk

CHLIEL 7D 5 SRR i oL (1) 2 52 AR e VE X B
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Peak area RSD

2.5 SERRRE S ST

ARV R R R A T AR ER S, EAR TR A AU B S T 4 BT GC-MS/MS i
HRGC/HRMS &l 4347 B 8 & f A& 2,3,7,8-TCDF, 2,3,7,8-TCDD #il 1,2,3,7,8-PCDD
FeHR R BC FRIC RN R AR MRM 2085 i il ] . 18] 9 AR 10 435l f i AN gt
ftH PCDD/Fs [A] 241 GC-MS/MS A1l HRGC/HRMS #6145 5% Lo #E GC-MS/MS [l
g, A Yiky  PCDD/Fs FIZE A2 E (TEQ) 7074 29.5 pg WHO-TEQa0s/g Jlii
Jili A1 1.38 pg WHO-TEQao0s/g;: 1fi HRGC/HRMS KA 4E b, ok Ak & PCDD/Fs K]
FMEM M E (TEQ) 40 %A 24.9 pg WHO-TEQa0s/g AW AT 1.37 pg WHO-TEQao0s/g. .3

7. PCDD/Fs & 3C Frict [z 2 PO br U AR 1 2 I 1 (n=12)

@ Native
| mi13cis

FHXGHI 2 RD<10%, % GC-MS/MS 5 HRGC/HRMS 73 #7485 5 B A 55 i) — ik .

. o ix100, 000;
B T )

F17. 9025, 90
2.8

283

2. 8]
2.5
L=
2,53
3. 93

. 2

AL

B 8.y EE L T 2,3,7,8-TCDF (A), 2,3,7,8-TCDD (B) Al 1,2,3,7,8-PCDD (C) } H:XF R H 13C ¥ric R & AN

faz06
- 3.6 05050
=T, a0>256. 90

T
Zwha 2R 00

T
28. 22

T T
2. au

T
28.00

T
28. 28

170

T
28. &0

28,78

+%.00,000;

T — |
o563, 20>30L. 90
00 C
0. TH
0. §tH
0. 2
LI L S B e A
34.00 Y. Za 99.a0 W.ha

LN B
30. 00 3825
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bR MRM 3 #7511 5]

500
_ B8 GC-MS/MS
400 @HRMS
ol 5
O
300
=
<
=
£ 200
3
2
=]
D 100
¢ OO0 cm 00 =

O O C'{)‘ &

F oS S
> i_..\ _L_,\

< q & @ & .
A ,\_w’ AT e
s | '\-. - } - I

9. fajfi- PCDD/Fs [ &1 GC-MS/MS 1 HRGC/HRMS # il 45 5 %t L &

2.5

OGC-MS/MS
BHRMS

Concentration (pg/g)

]

& 10. ¥k PCDD/Fs [7] 2401 GC-MS/MS Al HRMS 6 25 55 L &

34

By GCMS-TQ8040 R St fe s SHint & dh st ket v PCDD/Fs (14 250 2 Al E &
Wro ZJ70EBA RS RS, RIFRLMEMEINE . W S2brrt S &R, GC-MS/MS
fef? 3513 5 HRGC/HRMS (AR —BUR 45 K, R B GCMS-TQB040 el 424 i KR #2401
LR SEHON £ A Yt kLt R & PCDD/Fs 1943 Ak il o
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S G T T B R VAR I ok o DY AT R
FEEL: ARSTIGEE S O SR R RE TUA TR A W o DU PtV M L M L R
AAHETE SRR T I DA Z R ORIRIA T, SIE Ok kR, @il C18 [EAH
FREWAE LG, SRR 99:1 (BL(= H Bkt 572 = i £ Bk e (BSTFA) Al FH R S Ak ot
(TMCS) NATARFITEMEBEAFAE FHHTHTA . SR B R IRS My 3 RAr, EARKRE T
BObREIER N 61.2~85.4%, LRIETEHIA 2~500 ng/g, FEMKRHSE T RSD KT 15.0%, il
B9 0.13~0.3ng/g. Z%J7VE AT SEIUXS Wik o DU ERCR R . R It E Bl

REER: S EIESUERCT, MR, T

KE R R 2 — KIeEE. K0 T8 HAMMEEEN —X0EY, g zHT
WyAp R, HCPEAR R oo 2 4 7= 2 ) Bt SR 17 2R RN ok R R MR T AU SR E
B WIEEE N N AR 277 A — R A5 4 4 WA R IR A R B R o H A B R A T GRS
i, HEZHBERAABENSUEE. H, QR E sV e L/ NEREE S L s ik
WL, IRIRMEBER 17 B-ME FE(17 p-estradiol E2), MR (estrone,E1), M =% (estriol,E3)
FHMERE(17 o—ethinylestradiol EE2). 25 &I @54 1) =5 274 9 65 GO B4 ) L AN B AT L,
ABATTAL T A=K T TR R BB A ELGT MV R, e FEE UG o DR 24 9 v % P S [ A 380 3% 1) 20
LRIV =8 i N N

ARSCR AT R I ok o DU P MR . 17 B-oHE O = A e )
&, R EIL, REUTE.

1. SERE S

1.1 X5 EF

&yi#t GCMS-QP2010 Ultra TR e 78 kcas . ZURAC. IR E . [HAHASHUE
C18(2 g, 6mL).

ZE IECE MEhE Ay HPLC 2%

frAERF): BSTFA-TMCS(AFILEL 99:1)

1.2 skt

g FE: Rtx-5Sil MS, 30 mx0.25 mm i.d.x0.25 um

BERE TR BE: 280°C

¥ : 100°C (1 min) 25°C/min 250°C (0 min) 5°C/min 300°C (5 min)

HR&E: 1.02 mL/min BRI 230°C
HEFERE S AN, 1 min BEIREE: 280°C

B EFEFE: 250 kPa, 1 min
172
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KETTA: SIMFASHERE TS HEETIE D
R FHSERETMSHEET
HERER ERET  ZEET

MERR(ET) 342 257,244

i —WE(E2) 416 285,326

Tk iR (EE2) 425 285,440,300

M = B (E3) 504 311,345
1.3 Bt
FEA AR B R LI 1,
v SPEAF
2 ghtiil 10 mL Z.fi&
K4 mLAR ¥ gt i
ik
H020 ml i *
PR3% 2 HLS min —p e
10 mL7K

1513 250010 min

b N

I 12 mL
! v 10 mLZJi
5mL iF SRy el
Z5HY 2 min )
W4EiE+
I 2 K 100 uL BSTFA+TMCS
FEIE O v
v o .
70°CfiT4245 min
WedE 75K 40°C,
150 rpm &2 mL | | 4
FEAIA 50 mL 7K GCMS

1T A B
2. ZRE5R
2.1 MEERE S KGR
Bl 2 2 T A DG ol AR 3 AR (0 50 B8 TR Bl (R 22 10 ng/mL)

(x100,000)
1Tmoc

TIC TIC
4.0
3.0
2.04

1.0

0.0

1. MERR 2.8 —EE 3 RMERE 4.0 =%
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B2 DA SRR R B TR

2.2 frfEheR
HCFR 52 25 VR FE 2R 100ng/mL (19 AR VA 28 Y, Ao P 4 HEURE ot Ak 200 R o) 4% F 5 O VK A
HERBE N 2, 5, 10, 20, 50, 100, 200, 500ng/mL FIbRETAER, AWK T R4, 2
B, 13302
SERRH, RN RAF, ZRMETIRR KA R RBOLE 2.

%2 ST AR

13 Lty T % R %

El Y=21721X-28474 0.9991

E2 Y=19227X-26088 0.9993

EE2 Y=11202X-21841 0.9981

E3 Y=5662X-9451 0.9989

2.3 HEEINS
SPAT AL ER AR IR N 20 ng/g IR &L 3 4, BEILPESE LW 3 FR.
73 {5 BRI ) 5 U TR () T

£ B4 B 8] (min)
i
El E2 EE2 E3
1 14151  14.665 16328 17.520
2 14.163  14.674 16344 17.531
3 14.148  14.663 16327 17.521

FHE S 14154 14.667 16333 17.524

RSD% 0.06 0.04 0.06 0.03

e [ AR

El E2 EE2 E3

1 1098890 882117 498600 223924

2 1050633 844935 515861 245422

3 879692 666549 430615 184217

SEHME 1009828 797867 481692 217845

RSD% 11.39 14.44 9.36 14.25
S R LR AEARIR FE bR, 2o w Ab 3 5 A i 285 SR B R4 ) F I
2.4 finkyEIE
Bk 2 FARE s 3 0NN (R B2 1R DU o E B R b v AR, A& &4 5l 5 ng/g, 20
ng/g. HNAREICERSE RN 4 Fros.
F 4 AR LR Bl %
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ke FEIEER PR
waEm

&

(ng/g) (ng/g) (%)
El 3.28 65.6
E2 3.06 61.2

5
EE2 3.47 69.7
E3 4.04 80.8
El 16.08 80.4
E2 16.65 83.3

20
EE2 16.63 83.2
E3 17.07 85.4

2.5 KRR
PA= s A A5 H DU Al otE S & E1. E2. EE2 Al E3 [ORGIIFR 43 )4 0.16 ng/g. 0.13 ng/g.
0.24 ng/g. 0.30 ng/g.
2.6 SEFRFEMAITER
FEAR T 0 5 SRR, SRS 3 Bias . PR EE SR S R ARG H U R R

(x1,000,000)
1TiC TIC TIC TIC

7.5

5.0

25

0.0 [FORTS TR ¥
TN N

10.0 15.0 20.0

3. &8
AR R LT, ST
TRE, 5 RAR A Bt S AR ) o

t
B
=
a4
=
Tr
B
=
_H
&
=
_H.
=
2
=
i
b
o
i
=
=
=
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LCMS-8045 M2 4=+ 5 MR & &

OB ARSCENT T A R R s O B R A LC-30A = H PUAAT T (X LCMS-8045
IR 58 A= e . 17B-ME I ME =T 3 MPORIRMEVRE AN CER . AR ER 2 Fh G OENR
SERITE. RO ORI E A, JFEAERERE, ARELENE, FEWMTE EST
FUE AN HLES, MRM BERCREESHE, Shbnidke i, Rt R, ZRIEH o RE0Y
AMET 09993 XK. . EANFEIREE IRE R PATINR 6 YR, R B I T AN T AR (R AR R A
i 2 73 A AE 0.05 ~ 0.12%11 0.42 ~ 8.26% 2 [A], 435 & & IRAE 0.006~0.033 ng/mL. Z%J7iEHIAb
PRMIRR, R EEMELE, AT T AR MR A R A .

FREEE: =EIUMRAT RS LCMS-8045 40 MEME B TR

WERCR I TR R R BRI — i, HAEWY R RGN 2 8, DR s A i g &,
X PMEAE SR £ T R i 1 [R] I 7T B A MEBCRAE A W rh Bk B . LAk, D& KREWTR
UMY MEEEEN SR AN R RE BRI, T AL B EAL Al — L B
I o DS E 2R 9 rh R R 1) 40 AT ARSI B 43 B A I S S

AL UIMERR (Estrone, E1). 17 B-Mff % (17 B-Estradiol, E2). M =& (Estriol, E3). C.Mf
By (Hexestrol, HEX) H1 U MEM) (Diethylstilbestrol, DES) N HAxY), FIH &4 LCMS-8045 7
ST AR MERCR SRR T AR L ORI R, JHEARERE, ATREST
frtE, FEMTE ESTIFMAE TN N A, MRM BRACRELIE, IMREEE. % AT
B RBUEE. EEMEE, AT ARG b R EEGR S R

(HEX) (DES)

1 SRR 7 1 4R X

1. SERHRI)
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IBRE

A SEZBG A FH By i OB LY LC-30A 5 = B JURBAT i LCMS-8045 B FH R5¢.
BARBCE N LC-30ADX2 #iifiZE, DGU-20As fEZ LML, SIL-30AC HEN#HFEEE, CTO-30A
A, CBM-20A R4u4%H14%, LCMS-8045 =& JUMAT i it1%, LabSolutions Ver. 5.86 ffi%
TAEws.
1.2 53T skAt
WORR S A
634 Shim-pack GISS Column (2.1 mm IL.D.X 100 mm L., 1.9 pm C18)
MENAH: A FH-0.03%Z/KIEW, B -2
iE: 0.4 mL/min FER: 40°C
HEFEE: Sl
Vel i s BREEBENL, B ARWIAGIREEN 20%, Pelifs/y W& 1.

