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welch | grepig (b)) BHERAT

REHE: 720220914-003

R 30 °C
ViIH: 0.3 mL/min
ﬁfﬁéﬁ 2ul
MR E

WENA A: EEUK 500 mL, JIA 0.5 mL =AM, R
WA B« RS HEE, HhuE, AH.
® JRILA:

2R ESI
K5 2: MRM
FS: B/, 500°C, JiE: 1000L/Hr

e S . EwX
BT 1.0 kV
A F4 BETF(ml) | TET (miD Cone (V) Collision (V) Polarity
o 352.2 28
T HE PR ER 458.2 6 Positive
441.2 18
426.2 18
TER 461.2 10 Positive
443.2 10
410.2 18
2NN 445.2 16 Positive
427.3 10
444.2 18
EH/ER 479.2 2 Positive
462.1 16
154.1 30
CHWAE 5 4452 28 Positive
428.2 16
‘ 410.2 18
Z MR 4452 8 Positive
427.3 10
‘ 426.2 20
ZhEER 461.2 16 Positive
4442 16
‘ 444.2 20
EREHR 479.2 24 Positive
462.2 16
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welch | grers (L) BHERAD

WEHS: 720220914-003

o HMBBKACE.:

FEMIE: FREUE 5.00 g, T 50 mL &0, 407 H 20mL. 20mL. 10mL  0.1mol/L
EDTA-Mcllvaine ZzM&RUK/KHEE P S B = 1K, Bk IRV 5 Imin, #7552 10 min, 10°C 8000
r/min &0 10 min, &IF EEWR, JFEAZE 50mL, 10°C 8000 r/min 0> 10 min, HL 10 mL EiEW
M.

BRP [EAHAHUAE (60 mg, 3mL) , H 5mL HEE, 5mL /KiGfk;

1omL PR, F25:

F 5mL /K, 5mL FEEHK (1+19) Wik, 35%, T

10 mL HEE 08 21 (1+9) Pefli itk .

Ve 40 CEMET, MIA 1 mL FEE+ =8 LR (1+19) , B2, i 0.22 um JERE, EHL.

® L EAMEHE

Vg
pd
(L =H
minocycline minocycline 4_Expioxytetracycline
olank F1:MRM of 2 channels, ES+ blank F1:MRM of 2 channels ES+ [olank FZ:MRM of 2 channels, ES+

458223 = 441.23 458.223 > 252.207 481223 > 426213
6.06 4.331e+002 754 522 1.043e+003

8.00 8.50

%31
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welch
A 1B ® #

AERx (Ei8) BRBRAE

WEHS: 720220914-003

4-Expioxytetracycline oxytetracycline oxytetracycline
olank F2:MRM of 2 channels, ES+ blank: F2:MRM of 2 channels ES+ olank F3:MRM of 2 channels, ES+
481223 = 444 167 451,223 = 428.218 754 461223 = 443 255
4 783 7.00 526424002 203 11834003 ] 2. 807e+003
7.83 8.03
518823 7.8

rmin

T7.600 T.800 8000 B200 3.400 8.00 3.50 .00 8.50
4_Epitetracycline 4-Epitetracycline tetracycline
blank F4:MRM of 2 channels, ES+ blank F4MRM of 2 channels.ES+  blank F5:MRM of 2 channels, ES+
558 445221 > 410.218 445223 > 427.218 445223 > 410216
i 2.27T0e+003 2.807e+003 8.03 1.816e+003

.47

7.717.808.00

.40
543 58
min rmin min
7.00 7.50 8.00 T.00 7.50 2.00 8.000 B8.500
tetracycline 4-epichlortetracy-cline 4-gpichlortetracy-cline
blank FE:MRM of 2 channels, ES+ blank FG:MRM of 2 channels.ES+  blank F3:MRM of 2 channels, ES+
445271 = 427 316 470,18 = 444,158 47016 = 462 168
1 B.09 2.772e+003 1 982 am 6.03%e+002 100250 4.183e+003
1047
10.78

33 250

10,87

rmin

T min min
000 £.500 10.00 10.50 10.00 10.50
chlortetracycline chlortetracycline doxycycline
blank FT-MRM of 2 channels, ES+ blank F7:MRM of 2 channels, ES+ Blank F8:MRM of 2 channels, ES+

