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A: 'H and *C NMR Spectra of Weinreb amide products
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B: Recycles and Pd-leaching studies
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Figure 1. Recycle experiments for the synthesis of Weinreb amides from p-iodotoluene.
Conditions: 0.5 mmol p-iodotoluene, 1.5 mmol N,O-dimethylhydroxyamine hydrochloride,
24 mg 1wt%Pd/ZIF-8, 2.5 equiv K,COs, 2 mL toluene, 105 °C, 3 bar CO, 12h.

Pd leaching measurements by ICP AES:

Entry Pd leaching (ppm)
Run 1 1.72
Run 2 1.38
Run 3 1.54
Run 4 2.15
Run 5 1.29
Run 6 1.62
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C: HRMS (ESI TOF)

_Me
N

2]

Qualitative Compound Report

Data File AR13050397 _td211-4.d Sample Name AR13050397_td211-4
Sample Type Samphe Position Wial 22

Instrument Name ESI TOF User Name

Acqg Method ESL.m g IRM Calibration Status

DA Method Test.m Comment

Compound Table

TlT
Compound Label RT Mass Abund Formula TgtMass | (ppm)
Cpd 1: C10 H11 N Q3] 0095 153.0738] 15441 Cl0HI1 NO3 1930739 =063
Cumpﬂund l;éhcl CORT "';Algur'll:hm o ) >I'-'Iass
Cpd 1: CIOHIIN O3 ‘0.095 Find By Formula ,193 0738
g = .
10 4 If."pd 1: L'_,‘I'l'.':l H11 M O3: +ESI Scan (0.079-0.129 min, 4 scans) Frag=180.0V AR130503%7_ td2'i1 4
317,1469
2.5
21 ' 194.0811
{PA+H)+
1.5
1
216.0629 _
0.5 {M+Nﬂ)|
A | N .1.L| " I..I._L 1l

160 170 180 190 200 210 220 230 240 250 260 270 280 200 300 310 320 330 E!-ACI
Counts vs, Mass-to-Charge (m/z)

MS Zoomed Spectrum

w104 |Cpd 1: ©10 H1r1 N 03: +ES| Scan (0.078-0.129 min, 4 scans) Frag=180.0V AR13050387_1d211-4...

1,75/ ; 184,081
- +
e (M+H)

216.0629.
0.5 [+ h.!a}+
0.25 : | | ) b

0l TR | l| . - I,_- II

190 175 180 185 190 185 200 205 210 215 220 225 230 235 240
Counts vs, Mass-to-Charge (mJ/z)

MS Spectrum Peak List

(A7 |Calcm/z | Dui ppm) 7 |RbDund |Farmuia Ton
1940811 1940812 063 1| 16278|CIDHIZNO3 (M+H)+
2160529 216,0831 -1.13] 1 39?4|C1U H1L W Ma 03 {M+Na]+

- End Of Repart -
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Qualitative Compound Report

Data File AR130503%6_td399-4.d Sample Name AR13050396_td399-4
Sample Type Sample Position Vial 21

Instrument Name ESI TOF User Name

Acq Method ESLm IRM Calibration Status

DA Method Test.m ’ Comment

Compound Table

Il
Compound Label RT Mass Abund Formula Tgt Mass | (ppm)
Cpd 1: C1I2ZHIS N OS]  0.096 253.0948| 134098 C12 H15 N 05 253,095 -0.7

Cpd1: CIIHISNOS 0,096 Find By Formula
o
x10 5|Cpd 1: C12 H15 N 05; +ES| Scan (0.079-0.129 min, 4 scans) Frag=180.0V AR13050396 _td399-4....

276.0841
A a)

1.24-
1 s ;

(o 1t - s A .......... - - - s S S S S S

0.64- ; ; e S ik s ! ! : :

0.4 ' : :

0.2
0

L L 0 T i
160 170 180 180 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340
Counts vs. Mass-to-Charge (m/z)

MS Zoomed Spectrum
x10 5 [Cpd 1: C12 H15 N O5: +ESI Scan (0.079-0.129 min, 4 scans) Frag=180

.0V AR13050396_td399-4...

""" 276. EIB#

1.2. (M+Na)

‘T_ I, H

8 i254.1023_
0 (M+H)+
0.6
0.4 . ; . | —

| |

5 | : :
25’!0 235 240 245 2|5IJ 255 260 265 270 275 280 285 290 295 300
Counts vs. Mass-t»-Charge (m/z)

MS Spectrum Peak List

my/z Calcm/z Diff{ppm) z |[Abund [Formula Ton
254,1023 254.1023 -0.15] 1 64611|C12 HI6 N 05 (M+H)+
276.0841 276.0842 -0.7 134282|C12 H1S N Na 05 {M+Na)+

-== End Of Report ---
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