® 1 CRECBEBLRE

Time(min) Module Command Value
0.30 Pumps Pump B Conc. 20
0.50 Pumps Pump B Conc. 50
3.50 Pumps Pump B Conc. 50
3.70 Pumps Pump B Conc. 95
4.50 Pumps Pump B Conc. 95
4.60 Pumps Pump B Conc. 20
7.00 Controller Stop
5 2 A
B ESI(-) DL & 150°C
AR 23 12.0 L/min InARELRE: 350°C
A AR 2.0 L/min i 2 BRI (MRM)
THEA: ER 8.0 L/min TEFH A 100 ms
A< WS IEIRFA]: 3 ms
FIHERRE: 350°C MRM Z:#: W& 2
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2 MRMAL L S 31
Q1 Pre Q3 Pre
WEY) £y & CAS No. HEET  FUET CE (V)
Bias (V) Bias (V)
Estriol 171.10% 20.0 40.0 27.0
W = i 50-27-1 287.20
(E3) 145.10 20.0 47.0 22.0
17 B-UfE— 17 B-Estradiol 145.10% 13.0 44.0 21.0
50-28-2 271.20
it (17 B-E2) 183.20 28.0 45.0 30.0
Estrone 145.10%* 30.0 41.0 25.0
I A 53-16-7 269.20
(E1) 143.00 13.0 66.0 12.0
Hexestrol 119.05%* 19.0 43.0 18.0
MR 84-16-2 269.20
(HEX) 134.10 19.0 16.0 11.0
Diethylstilbestrol 251.10% 18.0 27.0 23.0
O I Py 6898-97-1 267.20
(DES) 237.10 18.0 31.0 22.0

e R R T

1.3 BRI VBT )
PRAEVRECH]: #5100 mg/L R EIRFEAEEBLL 50% FH B KRR SRS B L 73 53]

0.1. 0.2, 0.5, 1.0~ 5.0~ 10.0. 50.0. 100.0 ng/mL FIFRAEIE -

1.4 FEMATALE 7
HL 200 pL A= @5tEsh, AI 800 L i, i@ IERY 1 min, HiAEALEL 20 min, 10000 rpm &L

3 min, HCEIERENUEI.

2. ZR5WR
2.1 FRAERE g

400000

35
3.0
25

2.0

>E3

0.5

0.0

E1

E2

DES
HEX

0.0 1.0

20

3.0
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K2 0.2 ng/mL FR#ERE S MRM 43 4]
2.2 LR

1 B

E2

7500004
500000

2500004

00 250 50.0 © 750 Y

i i
3000000 1
El 4000000-] HEX
2500000 ]
2000000 3000000
1500000
] 2000000+
1000000
1000000
5000004 1

oo 280 500 750 e 00 250 500 750 ik

1 B

3500000+
3000000+ DES
2500000-:
2000000
1500000-:

10000004

5000004

00 250 500 750 &k
I3 ek ik
B E N 0.1, 0.2, 0.5, 1.0, 5.0, 10.0, 50.0 A1 100.0 ng/mL F 4 Fh H br¥bse TV, 1% 1.2
AT S AEREAT D 5T, DR EE AR ALK, WEIBUA AR, SMFRibilfERs 2k, il 2 fr

AN, LRI LTS AR R R B 3.
®3 RMEHMLSH

S Rl R itk E (ng/mL) LPEAIRRER HERIE (%)
E3 Y = (7335.5)X +150.426 0.2-100 0.9999 96.01-103.4%
E2 Y =(8932.6)X -2.7160 0.2-100 0.9999 95.5-104.7%
El Y = (30778.2)X -18.0396 0.1-100 0.9998 94.7-104.9%

HEX Y = (45714.2)X-376.316 0.1-100 0.9999 96.5-106.1%

DES Y = (36057.1)X -196.210 0.1-100 0.9997 93.4-105.1%
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2.3 BEELR
A B ARV EE 72309 0.2 5.04 100 ng/mL KRG HREE, ~FATIES 6 Ik, HEAAFHIE
A%, DR B I () AN AR R R S5 RANER 4 B, DGR E R RIS
R4 (RE AN AR E SRS R (n=6)

5 RSD (%, 0.2 ng/mL) RSD (%, 5.0 ng/mL) RSD (%, 100 ng/mL)
“ R.T. Area R.T. Area R.T. Area
E3 0.12 3.99 0.11 1.33 0.08 0.42
E2 0.12 5.34 0.09 1.48 0.06 0.54
El 0.10 2.20 0.09 0.62 0.06 0.51
HEX 0.11 3.35 0.09 0.84 0.05 0.49
DES 0.08 8.26 0.09 1.62 0.05 0.39

2.4 REGELR
XF B AR EE Y 0.20 ng/mL ARAEEBOEERE 7347, HERR L TH 545 B AR 73 A s HH R (ILOD,
S/N=3) FI{YZ%E®RR (JLOQ, S/N=10), 4R 5 Fims.
25 A HPRAE R

HFR 6 H BR (ng/mL) € B[R (ng/mL)

E3 0.008 0.025

E2 0.007 0.021

El 0.002 0.006
HEX 0.007 0.020
DES 0.010 0.033

2.5 R

KA T DU S RS 0 BB 042 1.4 e it AR B S HERE 20 A, 2R 5 A B AR ALy SR A Y
W 4 pros. AN S R AR Sy, THEIRRECR, S5 R 6 Fis.

(x1,000)

1.25

1.00

0.75-

0.50
: Y V VDD
1 e

0.25-

0.00] M AN " A
L B B Ly s e e B By B By B R
0.0 1.0 20 3.0 4.0 5.0 6.0 min
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K4 BAERE b il

550 (X1.000)

2.25-

E1

2,00

DES

HEX

1.75-
] o
150 w
] o~
125 w
1.00
0.75-
0.50

0.25-

0.00] -
N B e e e R e B e e e e B e ay ) i
0.0 10 20 30 40 50 6.0 min

K 5 = [AEF IR 0.2 ng/mL i A
F 6 InprEISLL

bR L RR2lEiliEs PRI PR bR RR2ICliEs

47
(ng/mL) (%) (ng/mL) (%) (ng/mL) (%)
E3 0.2 103.3 4.0 86.5 80 92.0
E2 0.2 87.8 4.0 103.3 80 106.0
E1l 0.2 86.8 4.0 102.4 80 106.3
HEX 0.2 81.0 4.0 90.8 80 95.9
DES 0.2 83.3 4.0 102.9 80 109.4
3. &t

ARSCHRENT T R 5 v O €5 R A LC-30A FH = PUMAT i 4% LCMS-8045 Ik FH
W52 2R W A MR . 17B-ME B M B 3 P ORARMEBCE R R . CRMERY 2 RO RS R
= E FPRERZIETOEER, ARG, ARELLATA, HERIE ESLFE AR
iU S, MRM BEFCREHIR, SMriEEs, R %rt Rar, LM REAET
0.9993. XK. Hiy AN FI B (AR AT 6 2, (%l E T AR e T R P AR Ko v O 22 31
£ 0.05 ~ 0.12%H01 0.42 ~ 8.26% 2 [H], X &% € & RTE 0.006~0.033 ng/mL. 1% 7 iARTANER L, R
R EAEELE, AT ARG MR S R A

181



[\ 7] LA E TR A [BEA 7]

LA B R D B R

182



LA it R E TR RS

= RO T s 2 B ah ) LYk AR RAR & B

B ARSCERSL T — Pl RO I e B LY R A R A B SRR AE SRR
WEHE I ZEAH 2 R ECH 0.99999; Tk PR M 0.0015 pg/g, EEIRA 0.0050 pg/g; Frff 6 Ik
T AL AR UG T ARRE S AR v DR 22 0.78 %o 5 VR BRE,  H 5.

RegiA . M GINE Bl 4R A

U A ML MERE, PR RINEER, BTIREEAEER. AMA =44
RA, WWENENAES, WLEKEAR. EETE. TIRE. KEES. H4EER A =R
N FGIETE . B LS R R TR B R e, AT R I v R B 4% B 4 B BUTEAE
PEEC, BERARME BRI SRR . sl 44 R A TR YL S B2 X E S, A
NZHH b (GB5413.9-2010 £ f 2 4= [F K brifE 2240 ) L& i AIFLh H 4E7E 3K AL DL E f0

Y, K] By EEBUAE G A LC-20A MIE 224 LY P I4EER A, BT T RIFIISEIRER .

1. SEIeERsy
1.1 &5

PRAEI 20 REHRRREL 10 mg M43 A AR, T CENAMRIFE ST 100 mL AR5 &
. ZARHE R =TS 4R R A 0.1 mg.

PRAER W 20 AR e A 3 A AR HERE 4 0.50. 1.00 1.50+ 2.00, 2.50 mL F 50 mL #5
R, AFEEAERZIRRS . WAt R 5 TAEBIKREE 7024 1.00, 2.00. 3.00. 4.00.

5.00 u g/mL

1.2 Y8

Prominence LC-20A WA IEAX 245, HoG L AMallgs .
1.3 &t

BEFE: Inertsil ODS-SP (4.6 mmI.D.x250 mm L., 5 um); izhAH: FHEE. Jii%: 1.0 mL/min;
Frif: 35°C; HEFER: 20 pLs WeliraX: SEFEURM, SAMGIEK: 325nm

1.4 FEf AL

FREGAFE 10g (REHIE] 0.1mg) T 250mL = A, F 50 mL 45~50°C Z& 18K H A A,
WEHs, T ERERTIMAL) 100mL 48423 C B ZRFVEWR (15 pg/L) , 78701550 25mL
AEACHR KA (2 g/mL) AT, TRANME IR, SRR, o LIREE, £ 55°CKilt
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(e R R 1028 P2 Ak 45 min JEEUH SZZA M B =0 B B AL N 500 mL 40
JFH, NN 100 mL AlEE, EE T RS 10 min j5EESZE, BAKMHEE NS — 500 mL 4>
WO b, 4% EIRTPVEBHT IR ORI, SIFRRR, R KGE R, Il T KRR g
Ji7K, JEMRUSN 500 mL ~FREFEIR T, The k& bAE 40°CREKM NARIT T, H A
R 10mL HEMPER N ERBEM P 2 mL AWENEBRBGRE +, BT 40 CHA
WA R A T A BRI, 1R N 5 mL F VA AR T SR 2 442 2% AL FRERRAE L 5000
r/min [P ESO 10 min, HUHFRE R EREIT 0.22 pm SRR

2. &R
2.1 FRAEm g E

mV
60
504
40-
304
20
10
| i T i T T T i i i T T T T T T
0.0 2.5 5.0 min
B 1R 1 pg/mL HI4EE R A bR i i i
2.2 RERE
T
1000000
i Y=aX+b
750000-: a=235820
] b=-145
500000 R = 0.99999
250000
o LY DL DL L DL PR Fw
0.0 10 20 30 do Wk

2I3IERHER
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XHREEN 3 ng/mL FIbRHE R IEAT 6 YCFATINGE , THARRIAEX bR dEfZ (DL RSD%ERR) N
0.90%, XA EL M R,
1 THEAE S IR

M1 [ A 2 M 3 A 4 MR 5 HF 6 RSD (%)
705783 707166 708332 718390 702333 711938 0.78

2.4 HERREE

e 2 AR IR (S/N=3, LODZFR /) HfKE &R (S/N=10, LOQ#%R) 437 40.0015
ug/ef10.0050 pgrg, 77921 R 2 BRI EK .
2.5 SERREEFIE

X B 4 LR EATAS N, A3 BIZE R UNE

mV
mé
mé
751
50-
25
0.0 2.5 5.0 min
B2 SEBre i o i 15
E I MUY Y Rl EEES
PREFISTA] (min) e T AR BEFER . (ug/mL) kSR (ug/g)
5.364 574835 2.44 6.10

3. &

ARSI 2 2% [H X bR EGB5413.9-2010, 1 1 A 5 AMGLI 25 PR vt 8B il ORI 1 2240
LRy e RAN S B VAR ERAER R, R, EIE SRR L TR
&I ) LW v Rt e A 24 A 2 AR ARSI
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= RO T s 2 B ah ) LYk 4R RE & B

P ARSCEST T PPl A S A S I e 2R 4 LR TR 4R R E 17 vE . SEIREE AR
TEHE I Z8 A O R BN 0.99999; 7k A HEFR A 0.03 pg/g, RN 0.10 pg/gs Arkk 6 ESL
HERE I T FRAR S AR VE IR 22 0.89 %. %7 EERIEYE, H 54k,

RegiA. WA CINE Byl 4E4ERE

YR ER—FREEAER, XREEH, RREENHENTZ—. EGRANEAR
TR, RIRRIRANIR AL, (RFFLLANMA oM, (R & A, BUis s, AT
Mo BRZUEAER E, & FEEIKEEERE, Mk, P A R AR R AT R A R s
BB : SAEF RS SIRIEM: BIkeikk. §98 %%, 40 AMTHE LR E M
FERPEZ —, PUILBL )Lk h4EE R B Rl T3l i b i h] RAEEE . A
N SHE FhrfE (GB5413.9-2010 £ dh %24 [F FARHES L))L& A ZL b 483K AL DL E il
SE Y, K SR A LC-20A Wl 24l ) LM R 4E AR 3 B, IS T R AP SEI0E5 0.
1. SR>
1.1 &5

FRUEI 45 FERAPREL 50 mg I4EAE 2K E dndkdt, M CBEE I ESR T 100 mL AR5 =
Mo AR IR T A 44 3R E 0.5 mg.