47016 = 444,156

479,18 = 462.108

445,223 > 428 228

1217 §.700e+002 12.14 S5.081e+002 T.138e+003
1 1
1217
12351277
1284
T T T T e min T T T T min T T min
11.50 12.00 1250 11.50 12.00 12.50 14.00 14.50
doxycycline
blank F8:MRM of 2 channels ES+
445223 > 1540780
T272e+002
14.50
T min
Sample Text Mame Trace RT Area Primar.. ng/mL Dev 1° Ratio (A, 2° Ratio {A...
blank minocycline 453223 > 44123 6.23 1.036 bb 0.007 0.300
blank 4-Expiosyteiracycline 461.223 > 426.218
blank oxytetracycline 451223 7 426218 811 5825 db 0014
blank 4-Epitetracycline 445,223 » #10.215 748 0.577 bb g.002 0.535
blank tetracycline 445.223 > 410.218 8.14 8.286 db 0012 0.170
biank 4-epichlortetracy-cli... 478.18 = 4441538
blank chiortetracycline 470,18 = 444.156 12.23 8426 db 0.083 22713
blank doxycydine 445.223 > 428.228 13.85 258.567 db 0.515 18.804
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WRERE: 720220914-003

(2) FESIB

minocycline minocycline 4-Expioxytetracycline
sample F1:MRM of 2 channels, ES+ samgle F1:MRM of 2 channels, ES+ sample F2:MRM of 2 channels, ES+
453223 > 44123 458 223 = 362 207 461223 > 426218

8.08 3.173e+002 573 8.02 4.0082+002

.86
.23
min mir
G.00 6.50 §.00 5.50

4.Expioxytetracycline oxytetracycline oxytetracycline
sample F2:MRM of 2 channels, ES+ sample F23:MRM of 2 chanmels,ES+  sample F3:MRM of 2 channels, ES+
481.223 = 444 187 451223 > 428.218 481.223 » 443.2585
8.13 4 2 1eHl02 3.03 5.100e+002 T.80 2.497e+003

1

8.00 3.50

£S5 W3t 12
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A 1B ® #

AERx (Ei8) BRBRAE

WEHS: 720220914-003

4-Epitetracycline
sample
6.58

F4:MRM of 2 channels, ES+
445,223 = 410.215
G§.534e+002

T.ez

8.40
min
7.00 7.50 &.00
tetracycline
sample F5:MRM of 2 channels, ES+

4450223 > 427.316

min

8.000

chlortetracycline
sample F7:MRM of 2 channels, ES+
47016 > 444155

1219 2.83Te+002

12.24
11.18 11.38

4-Epitetracycline
samgple F4:MRM of 2 channels, ES+
445223 » 427.218
1 TA6 723 7.81 2.183=+003
02 830 g4g

T T T rnin

T
T.50 8.00

4-gpichlortetracy-cline
F&:MRM of 2 channels, ES+
472,19 = 444.158

10.43

samgple

2.50Me+002

10.00 10.50

chlortetracycline
sample F7:MRM of 2 channels ES+
472,18 = 452 108

1218 4 046=2+002

tetracycline

sample

1

F5:MRM of 2 channels ES+
445,222 = 410,218
825

7.740e+002

4-epichlortetracy-cline

sample

8.80

1

doxycycline

sample

13.75

0.74

F8:MRM of 2 channels, ES+
47816 = 462,169
3.813e+003

10,01 10,25
10 10.75

min

10.00

10.50

FB:MRM of 2 channels, ES+
445 222 = 425228
2.828e+003

min min
11.50 12.00 12.50 14.00 14.50
doxycycline
sample F8:MRM of 2 channels, ES+
13.50 445223 = 154,079

Sample Text Mame Trace RT Area Primar.. ng'mL %Dev 1° Ratio (A.. 2° Ratio (A

sample mingcycling 452,223 = 441.22 8.256 8.651 bt 0.05G 9282

sample 4-Expioxytetracycline 481.223 > 426218

sample oxytefracycline 451.2223 = 426218

sample 4-Epitefracycline 445.223 > 410.215 74T 1.882 bb 0006 0.247
Sample Text MNarme Trace RT Area Prnmar... ng/mL %Dev 1° Ratio (A... 2° Ratio (A
sample tetracycline 445223 = 410.218 8.25 7.563 bl 0015 0.578
sample 4-epichlortetracy-cli... 472.18 = 444,158 10.43 4741 db 0.031 1.463
sample chlortetracycline 47218 = 444 156 1218 3.208 bb 0021 0.545
sample doxycycline 445.223 = 428.223 13.85 68.783 db 0133 17.112
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(3) 100 ng/mL J&& FRUER