PRAEME W 2 e A2 2% B ARUER% %) 1.004 2.00+ 3.00. 4.00 mL. 5.00 mL F 50 mL

R, FHREEER2ZIERE] . AR E R P TAEBIRE 43738 10.0. 20.0+ 30.0+ 40.0,

50.0 1 g/mL

1.2 {3
Prominence LC-20A WiAHE A RSE, HoGLAMallzs.
1.3 St

{634 Inertsil ODS-SP (4.6 mmI.D.x250 mm L., 5 um); JizhAH: HEE. ##: 1.0 mL/min;
Frif: 35°C; HEFEE: 20 pLs WelidraX: SEFEURM, SAMGIMEK: 294 nm

1.4 FERAbER
FREGAFE 10g (RRERE] 0.1mg) T 250mL =M, F 50 mL 45~50°C Z& 48 /K Al H A i,
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RES), T R IIAL) 100mL 4425 C LB (15 pg/L) , 7850 A)JE I 25mL
SEMC KR (2 g/mL) WRA], TAANB IR, REHE A, % LREE, 72 55CKIB
BT S Pt pE 2% Bt b 2 Ak 45 min JEBUE SLZIA EI R IR K B AL A EREE N 500 mL 20
JeFA, IO 100 mL A, =R FESZ 10 min 55 ES)Z, KK — 500 mL 4
WO AR, F EIRTPIRAT S IR, A OFRRR, FIZEKE R P, 8 KB e
7K, JERICN 500 mL ~PREET, TheR A RS BE 40CRE KM FARIET, A
Bk 2 10 mL FEMPER . N EREEMPI 2 mL ARSI E b, ET 40T
AR T A R R T, A N S mL HEEE A CRIE 4R R E, RIS
PA 5000 r/min [3# B0 10 min, B E 2= =R G 0.22 pm SRR E .

2. ERiw
2.1 FRHEMEIERERAHRAR

i

400000-: Y=aX+b
mV 1 a=8685

] 300000 1 =169
201 1 R =0.99999
] 200000—_
10] 100000
[ ’
e S— S —
0.0 25 5.0 75 100 125 min 0 10 20 30 40 ik
B 1 RIEAN 30 pg/mL (464 2K E bRdE S G R K 2 it i 2k
22 EEMSER

KR EEN 20 pg/mL PIFRAE S IEAT 6 AT E, HARAXFRAEIRZ (LA RSD%ERR) A
0.89%, AX#SHIE LM R,
1 THAE S IR

M1 R 2 M 3 A 4 MR 5 HF 6 RSD (%)
175660 179800 176123 176636 178344 176367 0.89

2.3 JHERIRBE

YeE RERIBACK IR (S/AN=3, LODZE /). BIKEEMR (S/N=10, LOQFE /) 45140.03
ug/gFH0.10 pg/g, 77V 10 R 2 B bR 1K

2.4 SEPRPESR I
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X A BB 4 LR EATAS I, A3 BIEE R UR

mV
60

501
401
30-
20-

104

0
e e e e e L e e AN S B s s
0.0 2.5 5.0 7.5 10.0 12.5 min

B2 SEBrie ah tail E

R 3 SLPRRE AR S R

FREG®S A Cmin) g T L R (pg/mL) Uik & E (ug/g)
13.230 367078 42.24 105.6
3. 4w

ARS8 225 [H R bR EGB5413.9-2010, 1 1A 5 AMGLI 25 ) vt 28O il SR 1 2240
LY R e RER S B IR A RAER R, ek, EIEG SR AL AT TR R
&I ) LW v Rt e A 24 A 2K ARSI

188



B BRI e B4 LYk P A RBI S B

P ASCHEESL T — Pl R VR s e R ) Lk TR 4R 2K BT BTV . SRR ZE R Rvi h 2k
FHIERECN 0.99979; J7ik A HIFR A 0.005 ng/g, EEFRA 0.020 png/g: ArkE 6 VR B3R I T A7
FIXHR R 224 0.78 %o %7V fR R, H 5 iiE.

R WU CaE: )L 4R BI

Uik R Bl MG E, & —MKiEHgEE R fi4 % Bl FREHIEY LA EBENE XL,
Re a4 LI B AL O BELA BVE 77, JEResE Rt Ak, (Rt S M. sh= 4R Bl
BE sl TR 2z, BIRRNENE, RFEAHIE. B85, HOAE, FRSGE, HEA Rk
R BLIEATEA KR & RIGE BN B, PRS2 Lk, X 4E4 R Bl (MR EE S T
RN, RERFRELEER Bl 12 2. AUSHEFAME (GB5413.11-2010 £ it 2 4 [ S bn i 22
gl )L AL S R 4EAE 2 B IIIE ), SR B A (51 LC-20A W& 2240 ) LYky 14k 2 B1,
AR T RAFI S 2

1. SEEOER4y
1.1 &7

I

g

PRAEI . FEHRFREL 50 mg MIZ4EAE 2 B1 britEdh, A 0.01 mol/L HCL ¥ fif I € 4T 100 mL %
Bt 2R ARSI S 4EE R Bl 0.5 mg.

PRAEPIRIR: RS HRTCI 2.00 mL 45423 Bl MARAERC &9, FH/KFRE 42 100 mL. %Ak P A
RETE4EE R B10.01 mg.

PRAEM W 7 AR A 2 BT ARt R 0.50, 1.004 2.00. 5.00 10.00 mL F 100 mL %¥
B, FAKERZRZIFEIRS . sk R0 TAEBIKRE 5514 0.05. 0.104 0.20, 0.50, 1.00 1 g/mL

1.2 X3
Prominence LC-20A WAHATEAX 248, B R 6faillgs .
1.3 ikt

34 Inertsil ODS-SP (4.6 mmLD.x250 mm L., 5 pm); M : A-0.05 mol/L ZFERHHE B-
HEE A/B=65/35 (v/v). Jii#: 1.0 mL/min; A& 35°C; #EFEE: 20 uL; Peliral: ZEREEvki,
K K. Ex=375nm Em=435nm

1.4 FEfhAbE

YERAFREL 10.0g AT 100 mL =4, 4160 mL 0.1 mol/L #hMRVAWR, Fo/r#wsl, HIHE{EE
AR ARE O, NS KRS N, 7 121°C FIREF 30 min, R4 R A 40CLATEHUE, BREEIK;
2.0 mol/L ZFAVEVRIA pH (2 4.0 Zida, A 2.0 mL V& B (FREX 2.345 g AJNEE IR 1.175
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g VEKIEE, FZKIEITE AR S0mL) , #A)J5, BT 37°CRR TR I KRR 2 100 mL
HEMT, FKEREZEZE, ErIEAULIE, BOERSH.

B EIRJER 10.00 mL T 50 mL HEEHOE T, A 5 mL BEPESEFALH CF¥ 5 mL BREALHE
5 200 mL EEABNE (100g/L) EAD , FEMRAJE, 10.00 mL IET EE, sRZURES), ##ik
FAT4Y IR, WHUE T EEM ( EJ2) F 4000~6000 rpm 2500 5 38k, B EIEREERE . 55 10.00 mL 45
HETAER, SR AT AT A

2. BRI
2.1 iR B EE LR R

THIA
10000000 =aX b
myv 2=11328203
b =-145880
1500} 7500000% — 0.99979
1000] 5000000
500] J\ 2500000
o0 10 20 30 ‘04“0‘ " 50 min 0.00 0.25 0.50 075 kI
B 1 REEN 0.20 pg/mL FI4EA 2 B Ae i b B (005 B 2 it 2%
22 EEHER

KA 020 pg/mL FIBRAERHEAT 6 JOPATIGE, TATHOHIXARAERR % (L RSD%#R) A
0.78%, AXFRAIE L IR LT
# 1 HARE PN

A 1 AR 2 A 3 TR 4 AR 5 H 6 RSD (%)
1990338 1993800 1975677 1972313 1953456 1963459 0.78

2.4 TEHREBE

HeEZBIRERACA H R (S/N=3, LODE ). HKEER (S/N=10, LOQFER) 437)40.005 ng/g
F10.020 pg/g, 771 RABE I 2 E AR EK

2.5 BRI E
X A LR 4 LR EATAS I, A3 B R UE

190



mV

1500}

125(}2

1oo&§

750]

50(}2

25(}2

0.0 10 20 30 40 50 min
B 2 SRRk b ik
3 SEBREE ARG R
PREFESE] (min) e T AR HEFERE (ug/mL) kb & (uglg)
3.821 4547316 0.41 0.41

3. &g

AL 2 2% [ AR EGB5413.11-2010, ] 1 BCA 2GRN 25 ) = RO SO 1 2240 )L
P PRI BB S R R R A RIER R, PR R, BRGS0 4L
53 RO R A 4 2 R A
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= BB TR T 2 B 4h ) LYok P AR 2 B

P ARSCEENL T — P RO S I 2 B 4 LR AR ER 1 T v . SIS A SRR REHE 2R A
KRZHCN 0.99992; Fikks R A 3.0 pg/g, EEIRA 10.0 pg/g: ARFE 6 U SE3ERE 06 T AAH X
FRUEIR 2N 0.54 %. Z LT ERE, H9#%0E.

REEE: BAREIEE BY)LTH FER

AN B LRI« fhaetle 2. DSEHLAER 2% . Sl REFIEA, 2P 224)
JUVER KB EREERE IR B4 LR A - R T P i A2 i 1 R B, AR A AN RE B & 5 F /1
TR, AAVHMNIRAN 78 A REWE A2 IR W AR B IR 2. TGP Ia6 A BRI A & S A, 28 JLIE 7 W
Ty rR LA N — RE B RER o DRIE, AP BEIR 5  00 22 /D 2 FL  A L R o B A TR AR AR Y AR AR
RS EFARUE (GB5413.26-2010 £1 i 22 4= [F Z AR E 22 4 )L & b AL P AR BE IR T 52 ), R
By B G5 A LC-20A WU E 2240 LG5k o AR, S 1 R (O SE R 4 R

1. SEEOER4y
1.1 &7

PRUEI 2 ASHIFRE 100 mg (/- BERRARES, HIZKGE R 2 100 mL FEHF o ZARHER %
RETHE AR 1.0 mg.

PRUEE R 3 IR IR B R ARV #3904 0.5+ 1.0v 1.5 2.0 mL F* 100 mL &, F/K
ERBZIEIR . MR RS TAEBREE 539 04 5+ 104 15, 20 mg/mL

1.2 X3
Prominence LC-20A WiAH (01X 245, HoA L AMEIIZS .
1.3 Srirsktt

B%HE . Inertsil ODS-SP (4.6 mmILD.x250 mm L., 5 pm); JizhAH: A-10 mmol/L ZBEANZEM K
(pH4.2) B-Z[E A/B=7/3 (v/v). ii#: 1.0 mL/min; #:3H: 35°C; #EFEE: 20 uL; Wi rat:
LTV, R 254 nm
1.4 FERALE

FREL 5.0 g WFET 100 mL A& S, IO 80 mL iRk (50~60°C) ¥R, 78405, BEAN
W% LR 10 0h, AEIBIER. I 1.0 mL JUiER [ ORI 15.0 g WAL, /KB E
AE100mL) , WHEES, 1.0 mL PTIER I (FRE 30.0 g Z8%E, FM/KBMIFEAZE 100mL)
WHERE, F/KERZZE, MRS, RKT 5000 rpm A+ FE5.0 10 min, B EERAH

AERAR AN 1.00 mL B3R Fi5#E) 10 mL B ZESEEVE P, NN 1.00 mL BRIRENZE rh il (FREX 0.424
g ToOKBRIREN, JN 40 mL ZK¥Ef#, H 1 mol/L RhIRVEWIH pH EZE 9.5, FI/KEASE 50mL) , 1.00
mL FHEBEEVAR (REL 0.015 g FHBEBEE, HOMBEMIFERSE 100mL) , 7RG, EEEE
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AN 2h (Th JEHR#ER 1 YO , A 010 mL R F AR (FREL 2.0 g $hERH %, HH/KIE
fEHFERR 100 mL) iRiElRE, AZILRP, #OLFERUET S W EHERS 045 um ffLIE
JEI g, BBV A . fTAEMIAE 4°C RS IRAT 48 ho SN 1.00 mL AxiE TR, S5RFB T AT
A

2. ZRihg

2.1 frER B E R LR AR

1
100000 I
ALl ]
: Y =aX+b
[ 7500004, — 47433
] P =28970
50

500000_-R =0.99992

25 ]
: 250000}
] . ok ]

Ly 7
D.DI o IQ?SI o IS?DI o I??SI o I1DI.DI o I12|.5I I In:ﬂn O(;.OI D '5I-0' v I1d.0l T '1510' T Iﬂ%‘f}‘%‘
B 1 R 20 pg/mL {4 REFR AR i O B 1 B2 o 2%

22 ERHER

XFHRE DY 10 pg/mL HIFRHE R EAT 6 YCFATIE , AR IR FR it 72 (LA RSD%ZR75) N 0.54%,
AR E BV R T
1 AR E R

R 1 R 2 AR 3 [ 4 R 5 [ 6 RSD (%)
471232 478903 473891 474925 476658 475690 0.54

2.3 HERREUE

AR PR 1 s (AT HE PR (S/N=3, LODZFHE/R). &K &R (S/N=10, LOQE =) 737l 83.0 nggfh
10.0 png/g, 7775 RO 2 B BRI 2K .

2.4 SEFRFERRIIE
X A R4 LR EATAS N, A3 BIAE R ANE

AL

40
3]

2+
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B2 Sl (il

R 3 SEPRRE A AGISE R

PREFISE (min) W T AR HFERE (ug/mL) kb &5 (ug/g)
8.247 348008 7.13 142.6
3. &R

AR 27 [ R AR EGBS5413.26-2010, {1 B A 58 A6 I 25 1 15 OBk €o 3 AR 1 2240 )L
Yok R AR RR 1 & . O E A AR B, [MIeR S, EIMEIFERE A, AT T Y Ly
HROGE IR 5 ARSI
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JSL FH 1 RV T — B BB 1 R WU B B2 4 ) LBE 7 B A FLAR R Y
LBEEA

FAE: TR e 24N ) LIC 77 €3 R0 LM v oL 1 2 P R - L3R B 0 v R S R T
2 (UHPLC-MS/MS) FfF T 554 Sbrit il B4l LI 7 & b AL Hho- 70 A B L FIB-FLIREE A 1
. FEMA LR MBEARALEE )5, PR RO B i LC-30ATRIE 4y B REHAR 5 IO IK B, = S DUARAT
JRIEAXLCMS-80501E AT 7& 5 43T 8 Fl WA ik 8 S A I MRFIE R BL, o3 1 2 I RN B-FLER B (14
TIE Tk B () 52 B b v il 2R HH 5% R 0000 M0.996 1 F10.9968 5 3¢ i 2844 7. [l 4373 120 nmol/L ~ 500 nmol/L
F140 nmol/L ~ 1000 nmol/L.

REEE: FUHEA: o LBEA: p-AKER: BRI G SR iEE

ABERARMOVEAZE, ANFYRRI—MEAR, BAERMEm. ZHemil. &
13 2 G TR S8R R AN ARIE R B B A sEi e — FLIFERATEESAN a-FLHEH
A B-FLERE A, & EAAMEFRI DG a-FL R 2 0 75 R R B A SR U IR AR AR S R
RM—-REERITRAG TR GMABFEAR D B-FLERE A R & RN ALY, TR
RS RN, WRREER E A ORI B 5 R B AR .

LT B A AFU P FIEE AR R, U2 - AL R AM B-ALERE A SR, XL
KKK ERER ., KPR, FHHE) LI AU A S Razh], A 2 RN,
SR Z A RN TTE ) SR IR 2 — o BATEASTTIFE K LC-MS/MS J5 925 ATt S A I 57 ik Bk AR
EAER E 22 L)) LR T & AU R PR E A a- AL R AT B-FALEREE A S B

152503584y

1.1 {38

A ST FH I AR v RO 6 15 A LC-30A 5 = H PURLAT i #E LCMS-8050 Bt FH 245 . FARAD
BN LC-30ADx2 iy %% , DGU-20As {E£E IS L, SIL-30AC H Zhi LSS, CTO-30A 746, CBM-20A
RGP, LCMS-8050 = & JUFL AT i i%{¢, LabSolutions Ver. 5.65 fii T4k .

1.2 v akAE

WRAH T 2%

gkt C18 ik 2.1 mm 1L.D. x100 mm L, FEl: 40C

1.7 pmo FEMRE: 20C

WEAH: A, KH0.1%HEE: B, ZM5+0.1% R Beliral: RABREEBENL, B AHAIMRIKEER 5%
Jii#: 0.3 mL/min I TR P W3R 1

HBEREAARL: 10 pL
1 R IR P

Time(min) Module Command Value
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0.80 Pumps Pump B Conc 5

1.20 Pumps Pump B Conc. 10
2.50 Pumps Pump B Conc. 17
2.60 Pumps Pump B Conc. 22
4.20 Pumps Pump B Conc. 24
4.30 Pumps Pump B Conc. 100
5.00 Pumps Pump B Conc. 100
5.10 Pumps Pump B Conc. 5
9.00 Controller Stop

JR v %A

BT ESI(H) BIHEE: 300°C

BRSO 45kV DL i@%: 250C

FAA: FA 3.0 Lmin INARHRE : 400°C

#2010 L/min P 2RI (MRM)

T A 10 L/min FEIRMFIA]: 1 ms

M. ER MRM Z24: W& 2

1.3 e 53

4 o-FLAE AR LB RUES (F41]: VGINYWLAHK, 7> 78 12004 Da, 4ifF>99%); * a-
FLAE AR R bR iCEE IR BARER OFF: VGI*NYWL*AHK, 43T 1214.4 Da, 4i/%>95%);
4 o-FLAE AR EZARC bR F51): KILDKVGI*NYWL*AHKALCSEK, 7378 2443.9 Da, 4iJEF
>95%); 4 B-FLIRE R R IKBhRAEPRHE S (JP41): IDALNENK, 71 916.0 Da, 4ifE>99%);
4 B-FLERE A RO R Rr IR BbR e i (5 41): T*DAL*NENK, 43§ & 930.0 Da, 4fi[£>95%);
A4 B-ALERE RIS Zhric Wb (JF%1): KIPAVFKI*DAL*NEN KVLVLDTDYK, %> 2761.2 Da,
AifE>95%).
¥ ERFIAKBR IR RER AR ERER.

LIEME Merck A+ S25 7K B Milli-Q Plus 7Kgk 248 (Millipore, Ltd.) &5 15 K
LIS IR (201 99%, Wako, Japan): HAREAEI o Hral; Bl s Flg: 57 KT 10000
BAEE -2 b 55 i .

BRIR S B (500 mmol/L): FREXBRIRZES% 3.95 g, FH/KIE )G €4 2 100 mL;

TR BT (500 mmol/L): FREX R ANERE 0.771 g, FIRKIR S A IS IR fG E 4% &5 10 mL;

LA e Ji R (500 mmol/L): FREVHC ZBEi% 0.925 g, HIBKIR S S VAU i )5 A 2 10 mL;

FACESEE (100 mmol/L): FREVEALES 0.111 g, F/KEARSEEZ 2 10 mL;

LR (1%, V/V): BELZER 0.1 mL, F/KMBIFERSE 10 mL;

[P BV (500 pg/mL): FREUHLIEIE R F1G 5 mg, H CRRIEBUE MR G €42 10 mL.

1.4 3 HR 5 Y VR B VA Y Y ) T 1
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2 =L 1R P S R BORRAEA A VAT (500 pmol/L) « AERAFRENA: -0 11 8K s 7 Ik B 44 6.00
mg CHEFIZE 0.01 mg) , FKEMIFERZE 10 mL, 1B, HECH KRR BRI, BTk
W& VRERAT o

- a-FL A 8 R 2R SR B AT (500 pmol/L) « AERAFREUAE: a-3L 1 8 (1 R 245 5 Ak
Bl & 6.07 mg (HEWHZE 0.01 mg) , HIZKEMIFERZE 10 mL, YA KEECH] RV 72 2 SR
BT UKEE AR R IRAT

4 a-FL E & A AR A bRE AT (500 umol/L) + HERIFREUAE L o-FL A 88 [ A7 2 AR [E 14
12.22 mg (MERHZE 0.01 mg) , FI/KEMIFERZE 10mL, WA KGEHIE TR 28R+, B
T-UKAE AR

2 B-FLERER 1145 S IR BOPRAE A% 2 W0 (500 pmol/L) = AERAFREL /- B-FLERER 1155 57 Ik BELE 44 4.58
mg CHERIZE 0.01 mg) , FHKEMIFERZE 10mL, RS BEERDBEN T, BT UK NA %
RAF-

4 B-FLERER R R S IR B &V T HERRRRICE B-FLBR R E R A7 3R 5 IR BB 4 4.65 mg
(EFZE 0.01 mg) , F/KIFEMIFEAE 10mL, WA HEH S REE 2RI, BTk N
BRIRAE -

A4 B-FLERER 1 R 5 A ARG 40 VAW (500 pmol/L) = FREXA: B-FLERER (1 FIAL & A AR 14 13.81 mg
(R 0.01 mg) , F/KEMIFEAE 10 mL, YR KEH SRR B ERNE T, BT IUKMEN
BVRIRAE o

7 S K BERRAE P IRNR AT (2 pmol/L AT 4 umol/L) = Z» BIVERI RS BUAE o-3L 1 88 1R S K BobR
HERH 28 40 pL A= B-FLEREE AR IR BOVRAERS ) 80 pL, - 10 mL A&, MK EZIE,
RE.