AERx (Ei8) BRBRAE

WRERE: 720220914-003

minocycline minocycline 4-Expioxytetracycline
=std F1:MRM of 2 channels ES+ std F1:MRM of 2 channels,ES+ =std F2-MRM of 2 channels, ES+
458 223 = 441 .23 468 223 = 362 207 461.223 > 426218
1 8.24 226824005 8.24 2238004 201 7.118e+005
225
min min min
6.00 850 6.00 6.50 7600 TEOD B000 2200 2400
4-Expioxytetracycline oxytetracycline oxytetracycline
=std F2:MRM of 2 channels ES+ std F3:MRM of 2 channels,ES+ =std F3:MRM of 2 channels, ES+
481.223 = 444167 451.223 = 428.218 481.221 > 442,255
201 5.022e+005 20 B 5862+005 az5 2 528e+005
1 1 3.26 1
am
225
min min min
T.B00 T.800 B.000 5200 2400 £.00 8.50 200 8.50
4-Epitetracycline 4-Epitetracycline tetracycline
=std F4:MRM of 2 channels ES+ std F4:MRM of 2 channels, ES+ =std FE:MRM of 2 channels, ES+
445223 = 410.215 445.223 = 427.218 445221 > 410,216
1 8.16.7.142e4005 8.16.2812+005 AT B.441e+005
TAT
[ T T T ,k T f T min min i T T T min
7.00 750 2800 .00 750 200 2.000 B.500
tetracycline 4-epichlortetracy-cline 4-epichlortetracy-cline
std F5:MRM of 2 channels, ES+ std FE:MRM of 2 channels.ES+ std F8:MRM of 2 channels, ES+
445223 > 427 316 479.18 = 444,158 47016 = 462,160
1 217 2778e+005 1054 138724005 10.55  1.117e+005
.50
e e i a  aE mal ] min min
2.000 10.00 10.50 10,00 10.50
/TR, 12
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AERx (Ei8) BRBRAE

WEHS: 720220914-003

chlortetracycline chlortetracycline doxycycline
std FT:MRM of 2 channels, ES+ std FT:MRM of 2 channels.ES+  =std F&:MRM of 2 channels,ES+
ATRE > 444 1565 479,18 = 482,108 445 223 = 425 228
100 12.24 1.108e+005 100 1224  2.548=+004 1 13.87 8.327e+005
wi :
T T T T T T T min T T T T min T T T T T min
11.50 12.00 12.50 11.50 12.00 12.50 14.00 14.50
doxycycline
std F8:MRM of 2 channels, ES+
445223 = 154.078
1 13.87 1.085e-+105
u—r—v—f min
14.00 14.50
Sample Text Mame Trace RT Area Primar... ngimL %Dev 1% Ratio (A .. 2° Ratio (A .
std minocycline 453,223 = 44123 8.24 15423.171 bk 100.000 0.0 10.254
std 4-Expingytetracycline 481.223 = 426 218 8.01 42655 484 bk 100000 0.0 1.381
std oogytetracycline 451.223 = 426 218 8.28 43838.538 bk 100000 0.0 2475
std 4-Epitetracycline 445 223 = $10.215 747 32670288 bd 100000 0.0 3.768
std tetracycline 445 223 = 110216 87 0741477 bk 100000 0.0 2531
std 4-epichlortetracy-cli... 479.18 = 444158 10.54 15253.501 bk 100.000 0.0 1.335
std chlortetracycline 478.18 = 444 168 12.24 14845702 MM 100000 0.0 1.188
std doxycycline 445 223 = 428 228 13.87 50158621 bk 100000 0.0 10,800
> —
(4) FffH+45,100 ng/mL
minocycline minocycline 4-Expioxytetracycline
spike-1 F1:MRM of 2 chamnels, ES+ spike-1 F1:MRM of 2 channels ES+ spike-1 F2:MRM of 2 channels ES+