A R bR iCRE S I B R VR A7 (2 umol/L A1 4 umol/L) : 43 HIUERAF I a-FL A& A R
FARICHRR S IR BObRAER 28 40 pL A/ B-FLIR SR I [FIAL 3RE 5 IR BbR v i K 80 L, - 10mL & &
L, KR IR, R
A2 25 PIAR AR E)R A AT (2 umol/L A1 4 umol/L) = 4 I HERIFS A o- 3L A A [R5 P ARl &
40 pL A B-FLERER (A [FIA7 2 A bR fif %% 80 uL, T 10mL FEIAF, WKEREEZIE, R,

Pt RN TAREW: 53 W U S IR B b o (AR G943 104 254 50, 100+ 150, 200+ 250 pL,
TANREE SN 50 uL AR Z bR e R R IR B RV A, 0.1% B /K MR 2 1.0 mL, 13
o-7L 8 R AR BOR N 200 50, 100, 200, 300 400. 500 nmol/L Al B-FLEREE F1H5 57 Bk BOAK JE
N 40, 100, 200, 400. 600. 800. 1000 nmol/L HIbsiE &5 TAEE M. I FHATECH o
1.5 FERH &

FREUFE AR L) 2 g s AR REL) 10 g CRERAIZE 0.01 g, &R #4200 mg A 47) T 500 mL
Beptrr, 23k A 900 mL KK IRFE 7R 0, 4% F23) 1000 mL A&, IHFRUKERZZIE, R,
& o
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ERAZ I 200 pL WP, T 2 mL B0, I 50 uL [FEA 23R N AR ER G R, TR,
BIN 150 pL B R EVE A WA 10 nL BRI HEEREATR, WA, BT 75 C N AR 30 ming; A EHIE
FIR, AN 30 uL MR ZBERE T, BEALERE 30 min; I 10 pL SALES IR 50 pL gk (A B
W, RA, BT 37C NEREEA S NS &L . BIN 10 pL R, RS, FE FFE 15 min, WA
490 uL 7K, B2, A 0.22 pm JEAEIE S8, AR L A BET ISR o

#* 2 MRM LS4
HI KB T(m2) - ‘
&4 FR PR (m/z) il fe = (V)
[M+2H] 2
o-FLAEA 28417 33
600.8
L RIRINE 355.2 26
a-fLAEA R V' 4 =
608.0
(A 52 2diN=Y
355.0 -28
B-AFREH 261.2% -24
458.7
R BTN 504.1 18
261.0* -24
B-FLERE (1
465.7
(VN EEZYINES 504.1 -17
*E R BT

2. R 5
2.1 iR BEE
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-

(x10,000)
J:Bovine alphaTac umin 00> 254 A0(+) CE: -3H4.0

.00
75] ITEE
.50
.25
.00

a-FAAEEARVERFR
608.0>284.1

(x10,000

)
.00 FBovine alpha lac@&lbumin 15 607.90>355.00(+) CE: -26.0

1 -1 1 3 R 57 BIBORIF) O 3 5P 54 (100 nmol/ L)MRM € P

199

75 a-ABEARGERFR
608.0>355.0
.50
.25]
.00
(x10,000)
2 5{#Bovine alphaTac umin B0=254. A0+ CE: 33.0
2.0 a-ABEARKS
1.5 600.8>284.1
1.0H
0.5]
(x10,000)
J5:Bovine alpha lacialbumin G00.50>355.20(+) CE: 26.0
1.5 a-FAEEARKRE
1.0] 600.8>355.2
0.5
0.0 T T T T T T T T T T
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 min




{x100,000)
1_5‘ :Bovine actoglobulin J0>I61.00(+) CE: -Z4.0
- (i =
TR B-AREARERFR
1.01 b 465,7>261.0
0.51
0.0
(x100,000)
1 5—2:Eo\:|ne beta lactoglobulin 15 465.70=504 . 10(+] CE: -17.0
1.0] B-FLEREARREESAR
465.7>504.1
0.57
0.0
(x100,000)
G:Bovine beta lactoglobulin 458.70>261.20(+) CE: 24.0
1.57
B-FLERERRRAK
1.0 458.7>261.2
0.5
(x100,000)
G:Bovine beta lactoglobulin 458, 70>504.20(+) CE: 45.0
- B-ALEKERIS S
458.7>504.2
1.07
0.57
0.0 T T
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 min

2 100 nmol/L B-FL3k & 4% S IR AN [ 7 3R 37 AR AE 7 (100 nmol/L)MRM 3 [&]

22 BRMERR

WEECHI Y o-FL 13 B R S ARE 200 500 100, 200+ 300. 400 500 nmol/L A1 B-FLERER (145 2 Ak
E% 40. 100. 200. 400. 600. 800. 1000 nmol/L A~[EI¥RFE FIFRMEVE R, % 1.2 K5 443470
B, ARG ERSHEM 26, 2t RIT, oM AfE. MR RZEALIEIE L% 3.

*3 LihgR
e EIVEpp: r 2 Y5
o FLAE AR FIKEL  y=0.254051x-0.0568241 0.9961 20 ~500 nmol/L
B ELERE AR RIKBL y=10.6884x+3.73716  0.9968 40 ~1000 nmol/L

23 SEfRtERmIESER

AFRHUARE, % 1.5 P BEAT 2 Bk, #Aas B BCA TR 2 e
SEERRE R Z 1.5 BDIRAEEE . R b S RORE R E RO G- R R PUE A, %R EHISZ S %
PEE 2 DG ARRL (VT AR, AR AR it 2615 BN T R o-FL B A AN B-FLEREL RS A IR BE
IR L, ~PATIE RIS PR, 8RR 4
Red CBRFE i o- 3L AR R IR B B- FLER BT L RE S R Bl 45 R

o-F LV AR S IR Bk RSD(%)  B-FLERE AHFFIRBOR RSD(%)
& (nmol/L) n=2 & (nmol/L) n=2

P i
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Sample 1 199.47 1.33% 393.39 3.14%

Sample 2 214.99 4.10% 140.05 2.82%
Sample 3 139.81 7.49% 203.74 0.27%
Sample 4 212.78 1.07% 267.097 1.04%
Sample 5 176.99 2.00% 208.42 3.43%

3 &

A S B ST A R S v O B A LC-30A A1 = EE PUARAT R 5 LCMS-8050 1 FH M 52 2244 )L
B 75 & s AR a-FL A B B A B-ALEREE A S B PR 877k, SO R R L. K
BPE L R R IE ER . ARSI T 5 AN B LS T b ALK SEBRAE S R -0 E
B AR S IR BORD B-FLER 2 (1 S IR B R P
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IS FH v OB £ — B B B 2 2 Bk P I FLER R B
B 5 L o LR £ 100 RO (5 R T % (UHPLC-MS/MS) SRR T %52
26/ bR RE R EETLR G PR 0 A . RERREAALILR, PRI (2 HELC-30A M 45
BB OB, = T8 DU BRI CLCMS-80SOEAT A2 B 417 8 F 1y e R g OO 5 I L
LR FIAF DT i B AR5 R ACN0.998 ;YK IEE ISR 5 312 nmol/L ~50 mmol/L.

REEA: FLBRE A FRRARBL B RGBU e BB ik

FLERE A 1939 FEH RN AP B, & MAEAF2AEHEERSRE SRR, el
Z58%Mie, XREHTTRERSE, FNXATUE. SURE. UMM, draAskEns
k2 AR, W2 AR A B E A — M EE R DRI, B, e REkEA
FABRIEAS I HA PR E SRR . BATEASTHIFRERK) LC-MS/MS J5 32 AT e i A 00 7L Bk 2 1 Ay
SR BOR PR HE B € R i PLAN YA h ALK R ) A R

LS ER 7Y
L1 {8

A S84 P I R U T LC-30A 5 = H PUAZAT 5 2 LCMS-8050 BEFH 2% . HAARD
B N LC-30ADX2 %l % , DGU-20As TE £ It ML, SIL-30AC H ZhiEFESS , CTO-30A #1148, CBM-20A
ARG 1EH %%, LCMS-8050 = F JUMAT 4%, LabSolutions Ver. 5.65 43 T/Euk

1.2 A aRAE

VRAH 3 25

sk C18 (At 2.1 mm LD, x100 mm L, HiR: 40C

1.7 pmo FEMIRE: 15C

WA A, K+0.1%F R B, ZHE+0.1%H R Vel SRABREYENL, B AHVIGIRE N 5%
WiE: 0.3 mL/min B [E) R L3R 1

BEFEARAN: 10 uL
1 BB IR

Time(min) Module Command Value
0.80 Pumps Pump B Conc 5
1.20 Pumps Pump B Conc. 10
2.50 Pumps Pump B Conc. 17
2.60 Pumps Pump B Conc. 22
4.20 Pumps Pump B Conc. 24
4.30 Pumps Pump B Conc. 100
5.00 Pumps Pump B Conc. 100
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5.10 Pumps
9.00 Controller

Pump B Conc.
Stop

JR A

BB ESI(+)
EFEEO®BEE: 45kV
S AA 3.0 L/min

A 25K 10 L/min
TS &S 10 L/min

hy

flffE =< @A
O : 300°C

DL JifE:  250°C

IR YURE: 400°C
A 2 RS I(MRM)
FEIRITE: 1 ms

MRM 2. W% 2

g
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1.3t i 550

FUBR S AR SRR UE S : 518 VDSALYLGSR, 43T 1079.6 Da, 4[ifF>99%:;
FUER (A RS R S AKbRAE S . 55108 VDSAL*YL*GSR, 7> T & 1093.6 Da, #liJ¥>95%; FL&kEA
[FIfL &K WAR: 5518 ALGFLRIPSKVDSAL*YL*GSRYLTTLKNLRE, %37 & 3409.9 Da, 4F>95%.
H: ERFTRBBES A - R R A R R R,

ZIEWH Merck A S23: /K B Milli-Q Plus Kk 248 (Millipore, Ltd.) £%E 15 K
HALH1S; R (4 99%, Wako, Japan); HARF N0 Hrad,

RER BV (500 mmol/L): FREX 3.95 g BRERE L, FH/KEMRIG A4 100 mL.

TR BBV (500 mmol/L): FREX 0.771 g BRI MRS, FIRKIR S B A IR B2 % 10 mL.

A S B3 (500 mmol/L): FREX 0.925 g MK LM%, FHIBR IR S VAU AR Jo € 2 % 10 mL.

AT (100 mmol/L): FREL 0.111 g &ALES, FI/KEMEERZE 10 mL.

IR (1%, V/V): TREL 0.1 mL VW, F/KFiREIF 2 2 % 10 mL.

PR TR ARV (100 pg/mL): FREX | mg B RER G, FH SRRV AR5 7€ %2 10 mL.

14 X R AV R A AR TR ) o

FUBRE R S BOPR A 7AW (100 pumol/L) = #ERAFREL 1.08 mg CFEHIA 0.01 mg) AEE
B bRAE S, KB MRIEERZE 10 mL, 1B . HECHI FEREBEEERRS, T-20CIR17.

FUER R A RO B ARG A 7A W (100 pmol/L) = HERAFREL 1.09 mg CFERAZE 0.01 mg) FLEkE
A R K bR S, KB E R E 10 mL, B2, HECH KGR 2R+, F-20 C
TRAF o

FUERE A AL R NAMESIEI (100 pmol/L) = HERIFREL 3.41 mg CHEHEZE 0.01 mg) FLEREE
[FIAL 2 AR ARAE i, KR I E 25 4 10 mL, VBT, KR a7 BRI+, F-20°C IR A7

FUEKER (RS IRARME R IR (500 nmol/L) = AERAMRER 50 L FLBRER A4S S kAR e il 4  T
10 mL &, DKMBE R ZIRE, RS . HECHIFE R RENE S, T-20CIRA7F.

FLERER (1 R 245 S AR VA (1 pmol/L) + HERAIRER 100 wL FLEKER 11 R4 3R S B A 4
T 10 mL =M, MUKFREREZIE, 1B KSEHI SR # 2R, T-20CHRAT.

FRE A FAZ A ARPIRIER (1 pmol/L) « #ERAYREL 100 uL LR (A AL R ARG D T
10 mL A&, MKEBERZIEE, RS HECH SRR B ENE T, T-20CIRAF.

bR R 5 TAEEW: 5 EL 4. 102 20, 40, 60 80. 100 pL [KFLEkE (A HFF bR AE  E) %
W BENREE RN 20 pL (IR, 225 S K PRI 0.1% /KA UE A % 1 mL, 1937,
BREE AR SRR EE 205108 24 5+ 104 20 304 40 50 nmol/L FIAR#E R 5 TAE IR s FH AT EC

1.5 P&
TR FRELS ¢ CRE#RZ 0.01 @ lFf, T 100 mL BefFH, H 40 mL /K#R )G, HRE
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50 mL AEJF, HAKEREZIE, B, FFEHR.

B ARAE: FREL 1 g ORI 0.01 @) iRFE, T 100 mL Badhd, A 80 mL IR/KIEME, fFA A
=G, FRBE 100 mL FEHb, AKEEEZE, B, F.

AERAIRIL 200 L EIRIEEVAR T 2 mL B0 H, N 20 uL LKA B R R AR IRV
WA TN 180 pL BRFR A VAR 15 pL BRI HERE VA, IRAJE T 50 CHEIR N 30 min; V4]
R, I 45 uL BUR L BERGA W, K5 AL FHE 30 ming AN 10 pL SRS AR 40 pL B B A
HEGVAM, R, T 37 CHEEMM 4h LB, A 10 uL FERIES), ZHiEEHE 30 min, I 480 pL
Ky IR, i 0.22 pm RALUERR, BLBURA - B R BT AT

% 2 MRM it 5%
HIRE - (m/2) T
% i fE E(eV)
[M+2H] > (m/2)

595.3% 23

LR AR 540.8
866.4 -19
602.3* 21

AR A R 24 K 547.8
880.4 -18

REERTX

2. ZREW
2.1 FRiESEEE
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(x10,000}
[1:LF-P 540.80-595.30{+} CE: -23.0

B |

1.0

AREEHRIL
540.8>595.3

0.5

0.0

{x10,000}
fi:LF-F 540.80=866.40{#) CE: -19.0

1.00]
R\ ASKEOESRK

0.75
540.8>866.4

0.50H

0.25]
0.00

{10,000}
B:LF-P-I§ 547 80-602.30+] CE: -21.0

ABEARCEFRAR

el 547.8>602.3

1.0

{10,000}

6:L F-P-15 547.80=880.40{#) CE: -18.0
2.0} AKEEEES SR
1.5 547.8>880.4
1.0]
0.5
i 2.0 3.0 4.0 "5.0 6.0 7.0 80 90 100 110  min

1 FLE A RS AKEL 10 nmol/L #rE  MRM €51 [
22 SRR
W BCHI a-FL A AR ARE 20 5. 104 20, 30, 40. 50 nmol/L AN[FIKFE HIbREIA W, 1% 1.2
AT RAFEATII G, WARERIER e 2, BetE RIF, ZRMEJTFE. A OC RECRIE MG W 3.
3 s

e EVEY r Y
FAKE y=7.32510x+0.0478466  0.9981 2 ~50 nmol/L

2.3 SERRfE e SR

AREGREE, 121,500 BT 2 A5G, A S AR A T IAH 5 5 .

FE S IZ IR S0 BREBEAT AL, B DT S5 AORE S E N € - B BRI, 1% IR SIS %
K55, SN R IETHAR, R bR v th 2 18 2R I AL R AR IR B IR FE . 45 5 I
*4

R4 SEFLANG I PR B R R K BRI 25

75 Bt 4F BIER |y e REMZER
(mg/100g) (mg/100g)
1 301 19.2 14 WL LB 7 Wk Heky 407
2 B0 188 1S LRI AR 36.6
f£:7.03 18.7 16 W URE T ks Sy 83.3
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4 £ 71,04 19.3 17 AfEYIH01 57.1
5 i 7,05 19.4 18 2R Y02 55.7
6 2,06 18.4 19 2 RYIH03 55.6
7 B LB J7 Yokn B 63.8 20 A JEWIK04 53.1
8 BUBCT7 Yok By 62.9 21 ARRTR05 53.1
9 B UBC J5 Uk 24 38.4 22 Z=JEYI#06 59.4
10 B U J5 Ykn B4 40.8 23 ZNRYIk07 64.0
11 B LB J7 Yokn By 35.6 24 2 IRYIH08 64.7
12 BUBCT7 Yok £y 40.5 25 SRR YK09 63.2
13 BUBCT7 Uk By 46.9 26 ARRYk 10 575

3 &

A S 3 ST A P S OB A LC-30 A = EE U MR AT 5 1% AL LCMS-80508% F 7 22 7L ity
ABEATEMPSEMER T R7E, HEIRRHE M A % R EON0.9981, LM Y2 nmol/L ~50
nmol/L, ZINESHTIREEDR, WE9 min5g B—FES 08T o A SCRIFZ 7 43 R 1 26/ i
FURYIHR SEBRFE b FLER L PR R IR B VR BE
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FIH Perfinity iDP 1 LCMS-8060 B4 2 o -BX R H K E &0
B OE. AR R AR VIO (03 Perfinity iDP A= 5 PUARAT 3% {X LCMS-8060 HkH
S o B I BT T B JeI@ I Skyline FRARTE AR oI B FRFAE I B 10 7L R MRM il 8 %
=R, RJEESE S Perfinity iDP FCERMF A BMEEY) . BEERAN 3 HTET IFR T, DT A4 2 50 %
¥ o-Fi% 25 [ LC-MS/MS & i Jidke ARCGEM T o-B B A e B AT TP R, o8 AR IERR B N
YLGYLEQLLR (634.35>991.55), k{7 30 mg/L~3000mg/L. %7 EERTACFE I, #Ef T4 T
ZEGMRIVEBLAE, R, EEML. REUES.

KA Perfinity iDP —HJUMAT BT o EA ERDHT

B R AL AR . ERMADP M FEEAR, AR TEER. B, AR, K
o-Fi% B R FLEN I EE A (NFLBRIM) o B o 4 LRE /R S B BRI SRR, /245 R (1R VR
Bx s BA pH BURYE, FULTEN B IR MERA S T AT LABEE AR Bt R, X R B & T LR 21T
MR EFTE . o-BS S ARG E IR, RN BIR, "ol kgik. BHEmepgE s, ©
I SR R e SR 3 S S A W 18

T = E DR BT B A K 7 B R R U, 8 TR AR 8 I R R Bk S I
FIUR I . (SR IBEA 75— 12-24 /N, SEEHEH 1) Perfinity iDP (Integrated Digestion
Platform) & H 240 1E 4 8 T RS VIO (o, SR FH v 2803 9 JB A T I A B il A, 0 ot b ) 2
R B TIEREG Y] . @I DR A i L TR TG RE AR S b, B T AR, S T etk
JUorBhSE BUITE LR IEY), StEGF TREVIALL, KORGEHRE 7 FE S AT A BRI 18] s (5] 76 B LM 7 1
BT Perfinity iDP REUKEFD). 4. 7085 KK — RIS FREL Aahth, BRIKT ANz, #
w1 T TR R

T HER . PRE L R B ool S T E BT, ASCE e R Skyline BT IEFIRAL
FHEIKEL, SR)5 454 Perfinity iDP BCERM BB EMIEL M. B Ao, M o-BEEH
52 BT 7772

1. SZIFER4
1.1 X588

ARSI A8 iR 5 AR 35X Perfinity iDP 5 = 8 PUARA T 1% (¢ LCMS-8060 BXH 41, HAART
#H A LC-20AD. LC-20ADxr*2 #iiiiZ%, DGU-20As fEZEIL ML, SIL-20AC HBhEFEES, CTO-20AC
FEIRAE, CBM-20A 244, LCMS-8060 — H PUKAFT /i i1, LabSolutions Ver. 5.82 SP1 &3 T.
YE¥uk, Skyline Ver.3.5.0.9319 #ff, Perfinity 1.0 #fF.

1.2 Hr A
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AR

i Acquity BEH Peptide C18 2.0 mm I.D.x 150 mm L., 1.7 pm (J73%JF%) / ACQUITY UPLC
Peptide CSH C18 (2.1 mm L.D.x100 mm L., 1.7 um) CE &4

TENAH: A FH-0.1% H R /K BT B #-0.1%F 8 £
Ji#: 0.4 mL/min C5EEIFR) 0.3 mL/min CE&5HT)
Feif: 40°C

HEFEE: 10l

PR B 05 128 1 it % 1

BEFEVERL, B MIWILEIRE N 5%, PeliFER 0.0-3.0 min, 5%; 3.0-35.0 min, 5%~40%; 35.0-37.5 min,
40%~95%; 37.5~45.0 min, 95%; 45.5-50.0 min, 5%

SE B TR M 2R

BORELEML, B MIWIEIRE N 5%, 10 4380 L&t 2] 70%.

J i %A

SHTES: LCMS-8060

B ESI(H)

BEEOBEE: 1.0kV

In#A: 4 15.0 L/min
WA AR 3.0 L/min
TS A 5.0 L/min
WEE<: WS

PRE:  300C

DL #fE: 250C

IR . 400°C

BN 2R EI(MRM)

FERHISE]: 30 ms

FEIRIFE]: 3 ms

SEEHT MRM S5 L% 1

1.3 FEAET A E R

JIk B 706 FT MRM I8 1 4 2«

FREX 1 mg a-BE &, I 175 pL /9 8 M IR (71128 500 mM (1) Tris-HC1 H1), B2 I 25 uL 1
DTT ¥ (40 mg/mL), WWHERA)JELE 37°CF M 90 4381 I 50 pL (1) IAA ¥ (40 mg/mL),
TARER A JGTE 37°C RGN 30 404, RV TERUG I 750 pL REREEIAIR (50 mMD, SRS
20 pL EEARAR (1 mg/mL) Fifd, SREEE 12 /N5 B BT BEAT I 200 A .
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TELR AR € B T -
el o-Bg d AbRAERT 2R FHAKECHIR 405028 30 150, 300, 1500, 3000 mg/L HIARIE M, o

F 1| MRM S48 Co-F&EL (A8 800 5150

Rk Bk # MRM #iE [m/z] CE(V) JKBfEHR
587.30""—758.40°(y6)  -22.9

HQGLPQEVLNENLLR  587.30""—871.50°(y7)  -18.9 7 VTR B
587.30""'—970.55"(y8)  -22.9
63435 —>991.55"(y8)*  -26.9

YLGYLEQLLR 634357771457 (y6) 269  EfkER
634.35""—658.40"(y5)  -22.9
692.85°—>991.50"(y9)  -29.2

692.857—920.50%(y8)  -25.2 JE Tk B
692.85""*—676.35"(y6)  -29.2

FFVAPFPEVFGK

VRN ERET
2. ER5R
2.1 o-BE 2 AR K BRI B AN AL

FIH Skyline ¥ A1k o- 25 F FRAE KB IF AR 4L MRM fliiE R 5, 45 G SCRHRGE R 85 17 41 L
Xt EEIESRE 3 AME T LGRS EAREE (B 1), 458: HQGLPQEVLENELLR. YLGYLEQLLR

1 FFVAPFPEVFGK.

(x10,000)

0.75

0.50

0.25] Y\K
0.001 L

e e B B L B S B B B
17.5 20.0 22.5 25.0 27.5 min

B 1 Skyline % f BEEH R 1 3 AMFAEKE: MRM a3 ]
2.2 Perfinity iDP 7ELREFV]. Mt Eh A4t B FE @2 Sr

FIH Perfinity iDP 1 LCMS-8060 It RGitaill o-Fg 1, #AERIH I, X7 23 min BIA] 5%
FRALFEAE LB VIAE N I BEAN T R . AR BRI AR b B o IR AR A S T EL AT,
FELRBE AR (BB E N 4 min, BEM5ERUGEMEANER, 11 min JFHEN CI18 AT (170 By, FIH
LCMS-8060 o il A fift J5 FIRFAE AR B, 223 AN IR IR B BS 10 (045 5 Eox, B3 #% YLGYLEQLLR
TENEBIKEL, BTN 634>991.55 1E N E &5 15
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fE Perfinity iDP BCEHF i NBEARIS 0] (A RO s R DS B e e IR RS 4 A4
1B (B 2), Bfhe A A e LBV AR FF (B 3).

% Perfinity - IDP v1.0.0.30

== =

iy PERFINITY

l 3) Desalt and RPC

Method Description

detection

1) Digest and RPC

I 2) Dig and RPC - Dig Trap 1 RP 2

I 2) Dig and RPC - Dig Trap 2 RP 1

Enzymatic digestion followed by RPC and MS

pds ) Run Sample(s) [ View Postrun

1) Digest and RPC - Method Input

Enter a value for each field

Digestion Time (min. }:

Reversed Phase Column Diameter (mmy).
Reversed Phase Column Length (mm}:
Reversed Phase Flow Rate (mL/min}:
Reversed Phase Initial (%B):

Reversed Phase Final (3B):

Gradient Length (min}:

Oven Temperature:

Name your method here:

1) Digest and RPC =H 31 1545

4

21

100

05

5

90

8

50

iReorder Supplies

& 2 Perfinity B PF S4B

2.3 o-BE B H E BT IR AL

K3 fELRMEY) . B SRR A I R RE R

FIH Skyline 45 H & S REFE RE & ) MRM 4113, 454
43 BT I TR F2 7 51 R A 3 S B8 1) LC-MS/MS J77k, & B4 b S e i P an 1 4 B, 78 30~3000
mg/L G YLGYLEQLLR BA RIUFMLM R (B 5MFE2) FEEME (K3).