458 223 » 441 23

8.2 2.315e+005

9

-

min

6.00 6.50

4-Expioxytetracycline

458223 » 352 207
2.382e+004

1
}_L min

.22
5.00 8.50

oxytetracycline

1

431.223 » 426,218
2.00 7.327e+005

524

min

7600 7.800 8000 SZ00 8.400

oxytetracycline

spike-1 F2:MRM of 2 channels, ES+ spike-1 F3:MRM of 2 channels ES+ spike-1 F3:MRM of 2 channels ES+
481.223 = 444167 451223 » 428 218 431.223 » 443 255
1 T8 5.280e+00D 1 700 g0y 7.010e+005 1 3.23 2.875e+005
T.89
822
min min min
7.600 T7.800 B2.000 B.200 8400 8.00 B50 2.00 8.50

4-Epitetracycline 4-Epitetracycline tetracycline
spike-1 F4:MRM of 2 channels, ES+ spike-1 F4:MRM of Z channels.ES+  spike-1 F5:MRM of 2 channels, ES+
445223 = 410215 445223 = 427 318 445223 > 410218
1 8.15. 7.776e+005 1 8.15. 2.007=+005 1 8.15 7.624e+005

T.45
T.45
o T T T T T T T min o T T T T T T T min 5 T T T T min
7.00 7.50 5.00 T.00 7.50 3.00 3.000 &.500
®8 W3k 12
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A 1B ® #

AERx (Ei8) BRBRAE

WRERE: 720220914-003

tetracycline 4-gpichlortetracy-cline 4-epichlortetracy-cline
spike-1 F&:MRM of 2 channels, ES+ spike-1 FG:MRM of 2 channels, ES+ spike-1 F8:MRM of 2 channels, ES+
445 223 > 427 315 479,18 » 444,158 47016 > 462168
2.15 3.080e+005 10.50 1.635=+H005 10,48 1.283=+005
1 1005 1
o
4 B.58
o T T T T min o f T T min T T T T T min
8.000 8.500 10000 10.50 10.00 10.50
chlortetracycline chlortetracycline doxycycline
spike-1 FT:MRM of 2 channels, ES+ spike-1 F7.MRM of Z chanmels,ES+  spike-1 FE:MRM of 2 channels, ES+
47016 > 444,155 470,18 = 482 108 445223 = 425225
12.18 1.271e+005 12.12 1.088=+005 12.84 1.120e+008
100 1 1
by
o= min min min
11.50 12.00 12.50 11.50 12.00 12.50 14.00 14.50
doxycycline
spike-1 F&:MRM of 2 channels, ES+
445223 > 154079
1 13.85 1.264e+005
min
14.00 14.50
Sample Text Mame Trace RT Area Primar.. ngimL %Dewv 1° Ratio (A.. 2° Ratio (A ..
spike-1 minocycline 453223 > 44122 g.z2 16843.158 bb 107810 2.818
=spike-1 4-Expinceytetracycline 451.222 = 426218 8.00 45720676 bb 108973 1.438
spike-1 oxytetracycline 451.223 > 426218 8.24 45284531 bb 110,021 2528
spike-1 4-Epitetracycline 445,223 > 410.218 T.45  32821.385 bb 100.482 3.882
spike-1 tetracycline 445,223 > 410.218 .15 60924934 bb 111.62€ 2.661
spike-1 4-epichloretracy-cli... 479.18 = 444,158 10.50 16028.357  bb 111.04€ 1.260
spike-1 chlortetracycline 470,18 = 444 156 i2.18 15871.438  bb 108.263 1.145
spike-1 doxycycline 445223 = 423228 1384 56638252 bbb 112812 2.547

T BRAES A UL, RS A5 RAOGIZ IR 5. RS RE AT R, A E S
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WRERE: 720220914-003

minocycline minocycline
spike-2 F1:MRM of 2 channels, ES+ spike-2 F1:MRM of 2 channels,ES+
458,223 = 441.22 458.223 » 252.207
1 .21 2.327e+005 1 8.23 2.383=+004
635
G T T T T T min o T T T T T mmin
G.00 6.50 8.00 8.50
4.Expioxytetracycline oxytetracycline
spike-2 F2:MRM of 2 channels, ES+ spike-2 F3:MRM of 2 chanmnels, ES+
481.222 = 444,167 481.223 » 426.218
7.98 5.354e+005 8.2z 7.0182+005
1 4 783
822
min min
7600 7.800 8.000 B.200 B8.400 8.00 B.50

4.Epitetracycline
spike-2 F4:MRM of 2 channels, ES+
445223 > 410,215

" 512, 8.0842+005

¥.