211

Time Module Command Value
1 0.01 Controlle Event 12|
2 0.01 Pumps Fump B Conc. 5
3 0.01 Pumps Pump C Flow 0.025
4 0.01 Controller Start 1) Digest and RPC
& a.01 Pumps Pump C Flow 0.025
6 a.11 Pumps Pump C Flow 0.4
7 8.6 Controller Event 0|
8 8.61 Pumps Pump C Flow 04
9 8.61 Pumps SV{Pump C) D
10 871 Pumps FPump C Flow 2
11 1011 Pumps SV({Pump C) Bi
12 1111 Pumps Pump C Flow 2
4“L éﬂ - n - - o 3

Perfinity FFAE B FEZRRG YT . 2R



“T:HQGLPQEVLNENLLR Tight 587.305970.55(+) CE -22.9 "ZYLGYLEQLLR Tight 634.35>991.55(+) CE: -26.9
T1:HQGLPQEVLNENLLR _light 587.30>871.50(+) CE: -18.9 12:.YLGYLEQLLR_light 634.35>771.45(+) CE: -26.9
2‘071:HQGLPQEVLNENLLR_Iight 587.30%758.40(+) CE: -22.9 3_0{2:YLGYLEQLLR_Iight 634.35>658.40(+) CE: -22.9
15-] 1
] 2.0
1.04 1.5—?
] 1.0;
0.5 ]
] 0.5
0.0 : L 0.0 f k
0.0 ‘ 5‘0 ‘ ‘10‘0‘ ‘15‘.0‘ ‘20‘.0 ‘mi‘n ‘5.‘0 ‘ ‘10‘.0‘ ‘15‘.0‘ ‘20‘.0‘mi‘n
x10,000)
[3:FFVAPFPEVFGK_light 692.85>991.50(+) CE: -29.2
1'50;3:FFVAPFPEVFGK_Iig ht 692.85>920.50(+) CE: -25.2
18:FFVAPFPEVFGK_light 692.85>676.35(+) CE: -29.2
1.25-
1.00—?
0.75—?
0.50—?
0.25—?
2] L
‘ 5.‘0 ‘ ‘10‘.0‘ ‘15‘A0‘ ‘20‘.0‘m"n
K 4 a-F&E E LC-MS/MS 73 M1 3545 i i 5 (3 ]
Area
300000{
250000{
2000004
150000
100000
50000
500 1000 1500 2000 2500  Conc.
K 5 o-F8 & A E BRI FRME 28 (YLGYLEQLLR (634.35>991.55))
2 bR 2 2R M5 FEFIAE ¢ R A
. LT .
EA MEAE B BHEHZR (mg/L) HRAHr | HFHE (%)
o-fEH | YLGYLEQLLR (E&) Y =(101.500)X + (333.938) 30~3000 0.9987 92.1~103.7
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K3 OREE R AE R GENIRE REE 6 IRIEF)
Eip¥kE RSD% (RT) RSD% (Area)

30 mg/L 0.057 6.05
300 mg/L 0.051 2.39
3000 mg/L 0.033 2.27

3. &8

K S 0N B A8 28 2R 1 B ARRURE (33 Perfinity iDP-= 5 PUARAT 5 1 LCMS-8060 1% 22 G Al 47
) i 2RI R o-BR R T, SRR RER R 6, BFR TV T LSRR, EORERIE RS
e AUV, ELREED). MR AN R o BORT AN 75 23 20 b BRI 56 e, SEIS B0 A 1 1 DR A A
. SLIREE RN IRHIEIR Bt YLGYLEQLLR 1E A ®IKEL,  o-B% 2 AR & 7E 30-3000 mg/L i
BRI, ZRPEmIH A3 r 8 0.9987, HERAIE N 92.1-103.7%. %5/ Mk . EEMEL . REBUEH,
T A T B R DA I
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Rz 5808 B K AX. MultiNA 4858 £ 90k o 2R A 8Oy
BB K S ARITAEIRE, MR RN U R DT, 0 2 0 5 3 i
17 PCR §40, ST H stk (ORI AL o BT HR 2 B RO Sy 2R
G5 RS IR ) T 2 A0 RS R 40, 0O T DLSBE 58y 2 5 D s K

FEE: BN AKX MultiNA - RO AUk Bk E
I JVETRIE B AT ZIE RS iy, FYvokBZ bk, HAl, FOkrns g m T
YR . SR, BHAHGE T LA YR B RIS, TR RIS, bR LR BT 4
FiER, AR s 2 k. A EE HEAA R E R, TERE T RE R
H T 2E R R A ks 8 T AN [ I s il s B 435 A2 4% PCR AT BV T BL 4 5 - ks vh
PR PR RED, AT DA RE SRR R BB AW A . A SCR R KA MultiNA FFR —
T o i B b A 00 26 9ok R0 2R WK (K 7Yk, T AT £ WR vh A=k 45 Pl ) s
1 KRS

1.1 {3

MCE-202 MultiNA

1.2 SRR i

DNA-500 Reagent Kit for MultiNA (Shimadzu, Code: 292-27910-91)
SYBR® Gold Nucleic Acid Gel Stain  (Invitrogen, Code: S-11494)
IxTE Buffer

25 bp DNA Ladder (Invitrogen, Code: 10597-011)

FHFMAT GuSCN (Sigma, Code: G9277-100G)

IR ILR LA LBF Triton X-100 (Sigma, Code: 18896-50ML)

1 mol/L-Tris-HC1 ZZ{## (nacalai tesque, Code: 35435-11)

Proteinase K ¥ 7K 100 mg (Sigma, Code: P6556)

Ampdirect ® Plus (For International) (WAKO pure chem, Code: 604-21469; Shimadzu, Code:
S241-08800-99)

IMMOLASE™ DNA Polymerase (BIOLINE, Code: BIO-21046)

B BT DA 6 i R 0ok 0 2 Ky

PCRIIW): MRIEEEEFH, X4 FER TR R PEPCRI Y, FAAR Y 36 445 2R B BC K20 31l
335 bp #1266 bp.

1.3 Fkr A FiDNA I3 EX
TC F 9oy Ao i R 2R, B0 5 mol/L i FUER A,  0.05 mol/L Tris-HCL (pH 6.4), 0.02 mol/L

EDTA (pH 8.0), 1.3% Triton X-100. FRHX50 mghf it 1.5 mLE L, HIA200 pL TE (pH 8.0). 400
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uL SRR FATRARE A0 LB AIREK, #JE30S, T65°CiHM3 h  CGHIAIRERE30 min 78 73 4k 3 11K
[ RE S TN 600 pLY ANy G4 SREE(25: 24: 1), W#AHE30 S, 13000 rpmE 0210 min; B EiE, 0
NEARFE T FIREEQ24: 1), WiE30S, 13000 rpmE L0210 min; B_EE, AN EDT,
€30S, 13000 rpmE50210 min, HU_E7E, MOAO.SFEARFR I S AEE, #WHE30S, 13000 rpm 210 min;
BUITHE, HIAS500 pl 70% 2.8, #HE30S, 13000 rpmE 0210 min. RS S /N O HERAE, 3105
O, (ETTE T8 TR I UTIEY N 100 uL TEW A% .

1.4 PCR M £
PCR 5 ARG 5 S B2 sk A LR 1122

#1 PCRIZ B

& IR

Ampdirect® Plus 10.0 uL 1x
IMMOLASE™ DNA Polymerase 0.1 uL
PCR Forward Primer (10 pM) 1puL 0.5 M
PCR Reverse Primer (10 pM) 1 uL 0.5 uM
DNA 154 2.0 uL 3-5 ng/uL
dH20 CRERZEIRKD 59 uL
HARR 20.0 uL

#2 PCRIX LS4
fEH I [Fl/s T J5E/°C
T4k DNA 3 g A P 1 600 94
PCR (35 MG
A 30 94
B 30 60
SEA 30 72
(EEZNERS 420 72

1.5 300 B Bk MultiNAKI

PCRY 7 WJE AMultiNAGEAT I E » ARGEELIE 1 Fr BOKAD, SEER ik 500 bp R & AT
DFE o Dy 7 WAE D A HERPE , A5 [ I FEAT B IR S, [ 10 R ) s A & o A 7K AP DNA
PR o

2 R

PR F PR AMultiNAR IR St ISR, == 9008 A0 A= R A b A5 AR S 5 5 428 51
ATPCRYH, MultiNAFG I HH XS R (26717, 2R B AW B s P DD SRR 1 2, HPCRISAE R
ASEHtE . P20 B 32 0 M 4 1 = W AN AR R A il 1) P UK &L, MultiNASE SR ERR L2 IR, 2%
JEBRE ISR AT AT 5% 1R 22, 13 B2 e RO S ER AR — B, B3 A0 =5 Wk A/ 9ok v
DT HLIK L 45 F R S A (R S 2% T A (R A B, X R B AGES i VK MultiNATE 5 4 £ 8
PCRP“WIRIAEIN, AT [ 4658 Y SE Gk A9k, RIVGE T 9040 o 2R U BRI 45
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R

* OF F F K K
+ + + + + +
T % +* T T *
[ep] E LI | | 1R
{Ul'n- —
2] —
250 === . pr—
2001 ===
150{ ==
125 W—
1004 =
75 s—
50 w—
25 -
——
— [ — —
(L) . I

BT GO PR AMultiNARSIURE G OB I (3 R 0kabE s /e ZFORER: 50 SEReREsis F5l: 2k
RIS

- [=1 - @Az
o
2000
1500
=
E
% 1000
£
500
= =
= 2
B & 2 g 8 &8 8B E § #H B E B &8 8 Eg88 8 H
Sze (be)
B2 Aot A B AOMul N A I = 45285 1 B ik 1A
- - - (6).A5
&
750
s
E 500
<
g
£
250
AN =
3 3
Y AN
g & E &8 8 & 8 & F F R EEZEEBESEE 5
Sze (bp)
B3 Bt A B AOMul N ARG I 25 475285 1 B ik 1
. - - (14)Cs
2000 7
1500
=
E
= 1000
500
<
s = =3
4 2
g F 8 & 8 & ® & B F R E E§EEE8g g g
Size (bp)

K4 flots A F PR OOMultiN ARG = 95k A= 9k IR 5 0 ) e ik P
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3 ik

ARCHET 50 FHOR, N PCR J7 A1 By g A w0 i FRPKAX MultiNA SEEL 1 = 9k Fi2f
PP E PERI, FEERST T RN S X PR I T . BT R, BRI, WA
1%, A% LR A 0k B O I R T B
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7 PR SBCVBAE B — B TBR SR R 22 LD - A oM 7 i Ll =R
GGk K& &

BB R T — R AL A R e 0 LS R 40 5 0 A €5
T (UHPLC-MS/MS) I 11T 525/ 1L 4IRSy o L6 08 Rk 0 4 . 9830
(LB RIS B-FLRME (128 —BOAFBE, MR ZBERC IR, LA T ALMEE (NGO A 52
BUR, PR IR O 2 B B € O WO AR 110 SRR, ARV B, 7 IR
R, PR YR SRR R A BT, RAE0.9980L . 7EPY A AR I 20
B 1 ORI 5 S EORSDYE 13% LT, TV AUR P RAT

FEEE: ARG ARy WAy R i RGO i s R

G R ARG Ds. KAH Ja SR = KRR, HE s 2.07%. EHETEREH N
i 5 FE B IR IVE T 50 I BB OB 140, AT SN 2 A IRV A 5 o S0 s B i BT A,
SNWAEL, B ARG 8 A R AR LA g, IS AN ZAN R B . RN -4
(FIB% R A 45 S 2R R AR, 2R R B 028 BEER . B-BE AR (1, X P A K 2K 11 5 ol I B A0
MZEYh F 25 o-18 BREH, BRI, A= ghid SRR 488 1O N e ) A2 L= 05, DRIt mT A
VEE R AL b PRI BEAL, B IR A B NI G, IR H 2 BT R
SRTI 7 b B A ZE LA s, PR AR R 1A R Wk R s E PS4 o, A A EAR
WA G B F Yok, ERE TIHRENA . AT =L, M4k & 1A,
TR b A FR A SRR K N A AL AL i E AR ZL . FUkr s LR (RED By =5 L] i ok
RIS TE RIS, (A — S R PR LSV EAIRIN B4 AR B 5 R sh M) PEAUR JEUREIIT o5 LE Al
DRIk, N7 A BE A HER I 52 L 3 0k P == 9 AN F ke 5 B 5 B A JE BE -

TEARSCH S LC-MS/MS 7% ] 38 1sb K T S JOK B St Rl v At ) 5 4 i L = 08 v 25 ok A
Uk .
152503584y
1.1 {x#8

A SIS FH 5 R v RO AR B A LC-30A 5 = 5 PURGFF R 34X LCMS-8050 B¢ H 245 . HARAD
B LC-30ADX2 i % , DGU-20As 7E 43 it <ML, SIL-30AC H Zhit e, CTO-30A MR 46, CBM-20A
R, LCMS-8050 = H PUFLAT i 11X, LabSolutions Ver. 5.65 tail T/FuG .