-

7.00 7.50 8.00
tetracycline
spike-2 F5:MRM of 2 channels, ES+
445223 = 427,318
213 3.163e+005

1

-

min

8.000 B8.500

4-Epitetracycline
spike-2 F4:MRM of Z channels ES+
445 223 = 427 216

1 313, 2.002=+005
T44
min
T.00 T.50 .00

4_epichlortetracy-cline

spike-2 FE:MRM of 2 channels ES+
479,18 = 444.158
100 10.47 1.617e+005
| j\
T T T T T min
10.00 10.50

T BRAES A UL, RS A5 RAOGIZ IR 5. RS RE AT R, A E S
Add: FIETIMIT X B m e 85 S i (k) R E. ELHE 10 58

Add:HITT A & BT ERX UMK EE 168 5
Tel:400-810-6969

4-Expioxytetracycline

spike-2 F2:MRM of 2 channels, ES+
481.222 = 426,218

1 T.88 0oz T.467e+005
min

7600 7800 S8.000 32200 8400

oxytetracycline

spike-2 F3:MRM of 2 chamnels, ES+
481.223 = 443,255
1 .22 3.025e+005
T.88
min
8.00 8.50
tetracycline
spike-2 F5:-MRM of 2 channels, ES+
445223 > 410,218
1 813 8.374e+005
L e e S L B ]
3.000 8.500

4.epichlortetracy-cline
spike-2 FB:MRM of 2 channels, ES+
47016 = 452,160

1 10,47 1.340e+005

min

T
10.00 10.50

10 T 3t 12
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chlortetracycline chlortetracycline doxycycline
spike-2 FT-MRM of 2 channels, ES+ spike-2 F7-MRM of 2 channels ES+ =pike-2 F8:MRM of 2 channels, ES+
470,16 = 444,156 472,18 = 482,105 445223 = 428,228
12.15 1.284e+005 12.15 1.082=+005 12.83 1.185e+008
1004 1 1
%t
T T T T T T T min T T T T T T T min T T T T T man
11.50 12.00 12.50 11.50 12.00 12.50 14.00 14.50
doxycycline
spike-2 F&8:MRM of 2 channels, ES+
445222 = 154.079
1 13.83 1.337e+005
min
14.00 14.50
Sample Text Mame Trace RT Area Primar... ng'mL %Dev 1° Ratio (A_.. 2° Ratio (A
spike-2 minocycline 453223 > 44122 .21 18335.831 bk 105.218 9.783
spike-2 4-Expioxytefracycline 451.223 » 426.218 TeE  47521.084 bb 111.81C 1.442
Spike-2 oxytetracycline 451.223 » 426,218 8.22 43735313 bb 111.048 2.335
spike-2 4-Epitetracycline 445,223 » 410.215 T.44 33745884 bb 103.282 2741
Spike-2 tetracycline 445223 » 410.218 8.13 53050584 bb 118.188 2.565
spike-2 4-gpichlortetracy-cli... 478.18 = 444.158 10.47 17832.248 bk 117.228 1.252
spike-2 chlortetracycline 478,18 = 444.156 12.15 17821.778 MM 117.872 1.185
spike-2 doxycyciine 445223 » 425228 13.83 57812637 ©bb 115.257 3816

IR ge it

SRR PR SE
(LACE mR, %
ng/mL ng/mL
| 107.91 107.9
SHLEIS-N 100
105.918 105.9
‘ 109.973 110.0
ZhTER 100
111.81 111.8
110.021 110.0
+ER 100
111.048 111.0
) 100.462 100.5
ZR PR ER 100
103.292 103.3
111.595 111.6
IIEZ8- 100
116.196 116.2
111.046 111.0
ElREHR 100
117.238 117.2

F X HE 12
A BRARS AU, RS G RAHZ R 5. RS RE AR VR, AN R
Add: BT AL IX BRI BE 85 SR M R (Rl BRI 10 Sk HEGi: 201600
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welch | giesy (L) BOERAS

WEHS: 720220914-003

106.863 106.9

BER 100
117.972 118.0
112.912 112.9

CAVAE= > 100
115.257 115.3

o Zif:
f§iH H JH Welchrom® BRP 60 mg, 3 mL GHr3EgRh Mg F iGN ER. RF R JUHER.

SRR BAFR. ZAURER. ERALER. ERASER, MR LEX.
B #A: 2022/11/11

12 W3t 12
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