1.2 bkt

VBURE 23 251

i C18 4%+ 2.1 mm LD. x100 mm L, WahtH: A, /K+0.1%FE; B, LNE+0.1%F
1.7 um, FL4% 300 A. JE: 0.3 mL/min
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BEFEAAR: 10 uL Velir 2 SRABEEE Ve, B MIRIIRIRIE N 3%

i 40C I T AP IR 1
1 BBV LN R
Time(min) Module Command Value

5.0 Pumps Pump B Conc 32
5.5 Pumps Pump B Conc. 100
6.5 Pumps Pump B Conc. 100
7.0 Pumps Pump B Conc. 3
9.0 Controller Stop

JR v %A

BT ESI(+)

BT OBEE: 45kV
ZHA: BA 3.0 L/min
A A< 10.0 L/min

TS &R 10.0 L/min
= =

DL ##f%: 250°C
INFEHGR B 400°C

AR 2R N(MRM)
MRM Z%. W3 2
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1.3 &5

FiEIE  Merck %] SZ56 F7K 1 Milli-Q Plus KL #2248 (Millipore, Ltd.) &EE T
5 RS, R (481 99%, Wako, Japan); HAIRFI A/ M4, Bk = 20 06 2 1
% 71K T 10000 BAEE 42 73 25 A i
BRIR AT (100 mmol/L) = FREL 0.79 g iR E%, H/KIBEMRIE EAE 100 mL.
THERIAPEREATR (100 mmol/L) : FREX 1.542 ¢ “ERIFFERE, F 100 mmol/L IBRER A 5 i
WA S €25 % 100 mL.
WA Z BRI (100 mmol/L) : FREX 1.850 g B ZBEf%E, FH 100 mmol/L [HRRER & 5 i
WA S €25 % 100 mL.
IR (1%, V/V) : FHL0.1 mL 288, F/KFRIFEAE 10 mL.
Bk 2 P R IR (300 pg/mL) = FREX 3 mg BMEEAEE (I8E, A 1% O BRISTIE
fiftfG e % 10 mL.
/KA (0.1%, V/V) : WHL I mL FER, FH/KHFREIE 2 2 4 1000 mL.
R Z B (0.1%, V/V) : W 1 mL R, I ZIERRIEEZRZE 1000 mL.

% 2 MRM 1t Z4L
R BT (m/z)
W& AR PN T (m/z) L BE 5 (V)
[M+2H]2*

462.2 28
Pyt B-FLERER 4 5 Ik B 858.6 685.3 27
1254.5" -32
462.2 26
WA B-FLBR R 1 R 3R A IR BL 865.7 693.3 27
1268.6 31
600.2 -30
1 = - FLER BT S 7 Ik BL 807.5 842.4 28
1168.4° 28
606.2 -30
1= B-FLER R 1 R A 3 7 AR BL 814.0 855.4 -32
1182.0 27
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s B TR
1.4 SF FRR A T % PR P YR Y P

Wy B-FLEREE 45 57 K BeAid 4 (500 pumol/L) = MERFRER G2 B-FLEREE I RE R IR K 8.29
mg GEFIZE 0.01 mg) , FAKEMEEHZE 10 mL. HEBRS B R | mL R S, BEE
T20°CHRAF, (EAATRRE SR, FNMPRDRE QR N g — .

13E B-FLERER AR SR BLAE S (500 pmol/L) = HERFREN L B-FLERER (05 Sk Bok &
7.78 mg (MEWAZE 0.01 mg) , F/KEMEERE 10 mL. FERD BB T | mL BEE S, &
HE T-20CHRAE, AT, SRRSOk R e — M.

2k B-FLERER (A Fa A R4 KBS 49 (500 pmol/L) = AERIFRELDY - B-ALERE (A [H]
PR EBOR A 8.36 mg (MEFAZE 0.01 mg) , FA/KIEMIEE L 10 mL. K750 A5 3
I mL RV, GEE T-20CHRAE, MEAHATARE =R, SRV @4 i — A H

i2E B-FLERER (A RauE A RS KB i 4  (500 pmol/L) = HERAFREL L 2F B-ALBRE [ [F
P RFEFIRBOR K 7.85 mg GHERIZE 0.01 mg) , FAKBEME ERE 10 mL. IR Bl R )
1 mL 2RME o, B 20 CHRAE, [HRRREE =R, B EEDRE QR R ae— kM.

Wyt B-FLERER 4 I B TAEVAR (10 pmol/L) = HERRREL 20 pL 952 B-FLERE 1145 50k
BObRHERE &, 1M 1.5.2 SPIRIBHT kLS, FUKFRRBEIFE R 2 1 mL.

12F B-FLER AR (1R FEIRBE AR (10 pmol/L) « AEBIRER 20 uL 1113F B-FLER AR 14 Ik
BbrdEff &, 10152 BB T S, KRR E R 2 1 mL,

Wyt B-SLER R [ RS2 S KB TAE I (10 pmol/L) = AERWRER 20 uL 325 B-FLEREE 1
AL R Rr S IR B A A, %08 1.5.2 PIRAT R G, HKMRBIFEARR 1 mL.

12 B-FLER R [ RO KRR B TR (10 pmol/L) = ERAIREN 20 L 1L B-FLEREE (4
[FIAL B S IR B A 2, %00 1.5.2 PIRAAT RS, RHKMRBIFEARE 1 mL.

[ Z bR S R AR A VAT (25 umol/L) + M JIHERGTLER 500 pL @52 Al 2 p-FLER
AR SR IR B R A S BRI W52F , FK R IR E B 2 10 mL R ml A2 31 | mL BRVE 1,
WGHE T-20CLRAF, FHATRRE IR, SRR a3 e — M.

1.5 FEMBErAcE
1.5.1 RS H]&

PRI AL 1 g B ALAEL) 5 g CRERAZE 0.01 g, W& EEAMZ 100 mg A4 T
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50 mL e, H 50 mL /K73 JCRHAFE 78 70 Vi iR 5 A2 21 100 mL A&, HKERZZIE,
ERE TR ER A 4 B IR IS E . B FIRVE S0 pL T 2 mL BOE T, N 20 pL £

SE AL BRIC A AR TP RR B Fr B«
1.5.2 fehlb 5EER

)_E SR FERH I 100 pL BRIR AW 10 uL BRI HEBEE TN 660 uL B4k, JR21JE
T 70°C FEIRKHT 30 min; AEI R, I 30 L MU A BERVEW, BEALEE 30 min: TN
AN 100 pL BER B, 20 pL R FIBEAT, FEh RS e T 37 CIEIR/K G B 2 he IIA
10 uL HERIRAD, iR F#EE 10 min, F 0.22 pm JEHGT I8, At RORUR (il - 43 R 1O

Ve DA AT AL BRI o B0 PR 5 8 18 22 IRV B RO, IR B 6 RN T 15%
1.6 &

AR5 AR L 3 ok R 3 2 WA U S v e, S 00 5 S ot o LS o AL A o £
R ERARRAANX (D AKX (), 75T R 1L =E 055 PR i sy 5t

Na

Ca= x100%

Na + Nb

no

Co= x100%

Na + Nb

s

co—AFER BRI S EE, %

cr— AP R WY S E, s

na— RV LU SR W R RN T B v L S W 1) 2 8
ne— R P WA W o3 AR T AR AE G0 2R ik i) 2 i
2. R 5k

2.1 RfEA B
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[T B B o0 B T2+ T 220

? God Sheep BLG 15
“J2 Bovane: 8L 15 965501260 600+ } CE -300
1t Goa Sheep BLG BG'C‘]J-“EB-IT:‘Z CE-280

p—" A InEES A
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e | Area=ﬂF5?23
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— '| LB B
e I

- | l. B - TR E1 SRR

0D |

. fo l

] | I.

B AREGIAEDS (AD MIARAELED) (B) B MRM i

3 B b 255 0] +

WEFF-FLIREE 55 BB
I W 441 1

£iNp-FLEEOHF B FA T

WL F - FLER TR R EREFTRAE
l'l FIp-AMESTREER
|
|
[
[
|

)\

—— T L I s e e S e B LA I e e e —r
25 a0 s 40 45 a0 a8 (1] mn

K2 gy B0k =E 5k 1 1 IREEEMER T MRM (435 &

22 LHEXRR
S FREARE (L 22 AR R R R 2 1 g ORSFE 0.01 g, W& REARZ 100 mg £47)
T 50 mL BEMH, A 50 mL K3 KR A 7B 0 i 5 5 F2 2] 100 mL . #%RE 3 it

196 £ BC A AN IR B AR AR B o MR UCERE S (R4 LA R/ 2R WK & BN AR bR . AR WA
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WA S BRI 5 BOAE PN AR AR TR 25 A58 HE B 223 Tl 6k 25 o AN 25 & it AT e M o 45 R vl I,
W4 Hh 2k 2k VEoC R R IF, R27E 0.9989 L) L.
3 A2 bR il S Ty i

FrifE 2 [%]

b . U
LR RRAE VA EUFRAE A
1 0 100
2 10 90
3 20 80
4 30 70
5 40 60
6 50 50
7 60 40
8 70 30
9 80 20
10 90 10
11 100 0
110.00%
y =-0.1015x + 1.1092 y = 0.099x - 0.0896
100.00% | R? =0.9992 RZ=0.9989
90.00%
Wil 80.00%
I:[: 70.00%
.

1 60.00% m2ETE
50.00% I * /_-F%ﬂ}
40.00%

30.00%

20.00% |
10.00% |
0.00% *

0/100 10/90 20/80 30/70  40/60  50/50 60/40 70/30 80/20 90/10 100/0

SRR UL ila A

B3 0k 5 2 gk A [ LA RO HE A 26
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2.3 REESR

S B B L 2GR A Ry 1:9 55 901 BB EE R (RTRA % BT, AN IR
OSSR, 43 BIEE AR IS NS AT 200, R BIZE R W 4 Fos. PRk £ 35X A
WEE I 5E & & RSD%TE 13%LA TN .

o | o ratrics g A4 9: 1
’ — = Y
\

. RE BB B

\ =] L8
o000 4 €=9.34 f |
. RSD=12.42(n=6) | \
- / nl\

J o

m.:l; P"r‘l:‘:’}?.:? P{Is?;’:;eﬁ ?g-‘d‘.\ iE.I-I%IP — an 4.0 4.5 B0 . %.] B0 min
oo 4 C=92.99
:: R5D=7.55(n=6) [_]_]_-.’{f_wj: L-ij L9
2003 C=9.52
0000 3 R5D=9.84(n=6)
- N\

K4 W=E 05k 9 Bk & 850008 1:9 (B 5 9:1 CF) BNBAEEMER MRM (i &

2.4 SEFREEmIIE 4R

FECTHT B 5 AN EGRE S, SRR IEATATRE, 2 1.5 MUDIRIETALEE, ¥
A ARE S NV € - R, SR B ST O VR TIE, SR IE 4. NERE
B, FAH—ASREE PO BE IR Gy, HE U R 2 R AR R LB s n 1 A4
BTy WA EEBI AN 3%E) 17% A5 .

E RS G LIRS SR B L w RIS

Ff HAXFRAE DI EL] o) FEXSARAE LGS L] (%)
Sample 1 3.85+0.27 86.09+1.56
Sample 2 - 87.28+3.54
Sample 3 4.50+0.21 77.76+2.71
Sample 4 9.07+0.36 83.66+1.09
Sample 5 16.67+0.57 68.05+0.47
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3. &8

S ST A B VR v TR £ 15 A LC-30 A F1 = 5 PO B AT 5 154 LCMS-8050 ¢ il 22 1l
24 R AR R L 2R R A AR R B Ay ) R R B VR, TR R R . EE
FRUE YRR S EOR . ASOERI T TR S AR RS, SSRERRA
AR 2R R P IS IR W R Ay, e DUAS b R 25 R 2 AN [R) B s n T 2R W R4
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